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GB
7 AR EMEE R 5 &

GB 31650—2019

= [Ny
RmRLEZRE
=] = : G7J
BERPEHRARERE
National food safety standard-

Maximum residue |imits for veterinary drugs in foods
2019-09-06 %75 2020-04-01 L5
dode AR R A E gk koA HOER
T ANRICAEESE R RES RS R
o ox W 3B B O W M & m

(GB31650-2019) B=AR R, —BEREEAmMMEENERNBIE M. ST LMY
RUVEAREE 235 S(EHIYMERRTEARSKERE) B, MM AENENSHLHMEM 76
Mo 18108 39.8%, A EMMPILIN 66 M. IS 75%, FHEREE I 643 WM. 18 41.5%,
BARBARTIRIFNYMERR " RETESE” BRI,

MInENE AR EMEERSERE2EEN. IAHHNITEEZEXA CAC (EFR M
FHEAR) MR REFARERAMEX R ImE, WRIWBAEE 235 S RIAE
mEY. BAWEBANE., ABREE. EAEXRFEERAZHHAT T2EET, RENKE

1



[REES CACEAABREBE XX 90%ULE; WER

WELDmM T A AT RE R R,
BZAREREMEFEEMBZ™E, ERTERNERRNERT HEDYERRES.

BELGMMITEAARBREAELERNXRRDR, EREMBITHOETRE T B XKL
FOZIERTHAL. TR, BEE. ¢

o

F=g/AV NN

Uy
2

BENBEHER,

EF 0 ZMFERRRERE

GB 31650-2019 (B mReEXR & BmPEARARKERE) Ry 267 4 (£

AL SN

BmH

B
=

HaiF&AE (AD) « ABMIEMFEEAIESZE 2020 F5HB) (GB31650-2019
A RKABRENERLNITENTBRAAR) , XBALTERIHTHFEGERS

)

HESTHRRAZARRRH

[==]

=]

WEH, TFEFERAKRERENEZNURAWHEATH, EXAEEIYERRPREHNE
HAWARMERIE, LT

1) BHEDYERRTEAZXBERENENELS

No (A=Y No wE No Ga=gv|

1 Pl Z Ak 36 “RmOE 71 REHSEXR
2 X ERBR 37 =R 72 WER

3 ST P 38 THHHERR 73 BBk

4 RN 39 ZHIEZER 74 PR AL B

5 R 40 LZENR 75 i

6 LEBER 41 BiENE 76 FILFEHE

7 RURBRER 7R 5o/ B 42 IR EMEEER 77 LN

8 FRIZE BRI 2 43 AR 78 EEEERR

9 Pt B ER 44 ZAB R RS 79 ITBER/EEH/MIER
10 AKER 45  HFERUR/SEEM/BRGAM 80 R

11 FERK 46 (T 81 UiES

12 FEH/EEFABER 47 BULHEE 82 HRBEER
13 EMRAR 48 aAxEeE 83 AR EE

14 FhU&R 49 Az 84 PoERAIIAZ
15 S 50 AL 85 S|EM

16 KIEERS 51 e 86 HER

17 SLTmnEnE 52 AR 87 IRDDE
18 R 53 AMRARE 88 FTMHBR
19 LML 54 PR E RS 89 AMBE
20 SUBHAZ 55 RABHE 90 BRSEH
21 SULFEHA 56 ELLER 91 HBR/MNEESER
22 MER 57 DkZ& 92 Rz — BRI
23 EIE Rl 58 ARIEIE 93 e

24 —RRR%E 59 FRERER 9% PRI
25 SEHE/a- AR HEE 60 AEE 95 RNE=
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27 KEIVE 62 Tk RZ 97 BAREE
28 i 63 basgdo N 98 FERIERF
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29 REHEE 64 Me]EER 99 HER
30 HMERA 65 OEXRER 100 =SB
31 HIZERN 66 Siukikh 101 AT
32 TR 67 BRIk 102 REEZ
33 R 68 Eegkoblix 103 E Rl
34 TR HRF 69 SEERE 104 HERIEER
35 HEE/R 70 5E8%T
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9 ERELIL IR 61 ERENIEEdiT N EY O EN 113 BEEES
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14 TR TURHER S 66 SR AA 118 R
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50 PREANE £ 102 REQE5 £ 154 FRERTE
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No. ey B TREBIREY) oML EBAR &
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& AE 100
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T 200 89259
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L RIFAEES e
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B A ) 1-E 262+ BSEh 300 Bz
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Refs 30 o
E KR E
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. ERINE
BEERE MEEZ EREE R +Ag 4 -
Y25
BT 2
&+ LA 150
is BS 50 s
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- R TAT
o e " 10 LR
TEHE DHHE iy 75
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, B 1 2 Shire
o 2 S
% 2 eI
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12 SRR & F+A 400
I B B 1350 #4k CAC
s R 1350  REAE
v B B 100 1254
14 RITEE Bla - . 100
o Bl 7 03  #k CAC
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5 0.8 B 254
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iIINEN] 300
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122225 MRIB R EERN LY R
25 MEARRMECEEMEN, BEETENER, KXRBEHITETHE T W RE
PN EHARBIT TEAKXERE. AR 2DMEANERABEFINE 2
R2MEZEANADYHLPEARNREKAERER B (MRL, pg/kg)

GB 31650.1-2022

No ZFR BN EE HREINEY) GB 31650-2019
ohpFPEE ERLAR MRL
1 mEmEN | pABESRER | WEAH 58 = s
) EREM PABERREE ST 8 = 4
EmE we
i:;é;’ BABLRE A = s85% e = 4
4 EWEM PABERSRAEE  SMFH 8 =
5 EWEM  PABERRAEE  EMFH e =
6 wEBE  ERBEARLEE  DEEZ 33 = 10
7 EEBE  SRREAHREE EEBEA 0 58 = 10
8 EBREE  AMNERNLE  BEEER 8 = 10
9 HERBE B R —meEEm B8 = 0 BESIEREN
0 BECTER  EREARARS  BRoSEE RS = 0 mm, aeEEs
N mEEe BEXAMAES SBRERIA K& = 0 %A AN—E
L mEER ) RN 8 = 10 HE. SR
13 HEEA HIRRLS e gl 8 = 0 Z FERE
14 HEEEA IR RS HEHAT RE = 10 HEEEAL E
15 ApE sz FERTA 2% = 5 KRR B
16 AEDE  EERREARNES  AEDE 8 = 10 eI B
17 CENE  EEEEARAES  —mNE 8 = 10 =
18 RENE  EEEEAmREE e ag = 10
AR A
19 ERE ERREARNAES  mEE e = 10
20 mIEE  ERBRAARAES  SER e = 10
0 R ERREARMES  DENE mAE F 5
22 ZAINE O ELEER ZPIE e = 10
B EERE BREKEE R g = 10
REEFEZ
U EREZ B R GITEPS 2% = 10
SVER, T8
BHERATLE
B EETH RATBAALS IR 33 = 0 Bimm, a5
A, W
BB,

FEIRNE, KUBRAEE 202N SHTERRDIYTEFELEER 4MEARRTAERINE
TEFEHZERN 2DMED, RAXRXFTETAERGTHEARKEREER, EHTEKRER



UEBmoIYR~EATEHE, NEETRUBRAEE 2292 SKEFMERNELERMTE
HBIEERANME,

1.2.3 ¥NERHAE
NTFEHERENSAREAYEANRIYMERELARNERAEREEBHTHE:

RNERRTETEAZEREBEHENFAER, WNERNTERNZXEREEFHNTENE K.
NTFEBAYHIATRETH, EAEEIYEEmPRENEIRBABHREHTHE,

AR AMERNEERREAL 5 MFEHEANSHE 2023 F 28 1 HADRABRE

HITHE, 2023 F 28 1HERFMAERH ENGARKEREBEHETHE.

2 MG ERKNIcE (20019 FF%)

\ ) o N RS
HiFR A s EERE Mt
GB31660.1-2019  AFRAARNEXAYRERIONE RIEGIE- BERLE 9
GB 31660.2-2019 KFEmEER. TEB. WE A, CEIEE). M. 17a-2RiE—ES. 3
7B TR, WS RERRBMNE SIEEIE-RILE
GB 31660.3-2019 KERPERAREEENNE SHEEIEE 1
GB31660.4-2019  EMpMESrEEEFHEREREEZIEEDENNE RIS 2 ,
2019 itk
GB31660.52019  EMMESEENIERESENNT RIEGE-BERILE 1
GB31660.6-2019  EMMESA 5 a2 SEMEFIEERONE RIBEE- BB 5
GB31660.7-2019  BALNRBRTRERRTRERZBONE RIEEE- BEEREILE 2
GB31660.8-2019  AAIEMALARANIASEREDENNE RIDEL- SRS 1
GB31660.9-2019 REFEMAMAHZ AERETFERZENIT SREEILE 1
Rl MRS ERMEERINE RIS — BRI AT SR
GB 31613.1-2021 y 1
‘%
. BT EHARTRFEEN 3 2 BEFEERRENNE RIS
GB 31613.2-2021 N 2
SBELRILA
GB 31613.3-2021 sG] B AN P IR E S ANE 1
GB31659.12021 SR ENBERBMINT BATEE SRRLE 1
GB31656.12021 K= @A ERKMEASEDBNIE SRRIEEISE 3
GB 31656.2-2021 KERPRREREREENNTE SRREEIEL 1
KESRERNE. FRADE. BEVE. SFVE. B, mEE
Joorg ORI e e e °
GB316564-2021 AF@RTEAREEEBMNNE RIGEE- SRS 1
GB 31656.5-2021 K= Z RIS SRNE HRIEEIE-REEFRIL A 1
GB 31656.6-2021 KRBT EBRRESNE SHEEE-RIEE 1
GB31656.7-2021 AR ERHIREZENNE RIAEIE- REERLEE 1
GB31656.82021 AR ENBAAMEDENNE RIEE- RERLEL 9
GB31656.9-2021 AE@RIF-ERRBEEEMNNE RIBEE- SRR 1
GB 31656.10-2021 KRR ZBERBEMNNE RAAEE-REERILA 1
KESPLEE. WHE, 2BENSAREREENNE RIEGIE-2
GB 31656.11-2021 4

BXPUE A



GB31656.12-2021  KEEHEERELNYLEREBIINTE KIEE1E-REXFRIE X 11

GB31656.13-2021 K= @A EKEIEA Y ZERENNE REEE- BB E 4

GB31657.1-2021  HEEMETRIEESHEKREENTE SHEEEE 1

GB31657.2-2021  #ErRAEERRAYLZERBOONTE HREEIE-BERIEE 20

GB31658.1-2021  ©hPBRGEFLEERZZENNE SIRIEEIEE 1

GB31658.2-2021 oI BSRFPREEBEXREENNTE REGE-BHRIEE 1

GB31658.3-2021  HIRFPESREMEZEHNTE KIEEE-REXFRIEE 1

GB31658.4-2021  ©hPBGEFLBEGYEREENNTE FRIEEE-BEKREE 9

GB31658.5-2021 oI BRFPERXEEZNERXEEZRZBENNTE KEGE-BEBLE 2

GB31658.6-2021 oM BGRFPIUMFERLAYIREENTE SRREEIEE 4
SRR 17R-IE TR, ME=FE. RUEEMEIRREENE SHEE

GB 31658.7-2021 4

-Ei_‘la /f
GB31658.8-2021 B EPIPREFELXAKBENNE SEEE —FRIEE 6
2021 £ GB31658.9-2021  hIBRBMRRPIEHMRLLYZHRENNTE REEE-BHREE 8

GB31658.10-2021 oM ERPSERREERRRAERBE0NE RIEEE-REXRIEE 22

GB31658.11-2021 oMt ERFFAEFAMLEEERBERNNE SXREEIEE 4

GB31658.12-2021 M BERPHARELBENNE SHREEILEE 1

GB31658.13-2021 oM ERPREENELEENNE RIEEE-BEKREE 1

GB31658.14-2021 ohYMBRTPo-BFNRAB-EH R XZES0VNTE RIBEIE-REKRIEE 2
YR RTEAENRREY) 2,6- —_REXRZRESNE REEIE-$

GB 31658.15-2021 . 2
BXFRIE%
B RFRARREAYREBENNTE SRRERE ZMRIEEE

GB 31658.16-2021 N 4
— BEFEE
YR RPEIARL, BEERENEEIREAYREBENNE REEIE-

GB 31658.17-2021 R 36
BRELFIL A

GB31613.4-2022  HABMARFTHFERZXBZENNE RECE-BEXFILE 1

GB31613.5-2022  SARARPFIRRAYEREESNNTE RIEEE-BEREE 1
BNREBUEMHEALTHASTETIEERE M1 RE20NTE RIEEIE-REER

GB 31613.6-2022 - 1
=W

GB31659.2-2022  BE. PP LAENRRZXEENTE FREEIE-BEREE 1

GB31659.3-2022  §HAIINMFLIEELAGYIRE SNNE FREEE-RBEBLE 9

GB31659.4-2022  IHNINMIFFIERRLAYIREBENTE KIEEIE-BEXFRIEE 4

GB31659.5-2022 &I FIEERERBENNE RIEEIE-REXRIEE 1

2002 GB31659.6-2022 &I REIVIEERBENNE RIEEE-REXRIEE 1

GB31656.14-2022  JK™=&@AR 27 MMEEHERBENNE RIEEIE-BERIEE 27

GB31656.15-2022 K= AR R AR B ENE AAEEE-BERIEE 3
KeEmPRER. FINSE. SXETNEEXEZREBENNE S48

GB 31656.16-2022 . 4
‘%

GB31656.17-2022 KE=@mPZMEEKEENNE SHEEEE 1

GB31657.3-2022  ®EFmAAKHEAYIREENNTE REGIE-BHREE 9

GB31658.18-2022 M ERF=RUEEENNTE SRRIEEIEE 1
R RTAER. REER. LBEER. MZFE. B8 REKE

GB 31658.19-2022 5

ERNE BAERIE-REEE
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LCMS-8050/NEIERP160FH245RFNE =

i B Ao02Y 7T —MERREBSMURAEIEN LC-40 FI=FMRAFFIEN LCMS-8050 BXARNIE ¥R
th 160 MELXERVTE, 1ZI57ARITE 30 min RFEAIREIIRvRN, 160 MEZTE 1.0 ~100 ug/L ARE
SEEIRLME R, RUERIZLEMEER R r £ 0.996 LU L, BEELERRI. 5. P BE=MIRRET,
80% A LRI EHIEIUERTE 60%~120% 2 B HEE M RIFEPIITREN 1 ug/kg By m, BH 135 L
BYIREIERTE 60~120% 228, ZITARBER, HEEE, SRER, ERTERRRTZEHNAE
BYNE

X —EUIRTRIE R SHRE

FERLER . BEEFRAKTRIEIIET, SARNERAETFEER, BB TREMHIAT,
BETHEENEE, (BHERK. BREBAMES, BUMRERRK, AZWNGERERHE TRTHELES
BUR, BN A SR T ERRIBE L.

201987, WA KA LT T551975-10-20190%F (BB MBRMKRFPL60MHE L REL LSBT
E RAEEIE-RELUEE) , METHM. Fm. FOAMBMURER. 4R, FREPL10ME LR EMY
BYIRIBEIEREREUENE S E. 160MEL) BIERLEE. EIEEISE. RIS IRFFIRMSE FRADRIME,
RBE. RMAESE. B, PRIFAERSE. B, MEf. Pk, fdkE. mMERE. FE
REE, FmAIBESFRMERM TMRRPIRE, Z£QUEChERSTEF, FRRIAEIE-BEKIIEHTTIO
MW, REPERLEZERE, IMREER. fMET2020F1A1HEERKM, BB oFETRNELS
RENERINE, —RAIUMBERKSNEHERBR, FIMIRAMIES T2 LNBIER,

AXSZRIAKITER197-10-2019 545, £ HRESVRIBCIERIKLEN, BT 160F225 0
ET7k. A RE. RR. FElf. REES, ERERH, HEXARSE,

1 2I8E 5

1.1 3§

IO KF 572 Nexera LC-40 X3 5=EMRARIEN LCMS-8050 BXA &A%, BEMAEEEN:
Faiizdlgs: SCL-40 Boh#HfFEss:  SIL-40C X3
W& R . LC-40DX3X2 B % Y LCMS-8050
=R M . CT0-40C BIET{Eus:  LabSolutions Ver. 5.99

TELHSN:  DGU-405
1.2 DIRFH
UEES S
B3t Shim-pack GIST-HP C18-AQ (150 mmx 3.0 mml.D.,1.9 um, &2 (&) SLWEMERAT,
P/N: 227-30808-03)
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oA A 8-0.2%FEE+2 mmol/L 2B, B 18-0.2%FRERFREAR
O 0.40 mL/min
HEERR 2 UL
AR A BEERT, FIIGRE B 48 5%, BYEiEFILER 1o
xR 1 BEARER

Time Module Command Value

0.50 Pumps Pump B Conc. 5

3.00 Pumps Pump B Conc. 15

10.00 Pumps Pump B Conc. 40

18.00 Pumps Pump B Conc. 100

22.00 Pumps Pump B Conc. 100

22.10 Pumps Pump B Conc. 5

30.00 Controller Stop

S s

= + 7R ESI+ MMEREE © 300°C
BEFREOBKE @ 05kv DL & E : 250°C
£ W | A & :30L/min B FREE : 400°C
m H»o=< wm E® O 10.0L/min 7 #H & X @ ZRNEUMRM)
F g | " & 10.0L/min MRM & % : &2

1.3 HREikESE

SRR WRNEPASE 197 5-10-2019 (B IEMRET 160 FEAREMAEYIINE RIEEIE
-BEEFEE) PRI S RS .
1.4 BERRESRAVEDH

BT T B, 2 EREIE SRR, RARMATRARRICESIVE TIEAR, EBHIEREN 1.
5. 10. 20. 50. 100 ng/mL ERCEMESIVERTIAR, HREGE-BERESTNE, ZRIAR

Flim A

14



& 2. MRM &%

. — s - e o Q1 Pre Q3 Pre
No. SR =L Syl F CAS No. nFE BEBET  FYET ) CE(V) )

Bais(V) Bais(V)
. ) 126.2 -13 -18 -22

1 FRE FRE Hydroxy metronidazole CoHaN3O4 4812-40-2 187.2 188.2
123.2 -14 -13 -12
N L 65.1 -15 -31 -11

2 RFEBRI Benzimidazole CrHsN2 51-17-2 118.1 119.2
92.1 -18 -25 -18
\ N 82.1 16 -19 16

3 2-FAE-A-TEERKM  2-Methyl-4-nitroimidazole CaHsN302 696-23-1 127.1 128.2
42.2 -17 -35 -15
o 82.1 -10 -18 -16

4 2-EARE BRI 2-Methyl-5-nitroimidazole CsHiN30: 551-92-8 141.1 128.2
42.2 -16 -32 -15
N 255.2 -10 -7 -18

5 EMIER Sotalol C12H20N203S 3930-20-9 272.4 273.2
213.2 -10 -18 -14
. N 112.3 -10 27 11

6 FF Sulpiride Ci15H23N304S 15676-16-1 3414 342.3
214.1 -10 -32 -22
. " 1-Methyl-5-nitro-1H- 140.2 -11 -15 -14

7 ¥2 B ELEAH PRI o CsH7N303 936-05-0 157.1 158.2
imidazole-2-methanol 55.2 -11 -20 21
) 156.1 -11 -11 -10

8 T AR EE L Sulfacetamide CsH10N20sS 144-80-9 2142 215.2
92.1 -11 -23 -18
) 128.1 -12 -17 -26

9 ER B A Metronidazole CsHsN303 443-48-1 171.2 172.2
82.2 -12 -25 -16
) 100.3 -12 -16 -19

10 TaekHE Procaine C13H20N20: 59-46-1 236.3 237.2
120.1 -12 -24 -12
s ) 140.1 -13 -13 -14

11 TERHIA M Ronidazole CsHsN4O4 1681-76-7 200.2 201.2
55.1 -14 -23 -22
) 110.1 -10 -18 -21

12 XFZ B Bl Acetaminophen CsHaNO2 103-90-2 151.2 152.2
65.1 -11 -32 -12

15



13

14

15

16

17

18

19

20

21

22

23

24

25

26

ISP

TR — R

HhSEpE L

il

1, T-“EREHAIEK

V)b o

Pz IEm

MR

Bhnn

BT AL -2- S EL AN

il

EEE

a
=y

SUFRBERR

e b

Codeine

Sulfamethazine

1,2-Dimethyl-5-
nitroimidazole

Sulfadiazine

1,7-Dimethylxanthine

Levamisole

Sulfathiazole

Ritodrine

Tinidazole

Albendazole-2-

aminosulfone
Sulfapyridine

Chloroprocaine
hydrochloride
5-Chloro-1-methyl-4-

nitroimidazole

Secnidazole

CisH2NO3

C12H1aN4O,2S

CsH7N3O2

C10H10N40,S

C7H8N402

CuiH12N2S

CoHaN302S2

C17H21NO3

CsH13N304S

C10H13N30,S

C11H11N30,S

Ci3H20CL2N204

C4H4CIN302

C7H11N303

76-57-3

57-68-1

551-92-8

68-35-9

611-59-6

14769-73-4

72-14-0

26652-09-5

19387-91-8

80983-34-2

144-83-2

3858-89-7

4897-25-0

3366-95-8

16

299.4

278.3

141.1

250.3

180.2

204.3

2553

287.4

2473

239.3

2493

307.2

161.6

185.2

300.1

279.1

142.2

251.2

181.2

205.1

256.0

288.2

248.2

240.2

250.2

271.1

162.3

186.2

165.2
128.1
186.1
156.1
96.1
81.2
156.1
108.2
124.1
42.2
178.1
911
156.1
108.1
270.2
121.2
121.3
93.1
133.1
198.1
156.1
184.2
154.1
100.3
116.1
145.1
128.2
59.2

-11
-11
-10
-10
-10
-10
-13
-13
-10
-12
-11
-10
-13
-10
-11
-11
-10
-12
-13
-13
-13
-13
-10
-14
-10
-10
-10
-13

-17
-13
-12
-10
-18
-16
-16
21
-23
-16
-12
-17
-10
-20
-19
-12
-24
-17
-26
-20
-16
-12
-10
-20
-12
-15
-25
-22



27

28

29

30

31

32

33

34

35

36

37

38

39

40

FRRIDE

SRR IR

AT IE

h Bz FR AL I

REET

e il

AR E

#

TR — FRM

UNEIZPN

RIREZ

HRREREHT

MZFHA

&

Marbofloxacin

Trimethoprim

5-Hydroxy-Thiabendazole

Fleroxacin

Sulfamerazine

Clencyclohexerol

Clopidol

Ofloxacin

Sulfamoxol

Caffeine

Azaperol

HydroxyMethyl

Clenbuterol

Lidocaine

Clenproperol

C17H19FN4O4

C14H18N4O3

C1oH7N30S

Ci7H18F3N303

C11H12N40,S

C14H20CLN20;

CsH7CLbNO

C18H20FN304

C11H13N30sS

CsH10N402

Ci9H24FN3O

C12H18Ci2N202

C14H22N20

C11H16CLN2O

115550-35-1

738-70-5

948-71-0

79660-72-3

127-79-7

157877-79-7

2971-90-6

82419-36-1

729-99-7

58-08-2

2804-05-9

38339-18-3

137-58-6

38339-11-6

17

362.4

290.3

217.3

369.3

264.3

319.2

192.0

361.4

267.3

194.2

329.4

293.2

2343

263.2

363.1

291.2

218.2

370.1

265.2

319.2

192.0

362.1

268.2

195.2

330.3

293.1

235.3

263.2

345.2
320.2
230.2
123.1
191.1
147.1
326.3
269.2
156.2
172.1
203.1
168.1
87.1
101.1
3183
261.2
156.3
113.2
83.1
138.1
121.2
149.2
275.2
203.1
58.2
86.2
245.1
203.1

-18
-13
-11
-11
-11
-11
-13
-11
-10
-10
-16
-12
-11
-10
-11
-19
-10
-10
-10
-10
-10
-10
-11
-15
-12
-12
-10
-10

-22
-16
-23
-25
-26
-33
-19
-26
-17
-17
21
-33
-31
-28
-20
=27
-16
-22
-30
-19
-25
-29
-12
-19
-35
-28
-12
-18

-25
-22
-16
-23
-13
-15
-16
-18
-16
-11
-14
-17
-17
-19
-22
-18
-16
-22
-16
=27
-23
-29
-19
21
-10
-16
-17
-14



41

42

43

44

45

46

47

48

49

50

51

52

53

54

S-RHEIRF ORI

hé B FR PR — 14

FERL AR IR

AN

oA

.
g2

PERR ZRMEIE

FE RN FR AR IE

REHE

FEERRHEM

5-Nitrobenzimidazole

Sulfamethizole

Sulfamethoxypyridazine

4.4'-
Diaminodiphenylsulfone

Enrofloxacin

Sulfisomidine

Sulfameter

Thiabendazole

Lomefloxacin

Orbifloxacin

Hydroxy Ipronidazole

Difloxacin

Sulfachlorpyridazine

Xylazine

C7HsN302

CoH10N402S»

C11H12N40sS

C12H12N20,S

C19H22FN303

C12H14N4O2S

C11H12N4OsS

C1oH7N3S

C17H19F2N303

Ci9H20F3N303

C7H11N303

Ca1H19F2N303

C10H9CIN4O,S

C12H16No2S

94-52-0

144-82-1

80-35-3

80-08-0

93106-60-6

515-64-0

651-06-9

148-79-8

98079-51-7

113617-63-3

35175-14-5

98106-17-3

80-32-0

7361-61-7

18

163.1

270.3

280.3

248.3

359.4

2783

280.3

201.3

3514

395.4

185.2

399.4

284.7

220.3

164.2

271.3

281.1

249.2

360.1

279.1

281.1

202.1

352.2

396.2

186.2

400.1

285.3

2211

118.1
911
156.1
108.1
156.2
108.1
156.3
92.2
342.3
316.3
186.2
124.2
156.2
108.3
175.1
1311
265.2
308.2
352.3
295.2
168.2
122.3
382.2
356.3
156.2
108.2
90.2
164.2

-12
-12
-13
-10
-10
-10
-13
-13
-13
-11
-10
-10
-10
-10
-13
-11
-13
-13
-12
-12
-13
-10
-20
-14
-11
-14
-15
-14

22
-38
-15
24
17
-25
-14
-4
23
21
-18
22
-17
-25
-25

-24
-17
-19
-25
-15
21
-23
-20
-15
-25
-23
-25

-22
-18
-16
-20
-16
21
-17
-18
-24
-22
-19
-24
-16
-21
-18
-25
-18
-22
-25
-21
-17
-23
-27
-25
-16
-20
-17
-11



55

56

57

58

59

60

61

62

63

64

65

66

67

68

i B FR T

RKER

LR

mEbE

F&R% 8] R AR IE

REMET

F&RE — AR

ENE

EIL/PoR=

BRIV E

i S

Sulfamethoxazole

Azaperone

Sarafloxacin

Clenbuterol

Carbadox

Antipyrine

Gatifloxacin

Sulfamonomethoxine

Bromoclenbuterol

Sulfadimethoxine

Fluconazole

Sparfloxacin

Moxifloxacin

Spiramycin

C10H11N30sS

C19H22FN3O

C2oH17F2N303

C12H15CLLN2O

C11H10N4O4

CuH12N20

C19H22FN304

C11H12N40sS

C12H18BrCIN2O

C12H14N404S

Ci3H12F2N6O

Ci9H2F2N403

C21H24F N304

C43H74N2014

723-46-6

1649-18-9

98105-99-8

37148-27-9

6804-07-5

60-80-0

112811-59-3

1220-83-3

37153-52-9

122-11-2

86386-73-4

111542-93-9

151096-09-2

8025-81-8

19

253.3

327.4

385.4

277.2

262.2

188.2

3754

280.3

3216

310.3

306.3

392.4

401.4

843.1

254.2

328.2

386.1

277.2

263.2

189.1

376.2

281.0

321.2

311.0

307.1

393.2

402.1

843.3

156.1
108.1
165.2
121.2
368.2
342.3
203.1
259.2
129.2
229.2
7.1
147.2
261.2
245.1
156.2
108.2
247.0
168.2
156.2
108.1
220.1
238.1
349.3
292.2
364.3
358.3
174.2
101.2

-10
-10
-10
-12
-14
-14
-14
-14
-10
-10
-10
-10
-14
-19
-14
-14
-12
-12
-11
-12
-11
-18
-14
-14
-20
-12
-24
-24

-16
-23
-15
-22
-22
-20
-16
-12
-30
-17
-39
21
-33

17
25
18
-29
19
27
17
17
-20
24
-29
21
37

-10
21
11
24
-18
-25
-14
-18
-13
-16
-14
-15
-18
-28
-10
11
-17
-18
-16
-20
-15
-17
-17
-14
-26
-25
11
-18



69

70

71

72

73

74

75

76

T

78

79

80

81

82

FERNIMZ

KRR

231 S|

CER

FERR AL P

] =] DK A

FRbEM

EE=E5

ST

M

RSN E NI

2-RE RO

Phenoxypropionamine

Sulfabenzamide

Zolpidem

Tosufloxacin

Clenpenterol

sulfaphenazole

Astemizole

Ipronidazole

Ketotifen fumarate

Gemifioxacin

Labetalol

Carazolol

Albendazole S-oxide

2-Aminoflubendazole

Ci18H24CINO3

Ci13H12N203S

C19H21N30

Ci9H15F3N403

Ci13H20CLN2O

C15H1402N4S

CasH31FN4O

C7H11N30,

C23H23NOsS

C18H20FNsO4

C19H24N203

C18H22N20,

C12H15N30sS

C14H10FN3O

579-56-6

127-71-9

82626-48-0

108138-46-1

38339-21-8

526-08-9

68844-77-9

14885-29-1

34580-14-8

175463-14-6

36894-69-6

57775-29-8

54029-12-8

82050-13-3

20

337.8

276.3

307.4

404.3

291.2

314.4

458.6

169.2

425.5

389.4

3284

298.4

281.3

2553

302.2

277.2

308.3

405.1

291.1

3152

459.2

170.4

310.1

390.1

329.3

299.3

282.2

256.2

284.3
107.2
156.2
108.2
235.3
236.2
263.2
387.2
273.2
203.1
158.2
222.1
135.2
2182
124.2
109.3
96.2
82.1
372.3
3133
311.3
207.2
116.3
222.2
240.1
208.1
123.1
95.1

-11
-11
-11
-10
-16
-12
-12
-12
-11
-16
-12
-16
-17
-23
-10
-10
-11
-16
-20
-19
-12
-12
-11
-16
-11
-14
-10
-13

-22
-35
-13
-24
-25
-28

-15
-12
-10
=27
-20
-28
=27
-20
-24
-23
-35
21
-30
-14
-18
-22
21
-14
-23
-28

-10
21
-16
-20
-16
-16
-18
-19
-19
-14
17
-15
-13
-15
22
-11
18
16
26
22
-15
-14
23
-15
-16
-14
23
18



83

84

85

86

87

88

89

90

91

92

93

94

95

96

S refCE

SET

5-F2 B FRARDKM

miE»E

AR YR — R M

BAREE

P 2R B

PR AL P

REF

Clenhexerol

REZRZ A

IFAREEST

T+EA

i R 22 R A

Clenisopenterol

Chlorpheniramine

5-hydroxymebendazole

Cinoxacin

Sulfadoxine

Tilmicosin

Albendazole sulfone

Sulfapyrazole

Brompheniramine

Clenhexerol

Phenylethanolamine A

Phenacetin

Tetracaine

Sulfaquinoxaline

Ci13H20CLN2O

Ci6H19CIN2

C16H14N303

C12H10N20s

C12H14N404S

CasHsoN2013

C12H15N304S

Ci6H16N4O2S

Ci6H19BrN2

C14H2ClLN2O

C19H24N204

C10H13NO2

Ci5H24N20,

C14H12N40,S

157664-68-1

132-22-9

60254-95-7

28657-80-9

2447-57-6

108050-54-0

75184-71-3

852-19-7

86-22-6

38339-23-0

1346746-81-3

62-44-2

94-24-6

59-40-5

21

291.2

274.8

296.3

262.2

310.3

869.1

2973

3284

319.2

305.2

344.4

179.2

264.4

300.3

291.1

275.2

298.2

263.1

311.1

869.4

298.2

329.2

319.1

305.1

345.3

180.2

265.2

301.2

188.1
273.2
230.1
167.2
266.2
160.1
189.1
217.1
156.2
922
174.2
696.5
266.2
159.1
172.2
145.2
274.1
167.2
203.1
132.2
327.3
150.2
110.2
1384
72.2
176.2
156.1
108.2

-15
-15
-16
-10
-11
-11
-10
-10
-11
-16
-20
-20
-11
-11
-12
-10
-12
-12
-11
-11
-13
-13
-12
-10
-10
-10
-11
-12

-20
-19
21
-17
-18
-30
-20
-15
-16
-18
-12
-26
-18
-16
-17
-15
-19
-11
-14
-25
-16
-15
21
-14
-13
-18
-16
21



97

98

99

100

101

102

103

104

105

106

107

108

109

110

e
iy
=H
x>

ii: g

FEFHA

28T

|
"
o
=

NS
%%
E
=

AIKIEER

TIAIR AR

R EF

FIAYFA

APk

Oxolinic acid

Triamcinolone

Benzocaine

Doxepin

Oxibendazole

Cambendazol

haloperidol

Oxfendazole

Desoxycarbadox

Fenbendazole Sulfone

Prednisone

Cortisone

Imipramine

Cyproheptadine

C13H11NOs

C21H27FOs

CoH1:NO2

Ci9H21NO

C12H15N30s3

C14H14N40,S

Ca1H23CIFNO;

C15sH13N30sS

C11H10N4O2

Ci5sH13N304S

C21H2605

C21H2805

CigH24N2

CaiH2aiN

14698-29-4

124-94-7

94-09-7

1668-19-5

20559-55-1

26097-80-3

52-86-8

53716-50-0

55456-55-8

54029-20-8

53-03-3

53-06-5

113-52-0

969-33-5

22

261.2

394.4

165.2

279.4

2493

302.4

375.9

3153

230.2

3313

358.4

360.4

280.4

287.4

262.1

395.3

166.3

280.3

250.2

303.2

376.3

316.2

231.2

332.2

359.3

361.3

281.2

288.2

216.1
160.1
357.3
225.2
120.1
138.1
107.2
7.1
218.2
176.1
217.1
261.1
123.1
165.2
159.1
191.2
199.2
143.2
300.1
159.1
341.3
147.2
163.2
121.2
86.2
58.2
96.2
191.2

-10
-10
-15
-15
-10
-10
-14
-14
-10
-10
11
12
-14
-14
12
12
-15
12
-10
-18
-13
-13
-19
11
-10
11
11
11

-29
-38
-14
21
19
-14
24

-12
-20
-28
-18
-30
-30
-32
-22
-12
21
-23
-38
-13
-25
-25
-33
-11
-39
-25
-31

-15
-16
-25
-15
-23
=27
21
-14
-15
-18
-15
-18
-24
-17
-16
-13
21
-15
21
-16
-12
-15
-17
-23
-17
-22
-18
-19
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Nalidixic acid

Hydroxyzine

Flumequine

Prednisolone

Dibucaine

Carbamazepine

Sineptina

Lornoxicam

Nadifloxacin

Melitracen

Mebendazole

Cetirizine

Griseofulvin

Flubendazole

C12H12N203

Ca1H27N20,Cl

C14sH12FNO3

C21H2805

Ca0H29N30,

CisH12N20

CaoHe7NO14

C13H10CIN304S,

Ci9H21N204F

CaiH2sN

C16H13N303

Ca1H2s5CIN203

C17H17ClOs

Ci6H12N303F

389-08-2

68-88-2

42835-25-6

50-24-8

85-79-0

298-46-4

1392-21-8

70374-39-9

124858-35-1

5118-29-6

31431-39-7

83881-51-0

126-07-8

31430-15-6

23

232.2

374.9

261.2

360.4

343.5

236.3

786.0

3718

360.4

2914

2953

388.9

352.8

3133

233.1

375.2

262.1

361.3

344.2

237.1

786.5

372.1

361.2

292.2

296.2

389.0

353.2

314.1

215.2
187.1
201.1
166.2
202.2
126.1
343.3
147.2
215.2
271.2
194.2
179.2
109.2
229.2
95.2
121.1
283.2
257.2
217.2
247.2
264.2
105.1
201.1
166.2
165.1
215.1
282.2
123.1

-12
-12
-14
-11
-10
-10
-13
-13
-18
-10
-12
-12
-22
-22
-11
-11
-11
-13
-11
-11
-11
-11
-11
-19
-10
-13
-16
-10

-26
31
-15
-19
-34

-31
-23
-23
-38
-37
-35
-19
21
-33
21
-39
-22
21
-24
-35

15
19
-14
-1
-14
-25
23
-15
15
19
-13
-19
19
26
18
24
-20
-12
-15
-17
18
19
21
-17
-29
-10
-19
24



125

126
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Virginiamycin M1

Methylprednisolone

Dicloxacillin

Triamcinolone acetonide

Albendazole

Fluorometholone

Fluphenazine

Terfenadine

ketoprofen

Naproxen

Deflazacort

Nandrolone

Methylprednisolone

acetate

Diflorasone

CasH3sN307

C22H3005

C19H17N305SClo

C24H31FOs

C12H15N30,S

C22Ha9FO4

CaoH26F3N30S

C2H4NO2

Ci6H1403

C14H1403

Ca5H31NOs

CisH2602

C24H3206

Ca6H32F207

21411-53-0

83-43-2

3116-76-5

76-25-5

54965-21-8

426-13-1

69-23-8

50679-08-8

22071-15-4

22204-53-1

14484-47-0

434-22-0

53-36-1

33564-31-7

24

525.6

3745

470.3

434.5

265.3

376.5

437.5

4717

2543

230.3

441.5

274.4

416.5

494.5

526.2

375.2

470.1

435.3

266.2

377.2

438.2

472.3

255.4

231.2

4423

275.2

417.3

495.3

508.3
355.2
357.3
161.2
311.1
160.1
397.3
339.3
234.2
191.1
279.3
321.3
171.2
143.2
454.4
436.4
105.1
209.2
141.3
185.1
1242
142.1
109.2
239.3
399.3
253.2
317.2
279.2

-20
-26
-14
-14
-11
-29
-10
-13
-10
-10
-11
-19
-10
-10
-11
-11
-10
-10
-12
-12
-16
-13
-10
-14
-12
-15
-10
-18

-14
-19
-12
-22
-18
-17
-16
-15
-20
-32
-17
-16
-26
-32
-24

-34
=27
-17
-11
-22
-16
-18

-26
-25
-25
-16
-24
-18
-28
-12
-16
-20
-19
-16
-18
-15
-17
-16
21
-14
-25
-12
-25
-14
21
-16
-29
-18
-23
-19
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Testosterone

Nabumetone

Melengestrol

Budesonide

Fluticasone propionate

Epitestosterone

Megestrol

Oxaprozin

Chlormadinon

Clobetasol propionate

Flunixin Meglumine

Diclofenac

Mometasone furoate

Betamethasone 17-

valerate

Ci9H2802

CisH1602

C23H3003

Ca5H3406

CasHa1F30sS

Ci9H2802

C2H3003

C1gH1sNO3

CauH27ClOs

CasH3CIFOs

Ca1H2sF3N307

C14H1:.CINO;

Co7H30C0s

Ca7H37FOs

58-22-0

42924-53-8

5633-18-1

51333-22-3

80474-14-2

481-30-1

3562-63-8

21256-18-8

1961-77-9

25122-46-7

42461-84-7

15307-86-5

83919-23-7

2152-44-5

25

288.4

228.3

354.5

430.5

500.6

288.4

342.5

293.3

362.9

467.0

491.5

296.1

521.4

476.6

289.4

2294

355.2

431.2

501.1

289.3

343.2

294.0

363.3

467.3

297.1

296.9

521.1

477.2

109.2
97.2
128.3
171.2
279.3
337.3
4134
3232
293.3
3132
109.2
97.2
3253
267.3
103.1
234.2
309.3
3453
355.3
373.3
279.2
264.1
2151
250.3
503.3
263.2
279.3
355.3

-11
-11
-11
-11
-18
-11
-15
-10
-26
-24
-11
-11
-10
-18
-15
-15
-13
-11
-14
-16
-11
-11
-15
-11
-26
-20
-14
-14

-25
-23

-19
-22
-16
-14
-16
-18
-16
-26
-23
-17
-22
-30
21
-16
-16
-16
-12
-29
-34

-38
-13
-25
22
-14

21
-18
-25
-18
-19
-16
-15
-23
-14
-23
-20
-19
-23
-13
-20
-11
-15
-17
-17
-18
-19
-18
-14
-12
-38
-18
-19
-25
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Clobetasone butyrate

Amcinonide

Betamethasone

Dipropionate
Loratadine

Beclometasone

dipropionate

Triclabendazole

Tolfenamic acid

Monensin

Ca6H3CIFOs

CasHasFO7

CasHa7FO7

C22H23CIN202

CasH37ClO7

C14HsCl3N20S

C14H12CINO2

C3sHetNaOn1

25122-57-0

51022-69-6

5593-20-4

79794-75-5

1327543

68786-66-3

13710-19-5

17090-79-8

479.0

502.6

504.6

382.9

521.0

359.7

261.7

670.9

479.3

503.2

505.2

383.1

521.1

359.1

262.2

688.3

343.2
279.3
339.2
321.2
279.3
319.3
337.2
267.2
503.2
319.3
274.1
344.0
209.2
180.3
635.5
461.4

-11
-11
-26
-26
-26
-26
-11
-19
-20
-26
-11
-10
-10
-15
-20
-20

-19
-20
-16
-22
21
-18
-25
-35
-14
-18
-36
=27
-28

-18
-25

-24
-19
-23
-23
-19
-23
-24
-18
-38
-16
-19
-24
-14
-19
-24
-17

26
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(8886.63)X
(243049)X
193556

Y=
Y
Y
Y
Y=

( )X
(210311)X +
(344694)X +

+(2856.23)
+(39225.0)
+(173468)
(189806)
(531814)

27

0.9998
0.9999
0.9993
0.9993
0.9990

0.29
0.29
0.11
0.09
0.02

0.88
0.88
0.33
0.27
0.06
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(479591)X + (-83754.4)
= (10255.2)X + (-4916.16)
Y= (111329)X + (128828)

Y=
Y

Y = (81868.7)X + (69470.0)
Y = (562521)X + (-130097)
Y =(93690.2)X + (40437.7)
Y= (128153)X + (124417)

Y = (60503.7)X + (15436.8)
Y= (151061)X + (3851.69)

Y = (65534.5)X + (-1590.46)
Y= (67372.0)X + (41391.6)
Y = (49916.9)X + (29048.2)
Y = (304764)X + (18798.9)

Y = (49786.4)X + (5772.43)
Y = (415915)X + (392927)

Y = (45441.8)X + (4297.30)
Y = (89429.0)X + (10344.6)
Y = (74317.0)X + (30.2935)

( )

412686)X + (-77112.4
Y= (63713.0))( +(-15294.2)
Y = (89882.9)X + (16040.5)
Y = (205913)X + (24211.2)
Y = (353300)X + (178634)
Y = (336983)X + (347600)
Y = (491309)X + (105629)
Y= )X+ (
)X+ (

(50930 9)X + (3598.50)

= (153556)X + (165091)

Y= (56175 2)
Y = (588630)

>

+(-6079.87)

+(-60264.5)
(64889.1)X + (-5804.44)
(111898)X + (58709.6)
(629300)X + (-362277)
(371231)X + (217982)
(867236)X + (-255298)
(380503 + (71015.3)
(184606)X + (118486)
(40764.2)X + (15513.0)
(124265)X + (-27748.8)
106691)X + (49817.0)
532290)X + (-256741)
(151895)X + (-61912.0)
(127062)X + (-23022.2)
(710953)X + (19299.0)

X

(241418)X + (-117781)
28

>

Y

I
I
> X

Y
Y
Y=
Y
Y
Y

(
(

X
X

Y
Y
Y
Y
Y
Y
Y
Y

0.9999
0.9999
0.9993
0.9994
0.9999
0.9998
0.9996
0.9999
0.9999
0.9999
0.9999
0.9999
0.9999
0.9999
0.9994
0.9999
0.9999
0.9999
0.9999
0.9999
0.9999
0.9998
0.9996
0.9990
0.9999
0.9999
0.9992
0.9999
0.9999
0.9999
0.9999
0.9999
0.9999
0.9999
0.9999
0.9997
0.9998
0.9999
0.9998
0.9999
0.9997
0.9999
0.9999
0.9999

0.03
0.30
0.02
0.05
0.03
0.06
0.05
0.16
0.04
0.32
0.02
0.06
0.06
0.06
0.01
0.10
0.09
0.05
0.05
0.48
0.07
0.08
0.01
0.01
0.04
0.05
0.02
0.16
0.04
0.05
0.05
0.05
0.06
0.04
0.09
0.13
0.04
0.03
0.05
0.10
0.04
0.02
0.03
0.04

0.09
0.91
0.06
0.15
0.09
0.18
0.15
0.48
0.12
0.97
0.06
0.18
0.18
0.18
0.03
0.30
0.27
0.15
0.15
1.45
0.21
0.24
0.03
0.03
0.12
0.15
0.06
0.48
0.12
0.15
0.15
0.15
0.18
0.12
0.27
0.39
0.12
0.09
0.15
0.30
0.12
0.06
0.09
0.12
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Clenhexerol

=(116790)X + (20051.6)
(30235 0)X +(17397.6)
(560034)X + (-269742)
(29193.4))( +(550.470)
(319539)X + (-109163)

)

)

(47334 3)X +(19369.8
(490617)X + (-363375
y= (586583)X +(-76754.3)
Y= (512337)X + (179639)
= (8988.07)X + (822.458)
(157428)X + (122531)
(294065)X + (9085.13)
(127150)X + (90791.8)
(334860)X + (107006)
(256336)X + (90924.9)
46420.2)X + (-32218.1)
28255.4)X + (-6912.21)
73312.7)X + (-28106.7)
(- )

(

)X
)X

Y=
Y
Y
Y
Y=
Y=

+

(
(
(
= (9779.70)X + (-3021.23
Y = (319216)X + (76047.2)
99007.2)X + (41781.1)
465034)X + (-97469.5)
Y= (257179)X + (269413)
Y = (206697)X + (252138)
Y = (64916.6)X + (33217.4)
Y = (367999)X + (-435552)

Y = (45699.7)X + (7567.18)
Y = (443495)X + (-60626.8)
= (388235)X + (-105529)
226717)X + (310010)
257887)X + (156418)
+(76124.2)
95712.2)
65277.6)
-378808)
)

)

)

)X
)X
)X
)X
)X+
)X

(
=

(
(

+

+

-112358
74345.3
+(96634.6

=(47242.1)X +(1025.33)
Y =(213812)X +(149743)
=(152701)X + (-5581.20)

Y =(255363)X + (125439)

=(208210)X +(197218)

+

—

+
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0.9996
0.9998
0.9999
0.9999
0.9999
0.9999
0.9998
0.9999
0.9998
0.9999
0.9996
0.9999
0.9997
0.9999
0.9999
0.9996
0.9998
0.9995
0.9999
0.9999
0.9999
0.9999
0.9993
0.9990
0.9999
0.9994
0.9999
0.9999
0.9999
0.9994
0.9997
0.9999
0.9998
0.9999
0.9998
0.9999
0.9999
0.9999
0.9999
0.9993
0.9999
0.9999
0.9990

0.02
0.28
0.04
0.13
0.06
0.05
0.04
0.04
0.03
0.35
0.01
0.01
0.06
0.04
0.01
0.07
0.31
0.06
0.08
0.06
0.08
0.02
0.08
0.02
0.02
0.09
0.23
0.06
0.04
0.12
0.02
0.09
0.03
0.09
0.04
0.02
0.02
0.04
0.02
0.01
0.07
0.09
0.03

0.06
0.85
0.12
0.39
0.18
0.15
0.12
0.12
0.09
1.06
0.03
0.03
0.18
0.12
0.03
0.21
0.94
0.18
0.24
0.18
0.24
0.06
0.24
0.06
0.06
0.27
0.70
0.18
0.12
0.36
0.06
0.27
0.09
0.27
0.12
0.06
0.06
0.12
0.06
0.03
0.21
0.27
0.09



93

94

95

96

97

98

99

100
101
102
103
104
105
106
107
108
109
110
111
112
113
114
115
116
117
118
119
120
121
122
123
124
125
126
127
128
129
130
131
132
133
134
135

KRR A
FEARFETT
T+HA
TE B I T Ik
TIERR
R
FhE+HA
LEF
ek SN
PRI
AIRIERS
H—T)“(ij_(uélé
E~rEE
SRR
PN
AR
APk
e
Exdivy
FR0%
R
R
Fr]RHA
*OAET
HEEER
SEER
AELE
el
FRE DKM
FREFInR
REEER
FAIAMY
HEHEBER ML
BRELENRR
WREE=
% 75 v A B
Pl A A M
Eab 2
ERRY
FFIEARE
BR& %S
B

Hb K PIHF

(299414)X + (411381)
(209385)X + (132633)
(519467)X + (-119784)
(TATT3.8)X + (117174)
(111866)X + (-4388.33)
(3166.36)X + (681.174)
= (24780.4)X + (7380.16)
= (168769)X + (-160809)
263255)X + (172846)
290027)X + (233522)
409684)X + (109194)
162453)X + (162286)
175172)X + (114539)
X+ ( )

X+ (

X+ (

Y=
Y

Y
Y
Y

Y

Y=(
Y=(
Y=(
Y=(
Y=(
Y=(

192320)X + (107343

=(7T719.73)X+(12274.8

Y= ( )
Y = (10350.9)X + (87186.4)
Y = (206919)X + (-36383.6)
Y = (98464.6)X + (-10310.1)
Y = (226081)X + (7956.07)
Y = (263796)X + (-49427.5)
Y = (223918)X + (-9265.77)
Y = (6225.00)X + (3487.13)
Y = (409357)X + (-230858)
Y = (324913)X + (-388532)
Y = (2337.22)X + (-845.506)

= (27500.9)X + (12743.7)
Y = (53930.0)X + (-457.187)

(368328)X + (-208226)
= (259644)X + (-134012)

(323721)X + (-378044)
(40797.1)X + (10484.8)
(255889)X + (-47195.1)
= (39228.8)X + (-20028.8)

Y = (8351.57)X + (4649.30)

Y = (1416.87)X + (-210.400)

Y = (1953.82)X + (-763.909)
Y= (172144)X + (-79513.7)
Y= (7613.88)X + (12476.2)
Y = (213749)X + (33819.6)

= (248373)X + (-158187)
= (23926.8)X + (-4199.31)

= (6237.98)X + (-816.377)
= (5787.65)X + (1892.51)

Y
Y
Y
Y=
Y
Y
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0.9994
0.9997
0.9999
0.9984
0.9999
0.9999
0.9999
0.9997
0.9997
0.9995
0.9996
0.9988
0.9999
0.9999
0.9996
0.9998
0.9999
0.9999
0.9997
0.9999
0.9999
0.9998
0.9992
0.9986
0.9998
0.9996
0.9999
0.9999
0.9998
0.9988
0.9998
0.9992
0.9995
0.9998
0.9999
0.9998
0.9999
0.9995
0.9999
0.9995
0.9999
0.9999
0.9999

0.05
0.01
0.04
0.03
0.05
0.13
0.30
0.06
0.07
0.02
0.03
0.08
0.16
0.07
0.30
0.11
0.01
0.04
0.03
0.02
0.02
1.98
0.01
0.01
0.30
0.21
0.01
0.02
0.05
0.01
0.15
0.03
0.22
1.89
0.13
0.25
0.09
0.28
0.01
0.02
0.41
0.31
0.29

0.15
0.03
0.12
0.09
0.15
0.39
0.91
0.18
0.21
0.06
0.09
0.24
0.48
0.21
0.91
0.33
0.03
0.12
0.09
0.06
0.06
6.00
0.03
0.03
0.91
0.64
0.03
0.06
0.15
0.03
0.45
0.09
0.67
573
0.39
0.76
0.27
0.85
0.03
0.06
1.24
0.94
0.88



136 B Y =(16319.8)X + (-12086.0) 0.9997 0.25 0.76
137 BERRBRELENMRE Y =(4166.94)X + (-411.519) 0.9995 0.30 0.91
138 TEAMANEEERES Y =(2983.54)X + (-2143.94) 0.9983 0.29 0.88
139 e Y = (46927.7)X + (737.939) 0.9999 0.20 0.61
140 BN Y = (47053.8)X + (3438.72) 0.9999 0.12 0.36
141 ezl Y =(9798.80)X + (-6923.80) 0.9996 0.28 0.85
142 mthRE Y=(13108.9)X + (-17136.2) 0.9977 0.30 0.91
143 AERIRERES Y = (6244.13)X + (2887.10) 0.9998 0.06 0.18
144 REZR Y =(28656.2)X + (-7538.98) 0.9999 0.09 0.27
145 B 22 Y =(12993.8)X + (-10507.6) 0.9995 0.25 0.76
146 BNE Y =(59553.6)X + (-29687.0) 0.9999 0.03 0.09
147 St ER Y =(9288.22)X + (-7175.16) 0.9992 0.11 0.33
148 EMERIELES Y =(4304.36)X + (-386.720) 0.9998 0.08 0.24
149 ;A RR Y =(279720)X + (-183769) 0.9988 0.02 0.06
150 WRSER Y =(3913.24)X + (-2871.54) 0.9997 0.23 0.70
151 SR NRER RS Y =(3260.76)X + (-5312.57) 0.9968 0.24 0.73
152 BRI ER RS Y =(8054.02)X + (-6475.63) 0.9994 0.16 0.48
153 ST ERES Y =(3026.88)X + (-889.163) 0.9999 0.30 0.91
154 ZERE Y = (4744.70)X + (2600.80) 0.9982 0.18 0.55
155 (EMRAANRERES Y =(6193.63)X + (1281.34) 0.9996 0.20 0.61
156 [ABME Y =(120136)X + (63574.9) 0.9994 0.07 0.21
157 (BSEURIANARERES Y =(7608.58)X + (8662.21) 0.9979 0.28 0.85
158 =REEW Y = (24505.0)X + (6221.19) 0.9998 0.03 0.09
159 R BRER Y = (2804.05)X + (4488.73) 0.9986 0.06 0.18
160 REERER Y =(24861.9)X + (25794.4) 09993 0.02 0.06

2.3 FEEXR

R 5 ug/L M 50 pg/L EFME TIERESNTE 6 /R, ERNGFHIERE. TRIREFRDRFNY
REB B IEERAEXNITERZED 1T 0.01%~0.15%70 0.56%~14.25% (8], IRERMNEEMERER
ETRNEEEERK.

4

A

0
n <5% = 5%-10% o« 10%-15% m <5% = 5%-10% = 10%:-15%
5 ng/mL 50 ng/mL

3. BRI IEEIRE IS
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2.4 [OUgsRscIg

M=BERE@D, IMNEEITVESR, EITRREDHIN 1ug/kg, 5ug/kg M 50 ug/kg. IR 1.3 1%
ARG A REVR S, MERUMBIIAREINR, 5. B K= MIRRET, 80%U LR EYE]
WERTE 60%~120% 2 Bl EEEMRY, BMERIMTKREN 1 ng/kg B9 Mm, B8 84.3% (135 1) &Y
BYEIERTE 60~120% 28], 1XF 3.1% (5 1) B EYIEINRIRT 40%, EARIIAROIUERLE R R ARRT &
REIE 4 Fim. HERTM, ZHEARBES, EREY, BILURE 160 B2 BRI,

160
140
120
100
&0
&0
40
20

{b&HE il

180
160

o 120
100

4l

o8 588

3 4ig

AR B R 3 A

137
116
78
57
31
i 20 1 . 15
0 0
1pgfke 5pgfkg 50 pefkg  (n=5)
B20%-40% mA0%-60% m60%~BO%  m B0%~120%
AR EER 0
155
143
118
BG
15
09 g I 5
300 0o 0
[ T - -
1ug/ke 5 ugfke 50ugfkg  (n=5)

m<10% m10%~15% m15%~20% m20%-30% m30%-40%
4. WEYBIIAREU R RABITE R EL R

ASRBAR A AATEBEE 197 5-10-2019 AF (BRIVEFFRAFR 160 MSLREWHEYRINE HRIEEIE-
EBEPUEE) , B 7R 2EBERRIEEIE LC-40 M= MRS LCMS-8050 BXAMIERERF 160
MEZRIIN T E. 12737%7]7E 30 min RFTAXIERNARIHN, 160 MEZTE 1.0 ~100 ug/L RESEENR
LRI, RUEMZLAMAXRI r£0.99 UL, BEFBENRINERLBERR. ZHERBES, 7
HrEYEiE, SEREM, PIRTERRRTZEAHNEERN,.
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LCMS-Q-TOF THEFREH 150 FhE4

B B AR LCMS-9030 BER0RAEEIE-TURAT YT e BERIE(Y, B T R&H 150 &
BV RIRIIBIA T %o LabSolutionsinsight I 7 150 MEZR S DY _RMIERE, BIERE N EAGHR
SHHTER, “RFUBERAB T RERBFFERELLHITHIA. 100 ng/mL RERIIRFmR, HP 113
MEEYIRIEINRTE 50-120% 28, A EERTEBRBRTZEAZENHE.,

XA LCMS-9030 [ARAT ¥TRTIEERE MR £%

WA RAFEB2019F8H, £Fn 7 H1975-9-2019A0F (BEFMABEMIRRPIS0OMELGNRACHEY)ES!
MBIA BRAESRE-SAYPBRRKLUEE) , METHM. 4. FMABMURIER. FK. FRAL0FHE
HRHEMUEYIRBAEEE-S 0 Y REPIE SR MBIN G A, 150F SRR, EIEFHE. PRILSR
FRORPEIE, ZRFFORIRZE, BBERSE. RIFANBSSE. EIRSE. PRAFBER. B, MEifl. PimEE. A
feE. MEERE. FEARESF. ET2020F1818EIEINSER, B8 MNoirrETRllER SR ERNE
KT, RRBVIRS T X HFARER D BY U BE DA,

ANZERKITER197-9-20195 4T, A &:ELCMS-9030 8 &30 RAEBIELURFT ¢ITRTEI BUIE(Y,
BT —M150MEBAMER SHIATT R &EABE. RE. A, REES, HEXEIAZRSZE,

1. 2I8ER 5

1.1 {28
572 LCMS-9030 e BB E I MNRAT $ITR B SUBECRN, BEEEN:
B & R :LC-30ADX2 R %= H 28 .CBM-20Alite
Boh#HFEEs SIL-20AC “¥AT7RYEI BB :LCMS-9030
F B F :CTO-20AC . . :LabSolutions Ver. 5.98
- B T 1F uh , '
£ & Bt ML :DGU-20A5R LabSolutions Insight Ver. 3.7
1.2 3FHF
REBIBRG

& 3% £ : Shim-pack GIST-HP C18-AQ 150 mm 1.D.X 2.1 mm.D.., 1.9 um (8232 (+38) 2%
eSMBRAST], P/N:227-30807-03)

WOnh #8  AAB-0.2%FRERIK+2 mM ZERER; B #E-0.2%FRELFREZ

TR B X HERIERE, Externalonly GEFEEEIMNEEEL) , Rinse Port

m B 0.25mL/min = ® . 40°C
AR O 2uL O &/ BREE/K=11 (viv)

KB N L BESER, BARFIERE 5%, BEIER AR,
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= 1. BERRYEER

Time(min) Module Command Value
0.50 R B.Conc 5
3.00 R B.Conc 15
10.00 £ B.Conc 40
18.00 £ B.Conc 100
23.00 £ B.Conc 100
23.10 R B.Conc 5
26.00 =588 Stop
g &
B F R I ESKH MABEBRE  © 400°C
EZ 45 mZE :3.0L/min DL & E : 250°C
m#HP R A/ IZE :100L/min E O B2 E . 300°C
TORSORE D l00Umn A B st sz Sinlaoh
B O 7 5E O OMEPANaD) , HBEE>30000 (m/z1972) , FREIRE<2 ppm
1.3 k5

FRES. BR (41 98%) . ZBRTR (4iE 99%) : BIEE, EEHFRT.

KOk B Milli-Q Plus KB RALEBF5 )3 kEI1S.

EDTA-Mcllvaine &4 D BIFREX /KBRS — 50 109 g, 2 _RRIIZERSH(EDTA-Nay)3 g iTi5ER
129¢g, MAGARBRHERZE 1000 mL.
1.4 Hmaiihiz

SERWREL 197-9-2019 A (BEIRARET 150 HMBAREMLEYER I RIEE
E-BOMBREBRIEE) , B2 mL FREE 50 mL BOEH, A 3 mLEDTA-Mcllvaine ik, RIEE
4], BMA 10.0 mL ZBE, SRHE 1 min G0N 4 g BTN, 1 g ST, 52 10 min #4592, 9500
r/min &H B0 10.0 mL, EMFEE 8 mL E/E/RT 15 mL BOE, 40°CFEME 2 mL, EFUNE,

2. ER5i1e

2.1 AR R SRR
150 FEZIRIE T REEE (EI0) W8 1A
(x100,000)
(2o
oot
s

L T B e T B s L B e L e e M B e
12.0 13.0 14.0 15.0 16.0 17.0 18.0 19.0 20.0 21.0 22.0 23.0 min

1. 150 MEAREFREEE EICE (100 ng/mL)
34



2.2 iR

FoARE 100 ng/mL B9 150 F#EZR G/ ERF G, EVFEHITIE, 150 MEANAERHR (ASTM,
S/N=3) 790.03~39.5mg/L, HREMER. 150 MEARMER. PRIEZ. CAS. —RiFHHRMALL. H#
BRERBEF. RENEL QEREFLERNK 2
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7 2. 150 ME AR

R BICKRE AR BT RRE BE R REEE (VIR A
FASZE R Ey gy DFI CAS = 4 y N _ HR

A = ==£5 FBF1 FBF2 FBF3 (RT)min  BR ng/mL o/l
1 X EPRRIER Sulfabenzamide C13H12N203S 127-71-9 277.0641 156.0114 108.0444 92.0495 16.0 34 10

2 gl Sulfadiazine CioH10N4055 68-35-9 251.0597 156.0114 108.0444  185.0822 136 0.1 50

3 ERE-RamE Sulfadimethoxine CioH1N404S 122-11-2 311.0809 156.0114 108.0431 92.0495 16.5 0.3 10

4 R % — R RN Sulfamethazine CioH14N4025 57-68-1 279.091 186.0332 156.0114 92.0495 15.0 0.7 50

5 RS REMmRE Sulfadoxine CoH14N404S 2447-57-6 311.0809 156.0114 108.0431 92.0495 158 0.4 50

6 i i ER LD Sulfamerazine CiiH1N4055 127-79-7 265.0754 156.01 110.0713  199.0978 14.4 0.3 50

7 R R FRIE — Sulfamethizole CoH10N402S: 144-82-1 271.0318 156.0114 108.0431 92.0495 148 0.1 50

8 TR PR A AR Sulfamethoxypyridazine C1iH1N4055 80-35-3 281.0703 156.0114 108.0444  215.0927 15.0 0.2 50

; 9 e Rt A Sulfaphenazole CisH14N40,S 526-08-9 315.091 160.0869 2220332 108.0444 16.1 03 5
10 it R Pk Sulfapyrazole Ci6H16N4055 852-19-7 329.1069 173.0947 156.0114  108.0444 16.5 0.3 10

11 il Sulfapyridine CiiH1N30:S 144-83-2 250.0645 156.0114 184.0869  108.0444 14.0 0.2 50

12 it R s TG M Sulfaquinoxaline CaH1N4025 59-40-5 301.0754 156.0114 108.0444 92.0495 16.7 15 50

13 B R IR Sulfathiazole CoHsN30,S, 72-14-0 256.0209 156.0114 92.0495 65.0386 138 0.2 10

14 FERE — BRI Sulfisomidine C12H1NaNa0,S 515-64-0 279.091 124.0869 186.0332 156.01 134 0.7 50

15 R4 DT Trimethoprim CuH18N403 738-70-5 291.1452 230.1162 123.0665  261.0982 14.4 0.2 50

1 FEiEE Cinoxacin Ci2H10N20s 28657-80-9 263.0663 245.0557  217.0608  189.0295 16.6 0.5 5

2 EEIDE Danofloxacin CisH20FN303 112398-08-0 358.1562 340.1456  314.1663 96.0808 149 0.6 10

3 eI Difloxacin CaiH15F2N303 98106-17-3 400.1467 382.1362 356.1569  299.0979 152 0.6 10

4 B e Enrofloxacin CioH22FN303 93106-60-6 360.1718 342.1612 316.182 245.1073 149 0.6 5

B 5 R Flumequine CreH1FNO3 42835-25-6 262.0874 2440768  202.0288  174.0338 17.8 0.4 5
A6 b2 Gatifloxacin CisH22FN304 112811-59-3 376.1673 3581562 3321769  289.1347 154 0.2 10
7 BEDE Lomefloxacin C”ng:é’lwgoy 98079-51-7 3521467 3341362 3081569  265.1167 15.0 0.5 10
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48

4a

10
11
12
13
14
15

o U~ W N

—

10
11

N oW N

B E
TR
eSS

P2 IA PR -2- S EL AN

(BRSNS
SR PR
N
— FRBERRI

GRS
MR BRI
SR IR KA
TR
FR

BRI

Marbofloxacin
Moxifloxacin
Nalidixic acid
Ofloxacin
Orbifloxacin
Oxolinic acid
Sarafloxacin
Sparfloxacin
Tosufloxacin tosylate
Albendazole
Albendazole-2-aminosulfone
Albendazole-sulfoxide
Mebendazoleamine
Thiabendazole

Dimetridazole
Fenbendazole

Flubendazole
Hydroxyipronidazole
Ipronidazole

Mebendazole
Cambendazole

5-Hydroxythiabendazole
Levamisole
Metronidazole

Oxfendazole

C17H19FN4O4
Ca1H24FN304
C12H12N203
C18H20FN304
Ci9H20F3N303
C13H1INOs
CaoH17F2N303
Ci9H22F2N4O3

Ca6H23F3N406S

C12H15N30.S

C10H13N30,S

C12Hi15N303S
C14H11N30
C10H7N3S
CsH7N302

CisH13N30,S

Ci6H12FN3O3
C7H11N30s3
C7H11N30:
Ci6H13N303

C14H14N4O2S

C10H7N30S

C1iH1N:S

CeHoN3O3
CisH13N303S

115550-35-1
186826-86-8
389-08-2
82419-36-1
113617-63-3
14698-29-4
98105-99-8
110871-86-8
1400591-39-0
54965-21-8
80983-34-2
54029-12-8
52329-60-9
148-79-8
551-92-8

43210-67-9

31430-15-6
35175-14-5
14885-29-1
31431-39-7

26097-80-3

948-71-0
14769-73-4
443-48-1
53716-50-0
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363.1463
402.1824
233.0921
362.1511
396.153
262.071
386.1311
393.1733
405.1169
266.0958
240.0801
282.0911
238.0975
202.0433
142.0611

300.0801

314.0936
186.0873
170.0924
296.103

303.091

218.0383

205.0794
172.0717
316.075

72.0781
384.1718
215.0815
318.1612
352.1631
244.0604
368.1205
375.1627
387.1063
234.0696
198.0332
240.0437
105.0335
175.0324

96.0682

268.0539

282.0673
168.0768
124.0995
264.0768

261.0441

191.0274
178.0685
128.0455
191.0689

345.1357
358.1925
187.0502
261.1022
378.1424
160.0393
342.1412
349.1834
314.0900
209.1159
133.0635
159.0427
77.0386
131.0604
81.0447

159.0427

123.0240
122.0839
109.0760
105.0335

217.0524

147.0553
123.0263
82.0526
284.0488

320.1041
261.1022
159.0553
344.1405
295.1053
216.0291
299.0980
292.1256
56.0495
99.0411
72.0444
43.0532
51.0229
92.0495
54.0338

190.0049

195.0292
82.0526
96.0682
77.0386

243.0335

81.0335
91.0542
45.0335
1590427

143
15.7
17.7
14.6
151
16.9
153
15.7
16.0
18.1
14.0
16.2
16.2
151
133

19.0

18.2
15.6
16.4
18.1

16.9

14.5
14.1
1255
171

0.2
0.4
0.5
0.3
0.3
0.2
0.6
0.3
0.1
2.1
0.1
17.2
0.3
0.2
0.1

0.3

0.4
0.3
0.1
0.1

0.4

0.3
0.6
0.1
0.2

10

10

10

10

10

50

50

50

50

10
50

10

10
50
10



4H

©O© o N oo U b~ W NN = O o N o DA W N HEH N F+H O o N o U,

=
o

A
ThHm
b
B hEm
=R
e BRI &R Z=
REHSXR
RMEBR
ZHREER
wEER
PRERR
HRASH
BREER
BAREE
e N=ES
HERBEMI
(EEP VA
BRI A ERES
BRI R AR S
EHARAR T ER RS
BRI
SEMERRERE
SUSMAL T ERES
AIAYFA
EuP eI
HIZERAR

Oxibendazole
Ronidazole
Secnidazole
Tinidazole
Triclabendazole
Nigericin
Narasin
Clindamycin
Doramectin
Eprinomectin
lvermectin
Sineptina
Spiramycin
Tilmicosin
Tylosin
Virginiamycin M1
Beclomethasone
Beclomethasone dipropionate

Betamethasone dipropionate
Betamethasone valerate

Chlormadinone acetate
Clobetasol-17 propionate
Clobetasone butyrate
Cortisone
Deflazacort

Dexamethasone

C12Hi1sN303
CsHsN4O4
C7H11N30s3
C7H3IN203
C1sHsClN20S
CaoHerNaOun1
Ca3H7201
C1gH33CIN20sS
Cs0H74014
CsoH7sNO14
CagH74014
CaoHs7NO14
Ca3H74N2014
CasHgoN2013
CagH77NO17
CasH35N307
C2H2ClOs
CasH37ClO7
CasH37FO7

Co7H37FOs

C23H29ClO4
CasH3CIFOs
CasH32CIFOs

Ca1H250s

CasH31NOs

Ca2H29FOs

20559-55-1
7681-76-7
3366-95-8
19387-91-8
68786-66-3
28380-24-7
55134-13-9
18323-44-9
117704-25-3
123997-26-2
70288-86-7
1392-21-8
8025-81-8
108050-54-0
1401-69-0
21411-53-0
4419-39-0
5534-09-8
5593-20-4
2152-44-5
302-22-7
25122-46-7
25122-57-0
53-06-5
14484-47-0
50-02-2
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250.1186
201.0618
186.0885
248.07
358.9574
T747.4661
787.4982
425.1872
921.4963
936.509
897.4963
786.4633
843.5213
869.5733
916.5264
526.2551
409.1778
521.2315
505.2596

477.2647

405.1837
467.1995
479.1995
361.201
442.2224
393.2072

218.0924
140.0455
128.0455
121.0318
343.9339
501.3195
431.2404
126.1277
T77.4185
490.2773
753.4185
174.1125
174.1125
174.1125
174.1125
355.1289
391.1671
503.22
411.2166

355.1904

345.1616
355.1471
343.1459
163.1117
4242119
355.1904

176.0455
55.0417
59.0491
202.0771
273.9962
237.1086
531.3292
377.1838
449.2510
352.1728
183.0628
109.0648
540.3167
696.4681
772.4451
508.2442
355.1904
319.1693
319.1693

279.2744

309.1849
373.1577
279.138
121.0648
382.2013
373.2010

148.0505
110.0475
111.0427
93.0005
198.0008
168.4700
179.1567
70.0651
183.0628
382.3535
329.2087
558.3273
699.4368

598.3559
133.0648
279.1744
411.2166
279.1744

337.1798

301.1354
279.1755
371.1408
343.1904
400.2119
337.1798

17.0
13.2
14.5
142
205
22.8
234
16.7
22.1
212
22.6
17.9
15.7
16.4
174
183
183
20.1
19.9

19.7

19.7
195
19.9
17.6
18.8
18.2

0.2
0.7
39.5
0.0
0.4
0.4
0.3
0.2
0.0
0.2
0.1
1.0
0.5
0.1
0.1
0.1
0.1
0.2
0.2

0.1

0.2
0.0
0.2
0.1
0.1
0.3

5

50
50
10

50
50
50
50
50
50
50

50

50

10
10
50



4H

11
12
13
14
15
16
17
18
19
20
21
22
23
24
25
26
27
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22 ER
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FrfeE
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Diflorasone Diacetate
Epitestosterone
Fludrocortisone
Flumethasone

Flumethasone pivalate

Fluocinolone acetonide
Flurandrenolide
Fluorometholone
Fluticasone propionate
Halcinonide
Hydrocortisone
Megestrol acetate

Melengestrol acetate

Methylprednisolone

Mometasone furoate

Prednicarbate
Testosterone
Triamcinolone acetonide
Bambuterol hydrochloride
Hydroxymethyl clenbuterol

Clencyclohexerol hydrochloride

Clenhexerol

Clenisopenterol hydrochloride

Clenpenterol hydrochloride

Clenproperol

CasH32F207
CioH2802
Ca1H29FOs
Ca2HasF20s
Ca7H36F206
CasH30F206
CosH33F O
Ca2H29FO4
CasH31F305S
Ca4H3CIFOs
C21H300s
Ca4H3:04
Ca5H3204
C22H300s
C32H3:ClOs
Ca7H360s
Ci9H2802
Ca4H31FOe
CisH20N305
C12H18CLN202

C14H20C1aN20;
C14H2,ClN20O

C13H21ClzN20

Ci3H2CN20

C1H16ClN20O

33564-31-7
481-30-1
127-31-1

2135-17-3
2002-29-1
67-73-2
1524-88-5
426-13-1
80474-14-2
3093-35-4
50-23-7
3562-63-8
2919-66-6
83-43-2
83919-23-7
73771-04-7
58-22-0
76-25-5
81732-46-9
38339-18-3

1435934-75-0
38339-23-0

1435935-00-4

37158-47-7

38339-11-6
39

495.2189
289.2173
381.2072
411.1978
495.2553
453.2083
437.2334
377.2123
501.1917
455.1995
363.2166
343.2267
397.2373
375.2166
521.1492
489.2483
289.2162
435.2177
368.218
293.0818

319.0975
305.1183

291.1027

291.1026

263.0713

317.1536
97.0648
325181

253.1223

57.071

413.1959
361.181

279.1744

313.1598

359.1408

327.1955

325.2162

337.2162

357.2060

503.1386

381.2060
97.0648

415.2115

294.1448

275.0713

301.0869
203.0132

273.0920

203.0137

245.0607

335.1642
109.0648
239.1442
391.1519
335.1642
433.2021
341.1759
339.1955
293.1536
377.1514
121.0648
267.1744
279.1744
339.1955
355.1459
289.1587
109.0648
397.2010
312.1554
203.0132

203.0132
132.0682

217.0289

273.0920

203.0132

395.1853
253.1951
343.1915
335.1642
253.1223
337.1434
323.1653
321.1849
205.0659
435.1933
309.1849
224.1559
187.1117
161.0961
279.1744
115.0390
289.2162
399.1591
72.0444
132.0682

81.0670
85.1012

188.0024

132.0682

132.0682

19.0
195
17.7
18.0
19.7
18.4
18.7
185
195
19.7
17.9
19.6
19.9
184
19.6
19.7
19.2
184
16.0
14.9

14.6
16.7

16.4

16.1

15.0

0.0
0.2
0.2
0.1
0.03
0.1
0.1
0.2
0.1
0.2
0.1
0.2
0.2
0.1
0.1
0.2
0.1
0.3
0.2
0.0

0.2
0.3

0.4

0.3

3.2

50

50
10
50
50
50

10
10

10
10

10

10

10
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Fenoterol hydrobromide

Formoterol fumaratedihydrate

Pirbuterol acetate

Ractopamine hydrochloride

Ritodrine hydrochloride

Salmeterol

Sotalol hydrochloride

Terbutaline hemisulfate salt

Tulobuterol
Acetaminophen
Chlorpromazine

Clopidol
Dapsone
Carbadox
Haloperidol
Azaperol

Azaperone

Propionylpromazin-

hydrochloride
Xylazine
Carbamazepine
Diphenhydramine
Fluoxetine

Imipramine

C17H21NO4

C19H24N204

C14H24N20s

CisH23NO3

Ci17H21NO3
CosH37NO4
C12H20N203S

C12H1sNO3

C12H1sCINO
CeHsNO2
C17H19CINLS
C7H.CLLNO
C12H12N202S
C11H10N4O4
CaHxCIFNO
Ci9H24FN3O
CisH22FN3O

Ca0H25CIN20S

Cr2H16N2S

Ci5H12N20

Ci7H21NO
Ci7H1sF3NO

CioH24N2

13392-18-2

183814-30-4

65652-44-0

90274-24-1

23239-51-2
89365-50-4
959-24-0

23031-32-5

41570-61-0
103-90-2
50-53-3
2971-90-6
80-08-0
6804-07-5
52-86-8
2804-05-9
1649-18-9

7681-67-6

7361-61-7
298-46-4
58-73-1
549910-89-3
50-49-7

40

304.1543

345.1809

241.1546

302.1751

288.1594
416.2795
273.1267

226.1438

228.115
152.0706
319.103
191.9977
249.0692
263.0775
376.1474
330.1987
328.182

341.1686

221.1107
237.1022
256.1696
310.1413
281.2012

135.0804

327.1703

167.0815

284.1645

270.1489
398.2690
255.1162

152.0706

154.0413
110.0600
86.0964
101.0153
156.0114
231.0513
165.0710
121.0760
165.0699

86.0964

90.0372
194.0964
167.0855
44.0495

86.0964

286.1438

149.0961

149.0709

121.0648

121.0648
380.2584
213.0692

170.0812

172.0524
93.0330
58.0651
51.0229
108.0444
145.0396
358.1368
312.1870
121.0760

58.0651

164.0528
220.0757
152.0621
148.1121
58.0651

107.0491

121.0608

122.0600

91.0542

150.0913
232.1696
133.0760

208.1332

118.0651
65.0386
246.0139
101.0153
92.0495
90.0338
123.0241
192.1183
147.0917

268.0791

58.0651
179.0730
141.0699

208.1121

13.8

155

11.9

14.8

14.1
18.1
12.3

1255

15.8
13.2
18.2
14.8
15.0
15.6
17.1
14.6
15.2

18.0

154
17.9
16.9
17.8
177

0.1

0.1

0.5

0.3

0.0
0.1
0.5

0.1

0.2
4.7
0.4
0.2
0.1
0.0
0.3
0.2
0.9

0.3

0.7
0.2
0.5
0.2
0.4

50

10
10
10

(G2 BN G2 NG BN BN
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A
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Sulpiride
Zolpidem
Caffeine
Codeine
1,7-Dimethylxanthine
Chloroprocaine
Cinchocaine
Lidocaine
Procainamide
Procaine
Tetracaine
Brompheniramine
Cetirizine
Chlorpheniramine
Fluphenazine
Hydroxyzine
Promethazine
Terfenadine
Bifonazole
Econazole
Griseofulvin
Ketoconazole
Naftifine
Flunixin
Ketotifen
Lornoxicam

Melitracen

Ci5H23N304S
Ci9H2:1N30
CsH10N402
CisH21NOs
CrHgN4Os

Ci3H15CIN202
Ca0H29N302
C1sH22N20
Ci3H2NsO0
Ci13H20N20
C15H24N20,
CisH19BrN2

Ca1H25CIN203
Ci6H19CIN2

Ca2Ha26F3N30S

Ca1H27CIN202
Ci7H20N2S
C32H41NO2

Ca2H1sN2

Ci8H15CLIsN20O

C17H17ClOs
CasH28ClaN4O4
CaiHa1N
C3sHs0NsOs
CisH1sNOS
C13H10CIN304S>
CaiHasN

15676-16-1
82626-48-0
58-08-2
76-57-3
611-59-6
133-16-4
85-79-0
137-58-6
51-06-9
59-46-1
94-24-6
86-22-6
83881-51-0
132-22-9
69-23-8
68-88-2
60-87-7
50679-08-8
60628-96-8
27220-47-9
126-07-8
65277-42-1
65472-88-0
42461-84-7
34580-13-7
70374-39-9
5118-29-6

41

342.1482
308.1757
195.0877
300.1594
181.072
271.121
344.2333
235.1805
236.1757
237.1598
265.1911
319.0804
389.1627
275.1313
438.1821
375.1834
285.142
472.321
311.1543
381.0323
353.0786
531.156
288.1747
297.0845
310.126
371.9874
292.206

112.1121
235.123
138.0662
165.0699
124.0505
100.1121
271.1441
86.0964
163.0866
100.1121
176.107
274.0226
201.0465
230.0731
171.1492
201.0465
86.0964
454.3105
243.1168
125.0153
165.0546
82.0526
117.0699
279.074
96.0808
95.0604
247.1481

214.0162
263.1179
110.0713
199.0754
96.0556
154.0049
215.0815
58.0651
120.0444
120.0444
72.0808
167.0730
187.1077
167.0730
143.1179
173.1284
198.0372
436.2300
165.0699
193.0522
215.0106
489.1455
141.0699
264.0505
82.0651
121.0415
232.1247

58.0651
92.0495
69.0447
58.0651
55.0291
198.0316
74.0964

92.0495
164.0706
220.1332
194.0964
166.0777
202.0418
280.0402
166.0777
240.0842

57.0699

91.0542

69.0447
285.0524
255.0082
170.0964
239.0615

68.0495
164.0818

84.0808

12,6
15.9
14.9
135
139
143
17.9
15.0
11.7
13.2
16.8
16.6
18.1
16.4
18.6
17.8
175
18.6
18.1
18.6
183
17.6
175
19.7
16.1
18.1
18.1

0.7
0.4
1.1
0.4
0.2
0.7
0.3
0.6
2.3
1.2
0.7
0.2
0.2
0.5
0.5
0.2
0.1
0.2
0.5
0.5
0.2
0.2
0.3
0.3
0.3
0.2
0.3

10

10
50
10

10



Oxaprozin

Antipyrine

CisH1sNO3
C1:H1N20

21256-18-8
60-80-0

294.1125
189.1022

276.1019
56.0495

103.0542
77.0386

234.0913
104.0495

195
15.7

0.2
0.3

10
5

42



2.3 ZRE I RERFEREL

ol 100 ng/mL 150 MELVEGAVERF AR, WIRADAFZAHITEINIE, ENDF. #IT—HMSH
#, LUK MS/MS(DDA)HHE, SRS REMEIERE (10V. 20V. 30V. 40V. 50V. 60V) THIZKFIEE,

LabSolutions insight 2R4##1T RIS ERE, 150 MELF DI _RPIEERE T 1507 sk —ZkBik
B, UMMEYNHRE]E. 9F. REBHEEL. 81 Y, —fhenRThEER.
¢ |cas# [CE R Synonym Fornmila Theory MW RT | Cohumn ~ L
hd hd hd hd hd hd New
14... |50-53-3 SFE Chlorpromazine C17H19CIN2S 319.1030 18.192 | Shim-pack GIST.
17... | 50-53-3 SEE Chlorpromazine C17H19CIN2S 319.1030 18.202 | Shim-pack GIST. B,
17...|50-53-3 SFE Chlorpromazine C17H19CIN2S 319.1030 18.203 | Shim-pack GIST.
20... | 50-53-3 %ﬁﬁﬂ% Chlorpromazine C17H19CIN2S 319.1030 18.204 | Shim-pack GIST. Open
50-53 Chlorpromazine C17H19CIN2S 319.1030 18.205 | Shim-pack GIST. N
869 25122-57-0 %{a"r&?ﬁTiﬁiE Clobetasone butyr. . | C26H32CIFO3 479.1995 19.841 | Shim-pack GIST. ]
870 |25122-57-0 |S{S4A T BAEE Clobetasone butyr... | C26H32CIFOS 479.1995 19.843 | Shim-pack GIST. ~ Import
11:7 25177_87.0 | S AEZMENT BEmE Mrhatacans betur | CIAHIICTENS 470 1008 1Q 0N s:h;m_mrL—m.Q;r' &

£2042:319.1030: SLFAE
86.09620

1.00e7 =
1 505335 A 1% mot
100.00
*;
5
| SaveAs
319.10300

24601380
23007620
3 27404510

13806300 |0 csnsp 214.04200 ‘ |
o0 - vn v 9o i v i v p 74— e ———
100 200 250 300

Bl 2. 150 FEZ "R FUIEEFTE

2.4 R&FmIIRER SHIA

REBRIRD &M, §l& 100ng/mL ERRIITFm (FmmS “qe80_008" ) , RIEIREENT 8] K AFH
PREFFHITER, TRPUEESHE T REA BFFEELLHITHIL. USEFEAMETRITMEmIE
02, EEFURIRPEAE/ER m/z438.1821 BigHIAT[E) RT=18.433 min, NIARFEmA m/z438.1821 BIEH
IBi8] RT=18.014 min, BI#IZHIEMIFEESERME /088, FAEE LabSolutions Insight Explore BYIEZE
KERINAE, X m/z438.1821 M _REUEEHITIBELE, EMERSD 97 DUIE 4 Fim. HAEAEF m/z
143.1174. m/z171.1489. m/z280.0404 SirmEEEFHREMRE/NT Sppm, MFAREEK 10ppm, 0%F
3 Ffilo

1:438.1821+/-5.0ppm(+) 3.03e5
100.00 -
% -
0-00 - | [ [ [ [ | [ [ [ [ | [ [ [ [ | [ [ [ [ | [ [ [ [ | [ [ [ [ | [ [ [ [ |
17.0 17.5 18.0 18.5 19.0 19.5 20.0
RT (min)

3.m/z438.1821 IRENE FHEl

43



* | = Sample Results - Bt x
IS miz RT Ret. » # Fla .. | Data Filename | Sample Name Found RT| (*
v v v v v v v
----[438.1821 18.587 1 b 80 006 |izb 80 1 18433
--|375.1834 17.763 v 18014] ~
< > < >
Sample Event +/- ppm | Integrate Factor | m'z or For * 3 | (1A43RIE21-C5.0ppm() 303
& T Y S A 0O & Y| &
1= 1] 50 O 1]438.1821 170 173 180 185 180 185 200
< > RT (min)
~ Spectrum x
# Sample|  Event| Profile Al [{ | [-MSMS(+)438.1822]CE:18.0-520RT:18.132 4623
17114891 43818172
] & Y Y O # Y ‘ Ul ‘
2 2 D T IZSD\ L |460| T \Eénl T \s‘sﬂl T T T
O 2 1 [ 1 O v m'z.
- Library Hits - Spectrum: 3:MSMS(+)[438.1822] CE:18.0-52.0 RT-18.132 x
# Lib. SI Cmnpmmd Synm]ym Thamy | Formmula A 3 MSMS(+)[438.1822] CE:18.0-32 0 RT:18.132 Scanz 4.62e3
v v v v v 53624 143 11?43\ 17114801 43818172, -
97 FF/8 | Fluphenasine | 438.1821|C22H26F3... ] sCill MS/MS Stechum
2 81/69-23-8 FA/oB% Fluphenazine | 438.1821|C22H26F3.. v E LI
< > q 98.08364 | 38817072,
L Ll ]
R 7™ 08160507
p— . N ‘@ 05 ] 1000755 280.04020 ;
AAE L FRENT N : rmmsmg ,
F N AR — s d
FF 200 300 00 mz
BT R MS )RTIS-HD 1.00e7 '
Bl 4. m/z438.1821 “4RRILEILERRLS
# 3. m/z438.1821 —RiEEHAEAE BFRERE
A= HATRBEAET 1 A TR ST 2 ZRERET3
RS 143.1179 171.1492 280.0402
POATAE o 1431174 171.1489 280.0404
RERE 3.49 ppm 1.75 ppm 0.71 ppm

2.5 htREIUEE
100 ng/mL FRRIIFREE ST IHEIARERER, BIWERLERIE 5 Fix, 106 MEaYRiniRERER
£ 70%-120%228], 35 MEEHEIRE>120%, 7 MEEYIEIRELE 50-710%2 18], X 2 MLaY) (EBRH

. RIRINCEREE) [BIWERART 50%.

150

100

%
50

BS0p

>120%

50-70%

<50%

70-120%
EIfES

5. EWERLER

. #ie

AR A 78 LCMS-9030 BE R IBEBIE IR $1TAY B B
NN ZE, RGBT ZRMEE. HEMREERN 0.03~39.5ng/mL, REES,
EiRE/NTF 5.0 ppm, “REUEELEEL. ZAEEE. R EEREERLT, E&F
AL RBRIRRE MRS

EERRN, B TIRAEF 150 MELNERS
— KRG ﬁ%é&/&ﬁ%
PRI&H %
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LC-MS/MS MEISRREYMIFZRE. RAEEMIEEIREAMIZH

B ASCEY T A BEBERREGIE = SR FUEEANE SRR IUIF R BREAIEIERS
HREBEN L, =L NEYE 2 ug/L~500.0 pg/L RESBENL M RYF, HXFRE r 57F 0.998 LU L,
Tm. B R=DDRET, ERnFREBIERIEEIRA RSD%725I7E 0.03%~0.20%F0 0.38%~6.23%2
8], EBBEERF. MAMREZ 10, 100 #1500 pg/kg B9#Fmm, BIURETE 62.3~104.2%2 08, ZFHER
BES, HMEERE, SRER, TRTOARAFHNETEE. EREMEEREAYZREBIERTE0
Mo

RIE: ZEIRRREAN 8 TR BRK BB

POIR R, BRI RMEERRIERIN EBNER, BFASAERAERZENE, WAETERE
REBM. REFERMNASIERR, BENBRTEHHKEER, GB31650-2019 (BmZXEeERTE B
mPEARAKBRE) PXF. B XBMEPHOIFERE (X8R, WIFR. BHZNRHEBR) . F
/F KRB BEDERFNEERE (BEVE. 28VE. DMINVE. Z8VESE) MERRAKE
fRE (MRLs) #SHEEAMIE, MERSERTERA R miYELRIMRLS100 pg/kgo

NTEREAMINERRE, RURNEEREZHT (GB31658.17-2021 sppMBmFIIIFERE, EhR
LMEEFRAYHEENNTE RIEGIE-BERRIEE) , 2 AR ERPEREBMME S IA BRI N7
%, WEENBENRSEBIRRIIE X

KNBEZANE, B T BARRMIFERE. BMEEEMEERR YA BN 5%, EREREEY),
FAMcllvaine-Na,EDTAZ AR RN, #ACEIE FEI B EHEFEVE AL, BAESIE-RERFUEENE, IMIEE
2, AFERRTEY, AEWES, PIERATEHMMERPX=LERERERCN,

1. 2I8ER 5

1.1 {¥g8

RSB0 K A 57 Nexera LC-40 X3 5 =& MRAFFiE{X LCMS-8050 BxBB & 4. BAEREN:
AgiEdlas:  SCL40 BHoh#iEes:  SIL40C X3
B R R © LC-40DX3X2 R Y. LCMS-8050
R F8 . CTO-40C B TYEus:  LabSolutions Ver. 5.99

FELM A DGU-405

1.2 Y
BABZM
B 3 & Shim-pack GIST-HP C18-AQ (100 mmx2.1mml.D.,, 1.9 um) H2 (L&) LRBHE
FRAT], P/N: 227-30807-02
T oh A8 0 AFE-0.1%BRERKAR, BAE-0.1%FREEAR
F OB 35°C
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moOIR: 0.3 mL/min

HEEARR: 1L

Dini A BEER, FIEARE BHE 15%, BYEIERILER 1
x® 1 BEARER

Time Module Command Value
2.00 Pumps Pump B Conc. 30
5.00 Pumps Pump B Conc. 40
7.00 Pumps Pump B Conc. 95
8.50 Pumps Pump B Conc. 95
851 Pumps Pump B Conc. 15
12.00 Controller Stop
PUE &M
B F B ESl, EBFIER DL B&E : 250°C
BEOBE :05kv MAERRE  © 400°C
£ % | &S 3.0L/min B O 'R E :300°C
F & K &S 10L/min H#EE R EREEUMRM)
m ®m K =K 10L/min MRM &% . k2
o S . @|S (230kPa)
2. tREmARAVECHI Rt Al b 12
P TVEARECH) :

2% (GB31658.17-2021 i B SARIUIF R L. BERZENEEIRRAYIRBENE REEIE —RE
FUE) AR RIGEI &S AR EE S RN TIER.

FEFTETPUS N

2% (GB31658.17-2021 i B RPIUIF R, BERZENEEIRRAYIRBENE REEIE —RE
gAY IEERIVIRENS R T Eo

BRI LA REIE

BERENESIVELEREGE, PBINN 6 HERBAEMNTRIRNEREH, 45°CRINT, IMAER
W1 mLRIEARR, EHIBGREN 2. 100 50 100, 250 #1500 ug/L HERITERTITE TEHLS
&, FFLEETIEE EE,
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& 2. MRM &%

. s . - e o Q1 Pre Q3 Pre
No. SR E=E ESyv =il PDFR CAS No. NTFE  BIEET BT ) E(V) )

Bais(V) Bais(V)
) 108.1* -13.0 -19.0 -20.0

1 CHhERE Sulfacetamide CsH10N203S 144-80-9 214.2 215.1
156.0 -13.0 -11.0 -29.0
- o 124.1* -18.0 22,0 250

2 IE i — R IE0E Sulfisomidine C12H14N4O,S 515-64-0 278.3 279.1
186.0 -10.0 -17.0 -12.0
92.0* -16.0 -26.0 -17.0

3 TERRIRE Sulfadiazine C10H10N40,S 68-35-9 250.3 251.1
156.0 -16.0 -16.0 -30.0
92.0* -16.0 -26.0 -17.0

4 T B IR 1A Sulfathiazole CoHoN302S, 72-14-0 255.3 256.0
156.0 -16.0 -15.0 -16.0
N . 108.1* -16.0 4.0 0.0

5 TE RZ 0tk e Sulfapyridine C11H11N302S 144-83-2 249.3 250.1
156.0 -15.0 -16.0 -10.0
R ) 72.1* -13.0 -23.0 -27.0

6 FRRIDE Marbofloxacin C17H19FN4O4 115550-35-1 362.4 363.1
320.0 -13.0 -17.0 -22.0
92.0* -16.0 -29.0 -17.0

7 igiad=slzaling Sulfamerazine CuH12N40,S 127-79-7 264.3 265.0
156.0 -16.0 -16.0 -15.0
s ) 234.1* -11.0 -22.0 -25.0

8 B E Enoxacin CisH17FN4O3 74011-58-8 320.3 321.1
303.1 -11.0 -15.0 -21.0
R y 261.1* -12.0 -27.0 -18.0

9 a[EE Ofloxacin Ci8H20FN304 82419-36-1 3614 362.1
318.1 -13.0 -20.0 -22.0
RN ) 290.1* -20.0 -19.0 -20.0

10 EaELE Pefloxacin C17H20FN30O3 70458-92-3 3334 3341
316.0 -12.0 -21.0 -22.0
I 410.1% -15.0 -21.0 -29.0

11 HIr s Tetracycline C22H24N20s 60-54-8 444.4 445.1
427.1 -10.0 -15.0 -30.0
e ) 233.1* -11.0 -24.0 -25.0

12 B2 Norfloxacin Ci6H18FN30O3 70458-96-7 319.3 320.1
302.1 -11.0 -20.0 -21.0
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13

14

15

16

17

18

19

20

21

22

23

24

25

26

FE& % R A AR

TEX

FEp% FRIE Y

FE % — FRIEDE

WRVE

FERZ o FREALVEIE

BEDE

BERDE

BEIDE

FERZ RMARR

—_— ==

—ane

P % FR I

FERZ — R R R

Sulfamethoxypyridazine

Oxytetracycline

Sulfamethizole

Sulfamethazine

Ciprofloxacin

Sulfameter

Enrofloxacin

Danofloxacin

Lomefloxacin

Sulfachloropyridazine

Difloxacin

Sulfamethoxazole

Sarafloxacin

Sulfisoxazole

C11H12N4OsS

C22H24N209

CoH10N402S2

C12H14N4O,S

Ci7H18FN303

C11H12N4OsS

C19H22FN303

C19H20FN303

Ci17H19F2N303

C10H9CIN4O,S

C2a1H19F2N303

C10H11N303S

C2oH17F2N303

C11H13N30sS

80-35-3

79-57-2

144-82-1

57-68-1

85721-33-1

651-06-9

93106-60-6

112398-08-0

98079-51-7

80-32-0

98106-17-3

723-46-6

98105-99-8

127-69-5
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280.3

460.4

270.3

278.3

331.3

280.3

359.4

357.4

3514

284.7

399.4

2533

385.4

267.3

281.1

461.1

271.1

279.1

332.1

281.1

360.1

358.1

352.1

285.0

400.1

254.1

386.1

268.1

92.0*
156.0
426.1
443.1
92.0*

156.0
92.0*
186.0
231.0*
314.1
92.0*
156.0
245.1*
316.1
96.1*
340.1
265.1%
308.1
92.0*

156.0
299.1*
356.1
92.0*

156.0
299.1*
342.1
92.0*

-10.0
-10.0
-10.0
-10.0
-12.0

-10.0
-10.0
-10.0
-21.0
-11.0
-10.0
-10.0
-12.0
-12.0
-12.0
-13.0
-12.0
-12.0
-10.0

-10.0
-14.0
-14.0
-16.0

-16.0
-13.0
-13.0
-17.0

-29.0
-17.0
-20.0
-14.0
-26.0

-14.0
-31.0
-18.0
-35.0
-20.0
-30.0
-17.0
-27.0
-20.0
-25.0
-23.0
-24.0
-18.0
-27.0

-15.0
-28.0
-21.0
-28.0

-16.0
-29.0
-20.0
-28.0

-17.0
-30.0
-30.0
-16.0
-17.0

-10.0
-17.0
-12.0
-25.0
-22.0
-17.0
-16.0
-17.0
-22.0
-18.0
-24.0
-18.0
-21.0
-17.0

-16.0
-21.0
-25.0
-17.0

-16.0
-21.0
-24.0
-25.0



156.0 -17.0 -14.0 -30.0
\ N , 92.0* 1100 29.0 17.0

27 T iz 8] BR S M I Sulfamonomethoxine C1iH1N403S 1220-83-3 280.3 281.1
156.0 -10.0 -17.0 -29.0
- ) 92.0* -19.0 -32.0 -17.0

28 TEARRSF—FRE|MEE Sulfadoxine C12H1aN4O4S 2447-57-6 310.3 311.10
156.0 -11.0 -19.0 -30.0
) 444.0* -16.0 -23.0 -16.0

29 =8 Chlortetracycline C22H23CIN2Os 57-62-5 4789 479.1
462.1 -10.0 -17.0 -17.0
- ) 108.0* -17.0 -22.0 -20.0

30 FRBREAR Sulfabenzamide C13H1N203S 127-71-9 276.3 277.1
156.0 -18.0 -12.0 -16.0
N ) 149.0* -14.0 -29.0 -28.0

31 ERRE AL IE M Phthalylsulfathiazole C17H13N305S2 85-73-4 403.4 404.0
256.0 -14.0 -15.0 -17.0
- 92.0* -11.0 -36.0 -17.0

32 T R 2Ok Ak Sulfaphenzxole Ci5H14N402S 526-08-9 3144 315.0
158.1 -11.0 -30.0 -16.0
\ . _ , 92.0* 19.0 1320 17.0

33 TEfZ|e] — R g Mg Sulfadimethoxine C12H14N404S 2447-57-6 310.3 311.1
156.0 -11.0 -21.0 -16.0
] 154.1* -10.0 -28.0 -29.0

34 LR Doxycycline C22H24N20s 564-25-0 444 4 445.1
428.1 -10.0 -19.0 -30.0
" o 216.0* -17.0 -29.0 23.0

35 MEE R Oxolinic acid C13H1:NOs 14698-29-4 261.2 262.1
244.0 -16.0 -30.0 -17.0
202.0* -16.0 -27.0 -21.0

36 AR Flumequine C14H1FNOs3 42835-25-6 261.3 262.1
244.0 -16.0 -30.0 -17.0

RIAEEBT
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3. ER5iTe
3.1 UFFER. EERIEERINESRIEE

FEHIB 2 ng/mLIBETVERR, EHOHT, 155 36 MIMIAER. B NEEIRTESKN MRM 1%
&, FIE 1, BEERERY, BELTH.

x10,000)

8.

DL

]

25 3.0 3.5 4.0 4.5 5.0 5.5 6.0 6.5 7.0 75 8.0 8.5 9.0 min

1.2 ng/mL 36 #IHIFER. FERZ M IEEEIAR KRB MRM BiEE

3.2 4MXA

£ 2. 10 50, 100. 250 #1500 pg/L BYEFUEREIE TIERIZ 1.2 RRIDIRFEHITNE, IMIE
E8o LURENIELT, BERNINE, SHRIRERLNE 2 Fin (H) o MR, BEIgNIEEIRR
R ANIIR, EERMNERIE 3.

Area Area Area
 mip= SRR

6.0e7 -y =123754.1x - 3061195 2.0e7 -y = 41819.81x+14886.97
R?=09990933 R = 0.9995466 R?=0.9981323 R= 09990657

TR
y=43529.35x- 1431530
207 Re- 09987381 R= 09993688

1.8e7 < curve Fit: Default (Linear) Curve Fit: Default (Linear)

Curve Fit: Default (Linear)
5.0€7 | Weighting: Default (1/A) Weighting: Default (1/A) 1:867 | Weighting: Default (1/A)
Zero: Default (Not Forced) 1,567 J Zero: Default (Not Forced) 1507 |26 Dotk Nt Forced
Del -
4.0e7 |
1.3e7 13e7 ]
3.0e7 | 1.0e7 1.0e7 3
7.5€6 ]
2067 7.5€6 ]
5.0e6 5.0e6 |
1.0e7

2.5e6 - 2.5e6

0.0e0 T T T T T 0.0e0 T T T T 0.0e0 T T T T T
0 100 200 300 400 500 0 100 200 300 400 500 0 100 200 300 400 500
Conc. (ppm) Conc. (ppm) Conc. (ppm)
I — I el ==] ra]
F&f% — B = IE0E FEpRIEIE fEpR I
Area Area Area

Jmmie
7.0€7 - T 43976.0x + 1374771
R2=09985700 R = 09992848

6.0e7 | Curve Fit: Default (Linear)

Weighting: Default (1/A)
Zero: Default (Not Forced)

PR
y=37946.02x+ 2497.238
187 | re= 09987251 R=09993623

Curve Fit: Default (Linear)
1.5€7 -| Weighting: Default (1/A)
Zero: Default (Not Forced)

R
40e7 e 607 81x-5279.936
R: = 09989057 R =0.9994527

Curve Fit: Default (Linear)
Weighting: Default (1/A)
3.0e7 | Zero: Default (Not Forced)

3.5e7

5.0e7 -
1.3e7 4
2.5e7
4.0e7 |
1.0e7 4
2.0e7 Oe
3.0e7
1.5e7 ] 75e6
1.0e7 5.0e6 | 2.0e7 |
5.0e6 -| 2.5e6 -| 1.0e7

0.0e0 0.0e0 0.0e0

T T T T T T T T T T T T T T T
0 100 200 300 400 500 0 100 200 300 400 500 0 100 200 300 400 500
Conc. (ppm) Conc. (ppm) Conc. (ppm)

FRRIDE IR R ERDE
2.36 MO R, AR EIEER R AR
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7 3.36 MR ER. B MIEEIROE AR, EER

% e o GEEER — KRR EER
=] R (ng/mL) (ng/mL)
1 2B Y =(34215.3)X + (10413.7) 0.9990 89.7~107.4 0.07 0.20
2 TRz — B =R Mg Y =(123754)X + (-3061.19) 0.9995 97.8~105.4 0.15 0.45
3 TERZIEE Y =(41819.8)X + (14887.0) 0.9991 88.8~107.1 0.26 0.78
4 T# pz M Y =(43529.3)X + (-1431.53) 0.9994 95.9~106.2 0.03 0.09
5 fgidladid Y =(44262.1)X + (11916.6) 0.9990 90.7~107.6 0.29 0.86
6 MRV E Y =(81607.8)X +(-5279.94) 0.9995 95.4~104.9 0.31 0.93
7 TEpZ ER I Y = (36805.0)X + (17820.6) 0.9988 91.3~107.2 0.05 0.14
8 KIEDE Y =(114288)X + (30682.6) 0.9987 89.5~107.5 0.57 1.72
9 asE Y =(103346)X + (49520.5) 0.9985 83.3~109.3 0.06 0.20
10 BEaE Y = (162706)X + (14369.2) 0.9992 90.5~107.3 0.28 0.83
11 PaIf R Y = (37946.0)X + (2497.24) 0.9994 93.7~107.6 0.19 0.56
12 ERE Y =(143976)X + (1374.77) 0.9993 97.1~106.1 0.18 0.55
13 = NS Y =(34610.2)X + (12869.7) 0.9993 90.5~105.8 0.05 0.17
14 TER Y =(27978.1)X + (2602.01) 0.9995 88.1~107.7 0.15 0.47
15 TE R R I — Y = (49595.4)X + (-2624.08) 0.9992 96.9~106.2 0.06 0.19
16 TE e — FR T Y = (82445.6)X + (13146.9) 0.9990 92.5~107.1 0.03 0.10
17 FREDE Y =(129676)X + (-13828.2) 0.9992 96.3~106.5 0.14 0.43
18 TE RS BRI Y = (64216.5)X +(29170.6) 0.9985 85.5~107.7 0.04 0.12
19 BENE Y = (66875.0)X + (82884.6) 0.9993 85.8~112.1 0.20 0.61
20 K@ E Y = (134665)X + (-29033.4) 0.9996 94.2~105.0 0.13 0.40
21 BEDE Y = (86893.5)X + (-10470.1) 0.9994 95.4~105.8 0.14 0.43
22 T e RAR Y = (34767.4)X + (955.326) 0.9991 95.9~107.3 0.14 0.42
23 -t )= Y =(53107.6)X + (-2452.48) 0.9994 92.8~106.7 0.29 0.87
24 T e ER Izl Y = (30504.4)X + (3200.24) 0.9991 96.3~106.6 0.05 0.17
25 P ATRA =] Y =(27307.0)X + (-1978.41) 0.9991 94.6~106.0 0.15 0.47
26 g — B R Y =(33647.0)X + (706.782) 0.9989 94.9~106.9 0.05 0.16
27 TE % (8] BR & M I Y =(31679.2)X + (5365.68) 0.9993 91.3~105.9 0.04 0.13
28  TERRSSZFR|MEIE Y =(92175.1)X + (17811.5) 0.9989 89.3~107.0 0.03 0.08
29 EEBE Y =(11831.5)X +(-5528.24) 0.9995 92.4~111.0 0.20 0.60
30 KEARLIERE Y =(22821.9)X + (1318.69) 0.9992 92.6~106.9 0.01 0.02
31 Pk T pzlzE Y =(5390.01)X + (-602.739) 0.9993 95.8~106.9 0.12 0.37
32 TE R A Ot b Y =(21282.5)X + (11444.5) 0.9982 84.0~107.5 0.06 0.19
33 FERREI ZHRAMEE Y =(71374.8)X + (5593.66) 0.9994 95.9~106.1 0.02 0.06
34 ZPIAR Y =(24425.1)X + (50766.2) 0.9999 87.0~116.1 0.06 0.19
35 EEEFR Y = (78764.2)X + (82889.8) 0.9989 82.2~106.2 0.03 0.08
36 SRR Y =(67376.8)X + (47990.8) 0.9990 89.5~106.4 0.05 0.14
33REE

AREN 2. 50 A 250 pg/L BFARETIFRESINE 6 X, ETRNEREE. TRRESDZPEN
)R 8B B ] M IR EARRYAEXI AT E R ZE 2 5 7E 0.03%~0.20%70 0.38%~6.23% 2 /8], (NEIEEE RF.
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3.4 1Y
= HSH 1g, MNBARLIER, EINRAEY 100 100 #1500 pg/kg, HFmAERMS#HE, 1%
BB 12 PRV R ANEMFA R, BIZAEEER AR, HTIE 3 k. ERETR, &, P K=
IRE K FRY IR YR EAT/E GB 31658.17-2021 AKX FBINETE 60%~110%Z B]HVEK, BIRLE
RIE 4,
x4 R, BRREEREAYNERESLR

s 10 ug/kg 100 pg/kg 500 ug/kg
AR

EELT RSD% Bl =% RSD% Bl E% RSD%
ESTEEES 76.6~97.6 3.7~8.5 82.6~104.2 0.2~5.6 83.8~103.0 0.1~23
muIRE 62.3~71.3 2.7~129 67.7~68.3 2.8~4.9 64.9~80.9 1.9~39
R A 65.6~94.8 1.1~8.7 63.2~97.0 0.4~3.5 67.3~99.3 1.2~43

4 i

RIEERIRE (GB31658.17-2021 shHMt BamPIUIf 238, BEREMIEERRAYIABENNE &
REE-BEKIEE) , BT ARSI RAEEBMNERNESHNFINAZR. BEIEMEIEERZY)
ZREBN G E. WRREMERZ IR, ERABIEFRG TEHIABRE, BES5BBF RN, EXRRH
B/ R IOER PP MBI . X=EIEZRTE 2 ug/L~500.0 ug/L RESEERNLIE RYF, HBXFRE
r978 0.998 Ll Lo Em. . B=MNRET, BEFARFIIEEIRRY RSD%E 0.38%~6.23%2 (8], (X285
BERI. MARKRER 10, 100 71 500 ug/kg ByiFdm, BIWERAE 62.3~104.2%22 (8. 2 EARBES, 2
WrESa)kE, L5REH, IR TERTBIIIAERE. BMAREMEIEERZE29Y) 2 7% B Ry /AR E 10,
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LCMS-8050 NEHERA 64 FH2257%

BE: AEABEESMRIBEE-Z BTG LCMS-8050, 2 7 oipRERmT 64 MEHK
BRINE S E. 2% (T/FDSA007-2019 spRME B MASEAXEERNNE RAEGE-BEEE) BIF
TR, JERFEmE QUECHhERS BIMEIRENS L, #HITT HAREME. ERENBEENE R, SRETZ
FEEERY, TREHMZAAXRBIIART 0.990, . F. S="TREBIMARLEIEIE 60-120% (8], JIFR
[EIERAEN AR ERE<15%. ZFEARIREFmPBARERNRE. YT THE,

X8 LCMS-8050 &7 JEHW

2019FF108, GB31650-2019 (BEm%T2ERINE BRPEARAZERE) &H, BRERBRIK
WAHHE25SHAVENE D TMERIEBIMNBF™E, RENRMAREEREAKIEM, HhingEsmn
761, PREB(E643TL FEATAIING, NI RmAELNKENFHEREEESEN, WV EH
T BRRPEFESHNAE, FEHTER, REATHERERE(LOQREMLREWGB 31650-2019
[EHITHE. MARWE AR TEE B RELFLBRN T ETE, ZIRBEHNZG, FRERED L,
KUAMABERI TR, B—iFmEEREXRAEMETNIE, 2R END, USRS HELLE
RS, AIAMEREN, DImEE(N.

A3 2% (T/FDSA007-2019 m¥)RMRmAZEXARERNVE BBEE-BEKE L) BIFnE,
BT EFLCMS-80508IRME B e R64AMB L ZABBVNE S X, HWE 7RIS, BEALSE. fHEKM
K. OHEREL [ABRLFEHR, FEANNEATFRPSHABRE. VI HE,

1 L3RRSy

1.1 {%2§
BEEBEMRERIES =Sk UE (XA &4t LCMS-8050, EAECEN:

ZA4iEdlgg:. CBM-20A R S AL © DGU-20Asg
Wi &R 3= . LC-30ADX2 BohiEtEss.  SIL-30ACMP
& F . CTO-30A & W 28 . LCMS-8050
B T{EuL:  LabSolutions Ver. 5.91

1.2 SthF M4

RIEEE Y.

& & & Shim-packGISTC18 (2.1 mmI.D. X 150 mm L., 3.5 um)

OB M RSB A0L%RRIKAR AsHE B-Z8
m =R : 0.3 mL/min

= w0 35°C

HOE 2 10uL

B I BEGE, BARRIEIREN 5%, BYEIEFILE Lo
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= 1. BERHRIYEER

Time(min) Module Command Value
1.00 Pumps Pump B Conc. 5
2.00 Pumps Pump B Conc. 50
6.00 Pumps Pump B Conc. 50
6.50 Pumps Pump B Conc. 90
8.00 Pumps Pump B Conc. 90
8.10 Pumps Pump B Conc. 5
10.00 Controller Stop
BB
PANE TR : LCMS-8050 MARREE  © 400°C
B TR : ESI(+/5) = B 200°C
MR : 3.0L/min B FREE : 400°C
INPRIR : 10.0L/min B #E &R X . ERHZENMRM)
FIES TR : 10.0 L/min MRM & % : Q&2
= 2. MRM &#4
= U O ) Q3 Pre Bia
Fs Ca=x7/E=Rul FIEENCES YBEF QlPreBias(v)  CE W)
s 3422 -18 22 -25
1 R eE 360.3
316.2 -14 20 -23
. 368.1" -19 23 =27
2 IR E 386.2
299.1 -15 27 21
. 314.1* -17 21 -23
3 HRDE 332.2
231.0 -17 35 -25
. 318.2* -18 19 -23
4 arrE 362.2
261.1 -14 26 -29
o 302.1% -17 21 -22
5 ERDE 320.2
231.1 -17 -38 -26
et 303.1% -16 21 -22
6 &GV E 321.2
203.9 -16 -41 21
w. . 265.0 -18 -22 -28
7 BEDE 352.2
308.2 -18 -17 -22
N 340.1% -18 22 -25
8 KEVE 358.2
255.0 -18 40 =27
. 349.0* -29 21 -26
9 R e 393.0
292.0 -15 -26 21
. 356.0* -15 -20 27
10 Wb E 400.0
299.0 -20 27 -22
. 326.0* -14 -20 -24
11 mEIE 370.0
269.0 -14 27 -28
. 316.2* -17 21 -23
12 ERVE 334.2
290.1 -17 -18 -30

54



13

14

15

16

17

18

19

20

21

22

23

24

25

26

27

28

29

30

31

32

33

34

Oit IRER

S

R EFER

PERRRER

Figh B I S Ik

F& % 8] R AR IE

F Bz FR PR — 14

Fép% R B I IE

FéfZ — FRMEDE

iz Sles

TR OB — R A D

fEf% 8] — RN

i

FERZ X FR PR IE

fepz

izl

BB AR O

Ff% FR R

FERZ R A AR

262.1

233.1

304.2

262.1

215.0

290.8

277.1

301.0

281.0

271.0

265.0

279.0

268.1

311.0

311.0

250.0

281.1

256.0

251.0

315.1

254.0

281.0

244.1*
202.0
215.1%
187.0
286.1%
215.1
244.1*
216.0
156.0*
108.0
230.1%
261.1
156.1*
108.1
92.1*
156.0
156.0%
108.0
156.0*
108.0
156.0%
92.1
186.0
92.1
156.1*
113.1
156.0*
108.0
156.0*
92.1
156.0*
92.1
156.1*
108.1
156.0*
92.1
156.0*
92.1
158.1*
156.1
156.0*
92.0
156.0%
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-20
-14
-18
-17
-16
-15
-14
-14
-17
-16
-15
-15
-15
-14
-15
-15
21
21
-14
-14
-20
21
21
-11
-14
-14
-12
-12
-12
-16
-13
-13
-15
-15
-10
-14
-19
-13
-12
-24
-19
-20
-11

18
31
-14
23
-20
-33
-18
30
10
19
23
25
13
23
30
16
16
25
14
23
17
27
16
28
14
16
20
26
20
31
15
27
17
25
14
28
15
27
28
20
15
25
17

=27
21
-23
-19
-20
-23
=27
-15
-30
=2
-16
-19
-16
21
-18
-16
-16
-20
-16
21
-29
-18
-20
-17
-30
-22
-30
21
-30
-18
-16
-18
-17
21
-29
-18
-30
-19
-30
-17
-17
-19
-30



35

36

37

38

39

40

41

42

43

44

45

46

47

48

49

50

51

52

53

54

55

gireiint S

PERLEEET

SEERIEZ

EMET

RIS

Smt%

"ieH%

ST

REREHES

LERs

MAJBR

I8H

BREE

SO

S|RE

FR AR M

Hh S b M

TSR A

285.0

215.0

226.1

234.1

366.8

311.0

277.0

220.1

302.1

240.1

322.9

329.2

372.3

407.4

734.6

869.7

284.8

319.1

172.0

142.0

201.2

92.1
156.0%
92.1
156.0%
92.0
125.2*
152.2
143.1
160.2
293.0*
349.0
237.1%
293.1
203.1%
259.1
202.2*
143.1
164.2*
107.1
148.1*
222.2
249.0*
168.1
313.2%
208.1
356.2*
251.2
126.3
359.4
158.3*
576.5
174.3*
696.6
193.1*
154.1
86.2*
58.2
82.1*
128.0
96.0*
81.0
140.2*
55.1

56

-15
21
21
-16
-16
-12
-11
-12
-12
-18
-18
-16
-15
-14
-10
-11
-11
-15
-15
-12
-12
-16
-16
-20
-30

-35
21
21
-22
-22
-26
-20
-11
-11
-17
-17
-13
-19
-12
-15
-11
-10

29
15
27
10
23
24
16
24
14
18
13
17
12
16
11
10
23
16
32
18
10
18
28
40
35
2
37
26
19
-29
-20
46
-42
-33
-26
2
-37
-4
16
14
-28
-11
2

18
16
18
16
18
24
11
28
-17
21
-26
17
21
15
-19
14
-15
12
22
15
-16
18
12
23
-16
15
21
24
-18
17
22
19
26
14
17
15
21
18
27
21
20
15
23



) 123.1* -28 19 -14

56 FREFREW 188.0
126.6 -22 -40 -16
\ 140.2* -19 -15 -30

57 2 AR FRpE BRI 158.0
55.2 -11 18 21
410.1* -13 20 -16

58 PO3f & 4450
4275 -13 -14 -17
444.1* -11 22 17

59 Ere 479.0
154.2 -11 28 -11
426.1* -13 20 -16

60 T 461.0
4432 -13 14 =il7/
428.1* -13 18 -16

61 ZPRIrE 4450
154.1 -13 -28 -11
_ 152.1* 15 17 15

62 REBXR 320.7
257.2 15 11 16
_ 185.3* 17 21 12

63 Emass 353.7
290.1 17 12 19
_ 336.0* 17 10 16

64 FENSE 355.7
185.2 17 20 18

1.3 FmRiR g AT
HatlE

SE(T/FDSA007-2019 shEM R RPLELZREENNE RIEEE- BRI ETTERIN RS %!
FREX 2 g AF (FBHE 0.01g) T—Z50 mLBLE (BOLEA) A, IMABSEMESET 2-4 1, A
10mL ZB5(& 0.1%FER), HRAIIRE 5s, AETLBERIER 72 LR HER7TRE 10 mine Bl
A\ 5mL ZBEEMAE 2 5eRnE 2 min, LL 5000 r/min B0 5min, BZBEMECKRENFZZES— 50
mLBELE (BLE B) Fo FRFBEMA 10mL BRI, T2 BERIER 72 LR 78R7T0RE 10
min, L5000 r/min B0 5 min, BZBREUEEZIELE B Y, BEMAIRIRK, FoEERELECK
Eo

B—x 15mL B8 (BOE C) M Dis-Adsorp EAKXRE T BALERIER, BBBELE BFZ
FEIREVR 10 mL EIE0E CH, JRIEES 2 min, L5000 r/min &0 5 mine

5 mLAENEERTS—Z 15 mLBELE (BLOE D) H, BEARNKEELE D FREARNE
T, EMIIN 1 mL S ASRARRRE, i 0.22 um BYLERERE, BRBEIE-SBEFIECNE,
4 S iG]

TAER AT, EEFIREN 0.05. 0.1, 0.25. 0.5, 1.0, 2.0. 5.0 10. 20. 50. 100. 200 pg/L &9
TEARE PR E TIER,

2 ER55%ie
2.1 MRM &iX%[E
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(x1,000,000)

e.o—f
50
o0
3.o—f
20

1.0

0.0

3.0 35 4.0 45 5.0 55 6.0 6.5 7.0 75 min
1. BAR (25 pg/l) BEE

2.2 ZMEXEREER
EEVEERE. MERRE. IUTEFHREERNSY, MPE-ZREIT. RERETERKF M, REME
NEH MR N FRILENESREENEMNTE. WRIVBRSERILEREINT, LUERANELIR, REHR
WA, B E PN ERL, RIBEIRLE S/N=10 MEMNRTEER, HREFVIEFRREIITENL EZEE
PRo £5RIN5K 3 Fe AR TR, 64 M ERYITE 0.05-200 pg/L SBEA, LRI, LMHEXFR%$39>0.990,
2R/ 0.5~20 pg/kgo
® 3. MEG N EERLE

me s S T L4 SEE e HERE =R

(ug/L) r (ug/kg)
1 B E 0.5~10 f(x)=542868*x-42314 0.999 1
2 LS aTRAY= 0.5~10 f(x)=226381*x+70478.1 0.999 1
3 HRDE 0.5~10 f(x)=569222*x-347392 0.996 1
4 aFEE 0.5~10 f(x)=231570*x+65078.8 0.995 1
5 EEIE 0.5~10 f(x)=384779*x-115988 0.998 1
6 RIEIDE 0.5~10 f(x)=679894*x-299667 0.995 1
7 BRENE 0.5~10 f(x)=68818.1*x-56054.0 0.996 1
8 EEIE 0.5~10 f(x)=764180*x+327672 0.996 1
9 ElIzp= 0.5~10 f(x)=140160*x+30787.7 0.999 1
10 WEHE 0.5~10 f(x)=153222*x-117925 0.998 1
11 a5 E 0.5~10 f(x)=173049*x+93809.2 0.993 1
12 EEIE 0.5~10 f(x)=597988*x+32336.6 0.997 1
13 R 0.5~10 f(x)=801175*x+429751 0.999 1
14 TR 0.5~10 f(x)=357219*x-105330 0.998 1
15 O ORAL 0.5~10 f(x)=35459.0*x+5317.85 0.995 1
16 v 0.5~10 f(x)=1.51985e+006*x+90725.6 0.997 1
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17
18
19
20
21
2
23
24
25
26
27
28
29
30
31
32
33
34
35
36
37
38
39
40
41
4
43
44
45
46
47
48
49
50
51
52
53
54
55
56
57
58
59

FE&RL AN
BREFIE
PR

P PR R A
F&p% 18] FR AU PR DE
Fé e FR PR — 14
F&p% R EIEIE
F&p% — FAPEDE
el
FERZ 98 — FR A IRIE
f&R% 8] — FR A IRIE
il
izl
PRz IEM
FERLIENE
FE R ARt At
Fafz FR R
F&R% R EAARR
PR S AR
FERRES R
LSZERIEZEN
BT
RIS
Bm%
ReRT
LS T
Kz B
T RRER
RARCRES
LERE

+ B L
éEIEIEI/‘?é

MAIBHR
ABR
BREE
HoPRF
eSS
FRBE
HhySEhH ML
EHBAME
AR
FERE R
U7

0.5~10
0.5~10
0.5~10
0.5~10
0.5~10
0.5~10
0.5~10
0.5~10
0.5~10
0.5~10
0.5~10
0.5~10
0.5~10
0.5~10
0.5~10
0.5~10
0.5~10
0.5~10
0.5~10
0.5~10
0.25~5
0.25~5
0.25~5
0.25~5
0.25~5
0.25~5
0.25~5
0.25~5
0.25~5
0.25~5
0.25~5
0.5~10
0.5~10
0.5~10
0.5~10
0.5~10
0.5~10
0.5~10
0.5~10
0.5~10
0.5~10
10~200
10~200

f(x)=32325.9*x-9137.34
f(x)=386526"x-4219.54
f(x)=93137.7*x+12834.5
f(x)=91842.0*x+186372
f(x)=321904"x+264797
f(x)=146882*x+192910
f(x)=110811*x+31150.4
f(x)=304515"x+105766
f(x)=119166"x+53259.9
f(x)=513325"x+495146
f(x)=553970*x+842919
f(x)=358189*x+78791.4
f(x)=358189*x+78791.4
f(x)=208040*x+25073.3
f(x)=16877.3*x+6658.30
f(x)=204767*x+262869
f(x)=71163.2*x+88936.0
f(x)=509597*x+206547
f(x)=89147.3*x+139141
f(x)=33285.2*x-14160.5
f(x)=168637*x+10680.0
f(x)=532364"x-91653.3
f(x)=707653"x-105407

)
)

X

f(x)=1.62706e+006*x-297046

f(x)=809696"x-347890

f(x)=591686x-83028.8
f(x)=381402"x+18755.2
f(x)=601737"x-89192.7
f(x)=571141"x+71904.4
f(x)=188460"x-116343

f(x)=208532*x-250126

f(x)=98986.5*x+42525.2
f(x)=75244.5*x-128070
f(x)=16923.7*x-13080.9
f(x)=399156*x+111763
f(x)=657513"x+109500
f(x)=119548"x+1998.58
f(x)=38439.3*x-5722.45
f(x)=201038"x-7806.74
f(x)=14294.7*x-4801.67
f(x)=31650.3*x-9103.83

= T &

X

):
):

f(x)=68910.2"x-1.03532e+006
f(x)=30990.8"x-1.19198e+006
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1.000
0.999
1.000
0.994
0.997
0.999
0.993
1.000
1.000
0.999
0.995
0.996
0.996
0.999
0.995
0.996
0.998
1.000
0.997
0.999
1.000
0.998
0.999
1.000
0.999
0.999
0.996
0.999
0.997
0.998
0.991
0.994
0.994
0.991
1.000
1.000
1.000
0.999
0.999
0.998
0.999
0.999
0.994

1
1
1
1
1
1
1
1
1
1l
1
1
1
1
1
1
1
1
1
1

o o o
a1 01 O

o o o
(G2 NG NGy

©
(&)

o o o o
a1 o1 o1 D)

N = T = T S ==



60 +E;F 10~200 f(x)=46967.4"x-1.27196e+006 0.996 20

61 ZPENER 10~200 f(x)=75696.0"x-2.12727e+006 0.995 20

62 ABH 0.05~5.0 f(x)=10697.3"x-845.056 0.997 0.1

63 RINAER 0.05~5.0 f(x)=4176.18"x-841.327 0.996 0.1

64 AFNSER 0.05~5.0 f(x)=38707.4*x-5960.00 0.996 0.1
2.3 MtrEIEEESR

ARRTAFRIHET=TRE (1L0Q. 2L0Q# 10L0Q) BYIIAREIHIRL, FERIE 4, [EUER
)1 60~120%2 8], [EIHZ RSD /) F 15%
= 4. EANAREIRRER

kT (LOQ) RE AT (LOQ) FKE  BKF (10L0Q) HKEE
7S PR EA nnffmf/ou@ . nnffmf/ou@ anidl nw/iu&% .
1 BiENE 85.9 7.5 88.1 1.6 85.6 4.0
2 IRDD 2 94.0 1.7 83.7 6.0 79.8 4.1
3 WRDE 93.8 95 93.9 3.3 85.2 6.9
4 amE 94.8 10.5 925 1.8 88.9 13
5 ERDE 72.5 4.9 87.6 3.6 934 8.3
6 KiEDE 81.7 5.7 90.7 3.7 82.2 55
7 BEDVE 90.3 2.4 93.3 8.5 7.2 1.7
8 KELE 75.0 8.4 93.2 3.6 94.2 1.7
9 LN 80.1 14 83.8 6.8 88.8 4.2
10 Wb E 89.6 6.3 70.6 6.8 775 55
11 AT IE 80.7 5.6 72.2 1.7 87.9 8.0
12 BEaE 90.7 2.4 76.9 7.0 91.8 6.6
13 A 82.4 15 915 8.9 74.6 6.2
14 IR 94.9 4.3 78.8 4.7 85.7 10.4
15 I IRER 76.8 31 82.5 6.3 86.3 115
16 e R 75.0 2.0 78.9 4.6 91.0 5.6
17 ta P AR 93.9 3.6 83.7 6.1 713 6.8
18 BRETIE 90.4 12 78.1 3.2 86.2 6.0
19 Ny 85.6 .7 80.6 5.0 79.7 7.2
20 i AR TR AR 85.9 6.9 86.2 7.3 70.2 1.2
21 h& % ) FR | P IE 88.5 91 90.4 3.6 78.1 7.0
22 PR AR 78.3 4.5 74.8 6.8 82.5 3.2
23 b e PR B R IE 79.1 113 773 103 91.9 7.6
24 T g — R IERE 47 118 94.3 4.7 90.6 11.7
25 FE R 86.2 115 6.7 56 86.5 114
26 RS — R AIEIE 79.4 2.6 86.5 10.0 87.6 10.2
27 fEfZ e — R aIEiE 72.1 2.8 85.6 10.2 93.9 4.7
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28
29
30
31
32
33
34
35
36
37
38
39
40
41
42
43
44
45
46
47
48
49
50
51
52
53
54
55
56
57
58
59
60
61
62
63
64

BRI IE
FERZ X FREAUPEIE
h p MR A
AL IEIE
FE R AL A
FéB% FR R
PER% FREAARR
TR S AR
FERLEAER
itk
EMRT
RIS
LS
=feh%
LS EY
FrnZBR
T RRER
BAREES
LERLZ
SR
ME]ER
AR F
BREE
ol
KRR
FR AR
HhSEhH ML
B EBAM
FREFABHM
AR
PR ER
TBR
TBX
LI R
SR 3

ARME R

93.4
79.7
94.6
82.6
85.1
944
86.7
719
3.7
87.4
87.5
89.1
92.1
86.7
73.1
715
3.7
93.6
74.9
76.1
771
70.4
779
94.8
85.7
83.7
78.4
80.4
94.6
75.2
66.0
72.1
65.7
68.8
76.7
88.4
714

74
8.0
59
3.3
9.7
5.1

4.0

5.1

45

10.9
7.5

42

53

6.6

13

5.0

2.1

I8

6.3

9.3

74
10.9
3.7

8.0
11.9
55

32

8.1

2.2

9.3
11.1
11.5
12.9
9.0

9.7

8.1

83.9
71.6
92.7
7.2
90.1
79.1
94.9
88.4
78
84.6
73
89.2
8.7
84.5
83.5
79.2
3.7
90.5
91.6
79.3
94.2
89.6
75.4
89.5
82.6
83.3
o
7.3
73.3
74.9
69.5
2.2
66.3
719
77.9
89.6
87.2

8.3
4.0
6.6
3.6
2.5
8.0
2.0
11.1
2.6
24
10.8
10.5
9.7
9.5
3.0
79
6.5
10.4
2.9
11.1
7.5
1.7
11
8.9
7.0
11.6
10.4
11.1
54
6.1
12.6
7.4
7.2
7.0
6.2
115
56

78.6
86.1
79.1
89.9
722
75.5
87.2
80
89
74.3
6.7
73.1
79.4
92.8
90.1
91.8
71.6
88.2
81.4
80.8
779
71.0
76.2
914
88.4
73
70.7
70.1
89.2
93.9
68.0
74.1
73.2
66.7
86.5
95.0
78.5

1.9
75
2.7
73
6.7
5.0
3.5
8.9
4.7
85
6.9
6.4
52
4.6
5.0
29
1.7
53
10
4.1
71
12
11.8
9.9
7.6
74
7.5
35
3.6
11.7
12.2
9.1
10.5
12.2
11.9
31
9.4
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3 &g

R fER 52 B EBERRIBEIE- —ERATFIEN LCMS-8050, 2RI T a#)RMRmT 64 HEZ
FRERINE R E. %A ARMIERE S, BRDAEEE, BES, ESaNAsRE P EAER
PR P THE,
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2.2 EREDH
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LCMS-8050 NMEBAPRIAFTENSE

B A5 S RS ARAR - = EIUARFT BN LCMS-8050, BT T ISR S BENE RS 5%
% (1SO/AWI13493: HSASIRTRBE ARG i1k, BRRSEZBZEEN, TVORE,
STEMEIA L FIEREE, EOER, RAGE- SHRFEUE, RFETE. SREFaSRAHES,
FROR I KB >0.9999, MHREETE 97.3~106.4%2 8, 0.1 pg/kg. 1 pg/kg SREEAIIMFEIKETE 91.1~
93.81%2 8l I EIHBESAR S TEBENELT BT,

X5 LCMS-8050 EXAE WA ABR

SBZE (chloramphenicol, CAP) BHZEWIFHIELEEN—MIETMER, MEMRGF. NEK
E ZNATEERIERREIETR. BERABENEMARESFIERN, KRARBRAHE
BirRmr RESBUHNAEEE. BERSERIMNMIVMROE LD, FRphERERSE. Eib, XE. BA%
WEERBRKIBRYINERA R, KEENEREREIRIERBPAEREH,

BRIATREZRRINAEZESHEEEE. BRRMELISAE. SRRIEGESBKUEE, NTRSKEN
RUERENRSE, BREBEZHRNTOZED A HBTRERAYRERNNSMREGIE RIS X,

£xXZE (ISO/AWI13493: ASAFImPRERSERWNTTE) &, BT ET HELCMS-8050
EARRBRNNE %, ZFERE. RE, EGoIIMERETREZRAVNE,

1 32I8ER 5

1.1 {%3§
BREBEMRAEIES = BRMT LIS NEKB RS LCMS-8050, EAEEN:

RFEHIZE:  CBM-20Ac Bt = Ml ©  DGU-20AsrcL
W & R . LC-30ADc X2 Boh#HFEEs.  SIL-30ACupcL
F R 8 . CTO-30Ac & W 28 . LCMS-8050
BE T{FuL:  LabSolutions Ver. 5.81

1.2 SthF M4

RIEBE R

- . Shimadzu Shim-pack GIST C18 (150 mmX2.1 mm1.D.,5um) Shimadzu SGLC,

- P/N: 227-30014-07

mow M L msiAEA-K REhiE B-28E

i ®: 0.3mL/min

=+ e : 30°C

HOE E 20uL

KB I L BEME, BARYIGIREN 10%, BYERERILE Lo
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= 1. BERRYEER

Time(min) Module Command Value
2 Pumps Pump B Conc. 10
6 Pumps Pump B Conc. 80
7 Pumps Pump B Conc. 80
7.1 Pumps Pump B Conc. 10
10 Controller Stop
BB
5 F R :ES- IMAREHRE @ 400°C
EZMHME :3.0L/min DL & E : 250°C
mH S M| E : 10.0L/min A #E R X ZREENMRM)
T &S mE®E : 10.0L/min MRM & # @ K2
= 2. MRM &#4
FS  KAWEW  WMEEF  FWEF QlPeBasy) CE o
Bias (V)
1 aE= 39105 152.10* 12 17 14
257.05 25 11 27
2 F=-D5 326.10 157.15 16 18 26
EEBFXY
1.3t an B i3
tofEm: !B % (chloramphenicol, CiiH12CoN20s, CASS: 56-75-7, JKE1Img/ml) , EBMmRER

B R M.
100 pg/L)
2R BE: BEE, ERFT.
Edkk: BiEE, =RHFRT.

H }E é& 5 i/ﬂﬂ'f%ﬁo

LS FEUK . B Milli-Q Plus IKE LR AR EBFS5

1.4 ¥R AT Edh LA
1.4.1 HaH&

22 (ISO/AWI13493: A5 A mARERSERRINT
B S T4 1 g CEMZEL0.0001g)

MER, ERTMEKEKS 10 5
% 5min, Bi)5%

', MEBREEERIN—

RAEHIE

MELE

SEZ-D5 (chloramphenicol-D5, C;iH:ClDsN,Os, CASS: 202480-68-0, KFE
EETRE RN AR,

& RABEE-BESUER) BRI R T A

, T50mLBEOESR, BIFRE 4 BRENBAKERET
"#/E, f10.1mL (5.0 pg/L) BMRARTAER, MAZERZES 25 mL, JRIEHR
R, BRIANZERZEE 15mL, EE FRRE, &

HMRLBER. AR EBREET, MNARETRLLIIAR 1.0 mL 4%, BIMANECK 10mL, &5

;t?sé; _Il;l—\;é_!_’t;\) ﬁ%J__EE:k?E;
HEEE-BERFIEUNE,
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BRMAESKE 4mL, BE ERGIE, REITNEAR,

$0.22um JEE, &



1.4.2 tRERh & ECH
DHMESEINERAREE, BYBLLEIREARERREESERENRN 0.25,0.5,1.0,2.0,5.0,10.0
ug/L RIPEEIETIER, HHEEEE-D5IRES SN 0.5 ug/L, FLEMDH.

N, A)
ZR511E
= O £2, 336 [E
2.1 IRmeiEE
Q32105515210 (-) 15085 Q321.05>152.10 () 1.50e5
. Y . A\ 4
14e57 1.4e57
12e5 1257
10657 1.0e5]
8.0e4 8.0e4]
6.0e4 6.0e4]
4.0e4; 4.0e4é
20e47 20e4 K'
00607 0,004
——— e m————————— el
45 50 55 60 65 70 75 80 45 50 55 60 65 70 75 80
RT (min) RT (min)
== ==
SEE (frehpE= L3) S5Z-D5 (R1T)

B 1. ABERENAIREIEE
2.2 4HEXF

RSB EIERZIRBEITOMN, UEMRLEANLER, RELLAESER, #TEMEDE, SROE
2P, RBERT 0.25-10 pg/LSBEAR, MR, LMEXAREEY>0.9999, EMMETE 97.3-106.4%2
CIN

i B H

22.5
Y=(1.11900)X + (0.0267316)
r=0.9999

20.04
17,53
150]
1253
10.03
s
5.0

253

00 50 10.0 15.0 e i 1

2. ABFIERL

23EEHER

xf0.25. 1. 10 pg/L BIWREABRIES DM 6 /R, ITEREISEFIEEMRB RSD, ERNE 3, AE
FAREERTE] RSD<0.05%, IEEFRAY RSD< 1.2%, NEEIRE S REFo
7 3. (REEYEFEAR RSD

&Y RE (ug/L) {REERYIE] RSD(%) EFARSD (%)
0.25 0.05 111
AR 1 0.05 0.16
10 0.05 0.47
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2.4 IntREHEEEER
ERRTHFER EHITE. &KFE (0.1 pgkg. 1 pg/kg) BIMAREIMGAT. SERIFK 4, [EER
eI ZRTE 92.4~92.8% 2 (8],

& 4. SBAETIIIAREIERER

IIAREINRER /%
FRSZ &R N
RAKFE (0.1 pg/kg) BKkFE (1 ug/kg)
e 92.4 92.75

2.5 FERRERINE

KA ERTENEXSRATH, FoPREREER, FRWNKS k.

Q321.05>152.10 (-) 8.65¢4 Q321.05>152.10 (-) 8.65e4
, , Y

8.0e4 8.0e4
6.0e4 6.0e4
4.0e4- 4,064
2.0e4-] 2.0e4-]

0.0607‘ L e e e B e A B 0.060:‘ L — L e B e e B B B B B

5 6 7 5 6 7
RT (min) RT (min)
B 5 %-D5 (RIF)

3. BAARTHEERNIEN NIREIEE
& 5. BRIRTHIINZER
S e i MTE 1 (ug/kg) MTE 2 (ug/kg) FHE (ug/kg)
[BXR 0.174 0.176 0.175

3 &g

AL &R BE ARG E- = BT RIS LCMS-8050, &% (ISO/AWI 13493 A5 KHmH
SKEZSENNGZ RIBEE-REKFEEER) Ve, B TOATRKEBRNNETS K. &I7ARHEXT
&=,
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LCMS-8050 il it O | AP R 155 E

B AFIARE LCMS-8050 RREKAN, B 7HEORAMYTFHERLAYIRBNBIRERD T
MF5 7% ZFEE 5 min RFERF@BI e, BERMEMAD BIEEDBMRREL, 7£ 0.5~20 ug/mL
BRESCEINREIATERLL, AMXRRI, BXAH R AT 0.999; 7£ 0.6 ug/g. 1.2ug/g M 2.4 ug/g HY
IARET, MBRMCIUEDFETE 83.78% ~89.60% (8], Z A FEATEAMNIRRTMBRAYIER
20T, ELR 6 FhttiE, MBRREEEN RSD HF7E 0.14%~0.26%HYEE, IEEFREY RSD HHTE
2.26%~3.53%89EHE, NEBEEE R, MBRYMAREE LOD=0.055ug/mL (11.0ng/g) , LOQ=0.170
ng/mL (34.0ng/g) , MIHERKBINBREERLF, HE (HEOBBMFINBRGMEDNE *}Tﬁi?FE
BIg-FUL/ B E) RUE LOQ=100ng/g MER, EMIFZAARIEER. RBES. 2TRER, &
AMEFENEEEEDH, HAIREXMIARDITEAREBRMSE,

Ke#E: LCMS-8050 EREEXA( BRADY WER

MBRBETREMTINER, BEEWTEERED, CHARESETE, NE=RMAMMREESE
EEX, HPEEKE. BRTER. AEHE. %EE{EI\ TETESITERAREEE RFNTNE
EF; BEMBENAGKEERENESHNESERIFR. hAESARZENTIYIREmTE YR
R, IS ANKRERENERRE, MEXNBERUINRENESIHREBIEMRRAKIT, BLAXEE
TRt ERTeNEBRRY — AT IREFAE. MEMERNER, FAIERBINIETE
TEAYIRE, MEMERAYNABZEAETNAETEMAE, XMBEIERARBSIMLAANERNHES
24t MEAMINYRBERBAFTREAREENED, tRERTNEXHREESE TN TR T
NER. BRRAMNFIRSRIKEERERRM0EL0FRERFBTNEXSHHBNS AR, 7
FRARINMREAKENBEREITHIRE T RFRIRE, NS AN TIBATINEE NERTEE, 2019549
A3H, AFEARKNEEXEEZERS T HEORAMMTIMBRAYIZXERQNSGE, HNETXAS
MRIAEIE BEXFUE AN R AR BR AR EEHITOITNE,

AR 2R LCMS-8050 = BMURATRAEIE IS AN, Z2RPEAREMEEXSELMH (HH
ORATIMEBRAMAZDNE REGIE-FRIE/MIEX), B T RAIPHBRABEENNTTZE.
BIEREE. REES, UUBATRASTREBRAYNMENERNE.

1 L8RSy

1.1 {Y23fcE

5% LCMS-8050 =R RUIBEKA R Yt. BIAECEN:
RizEdlgs: CBM-20A A7 = #l :  DGU-20A5
W & R LC-30ADX2 BHoh#EFE2s . SIL30AC
F R 8 @ CTO-20AC ¥ M 28 LCMS-8050

BiE T{Euh:  LabSolutions Ver. 5.97
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1.2 BREH
RARBIES
- InertSustain AQ-C18 &ii+ (2.1 mmI1.D.X100mmL, 1.9um, &2 (L&) L
BIRAE P/N: 5020-89939)
DGR A8 0.1%FREKAER, BIE 2
TR : 0.2 mL/min RN 40°C
HIFE 5 pL HRAI: BEAER
FIeRE: B IEFIIERERN 3.0 % BEER: IRl
= 1. BERRNEIRER
Time(min) Module Command Value
2.00 Pumps Pump B Conc. 50
4.00 Pumps Pump B Conc. 90
4.10 Pumps Pump B Conc. 3
5.00 Controller Stop
LCMS-8050 Bai&s14:
BFR: ESI (+) EME 3.0 L/min
IIRRSRIR 10.0 L/min TFIESMR 10.0 L/min
BEORE: 300°C DLIRE: 250°C
HimRzl: % [ W 5 (MRM) MRM 244 MR 2
7= 2. #MiEHE MRM 248
=R CASH AIAEF  F¥EF QlPreBias(V)  CE(V)  Q3PreBias(V)
161.15* -32 -32 -17
WEXR 1405-10-3 615.50 163.20 -32 -33 -30
293.20 -32 -24 -14

A CRTEEET
1.3 fRERRNEE

TEEERIEST) . BB S RNER 10 mg E 10 mL FEMT, MALAICAEHT
E, 5% 1.0 mg/mL B REE R

ERUCACATERIZEAVECH]: BY 1 mLARERESE R T 10 ML B2, BUKES
g/mLESHVERER; A 14 siMEENERERTEAT, BREFETRIER
0.5. 1.0¢ 2.0 5.0. 10.0. 20.0 ug/mL BVERLEARETEAR, F LMD
1.4 HaaiiEA %

HETRTRENS.0 g B A nhIRY PR R FF &
10000 r/min&.0010 min, B EBEREES
BLL8000 r/minE 05 min, FE BRI, HEHZEE
2 Y pH=4 .0~4.5, FdiE ke

BEZ

EZIE, 185100
BRI RERARE

250 MLEOERH, MMAL2 mUREVR 1Y, BAZEH15 min, L
—HB950 MLEOER, MIANL0 mLEBRE, IRFES10 min,
B TFERIBECRE—HHI50 MLBOED, AIREUK
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YRI5 mL FREZAN 5 mL 4iGE L SPE 11, FPRIETIF pH BVRBURIIAN LRSS R LUNFEFT 3
mL/min BYRIRIT SPE #, fEkiATTemt/a, B 5mL Ak, FEFERER, EERT, &&
FA 5 mL BREFRR/IME, WERRRE 15 mL BOSZBRKEOE, 40°CKARAMT, B 1mL R
HEBE, & 022 yumiBREHE/NR, FLENDHTNE,

A REUR 10 BEREE PR (8 50mM BRIEIEER TN, 25mM BEERTR) , BERRIEE pH=2.0.

HEEUR2: BARREE PR (A50mMERIRIEERTA. 25mMEBSERTH)

2 ZR5itie
2.1 &i4EE

WNE 1 AR, AMBRNEYIRMN MRM BIEE, KHMBRER 1.3 EEffinEsR, BLUMBREN
YIRSRERNIEALIR, IEEIRANLIR, LIMPASHITTERL, , B RINERLKIE 2 Fix, 1ZAnErL
FZEXRARRE, HXRHB R AT 0,999, LMAEERIE 3.

Q615.50>161.15 (+) 576e3 Area
A=20826 = 2rsm
100007151 55479 (107.25)RT=0.904 E §?§598347x—634631.2
{r2 38.09% (109.86) 1.5e7 3 R2=0.9995966 R=0.9997983
2| Curve Fit: Default (Linear)
1.3e7 =| Weighting: Default (None)
:| Zero: Default (Not Forced)
1.0e7
% - 745e6—f
5.0e6
25€6 3
00e0 - @——————— T 7T
000 T e 0 5 10 15 20
0.0 0.5 1.0 1.5 Conc. (ppm)
1. MisFEREEE (0.5pg/mL) 2. IS HTERLZ
& 3. B HRMEMESH
=X i FERRZ Z4BE (ug/mL) EXRIHR? FEHBE%
WmEHR Y =855983.7X-634631.2 0.5~20 0.9996 90.7~102.9

2.2 BEEXR

R, . S5 NRENVERR, ELHIT 6 X, EROHARENEMNEERNES S, £2
=B, MEBREEEIER RSD 1F 0.14%~0.26%H95EE, IEEFAMY RSD £ 2.26%~3.53%HEE, L EHIE
RPN BBIIEEE R T

= 4. ERBREBENANER (n=6)

1pug/mL 5ug/mL 10 pg/mL
FS
RT. Area RT. Area RT. Area
1 0.891 101742 0.873 3758733 0.871 8375753
2 0.891 102079 0.876 3582612 0.873 8342098
3 0.886 103143 0.874 3930733 0.869 8755579
4 0.888 109864 0.874 3932204 0.868 8749644
5 0.887 108445 0.874 3806734 0.871 8647376
6 0.891 104651 0.873 3896736 0.870 8751999
RSD% 0.26 3.25 0.14 3.53 0.18 2.26
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2.3 HFEAmINFREIE

3

 615.5000>161.1500(+) CE: 32.0
% # 615.5000163.2000(+) CE: 33.0
¥i% # 615.5000>293.2000(+) CE: 24.0

0 T T T T T T T T T T T T T T T T T T T
000 025 050 075 100 125 1.50 175 200 225 250 275 300 325 350 375 400 425 450 475 min

E3. TaFmBiEE

’ﬂ

o. T T T T T T T T T T T T T i T T f T T
0.00 025 050 075 1.00 125 150 175 200 225 250 275 300 325 350 375 400 425 450 475 min

El4. #FamintreigE

EXEhIPRIE, 2R 1.4 P EBIEF @AM R, = MK EIMRREIN TR 5 iR, SFE@ETUE 6
Ro MAERER, BRI RIEDS = MEERIIIRRIER 2 517 84.23% ~89.17%. 83.78% ~ 89.60%-
84.77% ~ 88.06% 2 /8], NOAREIWZE RSD £ 1.25% ~ 2.40% = 8], @izt NG /Z0NFGEK,
xR 5. HRIMFERER

HRESBTIYE PERIAREIEE (%)
Fe YIRE T "N e o
(ug/g) 0.6 ug/g 12yug/g  24ug/g
1 84.23 87.22 84.77
2 87.90 85.98 86.01
3 87.87 84.82 85.92
mEH N.D.
4 84.60 87.48 85.68
5 85.40 83.78 88.06
6 89.17 89.60 86.20
EIZE RSD (%) 2.36 2.40 1.25

2.4 RBETH
BRIGREN 0.5 ug/mL WHBEERMEDR, 12 12 DOOFREHTIE, BTRE 85k
HIBFIE RN, HEENBBENTRRITE 6 i, ELARET, HBEWHR LOD=0.055 yg/mL
(11.0ng/g) » LOQ=0.170pg/mL (34.0ng/g) , MRLEREBNBRRMERE, HR GHUORBEY
B RAWRRINE FAREE /L) BIER LOQ=100 ng/g B,
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% 6. MHRMESR

= 1 HRR (pg/mL) EER (ug/mL)
HMEER 0.055 0.170

3 45ig

ALY BRLCMS-8050 BRI, Z2RHPEARKNEEXEERMH (REORBNMTHE
RAOYRENE REGIE-FUE/RIEE) , BiTHN AT mPHBRABENBIREL TG %,
N7 ERED, HBRTE0.5~20 ug/mLASEERLM RYF; HBEELL T, fiBRREEBIRSDHHTE
0.14%~0.26%89EHE, IEEIAIRSDDRTE2.26%~3.53%8EHE, (VEHEEE R ; Fm="8EMNARE
WERITRTES3.78% ~ 89.60% 2 (8], METTEAER; MBREYMHIREELOD=0.055 ug/mL (11.0ng/g) »
LOQ=0.170 pg/mL (34.0ng/g) , MALERKRBNBRBERY, He (HHOBBIYPHBERAYX
BNE RIBEIE-FIE/FUEE) NRBELOQ=100 ng/gMER, &:ELCMS-8050&KFREXANERNITRE
R REMLLF. EREBESTHR, BE (ERORANMMTHMBRAYAENE REGIE-FUL/HRIE
) NAERR, ERTEMEXTIRIREITHI R T,
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LCMS-8045 &8 PRI AEERInER

B AR T —MERSRBE SR EEN LC-40 M= EFURITBIEY LCMS-8045 BXFIRENE &
AR AMAEISRERN 5. BEARREKNIER, £ LCMS-8045 Hifr, 9 MAMABEESIRAEZRTE 1-1000
ug/L RESEREINAE M BT, tERLBIERRBUITE 0.997 LIE; XF 1ug/L. 20 ug/L #1250 ug/L BEE
FUREARFITIREERR, 1EL 6 MFFREBNEMIEEmRAENITERE DT 0.02% ~0.20%7F] 0.72%
~9.41 % [8], (NEBBEEE R, IMIRRETE 5 ug/kg WEBREESR, [BIUETE 76.3%~96.7%2 (8,

Kigia: KMAEERTIAER —SNRTRE S84 8

AU ABESETEZE (Macrolide anti-biotics, MALs) @ B BER TR SN BB E~E£H—EME R MALs B
LN HRERENHEREEKERHVNERZ — BT MALs BB IENEER, AlfinE =K%
H. ZREMEBOE=KAME, ELH 2N BT AT 4. F TR RENTIRENIESE R TR,
HEEFE FERNERRIMFIRE I ERK LT, AMABEEAYTRE A5 I8k A SEET 25 R
FHEGKY 8l MEMEL—1F, KMABEEGYERERRTHNERE RNSEF EE2EFLER
BEREBNNEEEZEM. (GB31650-2019 BEm%Z2EFME BEmTPEARAKLERE) A, 45F
AEMHEEALPIRATRERE(MRL) M 40~200 ug/kg, SMMER. BiREHE. BXEZENREIEER
TEEDILBLRM) MRL 981 200 pg/kg. 200~800 pg/kg. 50-2400 pg/kg A1 100-300 pg/kgo

ANFER B EBESMREEIEN LC-40 M =EMmRATFIEN LCMS-8045 BXA, &% (GB31660.1-2019
K@ ARIFREE LA R B E20NTE REEE- BT L) BT NEBRF 9 MAMAEENER

(MBE. 48F%. RHER. AHFER. aMEER. KNVEER. BESR. BXEE. FREXR) B9
A%, ZREDTRER. E8%Y. REES, IHEEAXKIARSE,

1 SEI8E 5

1.1 {38
RSO K 57 Nexera LC-40 X3 5 =EMRABTIEN LCMS-8045 BXAA &R S, BAECEN:
R slad:  CBM-40 Hapi#iEss:  SIL40C X3
W & R . LC40BX3 R 1.  LCMS-8045
F OB F . CTO-40S BT ELL:  LabSolutions Ver. 5.97
1.2 PIRFEH
BIEEERMS
B g = Shim-pack GISC18 (150 mmX2.1 mm1.D.,4um, &2 (L£8) LRBMEREAT,
P/N: 227-30097-07)
Jn mh 48! A—0.1 %ERERACER;, B—
mo IR 0.3 mL/min HIFARR 2uL
=R 40°C Wil YA TR, BABWIIEREN 15%.
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= 1. BERHRIYEERF

Time (min) Module Command Value
1.00 Pumps Pump B Conc. 15
6.00 Pumps Pump B Conc. 65
6.50 Pumps Pump B Conc. 95
7.50 Pumps Pump B Conc. 95
7.51 Pumps Pump B Conc. 15
10.00 Controller Stop
Rt
5 F R ESl, [EBFIRI DL R E : 250°C
BEFREOBE: 10kV MAMELRREE © 400°C
£ % = RS 3.0L/min 2 O R E 300°C
F B = A 10L/min \#E R A % [ N M (MRM)
mo B K %510 L/min MRM 2% : ¢XR2
Wt B S "R I 2 B E 3~25ms
#* 2. MRM &#4
e . AR =4 Q1 Pre Q3 Pre
5 B R E &Y i CAS = o _ E(V) )
= F BF Bias(V) Bias(V)
) ) 174.1* -24.0 -36.0 -12.0
1 BREER Spiramycin 8025-81-8 843.5
142.2 -24.0 -34.0 -15.0
o 1742 -24.0 -45.0 -19.0
2 BAXEZE Tilmicosin 108050-54-0 869.6
696.6* -24.0 -42.0 -26.0
) 158.1 -20.0 -28.0 -17.0
3 TTRER Oleandomycin 7060-74-4 688.5
544 .4* -20.0 -17.0 -20.0
o ) 174.2* -26.0 -39.0 -12.0
4 REEHR Tylosin 1401-69-0 916.6
772.6 -26.0 -31.0 -30.0
) , . 158.1* -32.0 -25.0 -12.0
5 BHER Clarithromycin 81103-11-9 748.5
590.4 -32.0 -16.0 -20.0
) ) 158.1* -22.0 -36.0 -30.0
6 fIZ SR Azithromycin 83905-01-5 749.5
591.4 -22.0 -29.0 -22.0
) 158.2 -26.0 -32.0 -29.0
7 AR Erythromycin 114-07-8 734.4
576.3 -26.0 -21.0 -28.0
N ' 109.1 -24.0 -35.0 -21.0
8 RIVER Josamycin 16846-24-5 828.5
174.2* -24.0 -33.0 -18.0
o 109.1 -22.0 -41.0 22,0
9 HEXR Sineptina 1392-21-8 772.5
174.1* -22.0 -32.0 -12.0
CRIEEET
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1.3 HFmibl&E
A R ECH

BERENETER. 4855, RIBR. WHESEHE. SMER. WIWEHR. BREHR. BXEE. &

REZE 9 MIMEYRN 100 ug/mL BYEESIVEE®R 1 mL, F 10 mLiz8ERF, AFEABRHFERES
ZIE, EHIAKER 10 ug/mL KREREELRAYEESETER.

BERENESIVELIFREE, AT EFmiREUR SRR, ECfl AR REEEZYIRE N 1ng/mL.
5ng/mL. 20ng/mL. 100ng/mL. 250ng/mL. 500 ng/mL F1 1000 ng/mL R FIERiME TIEAR,
Ecil Ao
ERNEIRS £y a by

BRF@AVIEEFA SR (GB31660.1-2019 RmEZ2ERIME KEmPAMMABELAAZEN
NE RAEBIE-BEKEE) -

N, A)
ZR5i1e
2.1 R M mAY MRM &%
(x100,000)
B % 749.5000>158.1000(+) CE: -36.0(2.00)
4 2 843.5000>174.1000(+) CE: -36.0(2.00)
2.7549:% £ 869.6000>696.6000(+) CE: -42.0(5.00)
1Bk 2% 688.5000>544.4000(+) CE: -17.0
5 734.6000>576.5000(+) CE: -20.0
8 2 916.6000>174.2000(+) CE: -39.0
» 72.5000>174.1000(+) CE: -32.0
2257 48.5000>158.1000(+) CE: -25.0 i
78 7h 1% 828.5000>174.2000(+) CE: -33.0 i
2.004 @i
: B
1.75 I
1.50] )
] foi
1.25+
1.00]
0.75—f
0.50%
0.25]
0.00
-—Y
2.0 25 3.0 35 4.0 45 5.0 min
B 1. KIFAERMERERMEFRI MRM 83%E& (5 ng/mL)
224MxF

BEREEIESIVETIEREE, BTEFRIEBURARHR, BACKREX 1. 5. 200 100 250. 500
A 1000 pug/L NARSIFRETEAR, % 1.2 FRDMEMHHEITNE, DUREELER, IEERAMERR, &
BIROELRUIE 2 FiRe 9 FRAIFINEE (L &WYITE 1-1000 pg/L K ESEEINLE REF, KMARE. xRN
% 3. L 1 ng/mL AFRRES A 20 MRM @3RI R, 1RIBI H B MDL=3.3 S/N, ©2 LOQ=10S/N,
ITERHEMEER, ERI*E 3.
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Area Area

ImsEn Are *

A . Jexss
450006 ) = 4926102 + 2305835 350006 | FIEBH 6.000e5 1 ¥ = 955.8445x - 2218471
=09976093 R =0.9988039 1y = 3499211 - 1287.641 I R2 = 09988069 R = 0.9994033
400066 ] cu {R2=09980298 R =09990144 800065 curve Fit Ui
 Weighting: 1/ 300066 9 Curve Fit: Linear { weigntin

3500669 zero g 1/C 7.000€5 3| Zero: Not Force

F orced
30006 -] 2500¢6 6.000e5 -]
250066 200066 50005
20006} ] E

26 150066 ] 400065 3

1.500€6 -] 1 3.000e5 |

F 1.000e6 F
1.000e6 | 1 2000e5
5.000e5 -] 5.000e5 1.000e5

T T T T T y . . . . — 000060 & . . . . ,
0 200 400 600 800 1000 200 400 600 800 1000 0 200 400 600 800 1000
Conc. (ppm) Conc. (ppm) Conc. (ppm)

BheE R

BREE

Are: Area
P Area
200067 38.78x + 2121205 ! Oune7§ y = 10442.98x + 10719.72 ] ??fﬁi%zgex +5926657 hd
71266 R = 09985623 2000e6  R* = 0951029 R =09975485 120007 | R 209077370 R = 05988679
175 : Linear 1 Curve Fit: Linear - .
ng: 1/C 8.000¢6 4 Weighting: 1/C b j;gghf;;-;'?fg "
1.500e7 | Zero: Not Forced 710006 22107 Not Forced 10007 70100 Not Forced
1.250e7 4] 6.000e6 3 800066
100067} 5.000e6 3 4
E 4000e6 3 6000664
7.500e6 ] 3 p
] 3.000e6 40006 -]
5.000€6 -| E 1
F 200066 3 ]
250006 ] 100066 ] 2.000e6 -]
0 T T T T 0.000e0 117 0000e0 F————— T
0 200 600 800 1000 0 200 400 600 800 1000 200 400 600 800 1000
Conc. (ppm) Conc. (ppm) Conc. (ppm)
|| == == .
HEZR AR~ ZEREER
Area
| SteER Area 5.000e7
1y= 4.000e7 -| FEHIEE o °
2.000e7 4| g2 985706 R 09992350 1y =4063101x + 51880.82 450087 7 9958993 R = 0.9979476
350067 | R? = 09947002 R = 09973466
175087 t: Linear e7 - 4000e7 2| Curve Fit: Linear
: 1 curve Fit: Linear w gh( g 1/C
3.000e7 | Weighting: 1/C 3500e7 J Zero: Not Forced
1.500e7 4 Zero: Not Forced
1 3.0007 -]
125087 2500e7 ]
250087
1.000e7 2000e7 F
200067
750066 1500e7 F
1.500e7 |
500066 100067 1.000e7 4
250066 5.000e6 5000e6 ]
T T T T T - . . . . 000004 . .
0 200 400 600 800 1000 0 200 400 600 800 1000 0 200 400 600 800 1000
Conc. (ppm) Conc. (ppm) (ppm)
HhBE B THBE
[=NICE=N jIE=2- SA=F
=] 2.9 AR NEEE I E RAVAT/E T IFrEL
E2.9 MBS AE BB E T (FrRE
& R EMERRIRERZ S
3.9% EP 78 TLE ZR BYAN E3 =%
LA Il:l:ll [=—=N=0N
1o PR EEMR

=
©

=22

RO MEXRRE

ERE %

(ug/L) (ug/L)

fEER
BheEHR
BAREE
TkER
AR
SthER
RABR
=z \//|\§%

©O© o ~N oo U b W N =

Y
Y
Y
Y=
Y=
Y=
Y=
Y=
Y=

= (4926.10)X + (2305.84)
= (3499.21)X + (-1287.64)
= (955.844)X + (-22.1847)

0.9988
0.9990
0.9994

21538.8)X +(21212.1 0.9986

10443.0)X
13773.0)X
21836.2)X
40631.0)X

)X

(
(
(
(
(
(40631.0

)
10719.7)
5926.66)
15719.5)
51880.8)

)

(
+(
+(
+(
+(
+(51880.8

0.9975
0.9989
0.9993
0.9973
0.9979

77.9~112.3
82.6~115.7
88.4~114.7
71.8~117.4
75.3~116.7
79.0~115.5
77.6~114.3
74.6~119.4
85.6~124.7

0.081
0.193
0.235
0.002

0.271
0.642
0.784
0.005

0.020
0.029
0.025
0.005
0.011

0.067
0.096
0.083
0.017
0.037

23 FEBEXR

3F 1 pug/Le 20 ug/L #1250 pg/L BEERIESRIES: 6

%u 0.72% ~9.41 % 8], {N2845

ZERT,
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TR, EFNIRHIES
RHVEEMERINRK 4 Fim. 3 MRENNERAVRE I EMEERBIENTEREDH7E 0.02% ~0.20%

BE, REBREME



x4 RENEMERREEMER (n=6)

RSD% (1ug/L) RSD% (20 pg/L) RSD% (250 ug/L)

EEE
RT Area RT Area RT Area
(EEE S 0.18 7.84 0.07 3.82 0.06 1.52
EhESER 0.20 7.20 0.07 2.42 0.07 1.57
BXEE 0.09 9.41 0.06 4.40 0.05 1.98
MRER 0.04 6.13 0.05 4.01 0.09 1.46
AR S 0.05 5.01 0.03 1.22 0.06 0.72
REBER 0.11 3.35 0.02 2.04 0.06 1.95
SthE= 0.06 5.04 0.04 1.64 0.05 0.97
THBR 0.04 6.68 0.05 2.62 0.06 1.66
TNEBER 0.04 4.59 0.04 1.63 0.05 1.03

2.4 SRR R IR R B BIARSEIE

BhEsREFm, FITRlERn, LVUNE, FeARERMNERENER. N T ERTAER
E, E=H8RERDIFR, IWFRENS pg/ke, FATNE 3R, REHEKER 1.3 PirmblE A2

AUHNBRERERE D,

H[BIWERTE 76.3%~96.7%2 (8], EAEIENER 5

Q749.50>158.10 (+) 8.88e3 Q843.50>174.10 (+) 4.83e3 Q 869.60>696.60 (+) 1.64e3
5.0e3 -
8.0e3 | 1.5e3
4.0e3 -| 13€3
3e3
6.0e3 -|
3.0e3 1.0e3
4.0e3 | 2034 7.5e2
5.0e2+
2.0e3 - 1.0e3 252
.5e2 7|
00e0 1 . y - 0.0e0 : - - 0060 - - -
25 3.0 35 40 30 35 40 30 35 40 45
== = N
RHBER BiRSE BREE
Q 688.50>544.40 (+) 7.38e4 Q734.60>576.50 (+) 3.32e4 Q916.60>174.20 (+) 2.62e4
3 3.5e4
7.0e4 - 3004 2.5e4 -|
0e4 -
6.0e4 -
2.5e4 - 2.0e4 -|
5.0e4 -
2.0e4
40e4 ] 15e4
1.5e4
3.0e4 - 10e4
2.0e4 ] 1.0e4 -
5.0e3 -|
1.0e4 ] 5.0e3
0.0e0 0.0e0 0.0e0
T T T T T T T T T T T T
315 40 45 5.0 35 40 45 50 40 45 50
== == -
MER ABR eSS
Q 748.50>158.10 (+) 1.32e5 Q 828.50>174.20 (+) 1.26e5
Q77250>174.10 (+) 457e4
1265 ] 1.2e5
4.0e4 |
1.0e5 4 1.0e5
3.0e4 | 8.0e4 -] 8.0e4 -
E 6.0e4 -
20e4 ] 6.0e4
4.0e4 - 4.0e4 -
1.0e4 |
2.0e4 - 2.0e4 -
0.0e0 0.0e0 0.0e0
T T T T U S B e Sy S
40 45 5.0 55 40 45 5.0 55 45 5.0 55
E=yI=c) = ZxIhE
ShER RABE LIV EBR

3. Kir= A ERF RN F S MRM EE& 6B IEE
(BEMEL D NT BRI BEE D)

76



= 5. BAMGEWERER (n=3)

) i B Tk 4B RN St oAl b
Bl % 84.5 82.7 76.3 93.0 89.6 79.5 95.4 94.3 96.7
BEEM% 8.65 9.77 11.44 4.37 8.46 7.87 6.83 6.40 5.49

3 &t

BT R REBEMURAEEIEN LC-40 M =B MR FIE N LCMS-8045 BXAMIE B 9 MAIFMA
FERMAE RN E. RAEATRER, REES, IFRERF; MKBERE. 48K, mlBHR. MHFEE.
EMER. WHEBR. BREEHE. BXTE. FREET 1-1000 pg/L RESCENL M R, FRIEERIR
R RIME X R BUYTE 0.997 LI Es 3T 1 pg/L. 20 pg/L F1 250 pg/L BREEFIREARETHEZESLRRK,
BELR 6 OF R BB R FIE mARAEXI R ERE 2 5U7E 0.02% ~0.20%F0 0.72% ~9.41 % 8], MFmKRERN 5
ug/kg EBRAREG, HEEIUWEIT 76.3%~96.7%2 (8,
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LCMS-8050 MIEF NP E RTRE

WE: ASGEY T —MERRRRIBEIEREKAIE LCMS-8050 MEFINHFME RN E. mEFPHFERE
=RIBR-ZBEBRIRRG, R WCX BFEFEEE A, =ZSERATRRECAMN LCMS-8050 IEBFIRIUK
MW, SMREEE. REZFRTE S pg/L~500 ug/L ARESCERNELME R, RERZRVEXRE R 7 0.9999; ¥
5. 50 #0200 pg/L MR ERERERE SR A TERESNE 6 /R, REEMIEERBENITERED
AII7E 0.04%~0.12%70 0.59%~7.79%; AINRES 20, 50 F1 100 ug/kg FihtEm, [EIUTERTE 82.7%~93.4%
zlal, ZHERERTHINFRTHMERIARNE.

XA T HMEER ZEORTRE

HEZER (Colistin) EMNZHFATET MELRKIBEFRTPREN—MREZHERER, WLEM
HME=ZKAMBREEERSSIN. MERE 30 ZMEOIVEEY), EPHMER ATMEER B AEEMN
o ATFHITEEMEIEAR. REBK, TZ2-EMAE, FE. EE. MBNEASFFLSERMERERN
EEERINFISEZY, kS RAERRE, EEEEFAVFNANETIES, iR PmERETE R
N BSHRIZS TR SENEMN, FEERENEGIE 7 REREME, FHE GB31650-2019 (BmH
BARAKYERE) PIE T HERENY N B HALTNESKERENE, HBR. BIFNFNES
REREN 150 pg/kg. B. EMPEREEAERED 5179 200 ug/kg. 300 ug/kg #1150 pg/kgo

Bal, MREZENRNAEZETEEBREEDITE (ELISA) « BUREEIEE (HPLC) MXRIEEIES
BXFRIE% (HPLC-MS/MS) o ZSZARHE SN/T5142-2019 GHEO R B RT MR EARENNE &E
BIE-REREUEE) , B T EaRHE. 8 BRENREEIE-BEE S, BTNESDHMERNIELS,
H KON AREEFEA.

1 32I8ER 5

R RIE

RSO K 57 Nexera LC-40 X3 5 =EMRAFBTIEN LCMS-8050 BXAA &R S, BAEEN:
ZouiEhlds:  SCL-40 BEn#HEEE:  SIL-40C X3
W& R . LC-40DX3X2 i & fX: LCMS-8050
B f . CTO-40C B T{Eus:  LabSolutions Ver. 5.99

&M= DGU-405

1.2 3%
LRSS
5 3 & :  Shim-packArata C18 (100 mmX2.0mml.D.,2.2um, &2 (£E) LKRBHMERA
&, P/N: 227-32801-03)
W ooh A8 0 AFE-0.02 mmol/L ZERER-0.1%FRERKAR; BAE-Z8E

78



=+ & . 35°C TR 0.30 mL/min
HEMARR D 5L Dii = W B, #IMEREN B 48 10%
* 1. BERERER
Time Module Command Value
2.00 Pumps Pump B Conc. 5
2.10 Pumps Pump B Conc. 15
5.50 Pumps Pump B Conc. 20
5.60 Pumps Pump B Conc. 90
8.00 Pumps Pump B Conc. 90
8.10 Pumps Pump B Conc. 5
11.00 Controller Stop
PR
B ¥ R ESL, EBTFER DL &R E : 150°C
BFREZEOBE: 2kv MPBESRRE : 450°C
£ K = A= 3.0L/min B O R E : 300C
F B = RS 10 L/min 3 #E &R X 0 ZRNEEMMRM)
m B = =S 10 L/min MRM & #: QX2
Wt #E S mR ¥ 8 B 8 @ 14Tms
# 2. MRM 2§
(=7 pr—— CAS No. PN Ej% s Ql_Pre - QB.Pre
HFR BT - Bais(V) Bais(V)
101.1° -11 -22 -10
MEZE A Colistin A 1264-72-8 Cs2HesN16013 386.1
380.3 21 -12 -30
BEZB  ColistinB 1264728 CoMuoNiOn 3912 oMb M o i
385.1 -19 -12 -28

RIAEEBT
1.3 fREMBRAVECHI Rzt a2
BinE TEaRECH:

RENEEMERIMESRR (100 ug/mL, FREF/RERHZARAT) , B 0.2%HRICRFERRL 10
ug/mlL IR E R BAREA Ko

Mh&ERRR RN EEAR, AENERNTBFREIVREESRES 5. 100 200 50. 100,
200 A 500 ng/mL MEFRETIEAR, FAFIES,
YR Rl IR

MRERIRAE 2 g (F5#8%) 0.01 g) , EF 100 mL BRKEEBLEF, MA 10 mLI0%=REIKEK-2
i85, AiRZEIREIREL 20 min fZ, 5000 r/min B 5min, BB EERES— BLOEF, EERE—NX
BHRALEER, BR/KIA pH=9 M. FARU&EL/NF 2 mL/min B9RERBI 7258 3 mL FE2A 3 mL
KM IERY WCX BEIAEZEEAE (60 mg, 3 mL) , REY 5 mL 7K. 3 mL BREZESE SPE/VE, FELEME
o £ 65 kPa IAET, BEMELT. SPE/NMER 5 mL FER-FEE (1+4, v/v) BT, 12 45°CTFARSAM
FH1mlL, FKEBRZE20mL, AR, & 022 um JEE, # LC-MS/MS NE,
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2 ER5i1e
2.1 REHRE MRM &itE
19 1 ug/L A EEBIFAH MRM @IEE,

Q386.10>101.10 (+) 598e2 Q39120>101.10 (+) 142e2

60e2 %1 8518 (630
14e24

S/N=22.2 S/N=9. 1

40e14

2.0e1

00e0
T T T T T T T T T T T T T T T T T T T T

28 30 32 34 36 38 40 42 44 46 28 30 32 34 36 38 40 42 44 46
RT (min) RT (min)

HEZR A HEZ= B
1.1 pg/L MEZRERAITE MRM 1% E

22 4MH4XFR

¥ 5. 10. 20. 50. 100. 200 #1500 ng/mL REIRENERFE LIE&RZE 1.2 RO EEHITI
T, IMTEER. ATHERNERER ATKEREER BESY), XAMER A TIMNEZR B BIEEARN
M, ERARENATEITEEN M. LURENEALR, EERMAAMNEIR, SHIRERLINE 2 F
T FISRERAAM X AR, LM AIEN Y =(3630.066)X + (6297.501); HEFZ % R2=0.9998,

Area

IrE=

18e6 - y = 3630.066x + 6297.501
1R2=09998123 R =0.9999061

1666 7 Curve Fit: Default (Linear)
] Weighting: Default (None)
1.4e6 -| Zero: Default (Not Forced)

1.2e6 f
1.0e6 ]
8.0e5

6.0e5 j
4.0e5 ,

2.0e5

000 -F———— T T T
0 100 200 300 400 500
Conc. (ppb)

E 2. MEHEREML (ERESI)

23 BEEIRRE

X¥ 5 pg/L. 50ug/L #1200 pug/L = MREERIVETIERELZNE 6 X, ZRNBHEEE, ERE
o ARERE THEZ A B BYREBEIFEEARFBNITTERZE 2507 0.04%~0.12%70 0.59%~7.79%2
18], AhEZ A A B MNESHIIEEFR RSD%TE 0.56%~2.79%2 [8], {NZERE R,

*® 3. MEHERREBHENIEERESEER(n=6)

Conc. R A HEZ B MEZE (A+B)
(ug/L) RSD% (R.T.)  RSD%(Area) RSD% (R.T.) RSD%(Area) RSD%(Area)
5 0.10 2.37 0.04 1.79 2.65
50 0.11 3.01 0.12 1.45 2.79

200 0.11 0.59 0.12 1.45 0.56
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2.4 BENRELE

D=EaFEM2 g, MALERERIVELER, EINARKRES 200 50 1100 ug/kg, ¥R
SatE, R 12 PR FHENELERINRLEIWE, BINERAE 82.7~93.4% 28, B 3 NEB5FY)
MINFRARE R 20 ug/kg BIFIH1Fmm MRM &IEE,

Q 386.10>101.10 (+) 240e3 Q391.20>101.10 (+) 542e2
2.5€3 1 rec-20ppb-1 Jrec-20ppb-1 Y

1blank matrix1 50e2 -|blank matrix1
2.0e3 - :

- 40e2-
1.5e3 ;

] 3.0e2-
1.0e3 :

] 20e2 -
>0e2 7 1.0e2 -
0.0e0 - 0.0e0 -

L e B R L L
3.0 35 4.0 4.5 3.0 35 4.0 45
MER A MEX B

3. TREAPRINIFRER 20 ug/kg BIF-9#Fm MRM &1&E

3 4ig

BT — A 2R =R B LCMS-8050 MEF I RAE R B 575, FiiFmE R
AE, BBEXNREEE LC-40 #HTHE, —EMRMFIENY LCMS-8050 #ITEMEMEE DT, HER
£ 5ug/L~500 pg/L RESEENLME R, HEXMERIR? A 0.9998; XNAERERESinET/ERES
E 6 R, REEMIEEmRENITERZEDRITE 0.04%~0.12%F 0.59%~7.79% 2 [8le AIREA 204
50 A 100 ug/kg 9t m, BIETE 82.7%~93.4% 8l AFERBERS. H/AER, TE2PLUREME
CRAIBERIR 20 ug/kg FVEK,
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LC-MS/MS NEBRPRAFZER 3-LHMBFERZEE

i B BT T —MERRR=ENRTRREARZFENUESHFRLERR 3-HR FERAHE
BN E. RABEN - IBRAEFREMUENEIERTERN T, XREBFRIAHATER, BI%
[ N i M (MRMAR TS EARE SR TINE. £ERKRA: RIMIEEE, BARREN S-ZHMBRERES
BAMEEANEBERSERERELEXRARY, FMSRUERMZLMERAXRBUITE 0999 KL, BRERE
HaE 7357 93.7% ~ 104.0%7F1 91.2% ~ 110.0% i8], BiFZEMLINELINLER B,

X —EURARIE BR RAOER 3 IHRFER

HZAEZE(Tylvalosin)@— MR AMNARLEETHANTNER. CRESHBARNZEZAE 50S TE
e, WIXEERMXT mRNA [I#289FENT, HIHIAKERNSALER, MRS R RIE R MTnE
MENEE, EEFRECHEMAER TAT A O BRI RFHIRIE A DU U R =R G,
AEXFAEST, HTFBAAE. FRRABANKRAIINRTEXZAN, RSB ENRERTES IR N
mPEE, TARREIREEURAHN 3-28R REZE(3-0-acetyltylosin WER AR ETE B AN, FKE
(GB31650-2019 EMEZLEXRINVE BR@PESHNRAZKEBRE) ME: RABEM 3-CMER RERTEAN
KEAAW. BiE. FREFRNRAKERE(MRL)ZHMFFET 50 pg/kg o

TR, BRREEIE-BEKEE(LC-MS/MS)ZEHTRAERNRHES. SREFRHFIER, BRA
BmAXERERTREVFNNERAGE. AXETBEBESMRIEEE-—ZENRTTIERKARAR, &
T ERESRHF R AEEREN 3-CHMERRRZBENHE. ZH EFmpM BT REEE, BERES,
AT EHRYRLIREN 3-CHRREZALENRRNUE, HEXKNARSE,

1 321885

1.1 {28

52 LCMS-8045 = EMIRTREUEEKB RS, BAEKEN:
Aorizhlas:  CBM-20A B S #l @ DGU-20Ask
B & 3R LC-30ADX2 Bnh#EfEes:  SIL-30AC
T B # :  CTO-20AC MW 28 @ LCMS-8045

BET{EuL:  LabSolutions Ver. 5.99
1.2 & MA
WAEZMH . Shim-pack GIST C18 (100 mmX2.1mm1.D,2um) (P/N: 227-30001-04, &2 (L&
B g = 8) KRB MERARE)
w0 AE-0.1%FERACRRE; B18-2B5
m R 0.35mL/min
HEERR D 2uL
FOB 1 40°C
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FRRAT L BERR, BARMIGIREDN 20%, RYERERILE Lo

=1 BERRER

Time Module Command Value
4.00 Pumps Pump B Conc. 80
6.00 Pumps Pump B Conc. 80
6.10 Pumps Pump B Conc. 20
8.00 Controller Stop
Rt
g T R :ES, EBTFER fRAFERE © 200°C
BFREOBE : 40kv MAREREE  © 400°C
= ié = KA 3.0L/min £ O & E :300°C
F B = &S 10L/min \E &R X ZREEUMRM)
il padt = =S 10L/min MRM & #H K2
Bt B S &S I ¥ B & :100ms
7= 2. MRM &%k
N w Qlpre Q3 Pre
WEWEIR E &= CAS No. WNEFXT CE
(V) V)
o ' 1042.6>109.1* -16.0 -55.0 -26.0
EYSIETEN Tylvalosin 63409-12-1
1042.6>174.1 -16.0 -46.0 -18.0
3-Z B AER . 958.5>174.1* -18.0 -43.0 -30.0
. 3-Acetyltylosin 63409-10-9
EFEA 958.5>772.3 -30.0 -32.0 -14.0

A CRTIEEBETXY
1.3 HFmaEA &

BRI g CEFE +0.02g) F50 mLEIOE, AI7k5.0 mL. ZB85.0mL, SREBEA. MIAED4EL0mL,
A5 min, BIIATKRERESRMAMNEZ2g, #R%H5min, 8000 r/minE.05min, ZEHEIZBRRERT
S—BLE, . EMBEEAR. 0.02mol/UBAEARE0.5mL, BIIANBRMENIE0.2g, RIERES
30%), 10000 r/minB 5 min, BXEEBER, 13022 umiBFLiEiE, BT ireEil, REE1E-REmiL
SONE o
1.4 BRiRE&ERNTIS

B=aEF2g CEMET0.02g) F50mLBELE, ¥ 14 ESFIMER AREERETSAEHEFNE
BUBR AR ERNE TIEREE, AT RFERARESIMENIERN 3-CHEFRRERE NP5 0.5
1.0. 2.0¢ 5.0 10. 20ng/mL WRFIFRETIER, EHNE. UEEFHIS FREBIEIEmEmIRAMALLT,
FOEBRIRENBLIR, SflirErL,
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2 #£R5i%e
2.1 FREHSE MRM &iE

Q 1042.60>109.10 (+) 2.92e3
RT=3.526
_ v
100.00 JR171.90 (57.20 - 85.80); 100.56%
. RHEZE
% -
O e L e e e e e L B e e e
0 1 2 3 4 5 6 7
RT (min)
Q958.50>174.10 (+) 4.893
RT=2.996
1°Q°°fR1793(445-1335x89j1%
. 3-ZHRFEER
% |
I N
0~00""|""|"''|""|""|""|""|
1 2 3 4 5 6 7
RT (min)

1. ZRAEEM 3-ZBZRRER(2 ng/mL)BY MRM Ei%

2.2 ZMEESEHR

BARRENRDERN 3-ZBRFEZERLERELER, &R 1.2 PRomEFHRTUE, &
RAIMIEES. LURENEAAR, EERAPLAR, SHIREREIIE 2 Fim. FIfSRUERAELEXAR

¥, SLERFERERRBIIE 3.

Area

]y
1.2e5 - y=6218.794x+552.9269
{Rr2=0.9997612 R=0.9998806

1.0e5 —: Curve Fit: Default (Linear)
-| Weighting: Default (1/C)

1 Zero: Default (Not Forced
8.0e4 ( )

6.0e4 ]

4.0e4—; SREE

2.0e4 ]

oo et L
0 5 10 15 20
Conc. (ng/mL)

13-AT
Hy=11469.76x+1715.428
20e5 JR?=0.9994099 R =0.9997049

7] Curve Fit: Default (Linear)
-| Weighting: Default (1/C)
Zero: Default (Not Forced)

3-ZHHRRFER

et rorr L
0 5 10 15 20
Conc. (ng/mL)

2. RRREEHEM 3-ZHRFERIRERES
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& 3. TUERESKREIRER

o 5B \ R
=X E=E i Bof#s r YRR (%) .
(ng/mL) (ng/mL)
"HEZ Y=6218.8X+552.9 0.9998 0.5~20 93.7~104.0 0.17
- RRE R Y=11469.8X+1715.4 0.9997 0.5~20 91.2~110.0 0.17

2.3 FEEXR

WAERENZRDEEN 3-ZBRFREFBSIVE LIPRESNE 6 X, ERNFBNVERE, KRB
EFIEERNEEMERIER 4 Fim. ERET: FNEREFMARTROEEMN 3-ZHRFERNIRE
BB NI EARAEXATERE D 57E 0.08% ~ 0.19%7H] 0.94% ~ 3.29% 8], BRNEBIEEE R,

7= 4. REHEI(R. T.)MIEETR (Aera)EE 1445 R (n=0)

BHR Conc.(ng/mL) RSD% (R.T.) RSD%(Area)
25 0.19 3.05
EYSIETEN 5 0.08 1.38
10 0.10 1.22
25 0.19 3.29
-ZHEFEE 5 0.09 0.94
10 0.09 2.62

2.4 IAFEIYNZESLE
EMRFREY 2 g SRS, AL EFRARERN 3-ZHEFRERIITEBEER, FERARRM 3-
CEERFRBRMITRED S 5 ug/kg. 25 ug/kg M50 ug/kg. MAREESRLZT 1.3 AR IRIRIER, N
ERAEEM 3-2B R FERNNMARERE, IAREIUET 60% ~ 110% (8], ERIEK 5. HERA
H, ZFEEE, BERHET,
%5 FREEN 3 2B EFERNMUFEINCELER (1-3)

=X AR AF (ug/ke) FHIEIURER (%)
5 103.2
RHEZER 25 73.8
50 79.6
5 90.4
LB REFER 25 103.9
50 101.3

3 &g

AR T —FER BRBERRIEEIZN LC-30A M =F MR FIEMN LCMS-8045 BXAEIBTMIE N
EBARRAEREN 3-ZHRFERABENT . BRIMPEER, TAREN -IHRFEREERE
ZEEERNEERSERERELMXRRY, FISRUVERAAIEEXRIIINE 0.999 LI, SHERER
EDRI7E 93.7% ~ 104.0%7H] 91.2% ~ 110.0% 8], BFEZEMEBINEKLWERRIf. HEAFERKEA, &
FEREREE, BEBES, IRTERARRIEEREN 3-CHRRERZLBEMTRNE,

85



LCMSMS ZB3 k= mP EEBRRGMZTXE

# B AXHADRE=8URATREEKAMNEL T K=mF 11 MESRENERKBENNES %. Hm
KRR, BEAEER AL, RIEGIE-REEENE. ERERIZAERE 2~300ng/mLIRESEERN
BIIRERL, LMERXREHYRT 0999, LRI, BEEZREDIYRAREE RSD 5B E
0.02%~0.04%, I&EFR RSD 2% 1E 0.83%~4.41%2i8); 11 MEBRXNERYENRGEKLHIRE
0.001~0.49 ug/kg Zial, EEMRE 0.003~1.64 pg/kg =z i8], REANIBREE RYIF. ZFEDITRER, TEK
Ee, EREFERTarFKTRE 11 MEBREXNEZNEENE, BRI NEXMIL ARSI
&=,

Xigia: —BMURMTRIEBIEFRIEERAN Kem FBEHRENER

BERLMEZREMEERNRIR, WIFPRERETIER, SBRERE MU AT ALERAET
AR, BEPERBRAANLIEEBRZMIRGE 1945 FEIURE, ENHNEERLAYEEETERC. &
BR V. MRAEMK SFEME, BREBR G BTFBREMMER. SERNBMERE. MEMR, TK
FEFE LW AT e, MHRRENET. WEREENTEEEH, T EmZe®XREE, GB31650-
2019 (BRRELEXRIME BRPSHRAKERE) FIE, TENFEEER 6. MEAM. FFEME
HEPRE (MRLs) 50 ug/kg, SPEFEMR. ZEMFEM MRLs 300 pg/kgo

ItbRT, GB/T22952-2008 (RIFX&MEEEPEFAM. [ FAM. IKAFAM. FERG6. F8& V. X
DUFEAR, SLFEM. ZEXRFAM. WREMEBENNE REGE-BELIEE) AE 7K EaMgEH 9 7
BEERRUEYERENNES %, EH#, (GB31656.12-2021 K=@mABEBRLXAYZZXEBINE FEE
E-EREXBTIEIED) XY GB/T 22952-2008 AT 7 BE#T, 1BEN 7 AR/EIS e, 160 1 FD& P AR A1 B E Fa A,
FIEIN T EEEERBREB O AT R, BT H AN H RNEER,

ASCRA SR =EOARATREEEFERKAN, 2R (GB31656.12-2021) , B TAK™@mH 11 #E
ERLMERHBNIONTT %, ZAERRE, Ef. REERS, JUATK=RPEERENERLYNTH
EHENE,

1 LEEERS
1.1 {Y3BEE
SEBEMRAEIES = SR RIEEXE RS LCMS-8045, EAREERN:
W & R :LC-20ADwX2 A % & % 2§ :CBM-20A

B oh i+ 28 :SIL30ACMP —E R FRIEN LCMS-8045
# & & :CTO-20AC & 3 T f{F uh :LabSolutionsVer.5.97

1.2 SrFG
REBIERAF
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& #E & : Shim-packGIST (100 mmx2.1mml.D.,2 um) ,SGLC, P/N:227-
30001-04
moomh M ARE-0.1 %FERAGARK; BIE-ZHE
i o 0.3mL/min #HOFE 21yl
= B® 1 40°C W F B = ROERER/K=101
B A I BERR, BARRIIGIRE N 30%, EERERILE L
= 1. BERREIRER
Time(min) Module Command Value
1.00 Pumps Pump B Conc. 2
7.00 Pumps Pump B Conc. 100
10.00 Pumps Pump B Conc. 100
10.10 Pumps Pump B Conc. 2
12.00 Controller Stop
FRig s
&1 E ¥ . LCMS-8045 RAFERE @ 250°C
5 F R :ESH mARRRE E  : 400°C
= 1 = AR 3L/min 2 O & E :300°C
+ B 5 &S 10L/min B @ & I MRM
il H = =5 10L/min MRM & % K2
#&2. MRM &%
Fs YR R REERYIE] (min) AIAEF (m/2) BT (m/z) CE (V)
L 366.0 208.0* -14
FRIEEFEAK 4.12
366.0 349.1 -10
349.9 106.1% -19
2 KT 443
350.0 192.0 -17
334.9 160.0 -12
3 FEB%G 6.05
335.0 176.1* -15
350.9 160.0* -12
4 FERV 6.27
350.9 192.0 -14
401.9 243.1* -14
5 EIBFEAK 6.43
402.0 160.0 -13
436.0 277.0* -15
6 SUFERK 6.63
436.0 160.0 -14
415.0 199.0* -15
7 RRFAM 6.72
415.0 171.0 -39
469.9 311.0* -16
8 PUESIELER YN 6.91
469.9 160.0 -16
518.0 143.1* -20
9 S ATREiR 5.81
518.0 160.0 -13
10 FE& FEAK 551 462.0 218.1% -23
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461.9 246.1 -13

381.0 165.0* -20
11 BE M 5.84

381.0 222.0 -17

* EEEFXY
1.3 tRERRE&E
REMEERIECH] . 23 FEHFIEER 3 RRHEDE®RL 1 mg £ 10 mL FEMA, A 30%ZAEK
BRBBAEREZE, B2 0.1mg/mL IRATEMEER, -18°CEYL, BRUH 5 Ko n3EEERITE
g RT 10 mL ZEMT, A 0%NIBABERHITHEES, B2 1 ug/mL BEIETER;, BRHESG
PRERRBIRIZFRMERAGREAN 20 5. 200 50. 200. 300 ng/mlL BUFRAETFREZE, 5 LN
xR 3. FERENERAYNUEYER

Fs FRSCZHR RXE CASH nF
1 FIEFEM Amoxicilin 61336-70-7 C16H19N305S
2 S Ampicillin 7177-48-2 CiH1oN30:S
3 FEXG Penicillin G 113-98-4 C16H17N204S
4 55V Penicillin V 132-98-9 Ci6H17N20sS
5 R TR Oxacillin 7240-38-2 C19H19N305S
6 ST Cloxacillin 7081-44-9 Ci9H20CIN306S
7 PYESTip Dicloxacillin 13412-64-1  CisH17CLN3OsS
8 ZRFAM Nafcillin T7177-50-6 C21H24N206S
9 IR FEA Piperacillin 61477-96-1 C23H27Ns07S
10 Fal & FE AR Azlocillin 37091-66-0 Ca0H23Ns506S
11 BEmm Methicillin 1246-14-2 C17H23N207S

1.4 Hmaihi2

FEWPREFEM 2.5g, EF 50mL BOER, /EMIIAN 5 mML80% LABIREVEK, Rk 60s, DEWYS, &8
AEZEY 10 min, FLL 8000 r/min 33EE .0 5 min, I EE&RT 50 mL BEOES, IO 4 mL 80%Z 51
BREERE, &H LA, 80%JMEIREVAHEE 10.0 ML &R, BX&EA® 2 mL, I SHIMSEN Styra HLB
(200 mg /6 mL, P/N:5010-81976)EIAEZEEAE, BIXZE<0.5mL, J1/KZE 0.5mL, 10kDa BEE B 10 min,
Rl

2 ZR5i1ie
2.111 #REMRE MRM GiIEE

1288 1.3 BCHImY 2 ng/mL BEVERRK, LD, 85 11 MESRLXMEZAYH MRM BIBE,
FOE 1, 8iggERY, BELTH.

#1 [EEH #2 EFEM #IBEEEG # BFE=V
(1 366.00-34910 (+)  9.62e3 (Q34990-106.10 (+)  24%4 (Q33490=160.00(+) 7.13e3 Q35090=16000(+) 242e3
RT=4.138 RT=4416 RT=6.027 RT=6.249
100.00 100.00 100.00 100.00
% % % %
0.00 0.00 0.00 0.00
4 5 4 5 6 6 7
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#5 FEHAI #0 FILTEM #1 |FROM #8 WA
401.90-24310(+)  589%3 Q43600-277.00(+) 7.06e3 (Q41500=199.00(+) 3.88e4 Q469.90=311.00(+) 3.17e3
RT=6.420 RT=6611 RT=6.703 RT=6.894
100.00 100.00 100.00 100.00
% % % %
0.00_||||||||\| 0.00_||||||\||| 0.00_\|||||\||| 0.00_|||||\||||
6 7 6 7 6 7 6 7
#9 DRI P #10 flFEFEH #11 BERER
Q518.00=14310(+)  1.32e4 Q46200-218.10(+) 528e4 Q381.00=165.00(+) 271e4
RT=5.785 RT=5.519 RT=5.833
100.00 100.00 100.00
% % %
0.00 0.00 0.00
5 6 5 6 5 6

L 11 HEBREMESIEAR MRM BIEE (2 ng/mL)
2.2 kR ER
R 1.3 BERTIRERTIBR, ENOMEESUEMRAIECEMEEXR, FRKR 4 11 ME
BEREMESRNA 2~300 ng/mLBEA, AMRY, HXRBRIYKXT 0.999, 11 MEBRLMERITE
HIZE A 26
R4 11 HMEBREMERDIYLMEXR

Fs ga=x?| SLHEHE L IR
R (%)
1 PRI EEFE A Y = (8713.78)X + (1292.49) 0.9992 94.6~107.2
2 SRFM Y =(22829.3)X + (4977.90) 0.9998 96.8~103.1
3 F8%G6 Y =(7352.52)X + (-117.144) 0.9996 92.7~110.9
4 EB&RV Y =(3091.83)X + (-392.223) 0.9996 95.6~105.9
5 R FER Y =(8017.91)X + (-2505.56) 0.9997 94.1~108.3
6 SUMFER Y = (6853.66)X + (60.9161) 0.9996 89.9~110.9
7 LR Y = (47564.7)X + (-829.499) 0.9996 95.6~104.6
8 MVETi Y Y = (3883.88)X + (-384.622) 0.9992 90.6~107.7
9 ORI FEAA Y =(15194.6)X + (-1554.21) 0.9993 96.1~104.7
10 Pl & FE A Y = (59687.1)X + (-9896.88) 0.9996 96.5-103.9
11 EREFaM Y =(34011.6)X + (-8198.74) 0.9997 95.3~106.0
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Area
2.5e6]

Area
PR E
y = 8713.777x + 1292.493
R? = 0.9983270 R =0.9991632

Curve Fit: Default (Linear)
Weighting: Default (1/CA2)
Zero: Default (Not Forced)

6.0e6

2.0e6
5.0e6

1.5e6 4.0e6

3.0e6
1.0e6
2.0e6

5.0e5
1.0e6

Conc. (ug/L)

HBRV
y = 3091.832x - 392.2234
R? = 0.9992033 R = 0.9996016

Curve Fit: Default (Linear)
Weighting: Default (1/C*2)
Zero: Default (Not Forced)

2.0e5

| Zero: Default (Not Forced)

ERTIR
y = 22829.28x + 4977.901

Curve Fit: Default (Linear)
Weighting: Default (1/CA2)
Zero: Default (Not Forced)

R2 = 0.9995677 R = 0.9997838

15856
y = 7352.525x - 117.1444
R2 = 0.9992920 R = 0.9996460

Curve Fit: Default (Linear)
Weighting: Default (1/C*2)
Zero: Default (Not Forced)

FILFEIR
y = 8017.915x - 2505.562

R2 = 0.9994751

Weighting: Default (1/C*2)

R =0.9997375

7| Curve Fit: Default (Linear)

Conc. (ug/L) Conc. (ug/L)

SUHFRIR
y = 6853.657x + 60.91611
4R?=10.9998470 R = 0.9999235

] Curve Fit: Default (Linear)
Weighting: Default (1/C*2)
Zero: Default (Not Forced)

0.0e0 T T T 0.0e0 T T
0 100 200 0 100 200
Conc. (ug/L)
Area Area
KT 1.2e6 -| WEFEHk

y = 47564.70x - 829.4991
R? = 0.9992251 R =0.9996125

Curve Fit: Default (Linear)
Weighting: Default (1/C*2)
Zero: Default (Not Forced)

T
200
Conc. (ug/L)

P& EGHA
y = 59687.08x - 9896.882

Curve Fit: Default (Linear)

JR?=10.9991488 R = 0.9995743

Weighting: Default (1/C2)
| Zero: Default (Not Forced)

y = 3883.883x - 384.6219

Curve Fit: Default (Linear)
Weighting: Default (1/CA2)
Zero: Default (Not Forced)

R? = 0.9984256 R = 0.9992125

T T T T T
200
Conc. (ug/L)

T
100
Conc. (ug/L)

{ IR
y = 15194.63x - 1554.214
R? = 0.9985008 R = 0.9992501

Curve Fit: Default (Linear)
7 Weighting: Default (1/C*2)
Zero: Default (Not Forced)

T
200

Area

N

o

I

~
1

8.0e6

6.0e6

4.0e6

2.0e6

| meEEErk

T
200

Conc. (ug/L) Conc. (ug/L)

y = 34011.57x - 8198.739
R? = 0.9994882 R = 0.9997441

Curve Fit: Default (Linear)
Weighting: Default (1/C*2)
Zero: Default (Not Forced)

T

U
100

T T T

T
200
Conc. (ug/L)

L e e e e I
100 200

Conc. (ug/L)

2. 11 MBS REMERPIREL

23 BEEEE
BY 20 ng/mL BITRERR,
(Area) FAERY RSD%. 45

ANBREEBRERRIEN, FiT
EREYRBIREIE (RT) AY RSD 7£ 0.02%~0.04% 8], EER (Area)
B RSD 7% 0.83%~4.41% (8], SRILERKREFEBEHRERK
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ME 6 %, IHEREE (RT) MIEER

== e
™ 4%No

BRERFIR 5,



=5 EBEZRELER (n=6)

RSD% RSD%
Fs MR AR Fs YRR

RT Area RT Area
1 FRIEPEAK 0.04 441 7 RRAM 0.02 1.55
2 FFEFEM 0.04 1.04 8 WEFEM 0.02 3.44
3 BBXRG 0.03 1.98 9 TEAVIEAZY ¥ 0.03 1.83
4 FEB&RV 0.04 411 10 FRl& Fa ik 0.03 1.20
5 FILFEHA 0.02 2.74 11 ERE M 0.03 0.83
6 SULFEIR 0.03 3.26

2.4 1 HPRFIE SR

B 2 ng/mL BUIRAEAR, ENBAESIERERIEN, BESERL, HEHERERE (S/N=3) MEER
(S/N=10) o FERIWE 6 B, 11 MEBRXUESYIRIKREBIRT 0.001~0.49 pg/kg SLEZE, 11 #HEE
FXUEYRERIRTE 0.003~1.64 ug/kg SEEZ B, MR, EEMEME MRLs AFRERMBRIE K,

% 6. MHRMEER

T —— PR EER 53 , . Ho H PR EEIR
(ug/kg) (ug/ke) = (ug/kg) (ng/kg)
1 B i 0.49 1.64 7 PVETEYS 0.02 0.06
2 SFFM 0.001 0.003 8 L7 0.012 0.04
3 HFBEG6 0.01 0.03 9 DRHIFEA 0.08 0.26
4 BEEBEV 0.05 0.18 10 PA&FEHK 0.00 0.01
5 L FERK 0.02 0.06 11 EREFEHKk 0.02 0.07
6 e 0.02 0.05

2.5 HFmillELSR

WNHERELIFHTON, RUBMERKD, HEEREXETHEERETI, FatiEEILE

3; mERYFFIEEm (4% 5 pg/kg) BY MRM BiEEILE 4,

1 .&(x1 00,000)

o |

i PRV EY S |\

e
0.5+ )

1 DY\, W T | S

BN

4 JAV-ON NWNIIN

0.0+
I I I [
0.0 2.5 5.0 7.5 10.0 min

3. EEALMFmY MRM BiEE



(x100,000)

4.0 ! :
] : S :
3.0 i ~ ~|
] i J\‘:Ad lm /i__k__,\,\
2.0 lﬁ\_, : J"\ s} ;
. = = — e
i o N7
1.0 H Lﬂ~ Jg%
] : il !
0.0 ! U :
T T T T _-!____V____1'___'F____‘____V'___T___-!____ T T T T ‘ T T T
0.0 2.5 5.0 7.5 10.0 min
,000)
3.0 PR KA
i N
| i ”
2.07 PUAS P
E~A T o~
] N SN AW
1.0 A /A\ J\J1
] i il VAN
X
T
0.0+ =S
T ‘ T T ‘ T T ‘ T T ‘ T T ‘ T T ‘ T T ‘ T T ‘ T T ‘
3.5 4.0 4.5 5.0 55 6.0 6.5 7.0 min
1. FMEFMK; 2. SFEM; 3. BBEG; 4. B5&V; 5. FTMFEM; 6. TN, 7. Z2XFEM; 8. WEFAM; 9. WRAIFAM; 10. FRESFAM; 11.
B M.
4, MEANREER (045 5 ug/kg) BI MRM E3EE
3 &g

ANSRB0MEA B LCMS-8045RREF RS, 28 (GB31656.12-2021 K= R BEBERLAYZHEN
ME BIBEIE-BERIEE) , B TEELMNFLIIMEERANMEZSENRNSG %L, KHRLERKEA, 11
MEBRLMERT2~3000 ng/mMLAEEREM RiF FERE RN F, 11MEBRLEME R RENEAIRSD
77£0.02%~0.04% 2 8], IEEFRBIRSD 2 #R7E0.83%~4.41% 2 [6), N EERYT; HEIIFMEEREN
£ XY R BELODTE0.001~0.49 ug/kg=ial, LOQTE0.003~1.64 ug/kg=ial, Mt Rz BT EE
RYF; FFEGB31650- 2019k FEERXLIMEZMMRLSERK, BT &0 ETR T EELOD=2 ug/kg, LOQ=5
ug/kghVE Ko
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LC-MS/MS NEzIMERmPRAFTERERAFTEERIXEE

B AXRIT—MERRRBSMREEIE-ZENRARERKACNES TS mAaEEE KA
REZRAEERNTTE, ZFARAE 5 min A BRI, fXEZERAREZRE 100
ng/mL~1000.0 ng/mL RESCREIANL M RIF, RUEHLAMAXRARE r 7099 UL, BREBEMEESE
WERITENER R, ZAERBERD, HTNERE, EREH, IRTERRTREREZE RAKXRE
E PR B SRR

X —EURARIE BR #FXEE REEER

AXEE, XMAFMER, E—MRABREMTAMNIERERBFEZUHET B, S TR
W D ZER R, EERINER ERERRT ZHNA. ERTAMNKHERREELEAYNRRSZS]
ErhEmEERREMEA.

ARXEEENMENE ZMMEY. AP, aXEZREAFEZSENENNEIZAE ). BREAE
FEEKFAREZRIENREEENTZEIREY.

AXZHE (GB 31658.5-202]1 BmREERINE Yt RETAREZ RAREZRABENNE
BAREIE-REFUEE) , BT AR RESMRERIE-ZENRTRERANENMERmTREES
NBREERILEBENNE T %, ZITARPES, niYERE, SRER, IRTIMMERRTARES
NEEREE IR B ERVPURIL,

1 32I8ER 5

1.1 43§
ARELWFERBEBRAEEIEMN LC-40B X3 5 =B MR FRIZY LCMS-8045 XA R4,
BAEEN:
RT3 . CBM-40 BohfiE2s © SIL40C X3
W O&R R : LC-40B X3 X2 R & N LCMS-8045
F R 8 . CTO-40S BETEL . LabSolutions Ver. 5.99 SP2
1.2 3HR%FH
GUEESES
& & M InertSustain-AQ C18 (100 mmXx2.1mm.D., 1.9 um)
ooh M AMEK; BAE-ZBE m ®: 0.40 mL/min
i+ B 1 40°C HAEMER D 3.0uL

BRI BRERRE, #REN BAR 5%, SERAER AR 1.
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=1 BERRER

Time Module Command Value
0.50 Pumps Pump B Conc. 5
1.50 Pumps Pump B Conc. 100
2.60 Pumps Pump B Conc. 100
2.70 Pumps Pump B Conc. 5
4.50 Controller Stop
S s
BFIR: ESI(£) DLERE: 250°C
BPREOBE:  4.0kV PR ERRE - 400°C
245 A= 3.0L/min BORE: 300°C
Fre=: A5 10 L/min AR % = N s M (MRM)
PR =5 10 L/min MRM &%k 2
RE=: @S (230kPa)  FFEEEYIE]: 93 ms
#* 2. MRM &4
# [la=x7E=2 s WEMEF3T Qlpre (V) CE Q3 Pre (V)
356.00>336.00* 26.0 10.0 16.0
1 AREE
356.00>185.00 25.0 19.0 20.0
248.10>230.05* -10.0 -12.0 -24.0
2 axXeEr
248.10>130.20 -10.0 -25.0 -23.0
3 D5-CAP 326.10>157.05 12.0 17.0 16.0

A RTEEBBTFN

1.3 fREaRAECH
BNHERERN 100 pug/mL BMEXBEZEUABEECERRESIVEAREE, ACBHREEZE, SIRRE
79 10 ug/mLBETRETIER. 2~8°CR1E, B 1 MA.
1.4 HaaiiEs %
2% (BT 2ERIVE IR RTEEAEENRAX T RIZBENNE REEE-BEFUEE)
wAAE, HFmEBUTRELIE,
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Bl trmeitiEniE

2 R 5i1i¢
2.1 #RE#RE MRM &IEE

Q 356.00>336.00 (-) 450e3 Q 248.10>230.05 (+) 1.34e5

= _ RT=1975

100.00 RT 5-153 100.00 1
S/N=42. 72 i S/N=87.93
% - % |
000 oo 00—
1 2 3 4 0 1 2 3
AAREE BRXEER

2. ffEm MRM BIEE ORE 5ng/mL)
2.2 ZiEEE S LR
BEER 10 pg/mLBRSIMELIEREE, fRRIMNA 6 HEERAAVAIENT BRERFERF, FRD
IO 100 ng/mL MARBEMIAR 100 uL, 0 30%ZBAARBHEAHAFEREE 1.0 mL, ECHIBRER
10. 50. 100. 200. 500 #1 1000 ng/mL BYERILECRIIFRAEAR. LARIRHIE E FIEERR N ALIT,
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IR BORE IR, IMPEERIRERLZ, PRISRUERIZ X R RY, WE 3 Fir. 1BHIE MDL=33

SIN IHBEREIE, ZEHFRIABRRZBRIE 3,

Area Ratio

| mmRE
1y=0.1086732x+0.2325440
100 - R?=0.9957586 R =09978771

| Curve Fit: Default (Linear)
| Weighting: Default (1/A*2)
80 -| Zero: Default (Not Forced)

Area Ratio

3.5e3 - AARER
7|y=3.688608x+4.893669
;|R2=0.9950692 R =0.9975315
3.0e3 -

Curve Fit: Default (Linear)
| Weighting: Default (1/A42)
2.5e3 =| Zero: Default (Not Forced)

] 2.0e3
60 ]
] 1.5€3 2
40 E
] 1.0e3 -
20 5.0e2 -

0.0e0 ——.

0 200 400 600
Conc.Ratio (ng/mL)

ARES AREERK
3. RERhLL

& 3. RUERZESKRERER

T U L L L
800 0 200 400 600

—_
800
Conc.Ratio (ng/mL)

# ey R LMESEE (ng/mL) KPR (ug/ke) HEHE (%)
1 axeE 0.9978 10.0~1000.0 0.193 90.5-104.3
2 ARCER 0.9975 10.0~1000.0 0.093 93.4-111.5

2.3 BEE
SHRE 10 ng/mL BIREEZE UINRBREEE AnELIFRIESINTE 6 /X,

KNUBHERE, REH

[EFIEEMRPVEEMERINRK 4 Fim. ERET: FEE UKAREZRIRENE RSD< 0.2%, EHER

B9 RSD< 5.0%, 1V EEZE Bif.
2.4 [EE

METE AR TR, MAREKEE URARBERIVERR, EIFREN 0.060mg/kg, &R 1.4 1%
AT EREVALE, WERXEE UM EEEE RRAVINAREIWE , = B R aatl IIARFE A1 &2 MRM

BIEEIE 4 PR, JIAREIREREE R ILK 4.

Q 356.00>336.00 (-) 2.25e2 Q 248.10>230.05 (+) 2.15e3
10000, 10000,
{SPIKED-1 {SPIKED-1
% - % -
] AR,
000 I———— T 000 ———————————— =Rk
1 2 3 4 0 1 2 3

aLxeE aAXEeER
4. TEBERFRMIMARKRER 0.060 mg/kg FERIFF m MRM &I1&E
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&4 BEEMMEWRER

# e {REEAYIE) RSD(%) EFR RSD (%) FHIEIRERY% [EI= RSD(%)
1 axeE 0.11 4.63 102.3 0.50
2 XL 0.12 1.47 93.27 4.42

*EE M n=6, [BEIUYEN=3

3 &g

AL T —HER BRBE RS- ZENRMRIERAMCNE S ERET AR ES AEE
ERRTAEERTI R, %I3/EPIE 5 min WFER ARV N, M e ZE kEAEEZE 10.0ng/mL~1000.0
ng/mL RESBEEINLM R, RUEHZAMAEXRR r £ 099 UL, SFKEE UNAREERIRENE
RSD<0.2%, EEFRAY RSD<5.0%, R EMBINKSLIERITFEMEE R, B ERBES, DITHE
72, EREN, RTIERRTRAREZ RARESERAESHREL N,
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LC-MS/MS Z S K= mARIF =33 515% 8

i B AXFASE=8MURMREEKAN, BT K=RF 5 HORRBNEREREENNES %, +
ma%E Na,EDTA-Mcllvaine &4k B, BB ZE BN &1L, RAB B 1E-BEXFIE A NIE 45 R B /R 1% 75 7ATE 5~200
ng/mL JRESCEINRBIIARERLL, SMEXRBIIART 0999, KR, BEEZRHEYHRREBEHIE
RSD 3761E 0.13%~0.21% 2 /8], IEMEFR RSD 73757E 1.06%~2.82%28]; 5 FIOIF EIEIEZY R IR
£ 0.03~0.37 ug/kg SEEZ /8], EEMRE 0.08~1.13 ug/kg 28], FRBANBRHERL, 50 ug/kg hiFREU
K 70.4%~105.1%2 8l ZFEDTTRER, RBES, EHEL, ERTENEK~EF 5 FIMIRRER
FENEENE, B ABEXNLARDITRNRESE,

KR —BUIDRREAN Kem ERREER

MIAREEER (Tetracyclines, TCs) A EMAER, SEREMEZREWEE PRI, HHRA
AERRETIE R, WEZKREUEMPAMARE. =X RESHEINEER, EERVIEFEEM 30S Z4E
EHNRIRES, TIMARELRNEM. SENENRENERS: WFER. £8XK. 18R, BOIBE.
ERESERSE, OFELGYHNERITHEELZF, MERNUNRLEE~EMHE, BEMAEER
ERERAM. EMERNTEEMFER, NERETEHREE, GB31650-2019 (BRmZ2EXRME BMm
REHRAKERE) PME, E8IFFLEER. UK. ESEEZRAKEREE (MRLs) 200 ug/kg, 5877
Z % MRLs 100 pg/kge

ItbAT, GB/T22961-2008 (A&, B8R LTEER. MNIfER. R, BNSRKEENNTE REEE
“FHIMGNEDY FIE T aNiget 4 MEERLNEMERBINTE S £, THE, (GB31656.11-2021 7K
FmPIER. IR, SEXRMEZANRZZENE) X GB/T 22961-2008 trEHIT T EH, BT
PEERERE, BT AARKNEE, REIMONBZ O IRNEE; &0 T I INREE G- BEEENE
ik

MIAERLMERZ IR, BZ5TBBFRNEFTNALESY), Erd BN =&MU REEIER
EEBMNNE S EEIREZYkE, AXZR (GB 31656.11-2021 K=RmHPEtEE. WIFER. 5=/ %A
IRERBERNE) , BIN7TERESER, MATHNRENMNEMRAKRZRM, B 7 K=mF 5 FY
RELXMERERBIRN G %, ZHERR. &, REES, JUBTK=mPOFRERLERERAYNE
HNE o

1 32I8ER 5
1.1 {YEERE
5EBEMRIEEIES = SR RIE Y E A RS LCMS-8045, EAEIE X

W %k T :LC-20ADxrX?2 % = 4l 28 :CBM-20A
Boh##iEss  SIL-30ACMP — BRI REN  LCMS-8045
= B 5 :CTO-20AC & % T fF uh :LabSolutionsVer.5.97
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1.2 DrEH

RGBS M
B 3 & : Shim-pack GISS[Metal free] (100 mmx2.1mm1.D,3 um) , & (L) 25sH
BIRAFE], P/N:227-30924-02
Jooh A ARB-0.1 %BRERKCAR; BAE-ZBE
i ¥ 0.3mL/min #HoOOFE 2 5uL
= w1 40°C
FERIU ¢ RO->R3,35M 0.1%FHEK: BEE: 28 BRE (10 1 10 1)
R A I BEGRL, BAEVIAIKREN 20%, BYEREFILER Lo
B om R PP MBUFmimEcRA B IERYRIER Ml
=1 BEERNERER
Time(min) Module Command Value
5.00 Pumps Pump B Conc. 35
5.60 Pumps Pump B Conc. 90
6.50 Pumps Pump B Conc. 90
6.60 Pumps Pump B Conc. 20
9.00 Controller Stop
FBRig &
o Y ;. LCMS-8045 FRAFIERE  250°C
B ¥ R :ESIH+ MHRRSEE  © 400°C
£ 1 5 &% 3L/min 2 O R E ' 300°C
+ 1®& < &% 10L/min 3 % & I : MRM
m ¥} K =5 10L/min MRM = # : X2
% 2. MRM &k
REBEYIE] HIEREF =YEF
e ey & ” E (V)
(min) (m/2) (m/2)
465.00 154.10* -31.0
1 EREEE DMCTC 2.67
465.00 448.00 -18.0
479.20 444.10* -24.0
2 FEZE CTC 3.52
479.20 154.10 -28.0
445.20 428.20* -16.0
3 581183 DC 4.08
44520 154.10 -34.0
445.20 410.20* -22.0
4 MRIfE& TC 2.08
44520 427.00 -16.0
461.20 426.00* -18.0
5 TEZHOTC 177
461.20 443.10 -14.0
* EEETX
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1.3 t¥maiibig

EFFFEEER 2.0g, BEF 50mL BOER, HEMIIA Na,EDTA-Mcllvaine & 47K 6 mL, EEFRTRAR 2
mL, J®HE 60s, DEEYS, BERE 10min, BLL 8000 r/min IR0 5min, WREX EERT 50 mL &
&, A 5mLNaEDTA-Mcllvaine B REEIREN 2 X, 6H=XLEE, FH. EERMESEE 10mL,
BE, B8, lNEAR, M NaEDTA-Mcllvaine A ZE 20.0 mL, BY 10.0 mL 3 HLB /MEF1L, FES-
CERZBE 5 mL s, ARREET, YEAEESE 1.0mL, £l

1.4 tRERRHE

BRI ERIITERRVECH] . REAFR, RRAAIESRE, RRELT, 25 EBMNESIRETE
THRERES, YIREESE 1.0mL, ECRIANREZ 5. 104 20, 50, 100. 200 ng/mL BYFRE T IFREL,
R EM Do

2 ER5i1ie
2.1 &%

BEMRRA, MIARZUSYDNE, MenBRRNIN=RCR, AN ZRERE, NEER, 8
=RIBRBAFIERATLE, IIFABFRAES. HEREIMEARIER, 2R3 KA T REEREAN PEEK
MBERIEERE, Shim-pack GISS+PEEK (100 mmx2.1mm1.D.,3 um) @iEE#ToM, EREBREZINF
HEHT, FKETEIMXFRRIER, BEIETHERE, FFHERTH EFRE, 5 MIEIFERAE Shim-pack GISS

(100 mmx 2.1 mm1.D.,1.9 um) # Shim-pack GISS+PEEK (100 mm x2.1 mm I.D.,3 um) &i&F LR
BITHWE 1R, ULEER OTC A, BEFHHT GISS BT R REF 9 1.45, M GISS+PEEK &i%
FHEERFR 1.05, BEIELRY, BELTH. AlLb, &AL Shim-pack GISS+PEEK {ENBIEHE#H1T
3o

1.25(_x‘1 ,000,000)

o
(]

¢
] =
1.00 Shim-pack GISS
0.75
0.50
0.25
0.00
T e e e e e e e
1.0 1.5 2.0 2.5 3.0 3.5 4.0 4.5 min
(x100,000)
3.0 %)
i Eo a
im-pack GISS+PEEK
2.0
] o
IS B A — e
] 2 Aw
i S J
i — 3 -
0.0
S —
1.0 1.5 2.0 2.5 3.0 3.5 4.0 4.5 min

1.5 MO R LAERAFAEDRN MRM BiEE
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2.2 trEBRE&IEEE

2R 14 ARSI ERAR, ENOTRSERUSYNEIEEREMNAMEXR, W T E@RETFm
i pp MERFmRAlIE NIRRT BRI . 455RARER, EN@IIBMECHIRIR/ERL, FIER
<099, M pp MEAFEMABEECAERIBFRMAMERY, 1FIRK 30 5 MIUMARIEAERTE 5~200
ng/mLBEA, LIERY, FIERIK R21Y>0.999, HEWE 95.4%~106.5%Z [8l, 5 FPUMFRFMERITE
HAZE A 26

& 35 MU REMERBILMERR

HIE R ERE
Fs =7 HEHZ
R (%)
1 EBEE DMCTC Y =(32669.2)X +(23923.6) 0.9996 95.6~106.5
2 FEBERCTC Y =(10303.5)X + (5181.24) 0.9993 95.6~108.8
3 5% DC Y =(29940.6)X + (19922.0) 0.9995 95.4~104.8
4 TOIFE TC Y =(39566.6)X + (26427.0) 0.9995 97.2~104.3
5 T&EZ OTC Y =(33009.4)X +(11861.2) 0.9996 96.3~104.2
Area Area. Area
JEREBEOMCTC 2066 yﬁ;ﬁﬁggg%x . sts128 6.0e6| ENTEDC

y = 29940.63x + 19922.05
- R2=10.9994777 R =0.9997388

] Curve Fit: Default (Linear)
4.0e6 -| Weighting: Default (1/C*2)
1 Zero: Default (Not Force;

6.0e6-]Y = 32669.23x + 23923.61
{R? = 09995953 R = 0.9997977

] Curve Fit: Default (Linear)
Weighting: Default (1/CA2)
Zero: Default (Not Forci

7|R? = 0.9993144 R = 0.9996571
1.5e6 - Curve Fit: Default (Linear)

| Weighting: Default (1/C*2)
-| Zero: Default (Not Force
1.0e6

—  0.0e01] —  0.0e0-

T

Conc. (ppm) Conc. (ppm) Conc. (ppm)
Area Area

8.0e6-| FUEFETC {+=@=oTC
Jy = 39566.61x + 26427.02 6 0e6: y = 33009.38x + 11861.20
1R?=0.9995409 R =0.9997704 y |R2=10.9996468 R = 0.9998234
6-096j Curve Fit: Default (Linear) | Curve Fit: Default (Linear)
- Weighting: Default (1/C*2) -| Weighting: Default (1/C*2)
] Zero: Default (Not Forc 4-036j Zero: Default (Not Forcey

4.0e6
2066 E 2.0e6]
00e0 0.0e0 B
0 100 0 100
Conc. (ppm) Conc. (ppm)

& 2. 5 MR R LA RIORES:
23 REEEE
EX 10 ng/mL BVERITER R, ENRBEEIEREFUEN, FATNE 6%, HEERENE (RT) MIE
EH (Area) BY RSD%. EREBAEYIFRIRERTE (RT) BY RSD 7% 0.13%~0.21% (8], IZEFR (Area)
Y RSD 7£ 1.06%~2.82% 8], SKINLERKRBHBE B ELINFR. BAFERFIE 4
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=4 NEBEZEER (n=6)

RSD%
Fs e T Py
1 HHALE DMCTC 0.21 1.86
2 £EECTC 0.13 2.72
3 3218 % DC 0.15 2.82
4 PO¥F & TC 0.19 1.06
5 TEZE0TC 0.15 1.32

2.4 1 RMEEMR
BX 5ng/mL BEFARVERR, SENBRAESIEREKLUEN, BIEERI, HEHEGHR (S/N=3) T8
PR (S/N=10) o Z5RN5K 5 B, 5 MMM RLHERAVRHFRTE 0.03~0.37 pg/kg SEEZ (8], 5 FIHIFER
KMEZMTEEMRTE 0.08~1.13 pug/kg SLEZ B, MR, EBMRME MRLs FATAERENK,
& 5. MHRMEER

Fs da=x?| WHR (ng/kg)  E2RE (ug/kg)
1 EHEE DMCTC 0.03 0.08
2 £EE CTC 0.06 0.19
3 /152 DC 0.37 1.13
4 POif & TC 0.06 0.17
5 TE&H OTC 0.02 0.05

2.5 mFREIYRER
S EEEQIFHTAN, ROBEHRRAERMS, FIN50 ug/kg MR EGITVEAR, RRIHA
AR RANEE, EVUIE, DUMRMEAES, HEREIWE, 5 MIUIFEIIFREIE 70.4%~105.1%2 8,
TEARBER,
6. El=E

Fs a=y EE (%)
1 EHE£E DMCTC 95.5
2 £E= CTC 89.7
3 ®IEZDC 73.8
4 VO3 & TC 105.1
5 +TEZ 0TC 70.4
#1 ERSBEOMCTC #2 2BECTC #3 BHBEDC
Q 465.00>448.00 (+) 308e4  Q47920>444.10 (+) 102e4 Q44520542820 (+) 3.34e4
10000 r; =2681 100005 RT=3531 10000< /RT=4.079
o] RT:Z.ZIO\[ ‘\ %] RT=2849 % ﬂ
1 ‘f\ E }|| J RT=2076 |
: P | P
R I T TS I 0.00 ~F e 0.00 S
1 2 3 4 2 3 4 g 2 3 4 5
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#4 [ARTC #5 x&|OTC

(Q445.20>410.20 (+) 417e4 Q461.20>426.00 (+) 3.69e4
100,00 RT=2.080 100,00 ¥ RT=1.764
%: RT=I.??5\ %:
|‘|ﬂ ]
J U

00— T T T T T
1 2 3 1 2 3

3. mEREEER (045 50 ug/kg) BY MRM & 3%E]

0.00-

3 it

ARSI &R LCMS-8045 K FBLA RS, B (GB31656.11-2021 K=RHALEXR. MR, 5
EMEZANERBENE) , B TEELIRSHURRLIMERSENN G E, KINERKA, 55
PR R LT A RTES-200 ng/mLASSEERNL M R, BEERKF, SHIUIFRETERFRENEINRSDS
57£0.13%~0.21%2 8], IEEFRRIRSDIEL.06%~2.82%2 (8], (NestaZBERY; HESMIOMRLNEEREY)
PR RBUELODTE0.03~0.37 ug/kgSERE z 8], LOQ7E0.08~1.13 ug/kgz i8], MiXLERKRBNEZRBE R,
fFEGB 31650-2019 K FIOMF R LA ZRAIMRLSE X, FERBRFERERTHELOD=5 ug/kg, LOQ=10
ug/kgBIE K,
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LC-MS/MS 3R P ERREEZ X5 R AU 515% &

i B 002N T ERBEBEMRIEEIE = ERAT P AN ERE A PR RREZ 2K 2 M A 7R
7 7%. 4 MUEYTE 0.2 ug/L~40.0 pg/L RESCREINLME R, MEXERI r H7E 0.998 Ll k. S .
B=RET, LEYINFRENEFIEEmTRA RSD% 2 FI7E 0.06%~0.26%F1 1.10%~10.27%2 8], (Y2545
BERIF, IIFOREN 0.2 1M 10 ug/kg B9, [BIUNETE 87.0~116.3% (8], ZAERBER, DY
B)%2, @EREW, B THERPERERGY R EREYRBIEREEN,

Kigia: —BIURITRRECAN BN BiRREZSE )

AR
+ BNEBER. ARFXEZENAREZRIRBERS TAVEENR.
< 1858 (GB31658.20-2022) , B EYERBEALIEERE,

PRREE RN MRBRANMER, BT EER, WE=KAMEMAMERSEMNGEHER, &I
ZRAYTECIRRER. FNEER. 8 LXEESF. HTREZSMTETIoMIEMTNEE, 5l
IMRERRL, SRR EMEBEREEGRNE, PEARRENER I KNEBAEE2505 EBRFREETIN
(Bmsh)HRILERANARNMEMEEYIER)

FRINERNRABEZELTTEY), GB 31650-2019 (BmEZX£EXRIME BmAEARAKEBREE) IET
BINERTES. FOENIA. if. SZERNRATKRZBIREE (MRLs) A50 ug/kg; MAaLXEEEN—N
SEZENER, FAEEREZETERE ™Y, (GB31650-2019) MEKBINSEYERRNEEMNMEX
BERZH, TEFEEARTHIMRL}300~2000 pg/kgo

ATEREAMINERZS, KIANEERLETE T (GB 31658.20-2022 BREZE2ERINE shHER
mAPERRER R Y MBI B ENTE RAEEIE-BELE) , AXSEINE, B 7 AP REE
KRB RIS 7%,

1 32I8ER 5

1.1 %88

RO K 57 Nexera LC-40 X3 5 =EMRABTIEN LCMS-8045 BXAA RS, BAICEN:
FBorirhlas:.  SCL-40 BhEiEas:  SIL-40C X3
HIRR - LC-40B B % Y LCMS-8050
=R M . CTO-40S ®IET{Fus:  LabSolutions Ver. 5.114

RS DGU-405
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1.2 BREH
UEES s

B 3 & :  Shim-pack Scepter C18-120 (100 mmXx2.1mmI|.D,1.9um) && (LEiE) LRkt a

FRNE], P/N: 227-31012-05

ooh B ARE-10 mM BREREUKAR, BHE-ZBE
=+ m . 35 °C MmO R 0.3mlL/min
HFREAR 5L
R BEEE, EKERN BAE 5%, HERERIEK]

=1 BERHRERF

Time Module Command Value
0.50 Pumps Pump B Conc. 5
3.50 Pumps Pump B Conc. 60
4.50 Pumps Pump B Conc. 60
451 Pumps Pump B Conc. 5
6.50 Controller Stop
g &1
B2 F R O ESl, F+hBEFEI DL BRE : 250°C
B OBIE :05kv MMERRE @ 400°C
£ % = &S 3.0L/min % O & E : 300°C
F B = &% 10L/min H @ & X . ZRNEM(MRM)
m Hm = 5 10L/min MRM &% : lFk2
W # = &S (230kPa)
= 2. MRM 2%
7 . gifk B QlPre CE Q3 Pre
ZFFR WENFN CAS No. N ) )
= =2F ¥ Bais(V) (V) Bais(V)
L 152.1* 20.0 16.0 15.0
1 [EX C11H12C2N20s 56-75-7 321.0
257.0 19.0 10.0 17.0
185.1* 22.0 21.0 18.0
2 HNEX C12H1sCbNOsS 15318-45-3 354.0
290.0 12.0 12.0 20.0
- 185.1 12.0 18.0 12.0
3 arEeE C12H14CLbFNO4S 73231-34-2 356.0
336.0" 12.0 10.0 23.0
- 130.2 -18.0 -19.0 -12.0
4 FAREER CsH10DsN303 76639-93-5 248.1
230.1* -18.0 -12.0 -25.0
5 SBEDs C11H7D5Cl2N20s / 326.0 157.0* 20.0 17.0 29.0
6 BB ZDs C12H12D3Cl2NOsS / 359.0 295.0* 25.0 12.0 14.0
7 AKREED: Ci2H1uD3CLFNO4S / 361.0 341.07 18.0 10.0 25.0
8 HEAREBERD: C10H1:D3FNQOsS / 251.1  233.1* -16.0 -12.0 -30.0
RIAECEET
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2 Al
2% (GB31658.20-2021 BEmE2ERINE thIMRmABRECAY AR ABENNE &
HEIE-REEE) F 7.1 7.2 RS ARG %.

3 £R5iie
3.1 BHREETA SRS E
B 1 59 0.2 ng/ml 4 FEHEREZ XML LB MRM @IEE, @EESEET, MWEETFH.

Q321.005152.10 (-) 1.01e3 Q 354.00>185.10 (-) 3.26e2
1.0e3 -] M r M
] 3.0e2
8.0e2 ]
] S/N=95.9 2524
j / : S/N=62.2
6.0e2] 2.0e2
] 152
40e2] E
] 1.0e2
20e24 50811
0,060} 0.0e0}
A ————
35 40 45 50 30 35 40 45
RT (min) RT (min)
== ==
e BNE=
Q 356.00>336.00 (-) 2.08e3 Q 248.105230.10 (+) 3.73e3
v
2.0e3 ]
_ 3.0e3 ] _
1503 S/N=112.8 ] S/N=12.8
] 2.0e3
1.0e3] p
S,OeZE 1.0e31
0.0e0-] 0.0e0-]
—————————— o N s
35 40 45 50 20 25 30 35
RT (min) RT (min)
e = ]
ALREE AAEER

1. 4 MERRRER LY R A UT A R B g E . (0.2 pg/L)

3.2 R MG LR

ER20%REARMRERSIVESR, EHIREMMERYRE 0.2, 0.4, 1. 2. 4. 10, 20%140 pg/L
NARIIITED R, HPEMRARRIREIRNS ug/L, UEEB FIEEIRLL ALIR, RELL LT,
RHIRUERRAIIEFR. 1RHE0.2 ug/LintFedE, LISEERIITEAMBRZEE R AR /A HIR, &1
B BR LU N EAE K R A0 3FTRo

Area Ratio Area Ratio

ABH | mEE %
6]y = 0.1578599x + 0.007725003 18]y = 04666059x + 0.09803261
R? = 09996848 R = 0.9998424 7R? = 09969827 R = 0.9984902
Curve Fit: Default (Linear) 16 Curve Fit: Default (tinear)
59 Weighting: Default (None) 14 ting: Default (None)
Zero: Default (Not Forced) E : Default (Not Forced)
4 12—;
10% °
3 ]
8
2 6]
4
i F
2+
— e I ]
10 20 30 40 10 20 30 40
Conc.Ratio (ppb) Conc.Ratio (ppb)
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2

g
S v W A e e N o P
T AR AR A SO

2y = 0.2071672¢ + 01201553 °
-|R? = 09961506 R = 0.9980735

Default (Linear)

F \g: Default (None)
7| Zero: Default (Not Forced)

5

T T T
10 20 30

Conc.Rati

g

ppl

b

Area Ratio
ARRER

25.0]y = 0.6360922x - 0.03051022

R? = 09996110 R = 0.9998055
Curve Fit: Default (Linear)

200 Weighting: Default (None)

Zero: Default (Not Forced)

T
10

2. BAREERI R AT i
% 3.4 HEREEE IO R AR A R

T
30

40
ConcRatio (ppb)

\ — =
T asem Bofas AR e, m EER
= MR (hg/mL)  (ng/mL)
1 5= Y=(0.1578599)X+(0.007725093) 0.9998  92.4~109.7 0.01 0.02
2 BNSER Y=(0.4666059)X+(0.09803261) 0.9985  85.4~118.2 0.01 0.03
3 RN eSS Y=(0.2071672)X+(0.1201553) 0.9981  88.5~117.3 0.01 0.02
4 FAEER  Y=(0.6360922)X-(0.03051022) 0.9998 83.0~1125 0.04 0.13

3.3 EEfEXR

HY0.2. 2#140 pg/Lin/EamaR,

ESOAFOR, ZERMNENEEN, NELER IR

x4 BB R AR BB AR EREE 145 R (n=6)

RSD% (0.2 pg/L)

RSD% (2 pg/L)

RSD% (40 pg/L)

RS wa
RT Area RT Area RT Area
1 5= 0.08 797 0.06 5.00 0.09 1.18
2 FINER 0.16 9.76 0.09 5.88 0.13 1.10
3 fXRE 0.08 8.45 0.07 2.75 0.09 221
4 BXEER 0.18 10.27 0.20 4.75 0.26 2.15

3.4 hninEIkE

WT=BEA 2g, MNBFIER, EIMARKERN 0.2, 18 10 pg/kg, HmERNANG, &8
1.2 PRSI FRANE 4 MERRLERCAY) R ACEIBYINAREIRER, FITNE 3 Re 4 MLE¥BRIERE

87.0~116.3% 8], B XZERIEK 5,

& 5. 4 MERRRERZE ) K AU RIRR 45 2R (n=3)

IARKEE 0.2 pg/kg

IARRE 1 pg/kg

IARARE 10 pg/kg

G & [EURZE% RSD% [ElULZE% RSD% B ZE% RSD%
1 8% 87.0 10.8 96.6 73 96.2 6.4
2 SR 101.0 122 116.3 1.26 106.4 10.8
3 |EXRCE 1135 43 110.4 4.0 115.8 2.1
4 AECE/ 102.5 12.5 94.3 45 98.5 4.8
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4 i

RIEEIZIE (GB31658.20-2022 BmREEFRINE oh)lt 8 mPERREE LAY R EAEYRE S
BUNE RIAEBIE-REXPUEE) , BT ER 2R = BRI &RBE R CNE &N B AL ER 22 254 K A0
VBRI . 4 ML EYITE 0.2 ug/L~40.0 ug/L RESEERNLME RYF, BXARE rI7E 0.998 LU L. AR
REN 020 110 ug/kg B9FFam, [BIRERTE 87.0~116.3%2[8l, ZFE=RBUER, PDITAVEIE, SERE
H, PIRAT MR SPERRER A R AU 7 B B AR .
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LC-MS/MS JE S FIEE R E E/ 5

# B o0 ASRREEE-RERAE N, B —EE. R SN RRE SRR E RN
%, LAY GB 31659.5-2022 (BmMREEFINE FINTAEERREENNTE RECE-RERIEE) /Y
. £55RZREE, FEEBRREBN BNIEEMREE M R IIARCIWSER T, EYIREINERTE 78.87% ~95.31%
Zi8le ZFERIERERE, NFILTRFIEE AR ERNRHRTNESE,

Kigia: —BIURMTTRRERAN FEER T
BARRFR:

<+ AN (BmREeEFE FHTAEERELBEENNE REEIE-REKEE) -
£/ HLB Rk /IR ERFEREESR R, BRI,

’0

*

NEERANEERTEY, BEE— 1M FaEREEXLERER. MAKH, FEERNTEEHE X
B, REAEREREEKESE=RAEENTIREB. APTE. SHRREE. /N\PERDKEB/RZRK
B HEFF=RREEHEASENREE. MBEMEFNEEREFDTIAETTIANREAY), B
=7AERE (MRL) 760ug/kg, ThFTFIEAEREFERIALBIRAIANE, KIEMRLEIELAYEFIHH
BIARZSEE, I AFERRIFEERSRMEEKEE, MHRIMERmAEZ 2R MRIL.

AXZSEGB 31659.5-2022, SEFABLC-MS/MSENMBEPREFNTRIABEHTHS, B+
hHREREREERNNTE, HIONARSE,

1 SCI8ERS

1.1 %28

ASRIOE R 73 LCMS-8050 /RABE IR SREXFUIE (. BAECEN:
Z 4 1= ) 288 CBM-20A B &) ¥ #F 2 . SIL-30ACwe
= o & © CTO-20AC L] & X LC-30ADX2
it = M DGU-20Ask F1 & & M 88 : LCMS-8050

& & T fF i : LabSolutionsVer.6.102
1.2 3EMA
RAEEERY:
& & # : XBridge BEH Shield RP18,130A (50 mm X 2.1 mm, 5 um)

s A AME-0.1%FERAR; BIE-0.1%FRIEBRK
m = 0.3mL/min
= B 10 pL

#oF & R 30°C
KB oA N 0 BESER, BARYIRMREN 30%, FERK 1
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* 1. BERAHRER

BBl (min) 87 S(SERRE &
0 £ B Conc 30
3.0 £ B Conc 80
4.5 £ B Conc 80
4.6 g B Conc 30
6.0 bl STOP
PriE S
B F R :ESI(#) B OB E @45k
EMHSME ¢ 3L/min NPELRRE  © 350°C
PIFARSME  © 5.0L/min DL & E :250°C
FIBESMRE © 5.0L/min ¥ O R E : 300C
A#ERRA . ZREENMRM) MRM &% :3FR&K2
7 2. FEEER MRM 24
wamEn  EXEH cAS S woET  FwEE o v o
Bias(V) Bias(V)
754.40* -20.0 -23.0 -22.0
AR EBA Rifaximin 80621-81-4 786.50 o115 0. 560 7o
x RTEERT

1.3 HmaibiEsE
B FEFT AR T REI A,

MrEX2g CEMZEL0.02g) HRTS50mLBEOER, MAIE8mML, TKMEM2g

¢

JRIE, HIERKERE 10 min, 6000 r/min B0 8 min B EERE A

a

BORGRESEMEEEE, BSmL ZEEN, BERRIE, HHEF 1I0mLBLER, B
3mL ZEFEBRFE—BOER, B+, 50°CaaRT

4.

TRARYIFE 20%ZPBEAR Lo mLBRE, 1 0.22 um iBRR, EHNE

Bl FIaMERAZE

1.4 iR RECE
ATEIHMERERO#. RARTFENERY T, fRIMNA 20°/oZH%/§/T§EB?EJB’J/ZQfﬁ 10ng/mL.
20 ng/mL. 50 ng/mL. 100 ng/mL. 200 ng/mL RITRERRK, T8, 308, ENNE,
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2 ER5HE
2.1 fREAREIERE

Q786.50>754.40 (+) 7.81e5
RT=2.546

100.00 -

0.00

T T T T T T T
10 15 20 25 30 35 40

RT (min)
2. MRS E A REEE

2.2 4EE. BIRNEER

R 1.4 TAIREREREAR, LIEARMIEEFRNLL, ERLCEFESRRENSLR, L5
fEiL, SMSBETE 10~200 ng/mL i), LHEABRRBAT 0.999, HHIEN 99.2-102.9%, KL
B, it EFMEETIIR 3 ug/ke. EEIRA 10 ug/ke,

Area
5.0e7 | FVEEHA
y = 254709.8x + 158292.0
R? = 0.9999614 R = 0.9999807

Curve Fit: Default (Linear)
Weighting: Default (None)
30e7 -| Zero: Default (Not Forced)

4.0e7 |

2.0e7 -

1.0e7]

0.0e0

T T T T T T T T
0 25 50 75 100 125 150 175 200

Conc. (ng/mL)
3. MiEE R e

23 ESHER

%2R 1.4 P BEHHE. . 8= NREERR, ESME 6 R, BRSO ARENEMIEmRNE
S, ERERA: JFANRDBEHEA RSDWTE 0.05%-0.12% 18], IEEFIAY RSDWTE 1.93%-3.41% 18],
FHEEEMRI, BREEERIT. SRR 3.

=3 BEEMMIK (n=6)

RSD% (10 ng/mL) RSD% (50 ng/mL) RSD% (100 ng/mL)

L EBFR
RT. Area RT. Area RT. Area
FfBEHRH 0.05 193 0.10 3.41 0.12 3.19

2.4 DOAREISEEE

2R 1.3 ZRPGIEFRMINAAEG, = DAFIMRRE DI 10 pg/kg. 50 ug/kg. 100 ug/kg
XENRER, ERMOTR AT, MASRETR: SKFHNMARCEURZIE 78.87%~ 95.31% (8], HEXIHR
HEIRZE RSD%TE 2.34%~2.98% 7 [8l,
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R4 FERIITEERER (n=6)

. FESRRE NAR(10 pg/kg) mir (50 pg/kg) PNAR(100 ug/kg)
(ng/mL) B &EA RSD% El=% RSD% El&s RSD%
FMBERR N.D. 82.16 2.49 88.53 2.98 93.27 2.34

*: N.D.RREKKH,

3 4ig

AAE R BRRIAEE-REAFUE LCMS-8050, 2% GB31659.5-2022 (BmRXEEFINE I
BEIAERENNE REGE-REKLUEE) IEXEIR, BT —FMFINTrEEREREEDTBINET
Fo ZITAEBTE, BB HRIFAEE R E S,
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2.3 FEREHI
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LC-MS/MS & MFBERPBIMEREZRAYSE

i B AXZMGB31658.16-202]1 (BEmZ2EXMNE st EaPHERRLGYARSNINE 5
MRS A RAR G- RERIEER) , B T ARSI RREAMNEEATMERER. F
HER. ZHNRANCHMABMERRIENT A HRENFRUIIBER, C18 BRERTFLE, U
LC-MS/MS #ll, SMREEE. SREA: A REES, EEMTY, REREKAMERYT, SaRIFERIN
BAPRERRLEAY S E.

XE@iF: LC-MS/MS B [IERZE

IR RLAYIR —K T\ TTAMAEESNER, HEARNSHERRE, EA 2. ZEAYSENE
KAWFERD, BEEKE, BUNEENERER. FERR. ZHNRENIBREMNEEERS.

2022F 2B FFHHASKHERIGB 31658.16-2021 (RMmZ2EFINE LRGP LR REHYAEER
WE BREAEEEZNRAGIE-REKRIEE) E T EAHPLCALC-MS/MSINER S 1L R P
LR RV T %o

TN BIRZATES %, A LCMS-8045 217 T JEWIF maRBa 4 = L2989 75 5%,

1 SCI8ERSH

1.1 %88
R % = 4 28 ¢ CBM-40 Bt S #H : DGU-405
W&k R . LC40BX3 B ©f # #F 88 . SIL-40C X3
= B & CTO-40S B2 1% #@ M 28 ¢ LCMS-8045
& 1% T fF uh . LabSolutions Ver.5.114
1.2 iR H
AR KRAZEBSRREEIEN LC-40 5 LCMS-8045 BXA &%, BEEEN:
UEESEaN
B E & . Shim-pack GIST C18 (50 mm x 2.1 mm 1.D., 2 um) P/N:227-30001-02, 3% (E
8) RRBMERAE
nonh A8 o ARE-0.1%FERACEE; B 1E-0.1%FRRRIFEAR
B oA X BERE, BAEVIBRER 15%, SAiREFRILER 1
m =® : 0.3 mL/min =+ = o 35°C
HOEAR R o 10uL
xR 1 BERRER
Time(min) Module Command Value
0.40 R B.Conc 75
2.40 £ B.Conc 100
3.00 E) B.Conc 100
3.10 £ B.Conc 75
4.50 Controller Stop
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g5
o M X 2 ¢ LCMS-8045 BrFiEL o ESH
# OB E :50kv £ £ 5 &% 3.0L/min
T B = &= 10.0L/min mo o®m | =S 10.0L/min
W 'S &N # O & E : 400°C
DL & E : 250°C MARESRREE @ 500°C
A3 #EE X D ZREEN (MRM) MRM &% @ k2
& 2. MRM Lk 5%k
1P 3P
No. e CASNo. BT FmET O ey e
Bias (V) Bias (V)
fIE R 751.40* -20 -47 -34
1 . 65195-55-3 895.50
(Avermectin) 183.10 -34 -60 -11
RUHER R 753.40* -20 47 24
2 . 71827-03-7 897.50
(lvermectin) 183.10 -20 -58 -17
EZIETE S 777.40* -34 47 20
. 117704-25-3 921.40
(Doramectin) 183.10 -34 -59 -17
2R B R = 490.30* -22 -56 -17
. . 123997-26-2 936.50
(Eprinomectin) 352.20 -22 -62 -12
A CRTNEEET
1.3 HFmai b2

(1) $2EN: AMREIFRERERER 2g, T 50mL B OES, NS 8 mL, SRHE 2 min, 4000 r/min
BO 5min. WELER, HEFIMAZEE 8mL, EERE 1R, &7 2 MIREUE, 'S, BUREUK 4 mL,
ik 6 mLF=28% 10 L, B4, &H.

(2) Bfk: C18 EFEEEENAE(500 mg/6 mL)RAZAE. A (ZB5//K/=28=80:120:0.2) & 4
mL &, EERRTE, MRRBMET 5 mLe K3 mLittk, T, UIESK 4 mLME, T, 288
mL At UREEMERTR, 40 *CACARSMT . M 50%Z FEKAK 0.5mL, SRFE 1 min A%, 0.22 pum iE
BRI,

2. GR51ie
2.1 RYEMEREM
1 ng/mL M0AntF sl = B mBY MRM BIEENE 1 Fi, TEREFMELTTIN, FEFADTIZRE T
(FZEEREEMR) EMRbyE 18.1 AL, LLS/N=10 WHAREITEEER, WA nEZEK,

#1 ZBEEEER #2 [EEER #3I ZER # FEEE
Q0 936.50=490.30 (+) 7.80e1 Q895350>731.40 (+) 1.13e2| |Q92140>77740(+) &.20e1 Q 897.50>753.40(+) 1.87e2

4.0e2
i ] ] 2.0e3
1.0e3] 4.0e27 ]
] ] 2.0e2
202 ] 1.0e3
0.0e0 STt e BRI NS pep I | 0,000 SR T e
1 2 2 3 2 3 2 3

B 1. 1ng/mLiNiriEsR (B) M=AHES () MRM &iE
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2.2 RuEZ

28 GB 31658.16-2021 F7 “18.3 AERILEAEMLNHIE" , FIEREDHIH 10 50 10 50.
100« 200 ng/mL BERMIAR, IMRERIRVERSIE 2 Fin, LERE. EXRBAERETR
3 Fiiio

Area Area

| zmmamsEs . | s
1y = 4721.116x + 3884777 1y = 1767.352x - 5024589
8.0e5R2=09959 R =09980 3.0e5 - R2=09990 R =0.9995

- Curve Fit: Default (Linear)
6.0e5 | Weighting: 1/C
7| Zero: Default (Not Forced)

| Curve Fit: Default (Linear)
-| Weighting: 1/C
2.095- Zero: Default (Not Force,

4.0e5 1
] 1.0e5 1
2.0e5 1
000~ 000 #F——
0 100 0 100
Conc. (ng/mL) Conc. (ng/mL)
Area Area

| shm=
2.5e5 |y = 1399.123x + 309.1257
4R2=09961 R =09980

2.0e5 - Curve Fit: Default (Linear)
] Weighting: 1/C
Zero: Default (Not Fqc

-| {B4
°  13ecFHER

|y = 6497.645x + 2263.182
-|R2=0.9980 R =0.9990

1.0e6 ~| Curve Fit: Default (Linear)
| Weighting: 1/C
7.5e5 -| Zero: Default (Not Forc

5.0€5 7

2.5€5 -]

— T UL 0.0e0 F——F——
0 100 0 100
Conc. (ng/mL) Conc. (ng/mL)
2. R

&3 REHLER

No. a=x ° 52l i XA ERE (%)
(hg/mL)
1 IR ERfERR 1~200 Y=4721.1X + 3884.7 0.9980 85.7~114.5
2 (SEEESES 1~200 Y=1767.3X-50.2 0.9995 87.4~112.1
3 ZHE & 1~200 Y=1399.1X + 309.1 0.9980 88.5~111.0
4 FHERER 1~200 Y=6497.6X +2263.1 0.9990 93.6~109.5
2.3 BREBER
ULOQ ENtrts mdHiffE, TEFMEESTATEEIEENE 3 Fix, XBirdnREr eI
EEEIE,
# ZBEEREEE # EEEE # SHEE 21 FEEE

09365049030 (+) 1.17e2 Q89550=75140(+) 1.11e2 Q921.40=777.40 (+) 5.80el Q 897.50=753.40 (+) 2.00e2

7 4.092{ A4.0e2 -
1.0e34 ] . 2.0e3
1 2.0e2 1 2.0e2]
B ] v ! ] W
0.0e0 ===y 0.0e0 ==y 000 ===+ 00el= —
1 2 2 3 2 3 2 3

3. REBER
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24 EEHER
XHRE DRI 5 ng/mL A 100 ng/mL BVEBIINARME@RDBIELSL DM 6 X, ITEARBNEFNIEEIRAY
RSD, 45RNFE 4, REETE RSD A ET 0.14%, IEEFR RSD =T 7.10%,
x4 BENHER

No. Bir REE (ng/mL) {REZBTIE] RSD(%) I&EF2 RSD (%)
- 5 0.07 5.08
1 ZEEERERER
100 0.07 1.52
. 5 0.14 4.75
2 IGE%: 3RS
100 0.09 1.31
. 5 0.14 7.10
3 ZHIEZ=
100 0.13 2.14
. 5 0.11 2.81
4 RER=
100 0.10 1.65

2.5 hntREULE
TREERPIMNKRES S 5 ng/mLF 50 ng/mL BYER, BREFITHIE 2 (0Fm, #HEFESEIT
B ANEIWE, ERNRKS Fim, FNEIREMNIREUREDBITE 73.2%~92.1%F1 78.9%~93.2% 8], #
BATEX T EIRERTE 60~120% 2 [BHIER,
& 5. IATEIHR
HRWIRE  IARRE  IAAERINRE  IARENE

No. BARY)
(ng/mL) (ng/mL) (ng/mL) (%)
5 4.18 83.6
1 R RMEREER N.D.
50 44.1 88.2
5 3.85 77.1
2 [SE%: 3RS N.D.
50 39.5 78.9
5 3.66 73.2
3 ZHIE = N.D.
50 39.6 79.1
5 4.61 9.1
4 RERZR N.D.
50 46.6 93.2

A N.DRRAKRIEH

3 &g

A EE GB 31658.16-2021 (BRRZ2ERINE M REFALRRLLNYZEENNE SHK
HEEEMREEE- B E) , B 7A SR =S MRARBECAN LCMS-8045 NEEAR F 4R
= FEER. ZHNRENCHRENERRSENTT X HRENIFRUIBIEE, C18 BIEFERTAL
&, LLLC-MS/MS12ll, IMTEEE. SERER: ZHEREES, EEMY, WEHALERYE, E6H
TR NPEN B LER REL LY & Bo
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LCMS-8045 NEFHPRIAFEEEE

8 B ASCRU T MR RRBEIREEIZNY LC-30A M =EERAT BB LCMS-8045 BXFMIE 44
PRSIEEHRBEN E. ERKA ZFHET 4 min AN ASIEEION, REIEREE 20 ng/mL
~1000 ng/mL RESEENAME RYF, RUERZAIMEEXRE r £ 0.999 DL, BREEMLIRERILINER
Rif. WHZERBERS, HIREEE, SREH, BRFER, TRTFNHRRIIEELEBAIREL N,

X —BUIRTRIE FY ARdEE

REIEME (isometamidium, ISM)Z B RIENIMNL BRI ZEETHERBERNEGY 2 — BTFRAKRIER
BIEXANEISE RAAEMAY RNA A1 DNA BEEEN, TIHRZENEN, BRATSFEIMFLERE
WFRRAAIATT . EFEIEHR, RTXHATAE. ERRBENARAIHINRTERZMN, B2 SBARIERS
YT ] B4 TR AP IRER, HMMEE RMIEHANG, SIARNBERIEMBITREM. ITHFR, BR%
2R IET2HaN ZXE, MEARBNARE N RERTENTIERNEZ — KE (GB
31650—2019 BEmEZ2ERNE BEmAEHRAKERE) NE: FRNTPHHRARFETNRAZLERE
B9 100 ug/kgo

81, ERIMRTRIIFERGSONNIRERD, TBNEFEESMREEIEE(HPLO)MSHRE
BIg-BEIEA(LC-MS/MS) %, HA, LC-MS/MS ZEEREMNEFUNIHE, EETEXEETIERE
YRS, BERES. ZAXSRERIMERNSE GB 31660.8-2019 (RmZREEXRIME 4oIR%A
LRFPRARIEEZREENNE) , RAZBENFRE-FESRIEN, ECkiiiE, £R3EBEXRK
HEES LCMS-8045 BUENEARANF TR ARIFRAZBEBHITNE, RAERBES, DITEE,
SERER, FIRTHINTRARaIERERBEENIRENE,

1 2I8E 5

1.1 {X2%
KL FRBEMREEIEN LC-30A 5 =EMRMTFIEN LCMS-8045 X #4t. BAEKEN:
Zorizhlas:  CBM-20A B S Al @ DGU-20Ask
B & R : LC-30ADX2 BopdiFEss:  SIL-30AC
T R F ©  CTO-20AC ® W 2% LCMS-8045

Bt T{Euh:  LabSolutions Ver. 5.99

1.2 FrFH
USES e

(B
il
H

SHIMADZU Shim-pack GISS-HP C18 (50 mmX2.1mm LD, 1.9um) (P/N:
227-30048-01)

oo B oo ARE-0.1%FRERACER; BAE-0.1%FRERIEAER

m ® : 0.50mL/min

HEAIR . 1ul

B A R BERE, $EKER BIE 20%, HERERIE L
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=1 BERRER

Time Module Command Value
3.00 Pumps Pump B Conc. 90
3.50 Pumps Pump B Conc. 90
3.60 Pumps Pump B Conc. 20
4.00 Controller Stop
g 1
BFHEKX ESI+ # O & E :300°C
B O B £ :40kv m #H K] =K 10L/min
EMHME AR 3.0L/min FBESME &S 10L/min
MARRRE  © 400°C e #E R &N
BAKIERE : 250°C A # KR A . ZREENMRM)
MRM &%k . Y] ¥ 88 BY j8l : 100ms
7 2. MRM 2§
o Qlpre
WEYEZIT CAS No. N T W) CE Q3 Pre (V)
460.2>298.1* -34 -54 -22
RARIEE 4174-69-0
460.2>313.1 -34 -45 -24

A CRREEBRFY
1.3 #HmalbhiBsE

2% (B 31660.8-2019 (BRmZRE2EZNE FTRIBMARNRFNTRARIFEHABENNE RIBEE-
BEIEE) o

1.4 BRI S RAVEDH

FBEEEE 10 ug/mL REFTEIMETIEAREE, TARREBETENZTAFNFRERYT, AEE
80%FRESARBEHBRZE 2.0mL, FRAKIEMEREN 200 50. 100. 250. 500. 1000ng/mL, &, I
AR FIERLENETEAR, HREEE- SRR NNE. UEEBFIEERANLIR, WRTRHESR
BORE IEAAAT, LRHIT L,

2 ER5i1ie
2.1 AR MRM &igE

Q 460.20>298.10 (+) 1.13e4  R1460.20>313.10 (+) 3.15e3
100.00 - M 100.00 - Y
%] %]
0.00 -I T 1 T 0.00 -| L e
0 1 2 3 0 1 2 3
RT (min) RT (min)

1. RRIFERERCEAHERF R MRM &IEE (20 ng/mL)
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2.2 SMHERSHEHR

BARMRENRRIFEERLEVELER, 1% 1.2 FNDRFEHITNE, ERIMPEEE. LUR
ERRALIR, IBERNNEIR, SHIRVEHLNE 2 Fir. PRSRUEMALMERRRY, LMREREX
IR 3o

Area

FadEE
y=1320.941x+0.0000000
1.2e6 -|R2=0.9996125 R =0.9998062

Curve Fit: Default (Linear)
Weighting: Default (None)
Zero: Default (Force Through)

1.0e6

8.0e5

6.0e5 |

4.0e5 |

2.0e5

0.0e0

T T T T T
0 200 400 600 800 1000
Conc. (ng/mL)

2. RAEIFERERLL

& 3. TERZSHRHRER

P EER MR
e RO ' © R Y
(ng/mL) (ng/kg)  (ng/kg)
AEBIEME Y =(1320.94)X 0.9998 20~1000 90.2-102.5% 8 25

2.3 BEREXE
XJ 50 ng/mL. 100 ng/mL #1200 ng/mL FEIRENRSIEEETATE LIERELNE 6 X, TN
BHEDE, RENEMNEERNEESHLERNRE 4 Fir. ERER. TREREERTRSIETRENE
FUEEARAIBII TR ERE 2 BITE 0.24% ~ 0.39%70 0.80% ~ 1.03% /8], NEHEZE BRI,
x4 RENENEBERES HER(n=6)

Conc.(ng/mL) RSD% (R.T.) RSD%(Area)
50 0.37 0.80
100 0.24 1.03
200 0.39 0.92

2.4 [OlYg=R508

MRERZE B IF e, N D ERRIFEITES R, EITRRE DB 10 ug/kg, 40 ug/kg 1 80 pg/kgo
%R 1.3 Fmal 0B ARIUR S, WERASIEMENIIFRINE, TEFPHFSE MRM BIEE 3 Fix,
10 pg/kg MNARIFam MRM &IEEI0 4 FrR, MAREINERSRIE 5. BHERAM, ZHEREERD, HEHR
¥, FILURREZRIMEKNGE GB 31660.8—2019 (BmET2ERINE TR RMARRTHFARIEE
REENNE BAEEIE-RERREE) NEXR,
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Q460205298.10 (+) 930e1 Q460.20>298.10 (+) 154e4
Y
10e3 1064
0.0e0 Y S S —
00 05 10 15 20 25 30 35 00 05 10 15 20 25 30 35
RT (min) RT (min)
B 3. ZE4iES MRM BIE Bl 4. REIEPEAYINAREE S MRM B (10 pg/ke)

& 5. ARIFMERVIIREIMLREER (n=3)

=X PIARKF (ug/kg) FAERER%
10 103.4
REIEME 40 914
80 88.2

3 &g

KA LCMS/MS SENEFIPTRARIFTEAEE, BAEMHEELR AN, REESHNR, TREE
NS R THRBZHIN B, &NAFREIL T —iMER BREBSHREERIE LC-30A 1 =EMRTHRIE
Y LCMS-8045 BEXAINIE P R B IENEFR B ERI 575, 1&77/AERA Shim-pack GISS C18 ®IEHE, 1 4min
WSERT AR IEMENI M, MEIENETE 20 ng/mL~1000 ng/mL "RESEEIALME RIF, REHRLLMHEEXA
WrE 0999 KL, BEREZEMEIWRLIERRIf. R ERBES, DWMEERE, SRER, BRER
8, AATHIPRRIEERIIRIED .
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LCMSMS NE&NPHNSHENRSE

BT 228 (GB31656.7-2021 BmREEZRNE K= mPRIERAZBENNE BREGEE-BEKR
EE) , EARR=ZEMRATRREABN, BT aRPREEMRREY DT 5%, B ERRITENE R
B BREIRANRE, #FE0T. ERER [IENEREFRTBEERET 0.05ng/mL, MEIMEEX;
RIBEMNTBFRPIIARIIRERENE, £ 0.5-20 ng/mL WEMSEENR, IMPESRERREERE
ARFE 90.2-112.3%22(8], R 79 0.9979; FAEERERAKEA ULOQ IIiFtF i S LERERSUAE,; =8
B RAIIREIREREIIRZ E# 1T R, BT 80.1~83.4%, MEIMEE K. ZAEZRMENERES,
EG B APRISEERZR,

XHiE: LCMSMS & SUHIIAZ

SRR B — T AT SRRV ERUKERE, BR] BIEREFIR AR, NKDERZEITEY). RBHIRL
AR T EZAKRpAMRR, HESHRFEEENN, BrjftBd RYEESENMTMRAENS
(LN(IE

AXEH (GB 31656.7-2021 BmE2EZE KEmASERAZENNE RIBGIE-BEXIE
&), ERBR=ZENERMRREAN, BT &8RPI D%, 2 ERBENERES, &
B BRI B ER91N,

1 L3RRSy

1.1 143§
RLY R 57# Nexera LC-40B X3 5 =&MUtk HFHE X LCMS-8045 BxF &%, BAREN:

ZaiiTHIgs: CBM-40 Bop#HEEE:  SIL40CX3
WoR & . LC-40BX3 Fr i {¥: LCMS-8045
=B F . CTO-40S Bi% T {Euh:  LabSolutions Ver. 5.99 SP2

1.2 3%

ARG

o : Shim-pack VP-ODS, 150 mm X2.0 mm I.D., 5 um (3# (L&) SLRESMBERATE,

: P/N: 228-34937-94)

WoBh M AKB-ZEE

m B 0.30mL/min

=+ o . 35 °C

HOFE 2 5ul

B I BEME, BARIGIREN 50%
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*® 1. BERRER

Time(min) Module Command Value
2.00 Pumps Pump B Conc. 50
2.50 Pumps Pump B Conc. 90
7.00 Pumps Pump B Conc. 90
7.10 Pumps Pump B Conc. 50
10.00 Controller Stop
FRig s
2 M X 28 . LCMS-8045 MHRZRSCEE © 300°C
= - R ESI- DL & E : 250°C
EZMRME :3.0L/min B FIREE : 400°C
m S m &R 10.0L/min AR X ZREEUMRM)
F i S m &E : 10.0L/min MRM = # @ Q&R 2
# 2. MRM 2#§
o o Q1 Pre Q3 Pre
FS  Emam IR FYEF , CE .
Bias(V) Bias (V)
) J— 30490 288.90* 22.0 17.0 30.0
170.95 16.0 28.0 18.0
EEBFY
1.3 B anRi b

2R (RRT2EZRIME KT mPRUEIIRAEENNE RIEEIE-REFEE)

71 REC M 7.2 AT B, IREWE 1R

MEMEIR/EERNS5.0g, F50 mLELES

IAELZEE (pH9~10) 10mL

BELEHE, REERRN—R, SHLER

wEELl min, EAEEE10 min
IMMAFEKIRERES g
WEEL min, 5000 r/minB&CS min

MZEESE25mL, REOER

BYS mLEREELO mLEOE

45 "CTFE S|

IATO%Z FBKE L0 mLER G

IO C189%:F5550 mg
BEEI0s, 8000 r/minEEL6 min
B EiERd0.22 yumBHRIER, JEREN
1. IR EETRE
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2 FRiTie
2.1 EERMMREE
= BFamM=B8001F 0.05 ng/mL H&m(FTAEERARER 1/10)89 MRM BIREWE 2 FiR, =B1Fm

TF o

Q 324.90>288.90 (-) 2.95e4 Area
SURRIIAZ

40867 505935.1x + 4771054
{R2=09957557 R =09978756

3‘586-; Curve Fit: Default (Linear)
-| Weighting: Default (1/C)
3.0e6 -| Zero: Default (Not Forced)

37.01

S/N=13.77

2.5e6-f
% - 24Oe6-f
0.05 ng/mL NAREES 1156 ‘
1.0e6-: éﬁ'l&;ﬁ@ 0.5-20ng/mL

EWE: 90.2-112.3%

5.0e5 -]

0.00 -+ 0060

40 45 5.0 5.5 0 5 10 15 20
Conc. (ng/mL)

2. A 0.05 ng/mL IIATAE SR MRM EI1EE] 3. Rofrhsk
2.2 BAEmS
WIBEMTEEFmPAIIRENRE, /RED5079 0.5, 1. 2.5, 5. 10, 20 ng/mL BIEFILE T E
AR, IMRERIERZINE 3 Fio

Q 324.90>288.90 (-) 4.83e3
25.22 -
% |
0.05 ng/mL
’ TH
248 -
44 4.6 4.8 5.0

4. HEBEEER

2.3 BREBERE
ULOQ MtFiF @it E, TEMMBESNFIEERIEENE 4 Fir (B4 , SIEIRERZERELNT

BHE B,
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24 EEHER
SRR ENERINFERDBIES DT 6 8, ITEARZGNEIFMIEEFIRA RSD. £R 1% 3, R0
18 RSD #9785 TF 0.26%, I&ER RSD 95T 2.02%.
% 3. {REFHEFER RSD (n=6)

B FR HHEERE (ng/mL) {REBBY/a] RSD(%)  I&EFI RSD (%)
0.5 0.26 2.02
EFINAREE & 2.5 0.12 0.65
500 0.10 0.37

2.5 EEER
T HEERPAMIRERENSENREEHTENIE, EVUNE, EROEWE, FRREMNMERLEWE

725179 80.1%70 83.4%, FFEARERKTLEIERTE 70~110%MIE K,

= 4. Bl
\o. P i IARRE IARNE & Bl
(ng/mL) (ng/mL) (%)
1 =1N N.D. - - -
2 BANIAE 1 0.8 0.65 80.1
3 BT 2 10 8.34 83.4

A N.DALERFRKH

3 &g
AXEHE (GB 31656.7-2021 BmE2EFNE KrmPASEIRAEENNE RIBGIE-BEXFIE

&), ERBR=ZENRIMRREAN, BT a8RPRERN DT 5. R EARBENERES, A
EAVERNK, E5aNTBIREEHIRI N,
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LC-MS/MS NEFRPMBLARRMIZE =

B AXRIUTERASR=ENRMEREKABRGNEFAFNRASTAMLBENTT E. RMIE
MAENEELFEFRGT, RBEBFRIVETER, BYZ RN N(MRMETGEITIE SR KA:
ERIMIEEE, [ARMTE 5ng/mL~1000 ng/mL RESEENEERS HRERELMEXRARY, ISR
AR RERTE 0999 LI E, SRERERETE 87.8%~116.2% (8], BAFEREMEBIWELINES
Rifo

XEEE: T RRE R —EURTRIE

RRM(Amprolium), 3% “RET” , B—MRKRRE, TERATIHAGTTKRE. RMBILS
SRR, FIRFEINRIIKRIIRRAVRE, ESRAAMARIENEEIE, HMIE TIKRWEK
RB. BATRAMEESN. X2, TH5|BXKRMAMNER, KALKKHRASE ZVATE. K.
B RFSFHRBENGE. aRMEAFERR, EKPEKRECREZEMAMERARELT M5
B, SARRREHNETES. REEmT2E (GB 31650-2019 BmAEARAKLERE) FERHM
ERAMEFAA. FHNFEPHEARZLEREN 500 pg/kgo

880, YT EERRRRMAREN DT E2ZASRIEEIEENSRIBEIE-TRIE L. XAS
BOBAEBIEDTE, BTRRMRMERGE, HIERERE, REASFERTERNTIN. SXREGIE-F
BXPUE(LC-MS/MS)ZHETFABRBES. BFRUBNEREHMIFIES, ERNNEREERERTRE
VIR ERE R %, aAXETDEBERRIEEIE-—EMRATBUERKBRA, B 7T NEF AR AM
REBNT R, B AR R R, BARES, JRTTARRAMAZEENRENE, HAEX
MINRZEER,

1 321885

1.1 {28

52 LCMS-8045 = EMRTRFUEKB RS, BAEKEN:
ZytiThlgs:  CBM-20A fii < M © DGU-20As
W & R . LC-30ADX2 BHoh#EFE2s:  SIL30AC
T R F :  CTO-20AC ® W 8% @ LCMS-8045

B T{Euh:  LabSolutions Ver. 5.99
1.2 DrEH

BAESMG
& 3 &  : InertSustain AQ-C18 (150 mmX2.1 mmI.D.,3 um, Shimadzu SGLC P/N: 5020-
89924)
oo A AME-0.1%FRRACER; B 1E-FEz2
R 0.3mb/min

BFATR © 2L
£ R 1 30C

125



FRRAI L BERR, BARMIGIREN 10%, MERERFRIE Lo

=1 BERHER

Time Module Command Value
3.50 Pumps Pump B Conc. 10
4.50 Pumps Pump B Conc. 90
5.50 Pumps Pump B Conc. 90
6.50 Pumps Pump B Conc. 10
10.00 Controller Stop
B4
= F iR ESI+ 2 0O 8 E :35°cC
2 O B £ :40kv D L & E :250°C
EHSME A 3.0L/min M RGE E  400°C
mHAESER/E 5 10L/min I & B B : 200ms
FEm®E &S 10L/min A # K A . ZRNEENMRM)
it B R . @S 270kPa MRM =% : &2
7= 2. MRM 2%k
KA e ] CAS No. e e A LS S
V) )
243.1>150.1* -26.0 -15.0 -30.0
) Amprolium 137-88-2
243.1>93.9 -26.0 -15.0 -20.0

A RTEEBETFN

1.3 HmahigsE

28 (GB 31613.1-2021 FABMARFIRAMELEENNE RIEEIE-BERKAEEN S REEE

\;£>> %_izo
1.4 BREEMZRIHI&

W=EREF 2g (BHBEL0.02g F50 mLBEBOE, % 1.3 HFmaESERIFE, MATEIKRER

ETESR, fINRAMRE DS 5. 200 50,

200, 500. 1000 pg/L HYRFIERILERESDRK, #

BAEEIE-REFUE(UNE. UEERIEBFRECEEMmMRANNER, BERLEIESRRE BT,

IR RS
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2 £R534ie
2.1 FREHSE MRM &iE

Q 243.10>150.10 (+) 492e3
RT=2.683

10000121 19.14 (1330 - 2470

% |

00+ T T T

RT (min)
1. S AM(20 pug/L)BY MRM Eli&

2.2 ZMHEESHEHIR

$ 5. 20¢ 50. 200, 500. 1000 pg/L RREIREMNRAMERLTEMETIFR, 2R 1.2 ARDTE
HHITNE, ERIMIEEE. LUREABEE, RERAMNER, SHIROEHLINE 2 Fix. PRSRE
HRZ LR MER)3 75720 Y = 4387.23X - 8481.62, HAMXARY (REART 0999 , SREREMERE
87.8% ~116.2%2i8le LUSMELL (S/N=3) IHBEREIRE, FISERMCHREN 1.6 ug/Lo

Area

] sman
-y =4387.231x-8481.616
4.0e6 7] R2=0.9986303 R=0.9993149

-| Curve Fit: Default (Linear)
| Weighting: Default (1/C)
3.0e6 - Zero: Default (Not Forced)

20e6{

10e6{

000 FF——"F"
0 200 400 600 800
Conc. (ug/L)

2. SFEMEIROf Lk
2.3 BEEXR
STARREIRENSAMERIMVE TIERESNE 6 X, EZRNBNERE, RENEMEBERNES S
LRUE 4 Fine ERER: FNEVKERSARTPEAMNFEEFMIEERETITEREDBITE 0.22%
~0.47%7%1 0.67% ~ 1.51%2 8], BRYBHERERT,
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= 4. RENENEEREE MLER(n=6)

a=x? Conc.(ug/L) RSD% (R.T.) RSD%(Area)
20 0.22 1.51

EEa]) 50 0.47 0.79
200 0.26 0.67

2.4 hnFREYZRCLE

EMRIFEY 2 g CERAZEX0.02g) TARMME, AL
358179 250 ug/kg. 500 pg/kg F1 750 pg/kgo MNAREE S
WEETE 70% ~ 110% 28], NNAREIMERLER IR 5,

R[RNMBPITTEREE AR, ERERWMBINIRKE
o 1.3 FmeiRREE, WFRRMBIINARe]

=
=
=7

& 5. [RMBIMAREIRERLE R (n=3)

Ca=x IARAKF (ug/kg ) B (%)
250 823
el 500 100.8
750 99.7

3 45ig

R T —MERA S EBSIRAEEIEN LC-30A M =EMRITFFTEY LCMS-8045 BXAMIE 4K+
MBRAIAMEEENTT £, ERIMUEEE, [RME S ng/L ~1000 pg/L RESCERNEERSHRE
REZMERARL, PHSRUEMZLLMEERXRETE 0.999 Ll L, BRIERIERETT 87.8% ~ 116.2%2 8],

BRZEMEBINERLNERRY . TAFERKY, &R RERE, BERES, PIBHENTEARK
BOMTHIER,
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LC-MS/MS ENEBRAPIFINZ L =

B AERRR=ENRTRAKARAEY T —MNESANRRRMABENT £, ZFERE 7
min PURTTAF MBI DTN, RERANE 5~500 ng/mL RESEEANEERIFMAt X R, KIEEXRN
AT 099, BFRUEREMWMEN 89.9~111.2%, FREAHDRENEMIEERNENITERE D 5T
0.066~0.083%7#0 0.717~1.314% [8], IIARIEI U ZETE 85.4%~91.0% 2 (8], AR B8 LOD 79 0.02 ng/mL,
LOQ 73 0.07ng/mL. ZITARIEERE. REES. DMEER, HENMERMTIFIABYIREREE

==kl

KPR —SEURATRESUE B8R [FEM

SEM (Robenidine) B—MH AT ERAIKRE], DFRNICisH1CieNs, BAIELTEY), IRPK EEE
FERANEHIHBRHE—HRIAEM (Robenidine hydrochloride) o FHERREMBEBIIDNHIKRBRFENRHES

£, BEFM), BERHAEFTRIEER, ®OZET AT a8 XkRENRSTERE. B, FER
VR RURIE YRR AR INGER, EXRAAHS~TR, FEBFA. AMm, HBOFELTETRE, K
HRRA. RAY, SEFERTETRTENMANL, FETRAZRH, HE, EXBEASHYAE
Rt R M, BRBEALNSHEE,

PERWRITERSE2355 RS, BBEHAE 7T RFMNEARARIRE: BAEMAE7200 ug/ks, AIRA
2379100 ug/kgo MEREAXIIG. AIEMRFRIARMAEAABREZRE NS AT Bt FERAIRK
A50 pg/kg, BEN2S5 pg/kg, EMAIBARNS pg/kg. AL, NREBBTmINRBLZEM A RIMER
RIS LR, BUENHYRE R AR E YRR B H TS S,

ANZEZR@REERITAEGB 31658.13-2021 (&R mHPREMARBENNE HREEE-BER
R, LURASYIRB AP RFMEEAYEE NN LT AR HEE,

1 321885

1.1 {428

A SREBSMREEIE- = EMORMRGEAN, BAREEN:
W & R . LC-30ADX2 A % &l g8 . CBM-20A
Rt = M : DGU-20A sz i} pl 28 LCMS-8050 == MR ATFIE(N
B oh ¥ % 28 SIL-30AC B i T £ 15 : LabSolutions Ver. 5.99

# B & . CTO-20A

1.2 DIRFH

RAEBERY

& 3 £ Shim-pack GIST-HP C18-AQ 2.1 mm I.D.X100 mm L., 1.9 um,
(P/N: 227-30807-02, &2 (L&) SLResMBERAE)

B AME-0.1%EE/7K, BHE-ZBE HIEARFR 5L

B®: 0.3mL/min

=+ &= . 30°C

i

)]

>t

N
=

~u
=N

~
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AT BEER, BABIEIKREN 20%, BYEEFE K 1o
=1 HEER
Time(min) Module Command Value
0.50 Pumps Pump B Conc. 20
5.00 Pumps Pump B Conc. 80
6.00 Pumps Pump B Conc. 80
6.10 Pumps Pump B Conc. 20
7.00 Controller Stop
B S 1
B F R ESI(H) BEORE 300 °C
EOBRE @ +3.0kV DL JEE 250 °C
£ | &% 3.0L/min MPUREE 400 °C
F B S &S 10.0L/min H#E®EIKX  MRM
moRm K == 10.0 L/min MRM &% : &2
= 2. MRM Lt Sk
. . o Q1 Pre Q3 Pre
R RXH CAS. No. By CE
V) W)
Robenidine 334.2>110.8" -17.0 -44.0 -18.0
A hydrochloride B0 334.2>137.8 -17.0 24.0 -14.0
Robenidine-D8 342.0-115.0" -13.0 -45.0 -12.0
SEAN-De . 1173097-77-2
hydrochloride 342.0>142.0 -26.0 -25.0 -29.0
FORTEERTF
1.3 RS

=
HLB EfEZ5Eu4E: 200 mg/6 mL, MF 2% (L&) KRBMBRAE], P/N: 380-00855-10;

FMAMEFM-DeArEmn: WF L8%IE, T-20°CKMERT, &M,

S IBEMEZEEE: 500 mg/3mL, T &2 (bF) KWHEMBERAT, P/N:380-00865-02

1.4 triEmEcH!
SAEMNEEE R MEVEREE, BREAEMEEN 100 ug/mL, -18°CLITRE, BXHI6 N A;

e

e

A;

SUEAN-Ds AFFARENAR
V=R

SUEAN-Ds AR TIEAR:

130

R =ARBR-D8 WATH AR A RE AW 1 ug/mL, MAIME;

IFRETIER . JREMREMEE KRB REABHRER 10 ug/mL, 2~8°CiRfF, B3 TA;
IN-Ds WARfEE R . MBI EMIESE, BREAEHRER 100 ug/mL, -18°CUITMRE, BUHI 6

R =ARBN-D8 MAREE & B RELAABHIEAL 10 ug/mL, 2~8°Cfrf7, B 1



ERR . RERENRFIMNELIFAR. [EM-Ds WIT TIFAREE, B S0%ZBERERKERIBR, B
FIREEAVRE 7 50 100 20 50 100. 200. 500 ng/mL FI&AEAN-Ds AFRIEIS 100 ng/mL IR TIATE
AR, HREEE-BERAENE,
1.5 #maishig
1.5.1 2B

Busdkt 2g CEMZEL0.02g) , F50mLBOE, ERIMARZIN-Ds WAR TR 100 pL, A0 0.1%F
R REAR S5mL, SWIERA, FIRIRZ 10 min, 8000 r/min &0 10 min, BXEE&, BlK 1mL, B4,
TERERR 1o
1.5.2 &1

MRERPIE AR ERZERE, BB 2mLiEl, RRERAR 1 diF, WE2EHALET 10mL g,
FA 85% ZBE7A R 2mLitk, SRR, T 40 CRRMEMFRNT 2mL, BiK8mL, B, 1FAF
AR 2.

EX HLB BEIAEZEEENE, #OXAREE 3mL. 7K 3mLJEMWN, BERR 2 diE, AK3mLitsk, #T 30s,
IECke 3mLitdk, T 10min, BEESmL kM, WEMRE, T 40 CRASWRT, A S50%ZERERNKA
& 1.0 mLIBRRERY), JRie, BRMFLERTE, fHREEIE-RERIENE,

2. £R551iE
2.1 IREHRKR MRM &itE
BER 1.2 DS, DITRERN 5 ng/mL BIFER R, BIEEWE 1 Fir.

Q 334.20>110.80 (+) 4.44e4

RT=4.689 Area Ratio
- Y | SN [ ]
4,004 1y = 1.565771x + 0.02169891
1 6-_R2=O.9920375 R = 0.9960108
] “| Curve Fit: Default (Linear)
3.0e4 7 I Weighting: Default (1/A%2)
] 4'_ Zero: Default (Not Forced)
2.0e4 1
1.0e4 J{ &
0.0e0 e o -
3 4 5 6 0 1 2 3 c 4 ot SL
RT (min) onc.Ratio (ng/mL)
1. SR EAREIEE (5ng/mL) 2. SURAIR/ERRZ

2.2 SMSCEMRBE
RARRERAVERTIAR, 1 1.2 FDHFAHEITNE, PREUEYHIRBAINEEE, UinE
RYBARPEMFAD ERIINRERE (ng/mL) tHENELLR, DESWAEERS AARYIEEIRRY
EEENINALAT, SRIRERL. REIRERZ,. SRINE 2 Fin, RRATE 5~500 ng/mLRESEEN,
BERIFREMERR, LMEBRXRHKT 0996, BEERIE 3.
*® 3. REHESH

SWEE | REER TEIR

e tre MRS OREE (%) ° e
(ng/mL) (ng/mL) (ng/mL)

S Y=1.56577X+0.0216989 0.996 89.9~111.2 5~500 0.02 0.07
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2.3 FEEXR
RKREDH179 5 ng/mL. 50 ng/mL A 500 ng/mL BUTRAERREB DR ELHEF 6 R, ATER
NEBEEE, RENEMERRNEERERNEK 4, ERER, REWEMIEERVENITTERED
A7 0.066~0.083%7# 0.717~1.314% 8], N2EEE R
x4 RBNENEEREERER (n=6)

RSD% (5 ng/mL) RSD% (50 ng/mL) RSD% (500 ng/mL)

a7
R.T. Area R.T. Area R.T. Area
SUEAR 0.077 1.314 0.066 0.717 0.083 0.982

2.4 Bt FniRE Y 338
1288 1.3 PRI A AN ER R HIHN LAM S AR ME TR, TN O, SEFNERPER
KMEISRKANGLE . X% AERFTINAREIMEELR, MIARER 5. 25. 250 pg/kg, ¥&IR 1.2 st
Mg, BEXEW 3K, TEFHERER, TRARMERFIMTEEEWTE 3 k. TBERER, &
FAMBY T OIUERTE 85.4%~91.0%2 /8], BRERILE 5,
1.5%10.000)

2.7 %I 334.2000>110.8000(+) CE: -44.0 Recovery_5ug-kg-1.lcd
2501 334.2000>110.8000(+) CE: -44.0 Blank.lcd

1.04

0.51

0.0

10 0 20 7 30 a0 50 60  min
B 3. TEARMERIINMEREERE (5 ug/ke)

&5 EIRERLER (n=3)

e j;fj:fg) M2 (ug/ke) TAIAREE (%)
5 91.0
SN} N.D. 25 95.4
250 85.4

A N.DAAERKRCH

3 4ig

AXZREMETLEZRITE GB 31658.13-2021, XA &% LCMS-8050 = EMURIT&REEXA(EILT
BRFREMVEE DT E. FERKE, RN 5~500 ng/mL RESEENIEERIFRIL MR R,
SMMEXARIKT 0996, HEMETE 89.9~111.2%, %8 5. 50 M 500 ng/mL = MREKFE, ELL 6 RFHF
REB IR EARAVAEXIAT ERZETE 0.066~0.083%7H1 0.717~1.314%2 (8], REHNEEBERYIF. ANERT
THELMAR, BIERTE 85.4%~91.0%2 8. ZAAEMAISE, REES, BIMRE, HEERXEER
R/ GB 31658.13-2021 BVKESNFER, RIEEXDITAREE,
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LC-MS/MS ZS S AN PMIKBE iR R IR E £

i B REDE=SOMRMEREAN, B T7TOAPHNIKRA EERABENNES %, FomEnR
ZOPRIZEY, HLB BIAEZEUL AL, BRAAEE-RERKAIEENE. SR ERZFET 5200 ng/mL RESEE
WIS AR RS, MAXABUIART 0.999, &XMRYEF; 10 ng/mL ZHHHERR Y 3-ANOT {REZBYE]
RSD 379 0.07%, I&mEFR RSD 7 4.0%. 3.0%; —HEFERER L4 3-ANOT B R 2579 1.6 ug/kg. 4.8
ug/kg, TEEMRHHIH 4.85 ug/kg. 14.6 ug/kg, 100 ug/kg MAREIUE DS 65%. 67%. ZTTEDHIR
ER, REES, SATOAR ZHERMNEZBENE,

K. —BIURMIRRERAN TR BR  IKRA

BARA:
< R 3-ANOT REUE S, KHFR<5 ug/kg, LT GB31613.3-2021 AR/EE XK,
o DERREFEERRMLTIUEER, SAREENERFNRE,

TR (Nitromid) , XHREKFIR, B—HHEEE TN AR MR REY), W8 LML EEIK
REW, LENEEVRBEIRRMRH EEIRRIERRGR. —HIERENRS. EXG. JISFFEP ZER,
MR (GB-31650 2019 BmZ2EZFINE BREPEARAKERE) WE, “HIERNRAEREYESA.
BERn. ATRE. BREIRBREDHIZ 3. 2. 6. 6mg/kge

B0, ZREFERZRIAIN 7 A LURIE®BIE- BEXFUE A BB RS EN T, AXSEn/E(GB 31613.3-2021
BaReERTE B RMHART T HEREREEENNE) BT IR AEASYRREGIE-BE
FOBENE R Fo WEWER, BERMNERT TR, ZARR. El. REES, f#EXTLESE,

1 LSR5y
1.1 {NEECE
BREEMRAEES ZERMFUEEXA &4t LCMS-8045, EFECEN

i & & :LC-40D XRX2 2 % & §l 2 :CBM-40

B oy # &£ 28 :SIL40C XR = B/ FRIEN  LCMS-8045

# R F CT0-40C & & T fF uh :LabSolutionsVer.5.113
1.2 DREH
RHEHEIERG

5 3 & : Shim-packGISS-HP (100 mmx2.1mml.D.,3 um) , $F (L&) LRBMERER
], P/N: 227-30084-02

OB M ARE-0.1%FREAACAR; BAE-ZME
Vi ® : 0.3mL/min

£ m o 35°C

HOFE 2 I 5uL

O & K/ZEE (1:1)
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KB A I L BEMRE, BARFEIRERN 20%, REERILE L
x 1. BERBNEES

Time(min) Module Command Value
0.50 Pumps Pump B Conc. 20
2.50 Pumps Pump B Conc. 80
3.10 Pumps Pump B Conc. 20
5.00 Controller Stop

FRig s

R & X : LCMS-8045 A FIERE ¢ 250°C

5 B ESIH+/-(1.5kV) MAREHRE 1 400°C

£ i ] : &8 3L/min # O R E : 300°C

+ & = &S 10L/min 3 & I . MRM

m M = == 10 L/min MRM =% : &2

&R 2. MRM &

s §=L CAS S RIAET (m/z2) R (m/z) CE (V)
181.10 24
1 ThEERZ 148-01-6 224.00 77.10 20
1508 10
107.20* -17

2 3-ANOT 3572-44-9 196.00
133.00 -19

* REETX
1.3 HmAitig

EMITEEm 2.0g, 2EME (GB31613.3-2021 BmE2EZnE BRI BMARF _HEREEE
BYNE) #HITRIE,

1.4 tRERRHE
BORAVERY TIERBVECH): = A5, RRAAIERE, D3 ERMIMNESETE LIFRES,
FCHIARE S 5. 100 25 50 100. 200 ng/mlL BUARETFRELE, #F LW

2 ZER5ite
2.1 FIEEMHMRK

“HEREHEERRRNEY), BTRIENEY), AEARIYERE, ENEFRAMNES, ALt
VedE ESIHMRTL, EREIET, PR "RALUEE,. NNE 1R, m/z18L1MN R, FNEERF, ML
RFATEREER m/z77.0,3-ANOT 2R BB REF T, ER OB, pDEMIRIEHHR B+ m/z 107.05.
m/z 133.10,
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100 100
1 181} 05 1 107} 05 196. 00
75 ZHTERE-MS? 7] 3-ANOT-MS?
504 224,05 501
] 151,05 ] 152,95
] ] 179. 0
254 77,15 25
] ‘ ] 133‘. 05
% S I ol N

— T — —r T 7T
50 100 150 200 250 m/z 50 100 150 200 250 n/z

1. ZHEHERZ. 3-ANOT ZZRBUEE(CE 2574 15 eV FI-15eV)

2.2 BiERGMRE
THEIERMAEYEESBRY, BETHISE, 2ATHEE. 5ng/mL EFRFTE 2 Fixo

Q 224.00>181.10 (-) 1.89¢3 Q 196.00>107.20 (+) 4.56e3
| TREERR y 1 3-ANOT M
] 4.0e3
1.5e3- ]
i 3.0e3
1.0e3] ]
i 2.093-_
R P _M/\A,J
00605A?<~7“rf“?ﬁ“{J.. o o004~ 0~
2 3 4 0 1 2 3

B 2.5 ng/mL EFRMARH MRM i
2.3 BERME

ERPHERBAD S FHME, SERNEF=E—EFNE, WL ERMN. LITERB

(ME) =¥ SRIREVE A/ REA R, 2 ME T 80%~120%2 (818, BEINNFIZ1EER B HEFRIEE
S E IR, HiBHISEERYRIBEERRE RSN, T TERMNAME, b a eI EmNERY
N, ERER, AE, THEERERMNEEBEENNE, TR 3, AURREARITER. N7 LR
HEWNER, AXRAERICEIMREHRLE AT R,
% 3. BN

ko AEET AE
—hEFERR 18% 117%
3-ANOT 92% 96%

2.4 ZERRHE

R 1.4 HiARCHIVERSIAR, EVIA TS E ZIBFERE. 3-ANOT IEX8 A ER AP LM SEEFM LM X R,
SEERREP, “HYHERZ . 3-ANOT 7E 5~200 ng/mL SBEIMR, &4 BT, 1HXx 5% R 19>0.999, M 90.8%~108.2%
Zi8le THETERRE TR ERLIE 3. RIBEMRIL, TBEEKER (S/N=3) FIEER (S/N=10) .
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&= 4. “HERERRERLRLAME R R

o NEDSEN S ERE PR Jnak==11E
(=7 57k
R (%) ug/keg ug/keg
TESFERR Y =(1589.49)X + (-1294.90) 0.9994 95.9~106.1 4.8 14.6
3-ANOT Y = (3276.92)X + (2669.55) 0.9992 90.8~108.2 1.6 4.85
Area Area

“| Nitromid
3.0€5 -y - 1589.493x - 1294.902
|R2 = 0.9989619 R = 0.9994808

J|3aNoT
{y=3276.918x+2669.547
6.0e5 - R2 209984120 R = 0.9992057

| Curve Fit: Default (Linear)
| Weighting: Default (1/C*2)
4.0e5 -|Zero: Default (Not Forced)

| Curve Fit: Default (Linear)
20e5 | Weighting: Default (1/C*2)
. | Zero: Default (Not Forced)

1.0e5 -] 2.0e5 -

P e eamb " . Y oo
3. TRYFERE. 3-ANOT BRI AL

25 BEEER

EX 10 ng/mL BOTRAERR, SHATIE 6 0Kk, 1T EREHaFIEFERIAY RSD. —FEFERR A 1519 3-ANOT
{REBEY{E] RSD 1949 0.07%, IEEF RSD A 4.0%. 3.0%, {XEI2EM BT,
2.6 hMFREIYRER

GRS TR AR T B8, #1T 100 pg/kg REMIAREINIRTE, 28, R,
3-ANOT HREIMEE DB 65%. 67%, FFEIEEK,

3 4t

AL BELCMS-8045R BB R4, F& 7 BRI ZiEIERR MO YITR B 2N 5 A, SRtk
SRR, 1£5~200 ng/mURESEEIRNE T BRI ERUERL, LI EX R ETYARTF0.999, &M REF; 10 ng/mL
REFERR R AR ET3-ANO TR B8R 8]RSDIYM0.07%, IEEFIRSDA4.0%. 3.0%; —HEERE K i5i413-ANOT
R D 591.6 ug/kg « 4.8 ug/kg, EER55794.85. 14.6 ug/kg, 100 ug/kgiitrEIZE D F)A 65%.
67%, HEEEEK,
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LC-MS/MS & NEzI1E B P hEPkIRE =

OB 0GR TR BE=SMRITRRBARANE S R M iERMR B EN 5 5. KAIME
AR ERILELRUERL, 7F 0.5~50 pg/L RESEENAMX AR, HXREAT 0999, Ea. F. |
=NRET, WEYRREBNEMIEEIRE RSD% A FIFE 0.26~0.58%F1 0.72~2.12% (8], NBEEER
o WEBHEMEFITT 10 50 10 pg/kg = MREKFERMAFEIUESESY, BIUWWZERTE 79.7~92.7% (8l %75
EREES, DNERE, ARER, JRTHYR P AT B /ERTE E1MN,

KR —EURMRREAN oM eEm  hebki

BARYF=:
< FEHEREME R B S AT GB 31658.21-2022 FIESK,
& DITRER, 3.5 DTN, KTFIRER .

RN Z—TERNRERAY), TERTITHF. F. B BFY SHENMERRHER, B
Bl B MERREFNR, ANXE2—MERETH, iR eAiE ReIiae, EENIARIMIIER,
WHEEREMRE RIFRBENAT R, AREENFELVFEES T ZHAR. IRTEER, 858
PRTERI RIS, WA T BYHERIGRI AR S A RERSEMT R,

HEGB31650-2019 (BmZ2EZINE BmFPEARAZERE) FAE, . F B K8 (B
FLERR A, P EHEA) AW, BERL. Brh Ak MR RARLBIREN10 ug/kg, FFHN100 ug/kg. &,
NREEBTRNREZ2MA R ENIRELE, BUENTYIERRPEIRKM R B HIT ™85S
Eo

AN fEASE=BMERTREKAN, 5EG6B31658.21-2022 (BRZLERINE thMRRPLIE
DKMLSL R BRYNIE TRABEIE-REXFUEE) FRVAE, BIL T — M RERERNESIY)E 8 mrh A ek a7
o

1 L8845

1.1 43§

= %mif&ﬁﬁzﬁﬂa&)ﬂu LCMS-8050, REEERWT:

R 4 = ) 88 © CBM-20A Bt S # : DGU-20A5R
W & R : LC30ADX2 H B F . CTO-20AC
B &b @ 28  SIL-30AC fr & Y LCMS-8050

3% T /F 15 : Labsolutions Ver.5.109

137



1.2 DrEH

RIEBIG S
B & & : Shim-pack GIST C18-AQHP (50 mmx2.1 mmI.D., 1.9 um, &2 (L&) %Lk
EMABMRAE, P/N:227-30807-01)
B M A-0.1%ERERIK+2 mM BRERFAMA; B-0.1%FRER A
HoE KRR O 1ul
Vi ®: 0.4mL/min
=+ = 40°C
R A N BEMR, BERBREN 10%, BEERUZE 1.
*® 1. BELRNEER
BYiEl(min) BT IS &
0.50 x B Conc 10
1.50 £ B Conc 95
2.00 xr B Conc 95
2.01 xR B Conc 10
3.50 28 STOP
itk &1
B F k&L . ESIH I mER : 3.0L/min
B O B £ :4kv TSR AE : 10.0L/min
2 O 8 E :300°C mM|AmER - 10.0L/min
DL & EF :25°%cC W # = &5
MARESREE  © 400°C H & & X . ZRHEEN(MRM)
MRM = # . IR2
= 2. MRM &
. > - EIEE =) Q1 Pre Q3 Pre
SR &=L T E R CAS & e, e Bias(V) CE(V) Bias(V)
178.0* -10.0 -23.0 -19.0
M/ A H - -
ARk Levamisole 16595-80-5 205.1 1230 110 980 0
*REEEEFIT,
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2 HamAlbiE

FREY 29 HEFERT S0mL BOE, IMARESET

3

IOABEEER DR 0.5 mL, Fo/KFREEM 2 g, SBEEZEE 10 mL,
JRAE 1 min, #®% 5 min, =

! 3

e EisRES—EOE, REMROBRIEE 10 mL EEIRI—R, SHAR
R

2

{REGERDN 0.1 mol/L #&558# 5 mL, #=5% 5 min, B4 <

4

W FEHMEES—BOES, FHUBHEM 0.1 mol/L HESER 5 mL BE
FEW—R, GHERENR

3

FWHRLSIESRAEE TR, #ORAEK 3 mL, BEE 3 mL s, T

4

IO 4%EUKERENER 3 mL %8, T, WIS 40 "CRRSKT «

: ]

IOA 10%ZA5FREER 1.0 mLEE, #8751 min, &, ENNE <
1. Al S RE

3 £R5ie

3.1 R RIEE

Q 205.10>178.05 (+) 1.19e5
SN=337.36
¥
- Area
1. i ] ke
0e5 ] 2.0e7 1y - 419198.62x - 132618.27
’ {R? = 09995143 R = 0.9997571
8'064_: 1.5e7 ] Curve Fit: Default (Linear)
- 1 Weighting: Default (None)
6.064—: 1Zero: Default (Not Forced)
] 1067
4.0e4+ ]
] 5.0e6 ]
2.0e4] L ]
’ 000
(UL e — S ————— 0 10 20 30
0.5 1.0 1.5 2.0
2. FEARAERTERESR MRM B3%E (0.5 ug/L) 3. L
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3.2 B REE

DAVECHI0.5. 10 20 50 100 20¢ 50 pg/LBY/EhEPbRPARE AR ILECAT /AR R, BX1 puldtts, LURE
PIELATR, IRERRAMNIMEAT ERRL, RUERZUIEISFIR. BIE0.5 ng/LERIRFENE, L3HEEERE
THEMEEQER90.0044 ug/L, 10fZERLEITEEEMRE70.0148 pg/Lo

3.3 EEMRE
BX0.5. 10#050 pg/LhelkiE AR ILECAERR, ELHIFOR, ZRNENEEME, WEER
IER3,
& 3. (REIVEIMIEEIREE 4452 (n=6)
RSD% (0.5 pg/L)  RSD% (10 pg/L)  RSD% (40 pg/L)
RT Area RT Area RT Area
VasdifidyNIS 0.58 2.12 0.43 1.73 0.26 0.72

4=x?

3.4 hntwEUgER
RFRRZAF@ATER. P S=EREKTMR, LB ERFGER ZLER LV, §TMKFEE
MEAR, FHIEWERTETI.7~92.7% (8], BEAELERIRA,
= 4. AINEWERER (n=4)

- BARE (1 pg/kg) FRE (5 ug/kg) SRE (10 ug/ke)
FHIEIUTE (%) RSD(%) FHEWE (%) RSD(%) FEIEIER (%) RSD(%)
il NIk 92.7 7.10 85.7 2.00 9.7 6.16
4 45ig

RXSENRMETT R GB 31658.21-2022 (BRREERINE it B AP AIEKMEXEERNE RIE
BIE-BEEE) , BY 7 ERASR=EURITREERAMGQNSIME R e IR B ERNTT A, £
0.5~50 pug/L RESCEINLMERE, XA r1£ 0.999 KLk, IIFREN 10 55010 ug/kg BUEESR, Bl
RIE 79.7%~92.71% 28l ZNMDERBES, BEEMY, AHES, BREANR. AIHEXTIRNAR
SEER,
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LC-MS/MS WEFRPMIKBARBRIXEE

2. CARR-EMRTRAKARSARIL T NEFTATTIKRABBRABEN S E. BBREM
HENBERFERT T, XAEEFREAETER, BIZRMmN(MRMIETEITIE. SR&HA:
ERIMMEESE, BBEHRT 0.075ng/mL~25ng/mLREBENEARSERERELZIEXARY, FIS
FUEHIZAMEARR RERTE 0.999 LU L, SRERERETE 97.6%~104.1% 28], EAFEEMRBIWESLINES
KRR

XEEE: T FIKRYE HEBHR ZEORTHRE
BARYR:

<+ FmETMERFE SR, EasEEN .
» BEBROT TN REES, BEHRNHREN 0.025 pug/L, MTIREER,

7

BBE (salinomycin) BT BB K T4, MEGEEE SRS E, BEEROITREH, RHANE
FHARES, EHARTHIEETERBNENS, BTEMARNINE TR ATTHREIRH0ER,
BT AEBNRER. ER, —LaRl TN T BRBUEFMARERALER, BEEAGEDY
PR, BAEABRAYSHA S RASRRBTNNRERNS, TEENT BATENALS &
R, RESSTLE (GB 31650-2019 BRTEHSARERE) HHRBNTHAEEEBATHNEA
FLEBREH 600 pg/kes

L, ST EART B ERE BN A2 NERRABEIEEEITE (. HRIFTEWA. RiE
IR, WEANISO A RS, ARRARNTFIEREREFRESR, HANBATGERE
RITZES bl BRRIEEIL-BEFIL(LC-MS/MS)EET EERERS. BRI R ERITIE
=, ERANRSTERBNRANNEIES 4. AXETS28BMRIEEE S ERITREREARA, &2
T T NESATRBERBENS R, R EESTLIBTRES, bk, BERES, TETARTSE
SHGBORENE, HEXEMNLARSEER,

1. SCISERS

1.1 {8

572 LCMS-8045 =R RUBEKA RS, BIAECEN:
RigiThlegs:  CBM-20A B = #l :  DGU-20Ask
B & R : LC-30ADX2 BHoh#EFE2s . SIL30AC
F R F @ CTO-20AC ¥ W 28 :  LCMS-8045

B T{Euh:  LabSolutions Ver. 5.113
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1.2 DrEH

BESEMG
B % & : Shim-packVeloxC18 (100 mmXx2.1mmIl.D,1.8um, E (L&) LRBMERL
&), P/N: 227-32007-03)
moom A 0.1%FRERACER0.1%ERER 2B (3+97; v/V)
Vi ® : 0.3mL/min
HOEFE KRR o 2uL
= m o 35°C
OB A R FERR
B &4
BrFuHEKX : ESI+ # O & E : 350°C
B O B E :40kv D L & E :250°C
EHEME AR 3.0L/min MM BLBE  © 400°C
mMHFSmE - =S 10L/min I B8 BY (8 : 200ms
FigsmE &S 10L/min A # & X ZREENMRM)
i = ¢ @S 270kPa MRM =% : 0&Xl
7= 1. MRM &%
T~ ESTEH CAS No. WY Olpre g BPre
(V) )
773.5>431.25* -22.0 -55.0 -32.0
HEXR Salinomycin 53003-10-4
773.5>531.40 -22.0 -47.0 -10.0

A CRREEEFN
1.3 HmaibiEsE

BdiES g (FEBEL0.05g) , FS50MLEBLEFR, IATLKIERTNS g B AERIMAZRE 10 mL, &
JEREE1 min, #&%10 min, 5000 r/min&.03 min, WE EE®R. FREFBIMAIBIO ML, BESER
DR, &HEER, 13022 umiEiE, miBEiE-RERIENE.

1.4 BEEREMZNHE
WARFINPEARE 50 uL, ATZREARBEEE 1.0mL, BKEN 0.075. 0.25. 1.0, 2.5 10

25 ug/L RFIERLEAERR, HRBEE-BEAENIE. UEERLEEFREMIEIEEIR ML

15, BERLEAVERRRENELR, SHIRERRL.
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ZE 5518
2.1 #REEFEMRE MRM &3
Q773.50>431.25 (+) 1.52e4
RT=1.710

100.00 -,

%-
0'00-""I""I""I""I""I""I""

0.0 0.5 1.0 15 2.0 25 3.0

RT (min)

Bl 1. $HEZR(1.0 ug/L) MRM Bg

2.2 ZHEESHEHR

£ 0.075. 0.25¢ 1.0. 2.5, 10 #0125 pg/L FEMRENHZBRERLEATVETFR, &R 1.2 PRI
FHHITINE, ERIMPEEE. LURE AL, RERAMNENR, LHIRUERZINE 2 Fis. FrSRuE
R LR ME V375729 Y=70073.8X+446.4, BEMXARE (REKRT 0.999) , SREREMEE 97.6%
~104.1%2Z[8le LAEIRLE (S/N=3) IHERWIR, FISRBERIHREN 0.025 pg/l.

Area

um=
|y =70073.78x + 446.3855
R2=0.9997472 R =0.9998736

1.8e6

1.5€6 5

<| Curve Fit: Default (Linear)
| Weighting: Default (1/C)
1.3e6 -] Zero: Default (Not Forced)

1.0e6 |
7.5e5 -
5.0e5 -
2.5e5 -]
0.0e0 i ——— —_—
0 5 10 15 20 25
Conc. (ug/L)

BERIRERRL
2.3 BEEEXR
NARRENBRBREFETIEARESLNE 6 R, ZRMNBBEE, RENEMEBERNES
MEEERINR 2 Fimo SR B NREVREF fa R P E B RAVRE B MIEEAENTERED 5I7E 0.04%

~0.16%7] 1.02% ~ 3.29% 8], BRYBEEE R
& 2. REBNEMEBEREEMER (n=6)

wEY Conc.(ug/L) RSD% (R.T.) RSD%(Area)
0.25 0.16 3.29

HER 1.0 0.04 1.43
2.5 0.06 1.02
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2.4 htREILESEIE

BEMATEY S g CEMEL0.02 g THIEE, MALBHRBRMEEE AR, REEBRNMITRE
AR 5ug/kg. 10 pg/kg A 20 pg/kgo MAFFMEST 1.3 HmanhBRIEfE, MEE B RV INFRINERTE
92.4% ~ 100.5%7 (8], INAREIMERLSERILE 3.

& 3. HERIFLEIERLER (n=3)

kay) IARKF (ug/kg ) B (%)
5 932
HER 10 92.4
20 100.5

3 4ig

AR T —FER BRBEMRIEE BN LC-30A FI=FBMURFRIEN LCMS-8045 BXAMIE 4 A
TUKRABBRIXEEN TR, R EFMETNEIZIREE R, DEERE, BN RENFmD
o TEFMAREREHR, RN EARBES. BEEY, BERER, IRTHTFRTRBREENREHE
MEE Do
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LC-MS/MS Z1a it Y RAZRIRIE R 7% E £

OB AR T HR=-ENRMTRERBAENE S A PR EASHYEER RS ERE
DRILFLEE B 75 7. = B D10 HRTE 0.008~0.05 ng/mL Z[8]; 7£ 0.5 ng/mL~100 ng/mL KESEEA,
V\]ﬁiﬂﬁ‘&)&%%*ﬁ?&?*& R 7£ 0.9998~1.0000 Z 8], HHIETE 94.6~112.3%2[8); &, . BK=ZRE

, EYBR B EFIEEFIA RSD E23I7E 0.04%~0.13%7H0 0.63%~3.08% 2 /8]; MNARER 10
100 pg/kg BOKER, EIUNERTE 77.0%~108.5%2 8], HRIFA 10~120%0BR, &S5 ERHNES, S5l
9%, HERES, PREBRAFRRKMEEHEYRBEONER,

Ri#ia: —BIURITREECAN B Rk

BARR:
< 5% (GB31656.15-2022) , A7 AMNRERKMEEHYNTBEE S,

& EFFRHMERAE/NSGERETR, BRI RERIHEEHE5E,

FRRKME—MER EHTERE, EKTFREPHR ZER. ERTEKTESEINRIaTT BN
BHEMR. WEERRRSIABHIE, BT XKTEEENELATBETFR. =R, HAEFRIIANF
ERR. FRKMSIHILEH)E RN, BURKIMERER, SRR EMEME, mEKEFIEHRY
—EFEEYN X BT R e N B R TR S,

AXZME (GB31656.15-2022 BT 2ERINE K RARKM L HAEYIAEERVIE BAEE
E-REXFIER) , 6/ 52 LCMS-8045 B1L T & AR ARk K H 3 B AUSIY)FE 2 AR KA U2 2R IK
PRETHL I 75 5o

1 2I8E 5

1.1 {¥g8
RRIRA R =EMRRREAN, BFEEN:
A4 imdlas  © SCL40 B &b ¥ 88 ¢ SIL40C X3
W & R LC40BX3 BT 1% ¢ 1 LCMS-8045
F B # : CT0-40S B ig T {Euh © LabSolutions Ver.5.114

LB S @ DGU-405

1.2 ShFH

GUEES e

5 3% i : Shim-pack Velox SP-C18 (100 mmX.2.1mml.D,2.7 um) & (bE) kM a
FRNE], P/N: 227-32003-03
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moon M AME-0.1%FERKOAR, BE-FEER

=+ |’ 130 °C
m ¥ . 0.3mL/min

# O R AR 5l
OB A I BBEERR, FIMRMREN B 48 45%, BYEIER AR 1
=1 BEANRER

Time Module Command Value

5.00 Pumps Pump B Conc. 65

5.50 Pumps Pump B Conc. 95

6.50 Pumps Pump B Conc. 95

6.60 Pumps Pump B Conc. 45

10.00 Controller Stop

BB

B F R :ESl, EEFER DL B & E :25°cC
B OBE @ -3kv mHpRRE E  © 400°C
£ % | &S 30L/min ¥ O & E :300°C
F & =K &S 10L/min 7 # & X . ZREEUMRM)
m Hm K =5 10L/min MR M & #H :J5k&2
o SR @S (230kPa)

K 2. MRM &%k
BIAE 7 Q1 Pre CE Q3 Pre

mS L=y CAS No. L . A
f BF Bais(V) V) Bais(V)
N 104.95* -11.0 -34.0 -18.0

1 BRI DR 31431-39-7 296.10
77.10 -20.0 -49.0 -28.0
‘ 160.00* -11.0 -35.0 -30.0

2 FRE BRI 60254-95-7 298.10
266.05 -11.0 -23.0 -29.0
105.05* -17.0 -25.0 -19.0

3 A FRZR IR 52329-60-9 238.10
77.05 -17.0 -36.0 -13.0
4 D3-FRAZEBK s 1173021-87-8 299.10 105.00 -11.0 -34.0 -18.0
5 D3-#2 B B ZRBK I 1173020-86-4 301.20 266.05 -11.0 -22.0 -30.0

*RIACEEF

2. At
2% (GB31656.15-2022 BRmREERIFAE K mrpRERB N EAEAZEENE REBIE-
EREXFTEE) 8.1 2B M “8.2 & BNt E R miEt TR,
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3. HFR5WL
3.1 R4

TAF@A 0.5 ng/mMLAVERR (SR D3-FRRIKILH] D3-F2ERRIKI, REDFIA 2.5ng/mL
0.5ng/mL) BY MRM SIEEWIE 1 AR, BIEEOBERY, BEL T,

#1 D3- FERmRE #2 D3-ZETFRM #3 R #4 ZETFRRM #5 SETFHE
ISTD299.10>1050... 9.32e4  ISTD301.20>2660.. 3.29e4 Q296.10>104.95 (+) 15de4  Q298.10>160.00 () 6.10e3  Q 238.10>105.05 (+) 1.69e4
10000 100.007 10000 100.00 10000

% % % % %
: i
0.00 0.00} 0.00 0.00 0.00
4 5 1 2 a 5 1 2 1 2

1. =EHF®M 0.5 ng/mL FRERRH MRM &% E
3.2 REE
0.05ng/mUEBERERR, REARMLEAEYEES FEIEIENS/NN3~1T, EEEFEIEIERS/N
RT3, IHEAEEKRERN0.008~0.05 ng/mL, REEMTFAREER(0.5ng/mL)o

Q 296.10>104.95 (+) 2.16e3 Q 298.10>160.00 (+) 9.00e2 Q 238.10>105.05 (+) 2.66e3
100.00- N 100.00+ 100.00+

0.00

0.00

T T T T T T T T T T T T T T T T T T T T T T T
325 350 375 400 425 450 475 5.00 075 100 125 150 175 200 225 250 050 075 100 125 150 175 200 225
RT (min) RT (min) RT (min)

E2.0.05 ng/mUEEIEABRMRMEIEE (I EE8BF, 4. EEETF)
(. ERZRIRE, d1: ZEERRW, A SEFREKW)

3.3 Kgshs
RIBIVEER, BEHIRESPA05. 1. 2. 5. 100 20, 50, 100 ng/mLATGEETMERK (SWHR
D3-ERZRBKIEFIDI- R E FHIRBR I, REED592.5 ng/mLAI0.5 ng/mL) , HEtrphgk, HeERUFRIFMESFT

o
Area Ratio Area Ratio Area Ratio
ERIKIY P 100 | SR

y =0.8203507x - 0.003328910 30 2|y = 0.1580906x - 0.01022802 -|y = 0.4952670x - 0.05641176
R?=0.9999 R =1.0000 JR2=09999 R =09999 -|R2=09996 R =09998

30

80 | Curve Fit: Default (Linear)
| Weighting: Default (1/C)
“| Zero: Default (Not Force,
60 -

25 -: Curve Fit: Default (Linear)
| Weighting: Default (1/C)
| Zero: Default (Not Force

Curve Fit: Default (Linear)
Weighting: Default (1/C)
Zero: Default (Not Force

40-

20+

: — 0 —
0 20 40 0 100 0 100
Conc.Ratio (ng/ml) Conc.Ratio (ng/ml) Conc.Ratio (ng/ml)

3. RUgERlZE
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*®3. REHLER

WS GA=g7 AR 54 PaL BXRIR R (%)
1 FRDRM D3-FRZRIR I Y=0.820X-0.003 1.0000 96.7~108.4
2 FRERABKMW  D3-FREFRRDKM ¥=0.158X-0.010 0.9999 94.6~110.4
3 SUEFRRBKW  D3-FREFRZRDRM ¥=0.495X-0.056 0.9998 95.7~112.3

3.4 EEMRE
A1, 100100 ng/mUTAER R, HESLHEFOR, ZRNBHNEEN, RENEMIEEMRSDES 5!
7£0.04~0.13%7#10.63~3.08% = [8], MELER K40

&4 TOERRRBNEEERES HER (n=6)

HS (a=x? RE (ng/mL) R BEEAY18] RSD(%) I EFR RSD (%)

1 0.05 2.95

1 2BiSY I 10 0.04 0.63
100 0.09 0.88

1 0.12 3.08

2 FREL BRI 10 0.06 1.10
100 0.13 1.57

1 0.08 1.54

3 SUE AR 10 0.07 0.78
100 0.11 0.72

3.5 [EUE

TEERDBINNR 10 ug/kg M 100 ug/kg, BIMEEFHEFEDNT, ERAENEINE, ER7E
77.0~108.5% /8], E{AI05R 5 Fixo

ELRE &S
mS =] IARARE (Lg/kg) O MRE (ug/ke) [E1HEE (%)
10 7.7 77.0
1 FR 2R

100 79.2 79.2
‘ 10 8.3 83.0

2 FRELRRZRBKM
100 92.5 92.5
a 10 10.3 103.0

3 FEBRRKM
100 108.5 108.5

4 i

A2 (GB31656.15-2022 BmREEFIVE KTmPRRKMRERGEYAZENNE RIEE
E-REXFIER) , 8/ 92 LCMS-8045 1L T & AR FRZRDK M Ky H 3 B2 AU B R R DR | B R 2RI
RIS R, BIEARBER, BEEMNY, ERERD, Flikea A RRKM L EAEYIAEERNE
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2.4 KBEIEFHREED R
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LC-MS/MS MEFRAPERIFXEE

i B AXRIUTEARRE=EMATRREBRSNEFTRNTRREERBEN T E. FRRENILEDN
BERFEFRAT, XAEBFRIVETER, BYZ NN (MRMRIVHITIE, £5RKRAE: EAIMF
EEE, FARE 0.5 ng/mL~20 ng/mL ARESEENIEERSHRERELMEXRRY, FRSRUERLZLL
MR RHIITE 0.999 UL E, SRESEMET 96.7% ~ 113.1% (8], BFEEENLIKNELRERRIT.

XEEE: T FR% —ERTRE

BEEIAFAEV LR, ATMRIE F. FEELIEK. BEEFUE, SHEHR ZNA.
AT, BEEBREFNHE. REZRFAIR, BHERNKNEBELE, A TEENSAKRZE -, BEET
ANRBERNSAER, XFEETERUIMERARE. RA% (Promethazine) E—FInEIEIEAARE
7, BUHiREERAEINEIERNEET, IRRK EAIBTEL. SR, SoEUMEEER, UNE
5. BEln. B SSERET . EEARRINLELY), NMEn]aEREEitER, Kk EoiTs
NI AZRRISE TR, MIEGRENEEN A5 RS8R, SARNRD R SoifBETERRUKRITIEES
AR, HERNRIEE 176 SAEME, HEEREE LA EKFER.

LE], MERLNEEFONGEEEEMRKEE L SRIEEEE. SEEIE-EE. KIEEE
-FREEFAA NI A S, SRURIEEE-REERIE(LC-MS/MS) 2T AN T HES. 4R IEF TR
=, BERAEREERERTREYRRNNERG F. AXETBEEBSRIEEE- = EURATRIGE
BER, BUTNEFAFRRERAREBENS . ZHAFmatBIEEE, BERES, JRAT4AF
SARKEENRRNE, HEXKMARESE,

1 321885

1.1 {28

52 LCMS-8045 = EMIRTREUEEKB RS, BAEKEN:
Aorizhlas:  CBM-20A B S #l @ DGU-20Ask
B & 3R LC-30ADX2 Bnh#EfEes:  SIL-30AC
T B # :  CTO-20AC MW 28 @ LCMS-8045

BET{EuL:  LabSolutions Ver. 5.99
1.2 & MA
BHESMG
B 3% & Shim-pack GIST C18 (100 mmX2.1mml.D,2um) , P/N: 227-30001-04, &% (L
8) KRRBIMERAE]
oo M L ARE-0.1%FERACERE; B18-2.B5
R 0.4mbL/min

BEEAR 2L
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R 30°C
ERR AT o BRERRR, BABWIAKER 35%, BYEiZEILE Lo

=1 BERRERF

Time Module Command Value
1.20 Pumps Pump B Conc. 35
3.70 Pumps Pump B Conc. 90
4.50 Pumps Pump B Conc. 90
4.60 Pumps Pump B Conc. 35
6.00 Controller Stop
BRig &
BFHEL  ESI+ 2 0O &8 E :350°C
B O B £ :40kv m ® 5 ==K 10L/min
EHSME A 3.0L/min FEBARME  AS 10L/min
MAREHRE @ 400 °C Bt # S ®mS 270kPa
FiAaFIERE  250°C A #H &K A 0 ZREENMRM)
MRM &% N I B B & : 100ms
7= 2. MRM 2%k
LA e CAS No. BT Clere g B3P
V) V)
285.2>198.1* -14.0 -21.0 -22.0
Rk Promethazine 58-33-3
285.2>240.1 -14.0 -16.0 -18.0

x RTEEBREFY
1.3 HmahigsE

ZRT7RESBRAMNBmI TR E (BJS202005 BRRARFRRZRINED o
1.4 BEREMZRIHIE

BRIt 2 g CEMEL0.02g) F50 mLBOE, % 1.3 HmaER AR FRRB=aispE
FUaR. BEEMELIFRESE, BAEAFERAERERRFAERENDS 050 1.0. 200 50,
10, 20ng/mL WRFIIRETIER, EHNE. UEEREBFRECIBEEMRNNLIR, TEESRREN
TR, RHIRUERLZL,

2 ER5itie
2.1 tRE#mE MRM &iEE
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Q 285.20>198.10 (+) 9.30e3
RT=2.523
100'00__R1 4231 (29.25 - 48.75); 10849%
RRAE
% -]
000 -7 T T T T T T

0.0 0.5 1.0 15 2.0 25 3.0 35 40 45 5.0 55
RT (min)

1. BWE(1 ng/mL)BI MRM Bl

2.2 SMSEESEHR

RARKRENSRRERLEAETER, &R 1.2 ANDREFEHITIE, ERIMPEEE. LUR
BT, IBERRNIEIT, SRIRVERLINE 2 Fir. PRISRUEMALMRRARY, LM REREX
AL 30

NET
9.0e5 -|y = 46194.86x - 1460.602
-|R2=0.9998693 R =0.9999346

8.0e5 < curve Fit: Default (Linear)
-| Weighting: Default (None)
-| Zero: Default (Not Forced)

00e0 -7
0 5 10 15 20
Conc. (ppb)

2. RABRIIRERL

LN KR
ey T ‘ ° TR (%)

(ng/mL) (ng/mL)
SRk Y = (46194.9)X + (-1460.60) 0.9999 0.5~20 96.7% ~113.1% 0.17

& 3. RUERESKRERER

2.3 FBEEXR

W ARERENFREELITVE TERESNE 6 X, ZRNENERE, RENENEEDRNESE
LERUNK 4 Fimo ERETR . TNERER AR =RENRENEMIEERENITERED 5T 0.09%
~0.18%7#1 0.87% ~ 1.36% (8], BRI EEE R
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& 4. RENENIEEREE LR (n=6)

da=x Conc.(ng/mL) RSD% (R.T.) RSD%(Area)
2 0.18 1.36
FRAE 5 0.09 0.91
10 0.13 0.87

2.4 INAREUFESLIE
FEMFREY 2 g FAMEEE, AL ESRBRIIRETIEAR, EESRERNMNRRED SN 4 ug/kg. 7
ug/kg M 10 pg/kg. IMAMERET 1.3 H#AFMIRIRIES, NEFAEMNIMNREIUET 80.6% ~ 84.1%2
8], INAREUREREER IR 5,
X 5. BABHIIREIERLE R (n=3)

(a=y/ IARAKF(ug/kg ) FYEIUEER (%)
Z 81.1
A% 7 84.1
10 80.6

3 &g

AR T —FER BRBERRIEEIZN LC-30A M=F MR FIEMN LCMS-8045 BXAEIBTIE N
EFARERRRAEEN F. BRIMIEEE, BFRKRE 0.5 ng/mL~20 ng/mL RECERNEERSH
FREREAMXARY, FISRUVEMZAAIEERXARIIIE 0.999 U L, BSRUERERETE 96.7% ~ 113.1%
zial, BfFREMBIWRLIERRYIf, HEFERKE, £ AR FEE, BEBES, JRTFTARE
RERILE 2RYRENE
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LCMS-8050:7E 38 R P ERER B 3th S BR F B ES AR 12 22 B 5% B2

B AoCEY T —MERREBEXREEIEN LC-40 A =FMRATFLTIEN LCMS-8050 BXARMNIEERA
FREEER Rt 2 ERAI B R AR R EA B BRI 0R, 12 ARITE 4 min NFERXI RN pvsl, BEER AR ithZ2 R
FMEEER L Z2ER7E 1.0 pg/L~100.0 pg/L RESEERNSME RYF, RUEMRMSGLIEEXRE r£ 0999 U E, B
BREMNBIWKLWERR. A ERBES, DTIEIRE, SREW, PR THERNTERR RNk
B2 FR 2 22 R AR R IR IR AL

Kigia: —BMURMTRE A EREMEE ERFREZEH

BAMEFFREEKIEHRNEAESHNEREN R mET 2R, B RS ERAEER P 2B ET
BALGREERAY), EABBEK, ESAMELE, BFNFEARNR. BZEHEENIRmT
WARBR R T HEERE, EEEAAENERBIESEE. BRERR) L EER R DA BRENTF
ERARR EAMSEmPIEHERARBE X, HERIW AN EIRTE 2002 FLHHE 235 SXAFRANEE
RFAMZIRASENE R AP L.

BRI MR RTN RS A T BEEMEEEUA. QUEChERS YA, RIBREEUES . EMRZEEUART A
BIEE. BIFER. Bl EEREEXANEILIES X,

AN ZREZFVERNGE GB31660.4-2019 (RmET2ERINE thM R T EER At 2 A EEER
REZWONE RIEGIE-REKFEE) , FEIBRN, ECkiRE, BaMEEF 2L, REALRS
B/ 52 LCMS-8050 REEKAARFANE, AtnEEE. WHERBES, nififiEE, EREWH, BT
&N ERER AR 1 22 B AN BB PR 2 22 AR B RO IR IR AL

1 L3RRSy

1.1 {¥g%
AR FEABSMREEIBN LC-40 5 =F UK FRIEN LCMS-8050 BXF RS, BEAEEN:
Wi R R . LC40D X3 X2 ZiTHI2s ¢ SCL40
B S Wl : DGU-405 B N 8 LCMS-8050 = BIUIRATEILIY
Bnh#ti¥Ees  © SIL40C X3 BETEL  : LabSolutions Ver. 5.99

= & F : CT0-40C
1.2 &G
YEESLE
& 3% & : Shim-pack GISSC18 (50 mmXx2.1 mmI.D., 1.9 um, SGLC, P/N: 227-30048-01)
Jnooh A8 0 AME-0.1%FERKAR; BHE-0.1%FERFEARK
Vi ® . 0.30mL/min
HEAER 10uL
R I BBESERT, FIGREN B 48 20%, BYEEFILER 1o

154



=1 BERRER

Time Module Command Value
0.50 Pumps Pump B Conc. 20
1.50 Pumps Pump B Conc. 90
2.00 Pumps Pump B Conc. 90
2.50 Pumps Pump B Conc. 50
3.00 Pumps Pump B Conc. 20
4.00 Controller Stop
P14
5 F R :ESH MARREHRE @ 300°C
BFREOBE : 3.5kv DL & & : 250°C
EZ 2 mE :3.0L/min BFIREE : 400°C
S A &® 1 10.0 L/min A & X 0 ZRNENMRM)
F AR mE : 10.0L/min MRM & # : &2
W #E 8| =S B 8 B @ : 47ms
# 2. MRM 2#§
Ql Q3
EWEIR E &= wE CAS No. WNEFXY pre CE Pre
(V) V)
HER R 385.40>267.30" -11.0  -19.0 -19.0
Megestrol acetate Ca4H3:04 595-33-5
Z2 385.40>325.40 -11.0  -150 -23.0
itk Medroxyprogester- 387.40>327.40* -11.0  -13.0  -16.0
Ca4H3404 71-58-0
Z2 one acetate 387.40>285.40 -11.0  -19.0  -20.0
MAEEERER  Megestrol acetate-
CaaH29D304 - 388.40>270.40" -11.0  -180  -13.0
HZ R D3

A CRTEEBBTFN

1.3 HFmaER &
BYisti® 2 g CEMEIEZ20 mg) F 50 mL BOER, AN LIER(L ug/ mL)40 ul, f0 0.2 mol/L ZB&

BE PR 4mL, mIERS EINR-HIREE R T/ S EMEREER 40 pL, T 37°C B AHERIRS,
BSAE 12 ho FEMEARE, MOBRES 10mL, TiERiRZes ERIZURZ 10 min, 4000 r/min i 5min,
B EERERTMA, FHENRE I0mLEEREW 1R, aH LEER, S0°ChREZEAET. M 10
mL. IESWE SmL AR, BES0mL BO0E8H, R AIE 10s, 3000r/min B0 2min, FIESKRE, T
BT 50°Cheik & A ZET, N 30%FEAAR3ImML, AR, &H. BREBTEMEZEEEAFRRE. K& 3
mL &M, BEBRIHE, FRAK. 50%FEARS 3mL ik, #TF. BAEEE 5mL %R, #hti&F 50°C
TRAWT. A 0.2mL ¥ RsiiBAaRBMBEARY), WIBRS, 15000 rpm &EIRE O 10 min, BXEER E
HUNE o
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1.4 fREBRAEDH

BERENEEREE LERMNIMMETIER, ARSHEHBECHIBIRER 1. 2. 5. 250 50 1 100
ug/L WARTIFMER R (RARTR 20 ug/L) » LIRS RARRFHERS FRE B IR LR, IR
HEBRRIRE L NIEYAR, AIASEITR &L,
2 RS
2.1 {REHER MRM GIEE

Q 385.40>267.30 (+) 1.53e4 Q 387.40>327.40 (+) 1.08e4
RT=2421 RT=2438
1.5e4-|R18520% (92.61) 1064 JR157.98% (111.51)
Oe4 4| H A Y2 M
HER 5 1 T A
B RO : Rkl
1.0e4 - 7.5e3 -
5.0e3 -
5.0e3 - E
2.5e3
150 175 200 225 250 275 300 325 150 175 200 225 250 275 300 325
RT (min) RT (min)
ISTD 388.40>270.40 (+) 3.68e5
RT=2418
= TRTA =
3.0e5 TUAESER FR O 2
2.0e5
1.0e5 -
0.0e0 —
T T T T T T T T
1.50 1.75 2.00 225 250 275 3.00 3.25
RT (min)

1.1pg/L BRER R Z2HR. EEERFR 25280 MRM B1%E (4R 20 pg/L)

2.2 S ER SR

REORE 2 .5.25.50 A0 100 pg/L BIESER it 22 ERANBEER R 2 2 BiAmE LI (RARRE N 20 pg/L) »
B 12 PR ERAHITNE. LURELL SR, EERLENLIR, FIFRErL, NINEEE, SF
ROERILRINE] 2 FiRe FISRUERIALIME R AR, AMARERAXEAHINK 3, B 37 0.2 pg/L BEERR
Z AN EEEL FRF2 52EARY MRM BiEEl, RIEQHIE MDL=3.3 S/N, E&R LOQ=10 S/N it B HRME
£IR, ERIK 3,

Area Ratio Area Ratio

iG] R

45y = 0.04647205x + 001971975 2759y = 002771195 + 002410238
R? = 09993359 R =0.9996679 R2 = 09992574 R = 09996287

4.0 - Curve Fit: Default (Linear) Curve Fit: Default (Linear)
Weighting: None 2.25 -| Weighting: Default (None)
3.5 ]| Zero: Not Forced Zero: Default (Not Forced)

2.00
3.0 1.75
254 1.50
204 1.25
1.00
1.5+
0.75
104
0.50
05 025
00 T T T T T 0.00 T T T T T
0 20 40 60 80 100 0 20 40 60 80 100
Conc.Ratio (ppb) ConcRatio (ppb)

2. FRER M ERAI BRI R 2 ERRUE R
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Q 385.40>267.30 (+) 5.27e3 Q 387.40>327.40 (+) 8.22e3
RT=2417 RT=2421
] 8.0e3
40e3 1 £ R T2 6.063 HEL R R 22
S/N=45.4 4.0e3 ] S/N=54.3

20e3

N ey ey e e ey errp e ey N e e ey ey e e e ey
150 175 200 225 250 275 300 325 150 175 200 225 250 275 300 325
RT (min) RT (min)

3.0.2 pg/L BRER A2 ER. EEER RS ERATAF MRM B1EE

& 3. FOERA S EIRER

e SHMEE ) TEE2R oganlic)
way Bt RS - "
(ug/L) (ug/L) (ug/L)
£ 4 B Hh 22 B Y=0.0464X+0.0197 0.9997 2.0~100 87.3-104.4% 0.04 0.01
EFR FR IR 2R Y=0.0278X+0.0241 0.9996 2.0~100 86.6-104.4% 0.04 0.01

2.3 REEXR
SHREN 0.2 pg/L. 2 ug/L A 25 pg/L RIBEER I 2 ERANEEER R 2Bt E TIERESINE 6 R, &
SN EEIEEE, RENEMEBERNESEMERIE 4 Fim. ERER: TNREMRESRPRENYIRE R

B AU E AR B’Wfﬁﬁ IRAERE D BITE 0.10%~0.18%70 1.25%~5.19%2 18], NEEEE R,
*& 4. RPN EFIEERES MR (n=6)

0.2 ug/L 2ug/L 25 ug/L
RSD% RSD% RSD% RSD% RSD% RSD%
(R.T.) (Area) (R.T) (Area) (R.T)) (Area)
[EfidesheReatily 0.18 5.19 0.13 2.50 0.10 1.85
BRER R 1 22 0.13 3.25 0.14 171 0.11 1.25

2.4 [OlYg=R5208

MRERZE AR AT, IIABERPMZERMNERRRZ2RAERR, EITFREDHAN 1ug/kg, Sug/kg
20 pg/kgo 1RMR 1.3 HmplhER A RER LG, WERRFMZERMERPZZ2FIIREIERE, =
BRERF@AIIATREN 1 ug/kg FAFm MRM SI1EEN 3 AR, IIARERERLERILEK 5. EEléi%ﬂ%D,
BIEARBES, HEWERL, pILURREAPER P2 EEER R 2 2B A BRI R,

Q 385.40>267.30 (+) 1.79e3 Q 385.40>267.30 (+) 2.88e3

RT=2417
v

2.0e3

1.0e3

0.0e0

RT (min)

RT (min)

= AEAMATEEER 28 (1 ug/ke)
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Q 387.40>32740 (+) 6.95e3 Q 387.40>327.40 (+) RT=2437 577e3
2.0e4 4.0e3
1.0e4 2.0e3
0060 00e0
1.50 1.75 200 225 250 2.75 3.00 3.25 1.50 1.75 200 225 250 2.75 3.00 3.25
RT (min) RT (min)
TEER = HEANMNTEERR R Z 28R (1 pg/kg)

3. TEEARIIFREN 1 ug/kg B m MRM Bl
& 5. EERR Rt ERANEEER R 2 2 ERRY INAREI R 5 R (n=3)

T eI E%
1ug/keg 5ug/kg 20 ug/kg
2 B 3 2 82.2 90.6 97.7
SR R R 2 81.7 85.8 89.2

3 45ig

ASCRYE GB 31660.4 -2019 (BmREEZRNE ¥4 B T EEEL i 2 RN EEEL R = 2 BRpYNIE )
BRI T A RRBEMREEIE LC-40 M =BIURA SR LCMS-8050 BXANIZE ¥ A -hESER AR th 22 AR A BE
R R IR E R 7%, %A Shim-pack GISS C18 &iEHE, PITE 4 min RFEAXIRRUAIRYE N,
HER R B ANBEER FRF2 Z2BRTE 1.0 ~100 pg/L RESCENAIE R, RUERMZLMEARXRE r £ 0.999 KU
£, BEEBENRWERLBERRY . 2HiRBES, DiTEE, SREWH, IR TERNTEERRE
BRANEEER A2 22 ER T 2RV RR DA
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LCMS-8050 MEHER 5 Fha,-Z{&:EEh7I

HE: ANEAREESNRIBEE-ZEMRTLIE LCMS-8050, B TRt BmFEILEBES 5
Fho-RAHENFIBNE S %, &% (GB 31660.6-2019 4B @A 5 Ma,-ZAHENTIABENNE &
HEIE-BERKEE) BmT2EFRINE, BANGEAmBRNE AR, JERZESIREL, SHIMSEN Styra
MCX (52K es BRAR], P/N:380-00853-01)EAZEMT AL, RIEEIE-REKFUENE, IMIEEE.
HERETZAEEMRY, MEMSEXARY2>0.995, 5 ug/kg MAREIURETE 69.6%~91.8% (8], 1H
IARERZE (RSD)< 5.7%. % T57A P R AT mmH a- 2R AENTI R E 8o

KA. LCMS-8050 BELE HBA ar-RIKHTHH

BT B RmREMENXE, (7 B-REMEFINEASTE T CELRE, MM
BROBLE T Bo-RAKHEHFITEEIFIERRVAREER. Mo AT EA— M RN EEEHE KRIES
BRAXERNAYBAEZRYSIEXE, BERHTUFERIFEANERANES, FE 2010 F, RIUER
1519 SAEEBRIWIEARE. BERIESFIIANT RWE (FRIEEREAYIOKPERIYIR) B8, (GB
31650-2019 BmABARAKLEIRE) ME, (NFUHRAIATIFFNERNT. S5, Efta-ZIEHE)
R IEATEEHAE, BRE0H, (GB 31660.6-2019 si¥4E G 5 Fa,-ZAHEhTITZ B E/NE
BAEBIE-REUEE) BRmREEFRNE, RETEILEE. k. REEE. RE/REMAIRERELE.
SSALA K RRE A BN %, ZAREET 2020 4 B 1 BIEA K.

A 2% (GB31660.6-2019 mh¥I4t B mApSia-ZRHMENTIA B ERNE BRERE-BEKAEE) B
mREEFANE, BT AT LCMS-80508YE 5o HIENFIRTINE 7575, %A ERR. IRE, &
M B e R ETLEE F 5o ZAHEFIBTNE,

1 LIRSy

1.1 {438
BEBEIREEES = BNRTFIENEKA RS LCMS-8050, EAELEN:

Wi R = . LC-30ADX2 515 Hlgs - CBM-20A
R S Ml . DGU-20Ask M 88 . LCMS-8050 = EMUMRATERIE(Y
EahiffE2s ¢ SIL-30ACMP B TEL  © LabSolutions Ver. 5.91
# R & . CTO-30A

1.2 St &M

RAREIEE M.

B 3 & : Shim-packVeloxC18 (100 mmX2.1mm.D., 1.8 um) Shimadzu SGLC, P/N: 227-

32010-04
O B ORBEIE A0 2%BREACAR  AEHiE B-2fE
Vi =® : 0.3 mL/min
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e P : 35°C

#H O 2 . 5uL (co-injection,15 L 0.2%FRER7K)
B A R BEE, BARYIIARENRN 10%, EERILE L

= 1. BERHRIYEER

Time(min) Module Command Value
3.00 Pumps Pump B Conc. 30
4.00 Pumps Pump B Conc. 30
4.50 Pumps Pump B Conc. 80
5.50 Pumps Pump B Conc. 80
5.60 Pumps Pump B Conc. 10
8.00 Controller Stop
R
o M M 2 LCMS-8050 MPARSRE  © 300°C
5 F R :ESH DL & & : 250°C
EHME :3.0L/min B FREE : 400°C
m#H S mE : 10.0L/min A #E R X ZREEUMRM)
F 1SR E :10.0L/min MRM & # : &2
& 2. MRM 2%
= . S e Q1 Pre Bias Q3 Pre
FS A=/ el AAEF BT .
(V) Bias (V)
44.10* -19.0 -26.0 -16.0
1 BiLeE 254.00
210.00 -10.0 -28.0 -20.0
L 90.00* -16.0 -23.0 -16.0
2 S ATAL S 221.10
164.10 -17.0 -26.0 -29.0
A 170.00* -11.0 -35.0 -17.0
3 RERTE 292.00
212.00 -22.0 -28.0 -21.0
174.10* -18.0 -28.0 -17.0
4 RERE 245.00
209.00 -10.0 -23.0 -21.0
159.90* -17.0 -34.0 -28.0
5 AIRTE 230.00
213.00 -18.0 -24.0 -21.0
EEBFXY
1.3 friEmAi

VrfEm: ShEREILERE (Tizanidine hydrochloride, CoHsCINsS - HCI, CAS: 64461-82-1) . REEE
( Brimonidine, CiiH10BrNs, CAS: 59803-98-4) . #H R % & K & (Apraclonidine hydrochloride,
CoH1oN4Cly - HCL, CAS: 73218-79-8) FMZLERA]RIE (Clonidine hydrochloride, CoH1oClsN3, CAS: 4205-91-8)
hEREEHIME  (Xylazine Hydrochloride, Ci,H16N,S, CAS: 7361-61-7) , BE=>

B819>98%, METHRF,

98%, ME TRC K8,

2. SHIMSEN Styra MCX(SGLC 285, 380-00853-01)EIfEZEENT, = RHFRTFo
ZiE: iR, ERRF.
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Batk: ZIE/KER Milli-Q Plus KB RAREREBF5 RIS,

L. g, 4E 98%, =ERTo.

FRERENEE AAR . BUC/KERERTN 10.6 g, FZKAMRHRREZE 100mL, A AR, BMEREM 8.4g, AKX
ARRHAHREE 100mL, A BR. BXAR IO ML, Bi& 10mL, B4, IMAIE.
1.4 HmBinEdh LA H
1.4.1 #amblsE

2% (GB 31660.6-2019 sh¥IEBR M 5 Fho-ZIEHoHFIFRE E0INE RIEEIE-REEFIEE) tnE
HTAMB % BURE 2g CEMEL20mg) , F50mL BOES, MBEME DK S5mL, IRHES, T
BAZBE 10 mL, Z9#R%, F 8000 r/min B 5min, BV EEFERTEOMET, FTEBKRTINZEEZE 10 mL
BERN—K, BHARLEBR. T 55°CIREEZLET, MNWERHAERR 4.0 mL BRERY, &
SHIMSEN Styra MCX (SGLC 25, 380-00853-01)EHEZERHfox BERER. K& 3 mLJE . BNERRITHE,
FA7K 3mL. BREE 3mL D5, T, SURKEEARR 6 mL Ak, WERRK, HA SNEKFEBER
Eo6mL, E#lo
1.4.2 FOERLREIE

SHBEFEICEEIVETERIEE, BYARLAREBFRESIBIRERN 0.5, 1. 2. 10 50 #1100 u
g/L RYEEVETIER, ImEIMES

2 SR 5itie
2.1 frmBEE S &iEE

R 100 g/l RtmaBERD, REFYBFAERIBAEILEES 5 Ma-ZIAEHEIFIBA B
¥, WFE 1P, PIHRERREEERNTYE o W3 0.5 ug/LBIRARIM, MRM BIiEEYN
B2 FR, TRBFETI, B 5 Mo-MEEhHTE 4 min ASLEL T RFDE.

Inten(x100,000) Inten(x100,000)
7-57 5.0-]
| 400 1 89/95
5.0 1
1 ’ 164.15
] 2.5~
o] | 4105
5 553 00 1 22}.15
1 210.25 iy ‘ ‘
0.(} T T ‘ T T T ‘ ‘ T T T T ‘ T T 0-{" ‘ H‘ h\ U‘ \‘ H T T T ‘ 1 T T ‘ T T
100 200 300m/z 100 200 300m/z
BiLEE (-30V) Fhik (-20V)
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Inten.(x100,000) Inten.(x100,000)

30] 212.10 <o 174.20
2.0~ | 4410
1 4405 291.95 2.5 209.05
1.0 i
K 16995 249-00 1 147.201199.90
0.(}7\ T T ‘ T \H\H\ ‘ T T T T ‘ T T 7‘ 1 } 1 ‘\‘ \‘ \M “\‘ T
100 200 300m/z 100 200 m/z
RERE (-30V) RERE (-30V)
Inten.(x100,000)
5.0; 10
25 230.00
] 21? 5
0.0 1 ‘\ 1 7 \‘ ! ‘ T ‘ 1 1 T 7
100 200 300m/z

AIRE (-20V)
1. 5 M-SR HEHF MS2 FikE

(x10,000)
I.Oi a
0.5
0.0
I [ ‘ [ [ ‘ [ [ ‘ [ [ ‘ [ [ ‘ [ [ ‘ [ [ ‘ [ [ ‘ [ [ [ ‘
1.0 1.5 2.0 2.5 3.0 3.5 4.0 45  min
(x10,000)
3.0- 5
=
, I &
2.0- x|
w % N
] W
1.0~ e JA
: N i,
JA—
0.0 A\
T ‘ T T ‘ T T ‘ T T ‘ T T ‘ T T ‘ T T ‘ T T ‘ T T T
1.0 1.5 2.0 2.5 3.0 3.5 4.0 45  min

E 2. =& (a) « 0.5ug/LBRAT (b) BiEE
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2.2 SMEXFZERIGHR. EEMR

SYRVBGIMERLZTRRIITON, UERANENR, RENEEIR, HITEMED

Go GRIF 3

3FR, BILEES 5 MBEMRTE 0.5-100 pg/L BB, ZIERYF, LMEMEXREIY=>0.995 L 0.5
ng/L BAERNEYE, BIEEREE S/N=3. S/N=10 HEHHR (LOD) . EEMR(LOQ), K HRIME BRI
T 0.44 ug/kg, HEATERK,

T #(x1,000,000)

5.0

4.0

3.04

BiLEE

THi£(x1,000,000)

T #(x1,000,000)

7.5

il #1(x 1,000,000
4.04 ( )

THiF(x100,000)

[ ] 5.0—_

0] 40]

: 301

20 ]

] 2.0

10] ]

] 1.0

RS T AR~ VAR A RS T AR v ARy A
TERE AIRE
3. FRERLS
& 3. MRS, BERNEER
\ S \ 1% PR 2R
Fs RSB R LR HEXREr  HEHE (%)
(ng/kg) (ng/kg)
1 BiLRE Y = (58001.0)X + (8238.45) 0.995 89.0-111.4 0.04 0.10
2 EHi% Y = (85806.3)X + (6096.82) 0.999 95.7-104.2 0.02 0.06
3 HERE Y = (34668.4)X + (3641.28) 0.998 91.7-107.6 0.04 0.12
4 L ERE Y = (42533.9)X + (4399.56) 0.997 90.7-108.8 0.06 0.18
5 BIRE Y = (5687.90)X + (666.671) 0.997 90.7-110.3 0.14 0.44
23 EEHER

1 pg/L B RRIES DT 6 8, TR IRE B BIAIE EARAY RSD. 45 R I3 4, fR B8] RSD<0.27%,
IEEFRAY RSD<4.86%, X ERIREM Rifo

7 4. REBYBIFMER RSD

FS XA

fREBEY{8] RSD(%)

mEF 3 RSD (%)

BiLeE

FHIR

BIRE

1
2
3 REEE
4
5

0.08
0.05
0.17
0.27
0.08

1.69
191
4.05
4.86
481
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2.4 ItREIRRER
= AEAFmLIHTT 2 pg/kg BIIIARRIMGRNTE, F17 3 0. ERNEKS, BILEES 5 BT
BIEIERTE 69.6%~91.8% (8], RSD 34<5.7%, T EMmEXN T EIWZFEAER(60%~100%),
%R 5. FEPIINAR I L

Fs eyt EAFE (2 pg/ke)
PNAREIEE /% BEM/%

1 B BE 87.2 33

2 FHIME 78.7 2.7

3 RERTE 81.9 3.5

4 TERE 69.6 2.7

5 BRE 91.8 5.6

3 45ig
AXfEA B EBEMREEIE- =B AR RIEN LCMS-8050, &% GB31660.6-2019 ik, BII T
R 5 Fha,-ZARBIENTNE S Ko 12 AREEXIT IV EE,
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LCMS-8045 NEENPEREMAIRE

BE: 2B SRS NRIE G- = BTSN LCMS-8045, I T SRS SrhREIEH T &
A%, B (GB31660.7-2019 HARKTRHEEEA A FERDENNE RiDEE BHALE)
BRRLERNE, BORSSBIEZBIEN, AYORE, AOENGLIERER, R SRR
N, WiFEER. SRR TRERNEREANE R, MAMSIEXRE09>0995, 1 ugke. 10 ugke
SREEHIIMFEIRETE 70.6~97.6%2 18], MIAREILERABIHHR AR (RSD)<5.6%, %7534 AT R IR
EERAA R e RN,

XEi@iF: LCMS-8045 B4RKE A RIRTE HEIE

FREER—MHIZEETF, R EATSRE. B5. SBMANZERIERK, R, FEEEEN
S5-¥2BRRBIIER, RGN EMIETE RIRMRSRAEINFE, BT &85 AR UEHE R, PI/RES—IT
LRAEHNFT, B T KM ETEY), kL, BEAREREMFKTIASHER, TE8METEARIR
PRREAEICHER W, ReEKMRE, NERERR. XM LEYRThH LRI EEE RN,

F1E20104F, RAEFISIOSAEERHIERIRE. FRIEFIIANT RWE (RILEREHAMIKT
FERANMIED FH. 2019F108%H T (GB31650-2019 BMAASHRAKERE) , ¥ “THERIEL
HYRAEYBR” , 202048 1HEHIT. XKREB, FEEEMAREHNERToIE, BN
YIEF SRR

A 2% (GB31660.7-2019 BALRMKRFERIEN A REZXEENNTE RIEGIE-REKFEE) B
mREEFANE, BT BT BRLCMS-80458V BN R EBRIEN Al RERME S £, 2 ERR. IE, &
Aot B P FEEEN B R ERTIE,

1 L3RRSy

1.1 {%2§
BEEBEMRERIES ZENRT S (BKAZ RS LCMS-8045, BRECEN
W & 3R :LC-20ADXRX2 % 4 & # 2 :CBM-20A
B ©h # # 28 :SIL-30ACMP = BRI RIEMN  LCMS-8045
£ B :CTO-20AC & & T fF 4 :LabSolutionsVer.5.97
£ 4 Bt S Al :DGU-20Asz
1.2 3tRFH
BAEEIEEY:
& o R . Shimadzu Shim-pack Velox C18 (100 mmXx2.1 mmI.D., 1.8 um) Shimadzu
SGLC, P/N: 227-32010-04
vy

o M RSB A-0.1%FRERACAR  REhAE B-Z B8
= : 0.3 mL/min

NS
=

Ny
=N
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= w1 40°C
O 2 o 2uL
kR A I L BEGEE, BARYIIRERN 20%, BEIEFIE L
= 1. BERREIRER
Time(min) Module Command Value
4.00 Pumps Pump B Conc. 60
4.50 Pumps Pump B Conc. 95
5.50 Pumps Pump B Conc. 95
5.60 Pumps Pump B Conc. 20
8.00 Controller Stop
BUE &Y.
2 M X 28 . LCMS-8045 MAZRHEE ¢ 300°C
B F R I ESH DL & & : 250°C
ZEmE :3.0L/min BT REE : 400°C
mH S M| E : 10.0L/min A @R X ZREENMRM)
F AR ME : 10.0L/min MRM & # : &2
7= 2. MRM &#4
N . Q1 Pre Bias Q3 Pre Bias
Fs wEMEIR BT TYMETF
(v) V)
. e N 191.00* -13.0 -30.0 -19.0
215.00 -14.0 -51.0 -20.0
2 ZRHIM(RFTF) 282.20 116.10 -12.0 -32.0 -11.0
3 5 530,10 159.80* -19.0 -37.0 -28.0
213.00 -16.0 -23.0 -21.0
4 BIRE-D4 (AFF) 234.10 216.90 -11.0 -26.0 -22.0
EEBFXY
1.3t an B iztsT

trEm: EhEAZEERIE (Cyproheptadine hydrochloride, CoiHaiN - HCl, CASS:969-33-5) . EhEARIRE
(Clonidine hydrochloride, CoH10ClsN3, CASS:4205-91-8) : &&19>98.0%, B0k, hfg — KAk
(Diphenylpyraline, CoHisNO - HCl, CASS:61-76-7) . #HPFRBI/RE-D4 (Clonidine-D4 hydrochloride,

CoHeD4Cl3N3)
il

ZiE: BiEg, ERFTF.

SEIRFEIK: B Milli-Q Plus 0%k &

%z

. BE1Y>98%, WBETRCAEL
WondaSep C18 ¥p7R, MB ZELKEMBRAE (SGLC) , ERHFF.

REA EILR, AR 98%, ERRE.

1.4 ¥R AR Edh AR
1.4.1 HaH&

EBFS5TRRNENS,
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5%E (GB31660.7-2019 FEARMREFPEREN I RERBENNE FRAEEIE-BEEIEE) t0ER
AMEFE: BURAE 2g CEMELE20mg) , F50mL BOER, 150 plBERFRLIER, 10 C18 43 0.5
g, IR, M 1%RRFE 10mL, 7801R%, F 8000r/min By 5min, B EER, FTEOEH, 50°C
AR T . MREHABFIIALLENAR 1.0 mL B8R, 0.22 pm iEERIST, REGIE-BEXFUENE,
1.4.2 Fr Ao H
1.42.1 frAEEER (1 mg/ml)

ENERFRZRERIE . FhER DI RIE. TR “ KA MM AL P RE-D4 AnEMB L 10 mg, FBFEFE, 25F 10
mL £/, BRESBRHEEEZE, KERIBOREDSIN 1 mg/mL NEHREFRREE. SRR E. HiRT
KRMAERIR A RE-DA EICER. 4°C TR, BMER6 MA.

1422 BEMRATIER (10 ug/mL)

DANEEZ ENFHRERIENHMR I REIVELERE 1 mL, F 100 mL £, ARERIBHEREE
2E, SIFKRERN 10 pg/mL NERERIEN SRR RENE LR, 4°CTMRE, BRI 3 MR,
1.4.2.3 BENRPIER

DANEEENEHRR KM ESERK 100 uL. HERAIRE-D4 E&E&K 1mL, T 100mL 2+, AR
HRZEZIE, BEIRSEHRRTRAM 1 ug/mL FMEBERAIRE-D4 10 ug/mL BEERRTER. F 4°CTH R
=, B¥EA 11 A
1424 BERMGITIER

BERERURERARFIER L mL, T 10mL £, BIE-0.1%RRARFEREZE, ISR
ZRAUM 100 ng/mL MERERAI RE-D4 1 pg/mL BBE AR LIER, RIS,
1.4.2.5 fRErLHl&

BEREIURSINVE LERAEEMIF LIEREE, AJME-0.1%RRARERMEREMN A RERERN
0.5¢ 1. 5. 10. 50 #1100 pg/L RILESETLIER, HPESEHR T EKIMBREMEIL ] RE-D4 BIR
E280795 ug/LF 50 ug/L, IBILES

ZR51E
2.1 EmKigE S GIER
XF 100 pg/L BIMABHITON, KEFMBFRERIRIAERRE. IREMEAMNERET, W0
TE 1 Fm. WEEBAFM 0.5 pg/L BinARoH, MRM B8i5EWE 2 Fix, BN, S8R ET
#, FRIEMAIRERE 4.5 min AR T RIFHE.

Inten.(x100,000) Inten.(x100,000)
40: 9595 190.95 5.0 164.95
81,95 1
3.0 )
] 214.90 ]
] | 115.95
2.0- 2.5 ]
1.0 ’ ‘ |
0.(} :‘ ‘ ‘ H‘ ‘H ‘ ‘ “ h i ‘M ‘ “ T 0.0 “ T ‘ T ‘ T T ‘ T T ‘ T T
49 250 m/z 100 200 300m/z
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ZEEIE (-35V)

ZFRHM (-25V)

Inten.(x100,000) Inten.(x1,000,000)
1.00] 108.85 | 233.90
0.75-  144.95 |
0.50% 39.90 2.5
1100,00 i
025 ] oD 10 229.75 i
] 212.55 ] 21?.75
0.00 | I 0.0 e ‘
49 250 m/z 49 250 m/z

AIRE (-35V)

AIRE D4 (-35V)

1. FBEEMPIRE RAERZ AR MS2 B E
(x1,000)
4.0+
f a
3.0
2.0

;MMWMWM
1 .O{NWWWWM

NN AN N AN NNANA A ANAN NAMA AN A AN A A e NN emn ASIAANN NN A A
0.0

0.0 1.0 2.0

(x10,000)

75

(b)0.5 pg/L BT

2.2 SMEXRREHR. EER

A B e e e e Bt e s e L S e ey e
3.0 4.0 5.0 6.0 7.0 min

B2 (a) =BEF

(1. Z|BIE, 2. ZTEKAIM, 3. AIRE, 4. AIRE-D4)

NRBEAVERMZSARIIT N, UEIREENINLR, RELENEELR, #ITEMEMN G, ERMK 3
Fim, FRIEAAIRETE 0.5-100 ug/L SBEW, KIERY, SLMEMHEXFRLIY>0.995, LL 0.5 ug/L #HEN

&HE, RIBEMRLL S/N=3. S/N=10 I+ EKHRE (LOD)

FEE e EE K.

. EEFR(LOQ), M RMEERIIET 0.5 ug/kg,
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THAR b T E

2.5

00 50 100  15.0 WKL 00 05 10 15 WKL

3. FEIEMAIREAERIZ
& 3. TR, MERREER

TR REE  EEE
& YL R =
(%) (ug/kg) (Hg/kg)
EEE Y =(0.232364)X + (0.004906) 0.999 96.7-104.7 0.01 0.03
PIRIE Y =(0.760552)X + (0.00230698) 0.997 90.4-108.2 0.12 0.36
23 EEHER

XF 5 pg/L BUIRAERBIELE DT 6 R, T EREIEMIEEIRR RSD. ERNE 4, FHEE. AIRER
{REGBYIE] RSD<0.2%, IEMEIRAY RSD<4.1%, (U252 E M RiFo

& 4. (REREFER RSD

Fs FRSCZFR {REEEY8] RSD(%) 2 RSD (%)
1 ZEERIE 0.08 0.81
2 Z KRR (AAT) 0.10 0.75
3 AIRE 0.19 405
4 B R E-D4(NAT) 0.12 1.17
2.4 fFEIMEE R

ATRBEAFDEHITR. SKFE (1 pg/keg. 10 pg/kg) 89MtrElitle, SMREFITIR, 4
RWEK S, EBRIEMPIREFHEIULERTE 70.6~97.6% 18], RSD )/ F 5.6%.
%R 5. JEPINAREI LS

2 KT (1 ug/ke) SKFE (10 pg/kg)
INAREIUREE /% E2M/% INAREINEE /% E2M/%

ZEEIE 70.9 1.7 70.6 4.3

AERE 97.6 5.6 95.4 4.8

2.5 FPRtEmINE
2 pEARER, &P THlERD, EVUE, MOEEYRREFRRIEMBIRE, WE 4 Fr.
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x1,000)
{1:7EFiE 288.2000>191.0000(+) CE: -30.0
|53 IV 230.1000>213.0000(+) CE: -23.0
1.0
0.5
0.0
N
0.0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 min
E 4. AN REEE
3 4ig

AAEF SEBRIRAEEE- = ERFRIEN LCMS-8045, &% (GB31660.7-2019 JELHLRFRRK
PEREEM A REABERNNE BERE- BRI E) BRReERNE, B T HERAFERIEMRIRE
BUMNE TS %o ZAERHERITIEE,
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LCMS-8045 R hzh¥IELRPEREIE

R A B SRS ARG - = EORAT LN LOMS-8045, B T SE L REEEIRIE T .
E B RA AR A BEES AR, B ZBEIZAY, SHIMSEN Styra MCX BAEZERRH 2Lk,
RIS BT, L FHAMA R, R, R R RE T 4 BT, F AR R 0,999,
125 pg/kg NAREMEEE S 105.7%, ZA5 A AT EL I RrhBERNTE,

RIEiE: LCMS-8045 B HE EXR o-RMEBnhT FHEEVE

FREER—MHIZEETF, R LEATSRE. B5. IBMMZRERK, R, FEEEEN
S5-¥2BRRBIIER, PTG T BRI MRIS RIS INEE, BT a8 EN UL K. FAE20105F,
WA ER1519S NECEMIERIRE . BRIEFFINT KA ER (R LA A IR R ERRYIR) B8,
WAV RAFER197-8-2019F A E (I EXRFTEREIEZXEBENNE RIBEIE-BEXFIEE) , ME T HERIEDN
BENES %o

KX ZE197-8-2019A 8, EFALCMS-80458Y L T ERPEREIEINET /E. R ERBES. IRE,
ERTETIRSEE,

1 scIeEssy
1.11%8%
BRBESMRAEIES = BURT RIS (EKA R4t LCMS-8045, BRECE N
% R R LC20ADXRX2 &R 4 # 4 2 :CBM-20A

B oh i+ 28 :SIL-30ACMP — E YR FRIEMN LCMS-8045

# & F :CTO-20AC & & T f{F uh :LabSolutionsVer.5.97
1.2 DREH%
RIEEIEEMA:

B & & : Shim-packGIST (100 mm>x2.1 mmI.D., 2.0 um)
B (b8 KRBMBRAT P/N:227-30001-04

o) M RSB A0 1%ERERRKCAR AoHiE B-FRER
i =® : 0.3 mL/min

=+ B 40°C

w2 5uL

st R R 0 BRER/K=L
B I BEGE, BABFIMEIREN 30%, RYERERILE Lo
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= 1. BERHRIYEER

Time(min) Module Command Value
4.00 Pumps Pump B Conc. 95
5.50 Pumps Pump B Conc. 95
5.60 Pumps Pump B Conc. 10
8.00 Controller Stop
7y S
2 M X 2§ : LCMS-8045 MPRBCRE  © 300°C
= - JR 0 ESIH(1.5kV) DL & E : 150°C
E M AME :3.0L/min BFREE :400°C
m PR m ER :10.0L/min 3w &R N ZREETMRM)
F 1S mE : 10.0L/min MRM & # @ X2
7 2. MRM &#1
FS GRA=gy/E=u e & AIREF I/ CE
288.20 191.00 -30
1 FRERIE Cyproheptadine 288.20 96.10* -28
288.20 215.00 -51
282.20 116.10 -32
2 ZXAIM (AR) Apraclonidine
282.20 167.00* -25
EEBFX
1.3t an B iztsT

R BEREEIE (Cyproheptadine hydrochloride, CoiHaN-HCl, CAS 5:969-33-5) &&=
98.0%, MBS, EhE —FHM (Diphenylpyraline, CoHisNO-HCl, CAS 5:61-76-7) &&>98%, 1§
B TRC A&

5 SHIMSEN Styra MCX(&# (E/8) KREEMBRAE] PN: 380-00853-01)E#82EEHE, =RIR
7o

FEE: B%E, =aFRT.

ek ZEAKER Milli-Q Plus KBV AREEB F5 2 RAHIS.

AR @i, 4iE 98 %, = EMRTo

0.2M ZERse4R ARk B 154 g ZFR%, = 1000 mL KA, ZERJET pH £ 5.2

B-EEET IS/ S EMERESES: sigma
1.4 o Rin gt LA H
1.4.1 HRE&E

WEX02g CEMEX01mg) , TS50mLBLER, 125 L ZFHMWIFTIER, BS. BIA
0.2M 2SR HAR 5 mL, TN 40uLB-BENEE RS/ S EMmEREER, B, 37T°CIERIE 16h, &,

TEESHRRAIIN 500 uL5M ZhEOAR, L IFESAE. BIIN S5mL ZBE/0.1M FhEgK (9: 1, v/v) IZEUK,
B, Bibe BXEER, A SHIMSEN StyraMCX(&52 (E8) K3t ERAE),PN: 380-00853-01) ElIfHZEE
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BV AR gE, B8 J9: SHIMSEN Styra MCX R FBERES. 7K 3mL A K. BNEHERARIE, Ak 3mL.
BREZ 3 mL 23k, 3T, SWERKFEAR 5 mL Ak, WERR®K, 50°CRMET, 500 ulL FRshiE4]
YEAREA, 1 0.22 um BRIER, M.

1.4.2 FrfEsh Ao H

1.42.1 frAEEER (1 mg/ml)

EVEhEATRBRIE. SR T RKIMINEREY 10 mg, BEME, D30T 10 mL £, BRERAHEHAE
BZ2Z2IE, BERKRED RN 1 mg/mL EERZEBRIEMELER — KM E &K, 4°CTMRE, B 6 1
Ho
1422 fRETER (10 pg/mL)

R ENHRMERIERAD SRS 10 uL, T 100mL Eih, AREABRARREZE, SIBRER
100 ng/mL VERFRBEBRIEAE T1ER. 4°C TR, BXE 1 MAo
1.4.2.3 RIRITIER

FERERERR T KAMESE®R 10 uL, T 100mL 2R+, BREHEREZIE, B SR R
100 ng/mL Wir(alik. F 4°C N RTE, BHE 1 DA,
1.4.2.4 FrERLREI&

BEREINETERNNIF LIERESE, BIE-0.1%PBRARERATFEIEAE RN 0.1 0.2, 0.5, 1.
5110 ng/mL RFIARETIER, HAASEHER —KIMBRERRES A 5 ng/mL, IRBILED.

2 R 5itie
2.1 frmBEE S &iEE

R 100 ng/ml FEERIEA — FRAMBBHIF DT, KA B FRERIINER BT, 0T E 1FR,
FYIBEFBEMR . XT 0.1ng/mLAREAR DT, MRM BIEEMIE 2 FiR, FREIEMBR RBYF, S/N=40.25,
TEET o

Inten(x100,000) Inten.(x100,000)
40: 9595 190.95 5.0 164.95
18195 1
3.0 d 214.90 ]
] . | 11595
2.0+ 2.5 i
1.0 ‘ |
O_G?‘\M‘\HM‘HWH L | 0.0 bl L S—
49 250 m/z 100 200 300m/z
ZEEIE (-35V) RN (-25V)

1. FERRIEM ZFhIM MS? BriEE
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Q288.20>96.10 (+) 3.57e3 ISTD282.20>167.... 9.53¢5
RT=4.309 RT=4.077
100.00 100.00 -
: S/N=40. 25 :
% - % -
0'00 i [ [ [ | [ [ [ [ | [ O~OO i [ [ [ [ | [ [ [ [ |
4 5 4

2.0.5 ng/mL FEIEM — KRBT EIEE
2.2 ZMEXRERIEHR, EER

R FIAT LR RHIT O, ERRLEAIALIR, RELLVRSAR, #HITEMEING. SRIN%E 3 ME
3P, BERIETE 0.1-10ng/mLSEEIA, &M RYF, SMAXFRE0.999, X 0.1ng/mL #IEAMKIE, RIE
f50REL S/N=3. S/N=10 I+E#HIE (LOD) . EEFR(LOQ), RN EBMRIIMET 0.25 ug/kg, HEN

Area Ratio

| #pang

7|y = 0.2358873x - 0.0008581119
0.4 -{R*=0.9971352 R = 0.9985666

] curve Fit: Default (Linear)

7| Weighting: Default (1/C*2)
0.3 - Zero: Default (Not Forced)

i )
0.2
0.1
0'0 __ 1 1 1 1 ] 1 1 1 1 ] 1 1 1 1 ] 1 1 1 1 ]

0.0 0.5 1.0 1.5 2.0

Conc.Ratio (ng/mL)
R 1¥;-3::: 57
R 3 MERRL. REBRREER
\ vy o ERE o H PR 2R
R i Zcv:t e N
(%) (Hg/kg) (Hg/kg)
ZRERIE Y =(0.2358873)X + (-0.00085811119) 0.999 91.4-108.2 0.025 0.075
23EENER

xF 0.5 ng/mL BIIREARES DM 6 X, ITEFRBENEMIEERRL RSD, ERIE 4, REE

RSD=0.14%, IEMEFRAY RSD=1.92%., {NERIREM Rifo
7 4. (REABSEIAER RSD
FRSZ AR TREEBYIE] RSD(%) EFRRSD (%)
TEIE 0.14 1.92

2.4 NtREIREER

EZBEAFMLERIT 1.25 pg/kg BIIIAREIMIRLS, F1T 3 10, FRERIELIUE 105.7% 2 18], RSD=3.43%s.

wENEFE,

174



7= 5. TARHNAREINERES

ESLERU IARARE (1.25 ug/kg)
IOAR[EIHEER /% FHEE% RSD/%
onAE 1 103.3
INAR 2 103.6 105.7 3.43
oAz 3 109.7

3 4&it

AXERADRBSMRAEIE-= EORATFRIEN LCMS-8045, B T EATERIENEHE, HEk
iR 0.025 ug/kg, TR 0.075 ug/kg, 1F 0.1-10 ng/mL SEEIR, LM F % 0.999, %5 RBES,
SN R, MirElWEs, E2EM, ZAEHKXOBXTILSE,
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LCMSMSE ¥ AR B SEH 7%

B AXRU TR EBSNREEE = EMRATRIEKANERERFESMEBENT %, ZHE
BI7E 8 min RFEAXI RENIARM, EBRETE 0.1 ug/L~50.0 ug/L RESCEIALL M REF, REL&LLIEEX
ZIrfE 0999 Ll L, BREZEMBINRLRERRY. RHiRBEES, DINEE, SREH, TRT
Y PR8I B BN 7 B Y PR

Xigia: —BOURMTRE R ERE

E&f (Baclofen) , WFR4-2E-3- -2FE) -TR (EWALED , B—MABLSH, 2
NATEEENSGTT, BE—FMPIReEaRT. MRERERE, cAERE. NIEM. RdEERD W
F1EH. ) LIBEER, BBEIANA. BNXRE. EIERMRESERREFINM. B, B
EnH RARALENRREAINTIGER, M RmTREREAB B HEESHRARE,.

AXZREZIVERNTTZE (FERTEREABERNE RAERE-BEAIEE) IEREIRS, Heidh
HRENERE, SRRM. BRI, BERZERIEAL, BRESIE-RBKREENE, WEEE. L AR MTE
IR NELABIER, RINEEREES, HTEE, SREMNS R, JRATERTHEIEN.

Cl

O

H,N
2 OH

1. EEEHES
1 SEISERS

1.1 {¥g8

ARSLG KA 57 Nexera LC-40 X3 5 =BT FIEY LCMS-8045 BXFA &R S, BIAECE !
FZaiizdlgs: SCL-40 Boh#HfFE2s:  SIL-40C X3
WoR R LC-40BX3 fr 3 MY LCMS-8050
=B M . CTO-40S B T{Eus:  LabSolutions Ver. 5.99

TELERR S DGU-405

1.2 BRFHF
RABEAF
BigAE: Shim-pack GIST C18 (100 mmx2.1 mml.D.,2 um, &E (L&) RRBMBERELT,
P/N: 227-30001-04)
MENAE: A AB-0.1%FERICAR, BIE-FEE
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OIR: 0.25mL/min

£ R 35°C

HEEAFR: 5L

AT BBESA, FIEAREN B 48 20%, BYEIREFILE Lo
xR 1. BERRIER

Time Module Command Value
3.00 Pumps Pump B Conc. 50
4.00 Pumps Pump B Conc. 90
4.50 Pumps Pump B Conc. 90
5.00 Pumps Pump B Conc. 20
8.00 Controller Stop
B S 1
=) -+ JB . ESI, EEFEL DL & & E : 250°C
BFRZEOBE : 0.5kv MABHEEE © 400°C
£ % =S &S 30L/min 2 O R E :300C
+ & = &S 10.0L/min A\ #E &R X ZREEUMRM)
m o Hm | =X 10L/min MRM & % : K2
o #E R ®mS (230kPa)
7 2. MRM 2#§
wEmEn  EXEH CASNo, T P QlPre ., Q3P
BF BF Bais(V) Bais(V)
=i Baclofen 1134-47-0 g MY 1o 18 29
179.0 -16 -14 -18
ER- D4 D4- Baclofen / 218.0 155.1 -16 -19 -30
RAEERT

2 tREMmERAYVECHI BetF a2

Vo TEAREDH

BRSMELER (1 mg/mL) @ BBERSAERLY 10 mg, BERE, T 10 mL BZEMF, 01 mol/L
SENWBR 1 mL 56, BREREEZIE,

ERZ5-D4 &K (Img/mL) : BIERZ-D4 SR ELY 10mg, FBEME, T 10mL BEHF, 10 1 mol/L
[ENWBR L mL 56, BREREEZIE,

BREMMELER: D3EEENERSERS-D4 AREE, A 0.2%FR-ZEAR (8:2) EHIREE
£55-D410ng/mL, EERZ5 7258 1.0. 2.0¢ 50, 10.0. 25.0#150.0 ng/mL NARIEEETLIER.
ERRETIRS £,
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FEER2 mL

fnl pg/mL A#R10 pL
| 1O%EABRBPHEE 2.0 T
TREERS]

| 8000 r/minEix5min |

[ 58t MK/ V(60 mg, 3 mL)

3 mUKFIRESHE. T
[6 msoemk TR RAH
S0°CKBRSIRT

| 1 mLRaAES, 4 |

3 &£R5i%ie
3.1 BSEtReEERIEE

Q214.00>151.00 (+) 956e4 ISTD 218.00>155.10 (+) 1.99e5
_ 2.0e5 - Y
1065 121 3117 (2480 - 37.20) ]
i 1.5e5 -
540e4—- 1.0e5 —
] 5.0e4
0.0e0 0.0e0 ]
' T [] T T T 0 T T LI} 1 T T T T 1 T ' o ' ' v 1 ' — ' 1 v ' ' 1
2 3 4 5 2 3 4 5
RT (min) RT (min)

2.1ng/mL BESMIRERSREEEIEE (RFEHAB-D: 10 ng/mL)
3.2 4MXF

1.0 2.00 5.0¢ 10.0. 25.0 1 50.0 ng/mL WRFIEBEIRETIER (RiR 10 ng/mL) 1% 1.2 FEID
FHEHITIE, RANEER. LURE L TEAAT, BEIRLE AR, LHIRUERLINE 3 FiR; PRSI
EREZEEXARRI, KMEFEN Y =(04619613)X + (-0.03947536), HHXFEEL R?2=0.9994, EHET

95.8~117.4%2 [8)o

24 BEss
y = 0.4619613x - 0.03947536
JR?=0.9993936 R = 0.9996968

20 Curve Fit: Default (Linear)
Weighting: Default (None)
18 Zero: Default (Not Forced)

0 10 20 30 40 50

Conc.Ratio (ppb)
3. BEEBRERZ
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33FREE
XF 1ug/Ly 10 pg/L A 50 ug/L = MREETIBFRESNE 6 X, ERNBEEE. ERER: TF
REATE G IR B BT B IE E AR BIAEXI AR /& R ZE 70 37E 0.05%~0.07%70 0.40%~2.84% 2 [8], (X ERHEZ E Rifo
7= 3. ERBREHNEMIEEDREEMLER(n=6)

Conc.(ug/L) RSD% (R.T.) RSD%(Area)
1.0 0.06 2.84
10.0 0.07 0.40
50.0 0.05 1.30

3.4 TRMMRE
&l 4 FE 5 23T AL 0.05 ug/L BSRE MRM BIEE, oIl TAFELET. RIBKER
MDL=3.3S/N, EEPR LOQ=10S/N B ERMESIR, 72517 821 249 ng/L.

Q214.00>151.00 (+) 991e2 Q214.00>151.00 (+) 5.62e3
40¢3- {R1 3234 (24.80 - 37.20)
] 4.0e3 - S/N=20.1
2.0e3 | ]
] 2.0e3 -
2 3 4 5 2 3 4 5
RT (min) RT (min)
4. ZSERES MRM B I%E 5.0.05 pg/L EEEMFRE MRM @i%E

3.5 Elll&$
THERER 2mL, MANVEBREMTRETIER, EINRREN 10 57 25ng/mL, @iz
/%TJG}: AR 1.2 PRI DT SANE B RENRIIIAREIMCER, FATNE 3 Ro ESENBIEIERTE 99.5~109.4%

zigl, BARERIE 4,
%= 4. B S EME G IS E AR E S M4 R (n=6)

IItRRE (ng/mL) EE (%) RSD(%)
1.0 99.5 5.13
5 105.3 3.13
25 109.4 2.60

4 4L

TRIEEZRIME (BRPEREABENNE RIBEE-BEKIEE) IERBORE, BY 7T —MER D2
ZENRITRREACNEERPERBAENT . BREARBNALE, BBSXRERIE LC-40 #
TNE, ZEMRARIEN LCMS-8045 #ITEMME BN EERMTE 1ug/L~50 ug/L RESEEIALME R
¥F; SARKRERARE T/ERESNE 6 R, REBHEMIEEREXNIREREDHITE 0.05%~0.07%7HN
0.40%~2.84%[8le AIREN 10 5 25 ng/mL FR&Fdm, [BIWERTE 99.5~109.4% (8], A5 E1RVEHE
8, AATRERFPEREBRERS RBEKRN,
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LC-MS/MSTUEF PRI RT%E

# B ASC2 TR S EESMREEIE Z SR FUEBNE TR B ER S A, 8 Fhik
AERTE 1 pg/L~200.0 ug/L RESEERNLMERY, BXRMrigE 0.999 Ll E&. B BR=TKRET,
ARG BYBIMIEEFRRB) RSD%DFIUTE 0.04%~0.16%F0 1.13%~7.40%2 (8], (MEERERIF, IITHRE
7910 520 ug/kg BIRESR, EIUREETE 81.9~122.6% 208l ZAERER, DINETEE, SREH, 7
SR AR i:95 e =37 a8

Rigia: —BIURMTRRECAN 40 BEE

BERERR — R U FENRMU. BB EYEMREERAER, BERMoiIEs 0. e EKE
BRI, MERURTEPFFRBAUART 2R, LIRSS NHE, ERIESRETHTRE, LFX, B&
BREMFIER: R EIBYIEEANKRI BRI, FE. 4. B, BANEM—LARMRIE,
P ARHENERWARNEAESE 250 STHEEEC AR, CHiEE. ChitB kA, BEIIARR
PR IEERNARAEMEEYERFR. ZERIFTHNEREENRNNE) LNSERFLE, ]
RTFEKEKBHRBIENENERSESR. RAFNREMEERELRMEHREADANRNEX D E
Ko

ATHEREAMVEREZ D, RURNEERLHR T (GB31658.9-2021 shMt B ma R FRIR Pt RZR L
YMZRBRNE RIBEIE—BEKRIEE) , AXSERINVE, BIL T HNFHREREBNTGE, =i
PIABMAYIZESEIE A CRBIREL, ERERD AL, BRAESIE-REKFUEMNE, RiNEEE.

1 L3RRSy

1.1 43§

ARILF K 7% Nexera LC-40 X3 5 =E MR LCMS-8050 BXA &A%, BEMAEEEEN:
ARgiEHlEE: SCL40 Hap#iEas:  SIL-40C X3
W & R . LC-40DX3X2 R 1.  LCMS-8050
F B A . CTO-40C BT ELL:  LabSolutions Ver. 5.99

TEL4B SN DGU-405

1.2 FirFG

RIBZFAF
& 3 Shim-pack Velox SP-C18 (100 mmx2.1 mml.D,, 1.8 um) &3# (/&) LRB/MERAD

&), P/N: 227-32001-03
moh A8 AREIK, BAE-ZBE
F OB 40 °C
A ®R: 0.4mbL/min
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HEAERD 10l
FRR AT BESRR, FIBIREN B AH 20%, BYEIERILE L
& 1LBELRRER
Time Module Command Value
1.00 Pumps Pump B Conc. 20
7.00 Pumps Pump B Conc. 55
8.00 Pumps Pump B Conc. 55
8.10 Pumps Pump B Conc. 20
10.00 Controller Stop
=g Sts
B F B ESl, ABFIER DL B R E : 250°C
BEOBE : -35kv MARRLRE  © 400°C
£ 1k | &S 3.0L/min # O & E : 300°C
F kg 5 &S 10L/min A\ E KR KX ZRMEENMRM)
m ®» = == 10L/min MRM = # @ &2
Wt S @S (230kPa)
& 2. MRM 2%
% \ itk Y Q1 Pre Q3 Pre
= da=xvE=3 i EEL CAS No. . N ‘ ]
= BF BF Bais(V) Bais(V)
o ) 145.1* 19.0 37.0 30.0
1 I =Fz Estriol 50-27-1 287.2
171.2 14.0 37.0 11.0
N ) 145.1* 19.0 42.0 27.0
2 17p-HE— A2 17B-estradiol 50-28-2 271.2
183.1 13.0 40.0 17.0
) 145.1* 10.0 40.0 14.0
3 170-Itf — B2 17a-estradiol 57910 2712
183.1 19.0 37.0 18.0
- ) ) 145.1* 19.0 41.0 14.0
4 IR RS Ethinyleatradiol 57-63-6  295.2
159.1 13.0 43.0 12.0
145.1* 10.0 38.0 16.0
5 nzdil3 Estrone 53-16-7  269.2
159.2 10.0 34.0 18.0
) ) 237.1* 10.0 28.0 16.0
6 S IEHEED Diethylstibestrol 6898-97-1 267.2
251.2 12.0 24.0 17.0
) 93.1* 13.0 27.0 13.0
7 o IFEEED Dienestrol 84-17-3  265.2
249.2 13.0 26.0 17.0
N 134.1* 10.0 15.0 13.0
8 I HEED Hexestrol 84-16-2  269.2
119.1 10.0 40.0 23.0
9 I =H=-D3 Estriol-D3 / 290.2 1732 20.0 38.0 11.0
17p- i —B2- ) 2732 1471 19.0 41.0 16.0
10 17B-estradiol-D2 /
D2
11 I ER-D2 Estrone-D2 / 2712 1451 13.0 38.0 14.0
12 C/%UEEY-D8  Diethylstibestrol-D8 / 275.2  259.1 10.0 27.0 12.0
13 2ImiEE-D4 Hexestrol-D4 / 2732  136.1 13.0 16.0 26.0
RAEEBRT
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2. fREEmARBIECHI R A IR
o TIEARECH:

Z£E (GB 31658.9-2021 sit B e M RBFMEHEFELEAY ZIRERINE BAEAEE —REKFEE) e

AR E AR EEE R R TFR.

BOERZIARBIEIE . £ 40% A RREREEREREFHRFAREN 1.0¢ 2.0¢ 5.0, 20, 50 A

200 pg/L RFIMETEHLAR, 8—ELFARSZANKEIN 5.0 ug/l. HFampiftiE:

Z£E (GB 31658.9-2021 sit B e M RBFMEHEFELE LAY ZIXRERINE BAEBEE — RESEE) HFamfl

B T5 %o

3 R 5Me
3.1 MRRNERRIEE

FEBlRY 1 ng/mLBREMERR, VD, 155 8 MlERZN MRM BIEE], FIE 1, ®iEE

R, BELTH.

(x10,000)

6.0]
5.0
4.0

304

3.0 4.0

5.0 6.0 7.0

1.1 ng/mL 8 MR E AR MRM BIEE

(1. HE=F%; 2. 17p-METES; 3. 17o-METES; 4. BRUEESE; 5. BFR; 6. CMEHEEY; 7. S IHIEEy; 8. Chultfn)
3.2 4MXA

¥ 1.0 2.00 5.0 20. 50, 100 #1200 pg/L MARFIESIETLIER (RAR5 pg/L) 3% 1.2 RV
FHHITNE, RINEEE. LURELENEAAR, IEERLL PRI, SRIRERLZINE 2 Frm. IEE

RERZ SNR. E2RAVER IR 3.

Area Ratio

354

y =0.1904601x + 02500122
Rz =09995367 R =0.9997683

Curve Fit: Default (Linear)

Area Ratio

J17pae—E
1y =0.1413919x + 02725260
JR?=09993783 R =09996891

| curve Fit: Default (Linear)

Area Ratio

5

S

J170ctE—ms

y =02547287x + 0.8271712

5 JR?=09983817 R =09991905
4 Curve Fit: Default (Linear)

30 4 Weighting: Default (None) | Weighting: Default (None) 40 -| Weighting: Default (None)
Zero: Default (Not Forced) 201 Zero: Default (Not Forced) 1| Zero: Default (Not Forced)
254 1 35
1 30
204 15 -| ]
j 25
15] ] 20
10-] E
] 15 4]
104 | E
5] 104
54 1 1
) 51
0 0 ——————————— 0
50 100 150 200 0 50 100 150 200 50 100 150 200

Conc.Ratio (ppb)

B =F=

Conc.Ratio (ppb)

17p-1f —F=
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Area Ra;i;mg Area Ra!iomﬂm Area i?)li{oaﬁmgﬁ
4.0-]y =002093593x + 0.07030848 1y =0.1666836x + 0.1929917 1y =0.1972617x + 02704470
qR? = 0.9984366 R =0.9992180 30] R2=09994364 R =09997182 35] R?=0.9990021 R =0.9995009
> Weigting detaut tore | Weigning etau fune ing el one
201 Zere Derault (ot Forces) 25 70 Derout ot Forced 30 Zere Defautt ot Forced)
] 25
2.57: 207:
20- 151 ZOE
1:0:§ 10? 10’%
05 E 57 5’
004 . — 0: ““““““““““ of””‘””‘””“”w
Conc.Ratio (ppb) Conc.Ratio (ppb) Conc.Ratio (ppb)
JR IS B O IR
Area Rat%oa;ﬁﬂg% Area Zt?aﬁmm
0 S o
225 ’; Curve Fit: Default (Linear) 1 Curve Fit: Default (Linear)
200 e et o Forced) 3 ere et et Foees)
175 30-]
150 25
1oio:§ ZOE
75 "
50% 10?
25 59
003 . . . . 04 . ; : ,
0 50 100 150 200 0 50 100 150 200
Conc.Ratio (ppb) Conc.Ratio (ppb)
S H kR &S
2. HERERRUERRL
& 3. 8 M RERVEH A S ANR. EEMR
S, iEPS H PR EEMR
®S W Kefednss !
AR (ng/mL) (ng/mL)
1 = F= Y =(0.190460)X + (0.250012) 0.9998 0.10 0.33
2 17R-HE—F= Y =(0.141392)X + (0.272526) 0.9997 0.07 0.25
3 17a-HE "k Y =(0.254729)X + (0.827171) 0.9992 0.05 0.17
4 pon i Y =(0.0209359)X + (0.0703085) 0.9992 0.09 0.31
5 BEER Y =(0.166684)X +(0.192992) 0.9997 0.02 0.07
6 IR BERD Y =(0.197262)X + (0.270447) 0.9995 0.02 0.05
7 (A 5111317 Y =(0.130653)X +(-0.136532) 0.9995 0.05 0.18
8 I HERD Y =(0.223702)X + (0.0983533) 0.9999 0.01 0.02

3.3EE

SF 1 ug/L. 20 ug/L F1 200 pg/L = MNRENE TIERESINE 6 X,

RNUBREE. &

Er: PR

[EARE AR E fn iR B B B A EARBIABXIAT R ZE 7 3U7E 0.04%~0.16%74] 1.13%-~7.40% 28], {NEsHEZE

Rif.

x4 HERARERENENEEREE ML R(n=6)

RSD% (1 ug/L)

RSD% (20 ug/L)

RSD% (200 pg/L)

wS =7
RT Area RT Area RT Area
1 i i 0.08 4.58 0.16 2.70 0.04 1.78
2 17R-8E— A2 0.04 7.40 0.09 3.70 0.04 3.76
3 170-8E—R2 0.05 5.30 0.09 1.13 0.04 2.58
4 IR RS 0.04 5.90 0.09 2.12 0.04 1.89
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5 BEER 0.05 532 0.08 2.99 0.04 2.86
6 oI R 0.05 3.75 0.08 2.63 0.04 141
7 (30 0.05 5.49 0.08 1.50 0.04 1.78
8 I HERD 0.04 6.88 0.08 2.17 0.04 2.42

3.4 [E|Ug

B=EBE40 5 g, MALVEMMEETER, IITHKRERN 1. 5 20 pg/kg, HFmERIS A
&, &R 1.2 RN &ANE BERERAIINAREINER, FATNE 3 /Re 8 Ml BERAIEINERTE 81.9~122.6%
zi8l, BEFRERIE S,

7= 5. WEHRBIERLER(n=3)
IARARE 1 pg/kg IARRE 5 pg/ke IATRE 20 pg/kg

HS EY)
B ZE% RSD% B =% RSD% [ElUZE% RSD%
1 = 88.6 430 91.9 0.90 98.7 2.42
2 173 —F2 99.0 721 110.8 1.72 103.8 1.69
3 17o-i—F2 102.5 6.81 97.3 531 98.9 241
4 IR RS 98.2 7.01 103.7 7.31 96.2 331
5 i:3i3 97.4 3.63 100.9 1.86 91.5 1.05
6 RS 81.9 5.59 87.7 6.97 933 2.85
7 o I D 122.6 2.77 110.6 8.50 104.6 3.25
8 [y g 93.4 2.28 92.7 452 89.9 171
4 g

RIEEZIME (GB 31658.9-2021 oM B M RKFMEHEFELELAY ZIXBRINE RIBEIE-BEXHR
EE) , BT —MERSR=ENRMTREKACUEF N RHMERABN G % HanLBEEERIE
1REY, EEZEET A, =SB RFFTE(Y LCMS-8045 #ATHIN, RATEAE 2. 8 FlE R 1 ug/L~200.0
ng/L ARESEENANE R, XA r97E 0.999 L bo MARREN 1. 57120 ug/kg By, [BIWERTE
81.9~122.6% 28, & ARBER, DINEEE, SREH, FIBTHINPIERERERICN,
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LC-MS/MS TE S e o-a¥2h L B- B2 R 254075 B

B AXEYTHEAREBSRREGIE ZENRMTLUEBKBNES DT a-f e B-B kY%
BB E, MMEEYITE 2 ug/L~100.0 pg/L RESBERNLIME R, BXRK riIE 0.999 LU L. E&.
AL R=ENRET, BEEARFEREEAIEERE RSD% 72 5TE 0.04%~0.07%H] 1.14%~2.33% 2 /8], {X28
BEERY. MARREAN 135 ug/kg B9 M, BIKERTAE 73.0~79.8% 28l ZFAERBES, HHEYE
K, SRER, AIATHIFRN a- BB BB R YA BRYERE SN,

R —BURMRREAN F oBk B-ERR

B30 (Trenbolone) MINWFRIRANERIE=IREZE, B ZNANEERAUNE, BAEREESE
KRS AL REINGE, sele#HoIENERRIR, AL R ERER E2HRFRRA I Y.
ANRESHIEFEREE, KPRARUEEIRZSEIINENEERL. XA57E, EEWE. 7FAR
HANERWARNEANEE250S CRIFREDNEIIN (BRI TRELERANARNMEMEEYER) o A
TREAMNERZS, RURNIBERELT T (GB31658.14-2021 st R @ a-BEHMB-BEEh %
BERNE RIEGIE—SBEMIEE) o

KX SEZANE, BT FIhRo-BE e M B-B A A B ERNER T K. A RE B a-BF ) B
B RIESSRAME R TNERAR, AT EFEMEEL, [ECKIRE, HLBMIREBEMZERL &Y, REGE-H
RS EENNE, HERBES, EEER.

1 K3E5

1.1 43§

ARILFO K 7% Nexera LC-40 X3 5=EMRARIEN LCMS-8050 BXA &A%, BEAEEEEN:
R HIZR 0 SCL-40 B o) # ¥ 28 SIL40C X3
W & R . LC-40DX3X2 B & (¥ : LCMS-8050
F B F : CT0-40C &% T fEuh : LabSolutions Ver.5.99

T4 SH @ DGU-405

1.2 SFG

GUEES s

& i M : Shim-packGISTC18 (100 mmx2.1 mml.D.,2 pm)
57E (b8) LM AERAXE], P/N: 227-30001-04

o M AMEK, BAE-ZBE

=+ B 140 °C
Vi R 0.3mL/min

#OE R 2l
o B 5 3 L BBV, %048 45%8, KfERERIIE L
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*® 1. BERRER

Time Module Command Value
2.50 Pumps Pump B Conc. 45
3.50 Pumps Pump B Conc. 90
3.51 Pumps Pump B Conc. 90
6.50 Controller Stop
S
B F R :ESI, EBFREI DL & & E ' 250°C
B OBE @ 2kv MABHEEE © 400°C
£ & K| &S 3.0L/min ¥ O 8B E :300°C
F B K &S 10L/min \H &R X @ ZREEUMRM)
m #Hm K" =K 10L/min MRM & #H : k2
it #E S o @S (230kPa)
7= 2. MRM 2#§
No. WXEN  EXEM k¥R casno. n TR QP ., Q3P
s F Bais(V) Bais(V)
1 aBHR He CuMuO:  8065T-1T6 o710 02 00 2400 =210
Trenbolone 253.2 -10.0 -21.0 -17.0
R 1763- 199.2° -10.0 -24.0 -21.0
2 B-Bzh Ci8H2,02 10161-33-8 271.2
Trenbolone 253.2 -10.0 -21.0 -17.0
RTEEBRT
2 PR s RAYECE Rz ¥ snAl b IR
e TR ARECH

BY a-Bfzhe i BB RERN 1 mg/mL BAREMEER L mL F 10 mL B2, BREHREEZIE,
FCHIARE S 100 ug/mL BVBREIMERER, DiEERERESNVETEIREE, BFREHREESIRE
73579 20. 50. 100. 200. 500 #1 1000 ng/mL B R EIRAELIER.

ESSRETIRS £,

£% (GB31658.14-2021 (Ch¥)ME B M a-Bizh et B-BF R A B ERNE BREEIE-REKLUEE) il
ERPUSEIShE X AP

B BN LA R B

ERERURSIVELIEREE, 23NN 6 H=ERAHR, RIREZ 5179 040 1. 2. 4. 10 #1 20 ug/kg,
RS EEERE. REAAW LT BIRIE, FIBUREDSIH 20 50 100 20. 50 #1 100 ng/mL RFIER
RS Ko

ZR5i1ie
3.1 a-B# K B-BERinE R RIEE
El 19 2ng/mL a-B¥zhe i B-BEEi AnEAREY MRM 8% E], BIigESBRY, BELTH.
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Q27120>199.20 (+) 463e4

std-2ppb
4.0e4 |

3.0e4 -
2.0e4 ]

1.0e4 7

0.0e0 -t —

—————————
200 225 250 275
a-BEHR

Q271.20>199.20 (+) 464e4

1std-2ppb
40e4 -]

3.0e4
2.0e4

1.0e4 -]

0.0e0 -

20 22 24 26
BB

1.2 ng/mL a-B¥3h e K B-BFEh AR AR MRM BiEE

3.2 4MEX %R

¥ 2. 5. 10 20, 50 A1 100 ng/mL RYEFURESIR/ETIERIZ 1.2 RRIDHFAHITNE, IMPEE
£ LURENERSAR, EBERANMNEIR, SEIBIERZUE 2 FiR. a-Bfakk B-Ereh R ErR L &

AL == =+
FRRRVKNIPR. EERMERILE 30
Area

B

2.0e6 -] y=20757.32x+3937.464
R2=0.9999715 R =0.9999857

1.8e6 | Curve Fit: Default (Linear)
Weighting: Default (None)

Zero: Default (Not Forced)

1.5€6 |

1.3e6 ]

1.0e6

7.5e5

5.0e5

2.5e5

0.0e0

T T T T T
0 20 40 60 80 100

Conc. (ppm)
a-EFEE

Area

BB
2,56 | y=26015.10x+8919.022
R?=0.9998983 R = 0.9999491

Curve Fit: Default (Linear)
Weighting: Default (None)
Zero: Default (Not Forced)

2.0e6

1.5e6

1.0e6

5.0e5

0.0e0

T T T T T
0 20 40 60 80 100

Conc. (ppm)
BB

2. a-BFF R PR R RO LR

R 3. a- B BB RRUERASAONIR. EEIR

45 Aa 2L QMR EERRE
e Pt % =
=5 AHR ng/mL ng/mL
1 a-BEEI Y =(20757.3)X + (3937.46) 0.9999 96.8~105.8 0.21 0.63
2 B-ﬁ?f]i@ Y =(26015.1)X +(8919.02) 0.9999 94.1~102.4 0.19 0.56

33REE

A 20 10 ug/L A 100 pg/L EERARE TIERIESIE 6 /7,

SNBHFERE. TRIREFRT

RN 1R B B B AN EARRVAEST AR E R ZE 2 57E 0.04%~0.07%H] 1.14%~2.33% 28], (NBREBE R,
R4 BRI BB RBEEFIEETREE ML R (n=6)

RSD% (2 pg/L)

RSD% (10 pg/L)

RSD% (100 ug/L)

wS wa
RT Area RT Area RT Area
1 a-BEE 0.07 1.78 0.04 2.23 0.04 1.14
2 B-EEF 0.05 2.33 0.04 2.05 0.04 1.74




3.4 1Y

B=EBHh 5 g, MNBIRIIER, EIMRREN 1 ug/kg M5 ug/kg, HFmIERMS2ME, &R
1.2 PRI RANE o-BEh K B-BF 2 BV INAREINER,, FATIUTE 3 /Re I ME SYIRIEIUERTE 73.0~79.8%
zigl, BREERIIE 5,

& 5. a-BFFI A B-BF R EIRERLER (n=3)

IARRE 1 pg/kg IARRE 5 pg/kg
e ay
[ElULZEY% RSD% [ElULZEY% RSD%
1 a-EEFN MY 73.0 8.84 75.4 4.30
2 B-BEF 75.2 6.45 79.8 2.63

4 &g

RIEEIZIE (GB 31658.14-2021 wht B mT a-Br# il B-BABERNE BRAEEIE-S2EK
FUOEE) , BT —MEA R =EMRATRREBICNEF N a-BF2 il B-Esn ik BRI 5. Fam
SESREFE AT AFBZE, HLB MEE SPE/MEA, ZEMRITLIEMN LCMS-8050 BT, a-BF
A B-BERRAE 2 pug/L~100.0 ug/L ARESBEENAIE R, HXFREK r $97E 0.999 Ll L. MIARRERN 1
M5 pg/kg BIES, BIWERTE 73.0~79.8% 8, %A EARBER, DITEEE, SREH, IBTHIHF
Brh i bR BR R/,
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LC-MS/MS ENEzNIE B P FRhIRR Y 2,6- —RERENTR

=
=

BE

B B ASFIA &R LCMS-8050 BARGIE-FUEKAN, SERMREERFE GB31658.15-2021 (&h#))
MEEPFHIRRAEY) 2,6- _RERRZAEENNE BESIEE-FREEE) BINES £ &HA
DM RBES, FAELAEY) 2,6- —RERIERNESEERED I 0.04 1 0.12ng/mL, AKETIRE
PR{E; 7£ 0.2-50 ng/mL RUERESCEA, LIEXRRY, LMEEXRBIIART 09990, EHEE L, Fi
DRA 2,6- — R ELRRRBUAT A TRIESUHE 6 £ AVR 88 B B A IR E AR AVAEXI AR E R ZE /N TF 0.07%7H1 2.04%,
INAREIESEEHE 2 51E 105.4%~110.7%F0 78.50%~-87.9%2 8], EBINES. ZnfA sRBES, HEf
A, RIENMEXRITUINEE,

XK$#iE: LCMS-8050 FEhilk 26-—HEXRE MR

AR
* BIEDMRBERS, NSEERER, REESTINES .
o DITRER, 7 OO, KTIRET .

Fhikk (Xylazine) B—MEMA) a2-B LREFHKET, AR EE a2-B EREZAE, b HKeE
ZRAGRERE LIRENZ ERRABRRMEREE. JIRMMARERRENER, ERNILIANRAS
&Y. ORI EAMBEMESFER. AERFIFMEIER, FAEKT ZATA, EERE. F, FFoYBE
F5IREY, EANMYRAFARE, SEERRU. REREDHE, EREZAEYN 2,6- —RESR
iz (2,6-Dimethylaniline, DMA) , K DMA EEERFMREBIEIFR, ERARREEEMA.

AFUENRGELE, BREGIEE SHRBIEE SREKBANRREKAZE BEFHFRSEREY
DMA —[EIRABY 75 A (B R B %o

AfERA &2 LCMS-8050 ZEMRIMTBRREXAN, 2ZRAREERTE GB31658.15-2021 (&%
BmPFHRLAEY) 2,6- “RERAEENNE RESIEE-REKEE) BIONERZE, #HEXTT
Wi MARSEER.

1. CIEEES

1.1 %8

52 = EPURFR BB LCMS-8050, ECEEEMT:
% gt 7 ) 88 ¢ CBM-20A i = M DGU-20A5R
W &R R LC-30ADX2 = bl F8 : CTO-20AC
B oh ¥ & 2  SIL-30AC I W % LCMS-8050

& T /E 15 : Labsolutions Ver.5.99
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1.2 3%
RGBS M
& 3 & : Shim-pack GISTAQ-C18 (100 mmx2.1mml.D., 1.9 um, &Z (L&) 25088
BRAE], P/N:227-30807-02)
oo A L A01%EERIK; B-ZBE
HOE KRR D 5ul = |0 40°C
i ®: 0.3mbL/min EOE R BEE/K=11 (viv)
Bt 5 I BERR, BAERBIREN 20%, HEIRERINER 1R
7= 1. BESLH IR
B8] (min) BT SUSE Ty =
3.10 £ B Conc 60
3.20 £t B Conc 90
4.20 g B Conc 90
4.30 £ B Conc 20
7.00 bl STOP
FBuig &
BrFH®EL o ESH ESAME : 3.0L/min
2 O B £ :05kv FlrESME : 10.0L/min
2 O & E :300°C RS ME : 10.0L/min
D L E : 150°C it S &S
MAREHURE @ 300 °C B\ &KX . ZRNEIMRM)
MRM & % : IR
& 2. MRM &%
Fs & FR EI FEYIEF Q1 Pre Bias (V) CE Q3 Pre Bias (V)
1 erin 1 15 90.10* -11.0 -23.0 -10.0
164.10 -11.0 -27.0 -29.0
5 2 6.~ EEER 127 %% 105.10* -14.0 -20.0 -11.0
77.10 -13.0 -28.0 -30.0
REREEB X,

2. HFmanihiE

2.1 tRRECH!

EEAR (1 mg/mL): DANEEINERAIEMN 2,6- —RERXRBEANR, BRIBESHTIRERT,
ECHIBREN 1 mg/mL BEEAR, ET-18°CREFEM.
ROERIZORRECH): ERZEAEN, DAIEFEAERM 2,6- —FEXRNES AR, RS, Bk, bl
RISREDH1H 020 0.5 1.0. 2.0. 5.0. 10. 20 # 50 ng/mL BIRFIFFETER,
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2.2 HmitiE

1REN: EBEARISHE, FREUSNME 5g CBEMZEL1%) T 50mL BOEBS, INT/KRERTN 2g. 285 10
mL, SRIEES, #&% 10 min, 4°C. 10000 r/min B.x 10 min (BERAIEEEND 5% &K ZEA®KR 10 mL, F
4°C. 8000 r/min B 10min) , BE EERK. EERIN—K, &H LERK, 40°CAMUET, M10mL S
B35, BRORIBESIER.

A BERR, IMOBWMNIEDRS 0.5 mL, ®IEEs, 4°C. 10000 r/min B 5 min, BNFEA
200 UL, F5mLBEBOERF, H7k 800 uL, >mieES, 4°C. 10000 r/min &Ly 5min, BUAR, 0.22um
TEEREIE, HNE,

3 £R5ie

3.1 MRM &iZ%E
Q221.15>90.10 (+) 8994  Q122.15>105.10 (+) 2.62e4
8.0e4 -] 1
I 4.0e4
6.0e4 ] :
N 3.0e4
4.064—_ 2.084—:
2.0e4—: 1.0e4—:
0.0e0 -] 0.0e0 -]
L L L L L
1 2 3 4 2 3 4 5
FHIE 2,6-“EEXRZ
1ARESRB R MRM €1ZE (0.5 ng/mL)
3.2 K4

STREMLSARIE 1.2 FHFFEITOMN, IMRESIERERL, FThIEM 2,6- — R ERRRAEREMLRE
SERIRLME R, X F259 519 0.9996 F1 0.9992, HEME 2 5I7E 96.3%~103.4%7H] 96.0%~105.7%2 8]0
IRAE S/N=10 I+ B E ER (ASTM %) , FRHIEEM 2,6- _RERXRNTEEMR D379 0.04ng/mLF10.12 ng/mLs

BAERIE 2 K3 30
Area Area
7| b 2, 6-—mEFE
|y =590718.8x-481.3269 -|y=157903.0x+1825.039
2507 ] R2=0.9992017 R=0.9996007 7.0e6 -|R2 =0.9984286 R =0.9992140
’ -| Curve Fit: Default (Linear) 3| Curve Fit: Default (Linear)
| Weighting: Default (1/CA2) 6.0e6 - weighting: Default (1/CA2)
-| Zero: Default (Not Forced) -] Zero: Default (Not Forced)
2.0e7 ]
] 5.0e6 -
1.5e7 - 4.0e6 |
] 3.0e6 -
1.0e7 - E
] 2.0e6 4
5.0e6—: 1.0e6
0Qe0 ¥, 00e0 ¥+ "
0 20 40 0 20 40
Conc. (ppb) Conc. (ppb)
Fhil% 2,6- " FREERR

2. RUgERRZ (RNE 1/?)
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| 3AER ARG IR
mS FRASCEZ R LMESEE (ng/mL) BRI EHRE (%) F2fR (hg/mL)
1 FRIR 0.5~50.0 0.9996 96.3~103.4 0.04
2 2,6-“ERERRZ 0.5~50.0 0.9992 96.0~105.7 0.12

3.3 ESfEXR

DAM=DAERERIRETIEERESLTATIE 6 X, ZRNEREE, ERER, FAIRM 2,6-
T RERRAREREIEN T ERE 2 37E 0.06%~0.14%7H0 0.04%~0.07% 8], IEEFRAVARNITERE
DANTE 0.44%~1.31%7] 1.11%~2.04%2 8], NEHEEBERIF (MK 4)o

x4 RBNENEMRESHELER (n=6)

0.2ng/L (RSD%) 0.5ng/L (RSD%) 20ng/L (RSD%)

B/ A ZFR
R.T. Area R.T. Area R.T. Area
1 FRH R 0.06 131 0.06 0.84 0.14 0.44
2 2,6- _BERRR 0.04 1.54 0.05 2.04 0.07 1.11

3.4 hntREMLER

2R 1.2 &G 2.2 sIAMBEE M, XHEANKRIME@SFRMTH TR, RIBIFEREER,
YR 3 MIANRE CARRE 579 0.2ng/mL. 1.0ng/mL A 5.0ng/mL) , SNKEFATNE 31N &
REEARKE, FRIEM 2,6- — B EXIRBFIYEIUNESEE 2 57E 105.4%~110.7%H] 78.50%~-87.9% 2 (8]0
BRERE 3-4 FIFE 5

6.0(x100,000)

O mERi7 227.1500>90.1pPO(+) CE: -23.0
J1:mEfTE 221.1500>1§4.[1 pOO(+) CE: -27.0
5,022 6- U 12.1500>105.1000(+) CE: -20.0
Y22, 6-HUEA: 128.1500>77.1000(+) CE: -28.0

O]

OT o7

4.0

3.0

2.0

oof——

T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
0.0 1.0 2.0 3.0 4.0 5.0 6.0 min

E 3. BAHmHNEeEE CRrt)

(x100,000)
6.0~[1:18E7V% 221.1500 11&0&) CE:-23.0
5

% 221.1500>1[p4 JIg0O(+) CE: -27.0
1 - IR 122.1600>105.1000(+) CE: -20.0(2.00)
5.092:2, 6-— LA 128.1640>77.1000(+) CE: -28.0(2.00)

4.o—f 1

3.0

2.0

J—
S

e T B o L L A ey e A R e s e T L A s e s e
0.0 1.0 2.0 3.0 4.0 5.0 6.0 min

B 4.1.0 ng/mL hitriE R EigE
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& 5. BHDRINEIRERLE
FHEWEER (%)

ms da=xvE=3 i IARRE 0.2 IARRE 1.0 IARARE 5.0
ng/mL ng/mL ng/mL
1 FERIME 105.4 108.3 110.7
2 2,6-"FREXR 78.5 84.2 87.9

4 e

AXBEITET % GB 31658.15-202 1Bt & BB A A6 2,6- R E R BEMNE &
FEIEE-REFILE) , EASE LCMS-8050 =SB RREEBN, B QNEAPERRIER 2,6-— H
BRI R ZOMSERBES, BEEUY, AHRES, BEASR, aEEXTIRNARSEE
Ao
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LC-MS/MSt&M SRR mi FlEzT% A

# B ASCEY T A BEBERREEIE Z SR FUEBRANE LR RAT BB 885 . JA
HIEEFE 0.2 ug/L~100.0 ug/L RESBENEIERY, BXAEK r£0.999 LlL, E&. B BR=TKRET,
HEYNREBTEIFMIEERB RSD% A FIFE 0.05%~0.12%F0 0.53%~4.24% (8], NEBIEEZERIF. AR
REZ 1. 10 #1100 pg/kg B9, EIMETE 95.7%~102.7% 28l ZHERBER, HTHVER, S&XR
i, PIRTHNRRAENYEEREE0ERE 10N,

R = EOVRFRRBAN I SE5IE

AR
< 188 (GB31659.6-2022) , A EPRAYIERHEES, HEABBERNVAIETE,

< (LA B AT BT ACH B S LA i o

KARYER—MEEMER, FIESERINFHNRIBER. MRS FEF T, ERINRIEMERERT
SHINE, AIEERANEENTEBERLELN, 2IZ2HFMIRNGAINEN L THEREME, MM
RERBREMAN, EPEik. Eh 0k, BFPFREEEHEN AEHEERFNEEREER™ER
e, BREEMHENTNEESR, BELINEMYIEREREFIRILARER L,

ANTEREMINERLZ S, KURNELERLHT (GB31659.6-2022 BmRXEERIME FYHHSA
PIEEAEERNNE BAEGE-BIAIEE) « AXSZEE, BT HIhPREVIERSYREINTGE,
ZRERR. B8, R, ARG REITIERNE RN,

1 3218ER 5

1.1 {488

RO 57 Nexera LC-40 X3 5 =EMRAATIEN LCMS-8045 BXAA RS, BAECEN:
AT dlas  © SCL40 B &) 88 1 SIL-40C X3
W & R LC-40B B & Y : LCMS-8050
= OB & CTO-40S g T fEuh  : LabSolutions Ver.5.114

TF& BN  DGU-405

1.2 SrFH

UEES s

& & # : Shim-pack Scepter C18-120 (100 mmX.2.1 mmI.D, 1.9 um)
B# (8) LM ERASR, P/N:227-31012-05

oo A ARE-5SmM RERENGAR, BIE-Z8E

=+ B 1 35°C Vi ¥ 0.3mL/min

N
=
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#OE R AR 5l
KB 5 I BBEERR, FIMRMREN B 4B 10%, BYEIiER AR 1

=1 BERRER

Time Module Command Value
0.50 Pumps Pump B Conc. 10
3.00 Pumps Pump B Conc. 90
4.00 Pumps Pump B Conc. 90
4.01 Pumps Pump B Conc. 10
7.00 Controller Stop
BUE &
B F R :ESl, ABRFER DL & & E : 250°C
B OBE :05kv MARHRBE © 400°C
£ % | &S 30L/min ¥ O B E :300°C
+ & = &S 10L/min 7 # &R X EZREEUMRM)
m o #Hm K" =K 10L/min MRM = #% : Q&2
B S 0 @S (230kPa)
7= 2. MRM 2%k
. R o Q1 Pre CE Q3 Pre
Ga=gv| HEDFI CAS No. AAEF FYBT , ,
Bais(V) V) Bais(V)
N 127.0* 12.0 28.0 24.0
SRR C22H2ClOs 40665-92-7 423.1
295.0 15.0 17.0 21.0
RAEBRT

2 A itig
2% (GB31659.6-2022 RMREEFRIVE FHPRENFIEREBENNE RIBEE-BEKMIEE)
7.1 80 7.2 HFaiR IS AR T .

3 ER5i1ie

3.1 £
FTHESM 0.2 ng/mL SET5EZAYMN MRM BIEENE 1 i, BEIESBERT, BELTH,

195



Q 423.10>126.95 (-) 4.80e1

100.00 -

blk-1
“[std-0.2ppb-1
] S/N=69.1
% —|
0.00 -t——F————F———F
2.5 3.0 3.5 4.0

1. =EHF&M 0.2 ng/mL RETFIEZZYIA MRM BiEE

3.2 RS TR

LT R B o 330 ERDENTRMIRINGE, TRH5 WLERTMEN T B REBURIENER
AR, 2EREESE5 ULNRRERESAESDK (020 1. 4. 10, 20, 40. 100 ng/mL) , BEESENFHM
AR, HRAEEE-RERRENE. BohiERnEREAS T SENERF R,

E2. Bnp#iFEmEEASIRE
DUER FRRE B IGIREMRANNENR, SNBITRERRRENELAR, SRR ERRL, KE)IHIEMAE
KB RIE0.2 ug/LAintFEkdE, LHEERILITEREGIENTT LR, SES¥iatRUREERX
A ENR3FATo

Area

7.0e5 -| SEISIRE
-y = 6993.037x + 1945206 4
8986

6.0e5 -| Default (Linear)
: Default (1/C)
4 ault (Not Forced)
5.0e5-]
4.0e5-]
3.0e5
2.0e5-
1.0e5
0.0e0 v+ ———
0 20 40 60 80 100
Conc. (ppm)

3. KEIYIERAT L
7= 3. SB17ERRIRUE B R R

o , \ BUR R

a=x?| ROFERLL FEXHRER HERE%
(ng/mL)  (ng/mL)
KEITEE Y=(6993.037)X+(194.5206) 0.9995 82.2~109.3 0.01 0.03
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3.3 EEfEXR
EX0.2. 10A1100 ug/LtmEMABR, ESRHIFOR, ERNENEEN, WELERNKL,
& 4. FRYERENEMEERESHER(=6)

RSD% (0.2 pg/L) RSD% (10 pg/L) RSD% (100 pg/L)
ay

RT Area RT Area RT Area
1582 0.05 424 0.10 0.82 0.12 0.53

3.4 MAREIREE

BEE4T) 2 g, MABIRLIEE, EIMRRESN 1 10 F1100 ug/kg, HSEREANE, HR
1.2 ST A SATIEAOIAT SR, SSFRHE 859 BT R i e BB ORI S A T L8
WER 5 MM ZBERZEE=T: 3 (vv) BRERSAMERE, TR 3R, EEIREAE 95.7~102.7%2
B, ERSARSSITREN 1 ug/kg RRULENE 4, BEERIES,

Q 423.10>126.95 (-) 1.00e2

100.00+ blank matrix

Imatrix-spiked Tufgkg

% |

N

0.00 -5

25 30 35 40
4. BERT=EHERSITOREN 1 pg/kg B9 MXT LB E
= 5. RFIIEEEIWERLER (n=3)
IIARRE 1 pg/kg IOARARRE 10 pg/kg IFRARE 100 ug/kg

=
[ ER% RSD% B &ES RSD% [l =% RSD%
=gl 96.8 3.27 95.7 3.93 102.7 0.72

4 4&ie

RIEEZITE (GB31659.6-2022 BT EEZME FIHHRETFIEABRERNE REEE-HER
EE) , BT ERRRBEIRTRREANNEF PRI TEAENG A, ZHEAREES, T
FAREFIGHRERN 1.5 ug/kg WER, [EIFIEETE 0.2 ug/L~100.0 pg/L RESCERNL R, BXAEHr
£ 0.999 DA Lo MIARAREJ 1. 10 #0100 ug/kg BYHFam, BIERFE 95.7%~102.7%2Z 8l ZHERBES,
DATRYIEIRE, EREW, BIRTHINHRENYEETL S E0ERILII,
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LC-MSMSTE Mt B mPfitm. FESH. WESH. FIZSF
E. E8FRZEE

8 B fE GB 31658.19-2022 (BT 2EZFE it EmTMER. ARER. LREH. FZEF+
H. EEFEABRENNE BRESIE-REKLUEE) , BT AR =S RREBEANE %
BaFEEL. AEER. LUEER. FMZERE. BEREABENS . XRBIMPERIERILER/ER
%, 1 0.1~10 pg/LRESEENAMEXRRRY, BXRRMAT 0999 7£0.1. 1. 10 pg/L =NKRET, &
HEYH R B EIFIEEIRAY RSD% DT 0.09~0.16%F0 1.28~6.51% 2 i8], (VEFEBE RIF. W HEA
F@HAIT 7 050 1. 5 pg/kg = MREKFRVINAREINSESE, BIMERTE 78.0-102% 28, ZHERBES,
DITAYIENE, ERENH, TRToEe R, RESR. LEER. FZ~E. & FrREEEN
PRI Mo

KA LCMS/MS BEER MRS AEEW LEER NZFE S8R

BARRFR:
<+ fftam. AEER. WBEER. FZFE. S8 FERMELS TIEER.
& DITRER, 4 DT, ATIRERD .

BRDKBESERIN, FBNMRERITEE. T FFENEK, WITHTINRIRIE, shpiE
B TR ENAR N, EXMFGF TERNERRARENR, RAXIMANHERE, N TRS
RHRE, WERRNREERNSRY, FIRERERLT, AR EKSNHITHRE, EEKAE,
NENDES —ERKAGYMIBER Y, BTHIRBRAREKD, FERBEERRBER. BRiiErAE TR
AYERTER. AEER. LWBER. FMZFEMNEEFEF RBNAYSHERA, S5ENKRMBH.
R BX. 0T, BALBAFER. Bit, AMREEEFmNREREMEZ R ENAIFELE, §
BENEERRTMAER. KAEER. WEER. MNZFENMES FENREHIT ™ BRE,

AXARIEGB 31658.19-2022 (RMREEFNVE Mt RETHIER. ARER. LIRER. FZF
H. EEREAZRENNE REEE-BERAIEE) , ERSR=EMNTRREKAN, BiToMtRm
PEFEm. ARER. URER. MZREA. S FRREENWNTE, ATABEIMIAGERSZS,

1 2I8E 5

1.1 {28

52 = SRR RECA N LCMS-8050, ECEERMT:
4 = 88 CBM-20A Bz =< Ml : DGU-20A5R
W &R R LC-30ADX2 T B F  CTO-20AC
B =h # #F 28 © SIL-30AC B % M LCMS-8050
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B g T {F 14

. Labsolutions Ver. 5.109

1.2 DR FMH
BIEGIERMS
5 3% = : Shim-pack GISTC18-AQHP (50 mmx2.1mml.D., 1.9 um, B2 (k&) L1t
BRAE, P/N:227-30807-01)
oo M A0.1%BRRK+2 mM BERENAR; B-0.1%FRERZAE
HOE AR R O1uL /= | 40°C
m R 0.3mbL/min O & BEE/K=11 (viv)
B oA X BEER, BEREBKREN 5%, NEREFRLE 1T
* 1. BELRNERES
BsfiE] (min) BT WIBan < &
0.50 x B Conc 5
1.00 £ B Conc 30
1.50 £ B Conc 90
2.50 R B Conc 90
2.51 xR B Conc 5
4.00 AT STOP
P&
B 7 & X : ESI+ £ W 5 & & :30L/min
O B £ :4kv F B 5 " &E : 10.0L/min
# O & E :300°C m#H | m &E : 10.0L/min
D L & E :250°C i 1Z T
MmAEREE : 400°C H % & KN . ERNEM(MRM)
MR M & #H k2
&= 2. MRM B
- X s o FifR =¥ Q1 Pre Q3 Pre
Fs b= e CAS = . - Bias(V) CE(V) Bias(V)
93.05 -10 -31 -17
1 Al Atropine 51-55-8 290.10
124.10* -10 -24 -24
138.05* -11 -24 -26
2 REEH Scopolamine 51-34-3 304.10
156.05 -11 -17 -16
122.05 -11 -29 -24
3 LEER Anisodamine 17659-49-3 306.20
140.05* -11 -25 =27
58.00 -11 -37 -10
4 FZ+H Lidocaine 137-58-6 235.20
86.05* -12 -20 -30
100.10* -14 -17 -19
5 ZerHA Procaine 59-46-1 237.20
164.05 -10 -18 -28
*RETCEBFX
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2. HFmAnibiE

TR 2g H#&ETF SOmL BOE, A0 0.1 mol/L BB —SIREMR 20 mL, ;ZEEE
8, &0, BLEER, hoA 0.2 mol/L SRS —SREH S mL iRS&EMA.

8

PEP-2EEZ=AUEASIAEEE3 mL, K3 mLiSlk, BRLIERR. T, AK3
mL, S%EFRHER3 mUksk, BT, BE30%EER2 mUklR, T8, &N,

AN ESLE RIS ES 20

3. ER5iTe

3.1 R mIsE

Q 290.10>124.10 (+) 1.73e3 Q 304.10>138.05 (+) 9.79e2 Q 306.20>140.05 (+) 1.08e3
SN=8.32 SN=100.27 SN=51.69
1.0e3
1.0e3 5.0e2 5.0e2 ]
0'0e0|||||||||| O'0e0-|||||||||| O'Oeo_-|||||||||
2.0 2.5 2.0 2.5 2.0 2.5
fr+Eom AEER LEER
Q 235.20>86.05 (+) 3.95e3 Q 237.20>100.10 (+) 3.76e2
SN=g6.18 SN=10.32
2.0e3 2.0e2
0.0e0 =5 A —==5 0.0e0 e =
2.0 2.5 2.0 2.5
eSS BE+H

3.0.1 ug/L BRERAMERRB MRM BIEE

3.2 B R SE
A3EH0.1. 020 0.5¢ 1. 2. 5. 10 pg/LAVERERILEAERRIR L. 2R D FAEITNE, b
TEEE. LUREARSAR, EBERANMPLIR, SREHIRVERLZ, RIE0.1 pg/UintsedE, L3MEEBRLE. 10
BEBRLTEOLE. E8MR. SUEWEERIE. BXARY RERUKEERINERIFT.
* 3. EMHTERIE
FS  WEY AR BXHRHr ERpg/ll) TER(g/L)

1 FI+EGR  Y=44348X-2042 0.9999 0.036 0.120
2 KREZEW  Y=21661X-326 0.9999 0.003 0.010
3 WEZER  Y=39108X-1851 0.9996 0.006 0.019
4 FZREA  Y=105773X-5810 0.9998 0.006 0.022
5 EE8&FRE  Y=11180X-781 0.9996 0.029 0.097
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3.3 EEH¥RR

ER0.1. 1A010 pg/LERERLERSIERR, ESHFOR, ERNUBHNEENM, NELERNE

4o

= 4. (REBIEFIEEMREE 14 R (n=6)

RSD% (0.1 pg/L)

RSD% (1 pg/L)

RSD% (10 pg/L)

Fs EY
RT Area RT Area RT Area
1 FAI+Edh 0.10 4.81 0.10 2.03 0.14 2.04
2 REEHE 0.12 5.94 0.09 2.62 0.14 3.48
3 LUEER 0.17 6.51 0.10 3.90 0.15 1.28
4 eSS 0.12 5.66 0.10 2.08 0.14 2.08
5 ZErE 0.12 3.28 0.14 5.00 0.16 1.82

3.4 IntrRERE

REATBAFEHTR. F. S=DREKTME, REBERRGIETENIER L, 8MKFEE
MEIR, LERWRSFIT: FHIEUZTET78.0-102% 2 (8], RSD7E1.12~8.31% 8]0
= 5. AMEERER (n=4)

RIRE(0.5 pg/kg)

FIRE(L pg/kg)

ERES ug/ke)

Fs a=x7
THEUE (%)  RSD(%)  FHIEINZE(%)  RSD(%)  FIYEIKZR(%)  RSD(%)
1 P +E A 102 4.49 98.1 4.90 88.2 1.49
2 RESH 86.2 6.87 84.2 4.02 90.8 3.15
3 LBSH 99.2 6.45 90.8 8.31 83.3 418
4 eSS 96.7 5.30 90.8 1.93 78.0 1.12
5 Ze£HA 101 5.28 95.6 5.14 80.7 428
4 £i¢

ISR T —MER R =ZEMURITRREBNESNYE B RFMAER. ARER. LLRER. %
*E. HEFRREABENTT R, SUEYEAMEER 0.1~10 ug/L 8, fEXFRI R>0.999, HHERER
AR, . E=KE (0.5 10 5 pg/kg) AVRAR, EIERTE 78.0-102%208]), RSD £ 1.12~8.31%2
Bl ZNMITERBERS, EEMNY, HERES, REASE. AIEXTILNARSEER.
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LC-MS/MS MFEK = mAA LRI/ H £

B B AR R =B UATREREAMEIL T K MR L REDNER 75 7%, SRIRLEER&KEA, 1£ 0.1-100
ng/mLRESBEN, FAEAMREF, SMEXRH R 7N 0.9994, SR RES/ERERT 94.2%-104.4%2
8o 0.4 ng/mL IRENIR AR, ELHF 6 R, RENEIFMIEERFBNITERZE(RSD%) D579 0.12%
A 1.52%. 0.2. 2.5%1 25 pg/kg =M AENREMAREIERTE 89.7%-91.9% (8], FAT={p1FmAVEinE
RZE (RSD%)TE 2.14%-3.63% 28l ZF7AEE, RE, Hlf, HEXARSZE,

K. —BIURMTRRERAN Kem  RRER

FARYF=:
% HE GB31656.5-202]1 BRMEZLEFMEER, RBEEES.
% {8 Shim-pack Velox C18 &3&4E, 6 min SeRl—5t9#7, fBIERE,

ZHRER, X&REER, RN -LKEHARER, T2ERTANKE, BEEBEFNERIER, Ia
RERTRIE. HARSBNFEERISE, LAYNRIEREIREELEEE, 2, O. &, HIRRHK
REBHAESE, MIBEREOE BO. Kt 28X HFER, SERFO5 RG], KH
fE A7 am Al P £ M SRAE AR

EFER, BEAMEEKFIRS, WKTRIHERERFRIE, —ENED FELFH KT,
FEREIRE. REUIEINHRENBRY, TR~ mAE. SRMEBGIEFREEEENPIFEERNZER
BR, SEOZAMEKTRTRE, SARBASEERTRL2REER. RERLRMNEE2020F 186 H
RBHRWARNEAESE 250 SEHHMNE, Bamoif)HE R ZIREZY).

BRI RERERION S A EBE TEBIE-FUEERKAE. A RIEEIEENBSMREEIE-FULEA
EF. AXZE GB31656.5-2021 BmE2ERINE, KA BRE=ZEMRATRBREABN, BT KTmAR
BRENER A, ZAERESR, RE, REES, TuRAMtEDR, HEXKUARSE,

1 KIEERSY

1.1 {¥g%
Z4iEdlgs . CBM-40 e S # . DGU-405
Wi R = . LC-40BX3 BohfiEgs:  SIL40C X3
H R F . CTO-40S BIET{EuL:  LabSolutions Ver. 6.108

PR es:  LCMS-8060NX
1.2 &G
RIEEERY:
B 3 & : Shim-packVelox C18 (100 mm X 2.1 mmI.D., 2.7 um), P/N:227-32009-03,
2 (b8) KKBMBERLE



mo o A8 L ARE-0.1 %FEACEE; BiIE-FER2
i = 0.3mbL/min e = NI A T
5 w1 40°C HiEB/EE [ 15°C

B 3 I BBEERR, B ABAIIIREN50%, BYEIRER KL,
x 1. BESRNERER

Time(min) Module Command Value
1.00 Pumps Pump B Conc. 50
2.00 Pumps Pump B Conc. 95
3.00 Pumps Pump B Conc. 95
3.10 Pumps Pump B Conc. 50
6.00 Controller Stop
Iy S ey
g F B : lonFocus(+) D L & E : 250°C
B O B & :1kv MPRSOEE 1 400°C
B £ B £ :2kv B O &R B :400°C
E W mE :30L/min B B R &S
m#H S M| E : 15.0L/min H#E R X . ZREENMRM)
FIiEARARZE :3.0L/min MRM = # : k2
7= 2. MRM &#1
FS HHR CAS S RIfAET BT QlPreBias(v) CE(V) Q3 PreBias(V)
1 ZIRW 72-44-6 w11 Ao 420 7O
132.1 -12.0 -26.0 -26.0
2 ZBRAR-D7 136765-41-8 258.1 139.1 -13.0 -28.0 -27.0

A CRTEEBF
1.3 fREmB sl

ERIER: EEENRRIMESREE, AFREHERECHIRER 200 ng/mL FREFIERK. &-18°C
LU AR TR

W LIER: R EWNLRIE-D MERREE, AFREBBRETIMRREN 200 ng/mL WIRLIER. B
-18°CLL B ARTFo

ROETIERE: DaliEZ SN LRIRER BRI TIEREE, B 50%FEARBRESIN S EU
KAMIRERN 4ng/mL, ZEREDKESN 0.1ng/mL. 0.4ng/mL. 1.0ng/mL. 5.0ng/mL. 25ng/ml. 50
ng/mL. 100 ng/ml BRFIIRETIER

FmblE: BUdHE 5 g F 50 mL BOER, MAARIIER 50 pl. 7K 3 mL, JAFE 30 s, MIEELE 15
mL, #HIEEY 3 min, & 5 min, 4500 r/min B0 7 min, EEEIREZE 25 mL AE#; HEBMNED
8mL, EERIN—X, SHEEKREKR, HAEERHRERZZIE, &M, BEREMEFERE, K
IR FBPEER 5 mL. [EEKE 5 mLiE . 2EEAR 10 mLidiE, A 20%ZE— EELEMTR 5 mLiHit. A
50%Z Bt — EEBOREE AR 8 mL Hiht, WERHRK, 40°CRSEWMT. BRI S0%FEAR 1 mL AR
Y, AABEHIUSEDIEREFHFENEAR, EVINE,
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2 FRiTie
2.1 &R

Q251.10>91.20 (+) 141e5
RT=2.552
100.00 -
% |
O L L N B N N
175 200 225 250 275 300 325 350
RT (min)

1. ZEREAATERAR MRM BiEE (1.0 ng/mL)

2.2 AR

288 1.3 §% 0.1, 0.4, 1.0. 5.0 25. 50. 100 ng/mL tmERFITIEARK, BRAARMEAING TIELL,
ROERZIIE 2, XA R=0.999%4, ZRERLMERIFVERE. FRt. TERFLERINK 3, ik

EATAERREIIE 94.2%-104.4%, 0.1 ng/mLAREARE S/N 79 51.42,

Area Ratio
60| LR
1y = 0.6172480x - 0.003523954
- R2 =09987172 R = 0.9993584

50 Curve Fit: Default (Linear)
7| Weighting: Default (1/C*2)

-| Zero: Default (Not Forced|
407 ero: Default (Not Forced)

30

—— —— — T T T
0 20 40 60 80 100
Conc.Ratio (ng/mL)

2. REREIRUERRLL
& 3. RUEBRELSER

0o FRERNEIms 1« HREES

Datat | HAEVFFE fnHE [ RE (ng/al)| FHERE W S/N ERR
1 0. 1ppb. Led 2.555 53, 500 0.099 0.1 98.8 51.42 0.02
2 0.4ppb. 1cd | 2,550 216, 703 0.418 0.4 104. 4 167.65 0.02
3 Ippb. 1ed 2.552 553, 264 1.018 1 101.8 517.66 0.02
4 Sppb. Lcd 2,556 2,690,525 4.711 3 94.2 2,015.09 0.02
5 25ppb. Lod 2.558|  13,641,953| 25.851 | 5 102.2] 27,791.86| 0.01 |
3 S0ppb. Led | 2.561 27,260, 915 50.173 50 100.3 19,851.12 0.03
7 100ppb. 1ed | 2.559 49, 985, 970 98. 206 100 98.2 56,852, 11 0.02

23 EEHER

0.4 ng/mLIRENRMAR, HELHE 6 R, ZREENENEBEERNVEES, SROK 47 R
B Y 8 AN EARBIAE AR ER ZE (RSD%) D59 0.12%70 1.52%, 7 #EEE RiF.
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& 4.04ng/mL LERERTTERRIEL: 6 STEEEER

wS I AR N
1 211056 2.559
2 207665 2.553
3 210489 2.553
4 208364 2.552
5 210079 2.552
6 216703 2.550
THE 210726 2.553
RSD% 1.52 0.12

2.4 iFEIWEREEHER
DMaR=[/ER, &R 13 FNESE, WHEEHTR. f. S=NREAFIMFEIREREZER, 81
REFTHRIE=MFm, #TEEMER, K. F. S=MIIFRED SN 020 2558 25 pg/kg. =K
FIREINER R EE EER WK 5
&5 ERERLER (n=3)

0.2 ug/kg 2.5 ug/kg 25 g/kg
IIFREIREE (%)  IAREIMEER (%)  MAREMEEE (%)
1 92.4 94.8 89.0
2 88.6 91.2 86.8
3 91.2 89.6 93.2
918 90.7 91.9 89.7
RSD% 2.14 2.90 363

3 &g

KX Z%E GB31656.5-2021 BT 2ERNE, £/ R =EMRATRBRECA{Y LCMS-8060NX 17T
IKFE R REREDNERY 7575, 7E 0.1-100 ng/mL ARESEEN, 7HE&MERY, LMHEBAXRHR 79 0.99%4,
BRI EIRE RUERETE 94.2%-104.4% 2 8], WHFMIETT 0.20 2.5 25 ug/kg = MREMARLEIKSLL, [E]
WERTE 89.7%-91.9% 2 (8, 2 ZARBER, AWES, BRRR, SRATK™mPLRIFZYIRICN.
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LC-MS/MS#&M7K ™ 5o R R Pa 7% B2

B ASCEN T A B EBESMREEIE = SR FUEEAINE K AP R IR BB 5 A, HIFR
FE 0.2 pg/L~50.0 ug/L RESEERNA M RY, BXRMr£0.999 L, E&. B H=RET, %
BYRE R EFAIEEFRAY RSD% I FITE 0.04%~0.06%7H 0.66%~4.65%2 (8], NBERERIf. MIFmK
B9 0.5~2 pg/kg BUFEm, [EIWETE 83.8%~93.5% (8, ZFERBES, DTITEIRE, ERER, IH
Tk A P 5 B R ERRE 810,

KRR —BURATRRECBEN KM e

BARYF=:
< AEEE (SN/T 3235-2012) , AFEKNMIA¥HNRHEE S,
& IVERANEMSEEER, EATAEEREKFIK RS

#pe+ (Diazepam, CieHisCIN.O) BFE_RLKEFT, BABEHEFH NIEREFER, 8%iEr$Lg
BRI ERIEHTT, DUXAEEAMER. (2 E KB SRR B,

EER, —ERNERRE KT oBGIcEI T IEA LAY, SEEEKTRPAE, A
EKHBARXELK™m, PREEZARIZIETR, RIFZERII K= oEmE Nz ERER
74, HE OkF=rERZARRMR2022F15) MEAKTFELIERMIEAMAEH, (GB31650-2019
BRZ2EZRNE BmPEARAAERE) POANEMEF M EEHERmPRE.

ATREAMINERZ S, BIISFRE (SN/T3235-2012 HAXRE R LSEXRRALYIERBEN
MF7% BAEBE-FUE/FUEE) , BY 7K™ @Bt i+ BN 5%, FaPREre+, 2308
U ZIBEMERL ZABEIREY, QUEChERSIRIIFIALE, KABMBEE-BEFIEMLN, IMEEE. &
ERIR, B, REER, AISRIIXIKE @I R E RN,

1. SCISERS

1.1 {¥g8

LGSR A 72 Nexera LC-40 X3 5 =E MR FIEN LCMS-8045 BXFA &R L. BIAEEN:
ZagiTdlg8 ¢ SCL-40 B o # ## 28 . SIL-40CX3
W & IR . LC-40B I = ¥ LCMS-8045
= R f : CTO-40S & 3% T F uf : LabSolutionsVer.5.114

<A DGU-405
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1.2 DrEH

U EES s
B 3 M : Shim-pack Scepter C18-120 (100 mmXx.2.1 mmI.D, 1.9 um)
22 (b8) LKBEMBERAE, P/N:227-31012-05
oo M AME-0.1%FEIKER, BiE- 0.1%FRER-FEAR.
= m o35 °C m ® . 0.25mL/min
O AR AR 1o
B 5 oI C BREVEET, #IMREN B AH 5%, B[RRI 1
* 1. BERRER
Time Module Command Value
4.00 Pumps Pump B Conc. 55
5.00 Pumps Pump B Conc. 95
8.00 Pumps Pump B Conc. 99
8.01 Pumps Pump B Conc. 5
13.00 Controller Stop
S s
B T IR :ES, EEFER DL BRE : 250°C
B OBE :35kv IMAREHRE 1 400°C
£ % S &= 3.0L/min B O &R E ' 300°C
F & K &S 10L/min A @R X ZREEIMRM)
mo B = == 10L/min MRM &% : &2
Wt & < . @S (230kPa)
= 2. MRM &#4
AW EsTH casNo.  MEET PmEE oo o B
Bais(V) (V) Bais(V)
W% CuHuCNO 430145 2gs1 ot L0 SO 190
154.1 -11.0 -27.0 -28.0
RTAEERT

2 HmEibiE
£# (SN/T3235-2012 HOMYEE ST LEZEAYKZEERNSEF RIEEIE-FRIL/FLE) +
7.1 7.2 ¥ RIRINS R,

3 R 5Te

3.1 R

=Bl 0.2 ng/mL #FEH YR MRM BIEEMIE 1 PR, BEEDBRY, @ELTH.
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Q 285.10>193.10 (+) 2.56e2
1000091 nk01
1std-0.2ppb-1
1 S/N=15.9
%_
2099 -——"F———
5.5 6.0 6.5 7.0

1. =E&FEM 0.2 ng/mL #MFEFZGHH MRM BiEE]

3.2 RS TR

IS A RIRRAES 7.1 8 7.2 RN EBES BT AERE, BRTAERBHRIMET
EVRECHI S REMWEFRR EMLZL (020 050 1. 20 5. 100 200 50 ng/mL) , KRABGIL-SREEILN
Fo LUFIBFREEIGIEEFINMNLIR, WRNIHESBRIRENBELIR, LHtn gL, Kol)35EM
EXEH BB 0.2 ug/L AMESUE, UL 3 EERILTEFEENAERHIE, HELERURK 2 Fir.

y = 21668.53x + 1371.065 (]
1.0e6 R? = 09987752 R = 09993874

Curve Fit: Default (Linear)
9.0e5 3 Weighting: Default (1/C)
Zero: Default (Not Forced)

Conc. (ppm)
2. HUPE AT ERLL
7% 3. PR BIRUERRE AR IR

. l KPR TEIR
a=xy ROERREL HXEREHR FEHE%
(hg/mL) (ng/mL)
HPE* Y=(21668.53)X+(1371.065) 0.9994 83.8~113.8 0.03 0.11

3.3 EEMXE
BR0.5. 5H050 ug/Lin/EmidiR, ELHFOR, ERMNBNEEN, NWELRIL &S
& 4. WP RANEMIEERES LR (n=6)

RSD% (0.5 pg/L) RSD% (5 pg/L) RSD% (50 pg/L)
e & & &

RT Area RT Area RT Area
HFE¥ 0.06 4.65 0.06 0.66 0.04 0.92
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3.4 hninlEllkE

BrEaER 2g, MNBFIER, SINFRERN 0.5~2 pg/kg, HmERIRE, IR 1.2 HhY
D FARNE PR FBIIIAREINER, FATNE 38, HEWERTE 83.8%~93.5% 28l EFRxBAFmS IR
REN 1 pug/kg BIFmXTLLEIILE 3, BALERIE 5

Q285.10>193.10 (+) 3.58e3 Q 285.10>193.10 (+) 7.74e3
7.0e3+
b 7.0e3
6.0e3
i 6.0e3
5.0e3]
§ 5.0e3
4.0e3
] 4.0e3
3.0e3é 3063
20e3 2.0e3
1.0e3 1.0e3
0.0e0-] 0.0e0]
““““““““““““““““““““““““““““““““““““““““““““““““““““““
56 58 60 62 64 66 68 70 72 74 56 58 60 62 64 66 68 70 72 714
RT (min) RT (min)
] = — b RF S [mm]
EFREEES IATRE R 1 pg/kg S

3. BT AR@SIMREN 1 ug/kg By tEBIEE
5. WPHREIRERLER (n=3)

e IFRERE 0.5 ug/kg IAVRE 1 pg/kg IFREE 2 ug/kg
- Bl &7 RSD% ElUZEY% RSD% Ely& RSD%
HPEF 83.8 8.86 89.4 5.90 935 6.41

4 4

RIBEZARE (SN/T 3235-2012 HOERB P ZLEBAYABENSE RIBEE-FUE/H
EOR) B TR RR=ZENRMRREBONE & AR+ A BT R, #IPRHE 0.2 pg/L~50 pg/L
RESEEINZERY, HHXFRE r 72 0.999 LU ko IIARKREN 0.5~2 ug/kg BIFF A, [EIERTE 83.8%~93.5%
28 ZAEARBES, HMEEE, SEREH, JRTKTmPIE+AEERERILN,
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LC-MS/MS &N E R 27 FiERRZSR

B AXRYTEAREBSRREEIE ZENRMTRERANEERT 27 MMEHRABENT %,
MESERTE 2.0 ug/L~100.0 ug/L RESEERNLME RYF, BXREL r £ 0.997 LI L. 5. FAR=TRET,
HEYREBTEIFMIEERB RSD% A FIFE 0.03%~0.32%F0 0.33%~9.85% (8], NEIEZERIF. AR
AREN 2 50 pg/kg BIFESR, 85%LAERILEHIRINERTE 60%~120% 2 BIEEEERIf. % ERBE
=, DITEERE, SREN, AT KTmPIERERABERNERESR,

Kigia: —BIURMTREEAN B8R HHE

AR
<+ —HOARRN DM KT RPBIMESER. ZRRERMMENR

< (LA Bt AN E AT BT AEACH B S LA i o

MR MR —REEHER, SEENER. ZAENENER, AELAYHEENMER. BF
TEBRRE. B0 &, K@i EREH A EKIMEHRTAEER N KEN R R R 2R,
KEMER AT AR RZIEMN D MWRIE. FFEELIL. BEA%E, EERATUENNK, (PEAR
HAMERIWARNEAS 5250 5) SRS MR, CHiEi. kil . RESR. FREFRRIIA
Bt R ERNARREM LSS R,

NTREAMIPNEREZ D, RURNEFEREZTT (GB 31656.14-2022 BmE2ERIME K mH
QIFEHEREENNE) o FaPABNEHEAIRE-RENT ARG AN ZBEHRORIZE,
REUVBRERSE. CuBEERILFN, MREEE-RERRENNE, MPEEE. AXZEINE, BII T8
RF2TMERERBVINTT R, ZF AR, B8R, RE, PISKIIN K a2 TR BRI A Bl

1. 2I8ER 5

1.1 %88

RSO K A 57 Nexera LC-40 X3 5 =EMRABIE(N LCMS-8045 BXAA &R S, BIAECEN:
AT dlas © SCL40 B ) 88 1 SIL-40C X3
W& R LC-40B B & Y 1 LCMS-8045
F OB & CTO-40S Big T fEuh : LabSolutions Ver.5.114

F&B SN DGU-405
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1.2 DrEH
RS

&

woom A

=

#FE R R
B3

RIS

S

=
=Ry

=

N=
/m

ﬂs
12
i

. Shim-pack Scepter C18-120 (100 mmX.2.1 mm1.D, 1.9 um)

B# (8) KKEMERAE], P/N:227-31012-05

: A1E-0.02%=7K, BIE-FEE

: 30 °C m ®E : 0.3mL/min
:5uL

 REERT, ¥IMARE B AH 55%, BYEIfER AR 1

N

=1 BERHRERF

Time Module Command Value

6.00 Pumps Pump B Conc. 85

6.10 Pumps Pump B Conc. 97

8.20 Pumps Pump B Conc. 97

821 Pumps Pump B Conc. 55

12.00 Controller Stop
B ESl, EABTFER DL )R E : 200°C
E @ 10kv IMAREHRE 1 450°C
= &% 3.0L/min # O R E : 350°C
=< &S 10 L/min A @R X ZREEIMRM)
= == 10L/min MRM &% @ K2
= . &S (230kPa)
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& 2. MRM &%

. TN _ . - ), R Ny Q1 Pre Q3 Pre
No. FRSZHR EyEy i AR DT CAS No. nFE  BNREF FUBET , E(V) ,
Bais(V) Bais(V)
) 236.1% 10.0 18.0 24.0
1 (e 47 Dienestrol CisH1s02 84-17-3 266.3 265.1
249.1 19.0 23.0 28.0
CIHBEED-Ds .
) ) 237.1 18.0 28.0 25.0
2 OB BEED Diethylstilbestrol CisH2002 56-53-1 268.4 267.1
251.1 15.0 25.0 27.0
134.1* 18.0 14.0 13.0
3 [ edinidi) Hexestrol CisH202 84-16-2 270.4 269.1
119.1 18.0 37.0 22.0
BEER-D> .
145.1 16.0 38.0 27.0
4 i3 Estrone C18H202 53-16-7 270.4 269.1
159.2 16.0 34.0 18.0
N ) 183.2* 20.0 42.0 19.0
5 i =3 B-Estradiol C18H2402 50-28-2 272.4 271.2
145.1 19.0 43.0 26.0
o ) 145.1* 20.0 43.0 25.0
6 = E= Estriol I —F2-13C, C18H2403 50-27-1 288.4 287.2
171.1 20.0 37.0 17.0
_ 159.1* 19.0 38.0 29.0
7 IRIERS Ethinyl Estradiol CaoH2402 57-63-6 296.4 295.2
145.1 19.0 42.0 27.0
- N ) 135.1* -27.0 -16.0 -25.0
8 KA 2 B-Estradiol 3-benzoate CasH2s03 50-50-0 276.5 377.2
105.1 -14.0 -21.0 -18.0
. . 109.1* -14.0 -33.0 -19.0
9 17-0fR B 5 R 17A-acetoxyprogesterone  ER¥2Z2fR-D; Ca3H304 302-23-8 372.5 373.2
97.1 -25.0 -28.0 -18.0
. ) 109.1* -23.0 -26.0 -20.0
10 21-0F2EZFR Desoxycorticosterone C21H300s3 64-85-7 330.5 331.2
97.1 -12.0 -25.0 -18.0
. Medroxyprogesterone ) 123.1* -14.0 -29.0 -21.0
11 AR PR 2R FR#2Z2E8-Ds C24H3404 71-58-9 386.5 387.3
Acetate 327.3 -14.0 -13.0 -22.0



12

13

14

15

16

17

18

19

20

21

22

23

24

BER R 22 B

IR EZRER

R Z2ER

FIHOER

Zh

ai

B

REZE

)% R

IR

Chlormadinone Acetate

Megestrol Acetate

Levonorgestre

Medroxyprogesterone

Nandrolone

Nandrolone

henylpropionate
PRENYPIop PR HA-D;

Testosterone

Boldenone

Progesterone Z2H-Do

Trenbolone
FREEHR-Ds
17-Methyltestosterone

Androstenedione
FRE2[7-Ds

Methandrostenolone

C23H29ClO4

C24H304

Ca1H2502

C22H303

CisH2602

Ca7H3403

Ci9H202

Ci9H2602

C21H3002

CisH202

Ca0H3002

Ci9H2602

CaoH2802

213

302-22-7

51154-23-5

T797-63-7

520-85-4

434-22-0

62-90-8

58-22-0

846-48-0

57-83-0

10161-33-8

58-18-4

63-05-8

72-63-9

404.9

384.5

3125

344.5

274.4

406.6

288.4

286.4

3145

270.4

302.5

286.4

300.4

405.2

385.3

313.2

3453

275.2

407.2

289.2

287.2

315.2

271.2

303.2

287.2

301.2

309.3*
301.2
267.2*
224.2
109.1*
245.2
97.1*

123.1
257.2*
239.2
257.2*
105.2
97.2*
109.1
121.1%
1352
109.1*
97.1
199.1*
253.2
109.1*

97.1
109.1*
97.1
149.2*

-15.0
-11.0
-14.0
-14.0
-11.0
-12.0
-13.0

-13.0
-20.0
-20.0
-15.0
-15.0
-21.0
-10.0
-10.0
-10.0
-12.0
-11.0
-19.0
-19.0
-12.0

-11.0
-20.0
-10.0
-12.0

-16.0
-22.0
-19.0
-26.0
-27.0
-18.0
-24.0

-24.0
-16.0
-16.0
-17.0
-28.0
-23.0
-26.0
-22.0
-15.0
-24.0
-23.0
-23.0
-20.0
-28.0

-25.0
-25.0
-24.0
-15.0

-21.0
-20.0
-18.0
-23.0
-18.0
-27.0
-17.0

-22.0
-17.0
-25.0
-17.0
-19.0
-18.0
-19.0
-21.0
-13.0
-21.0
-17.0
-20.0
-17.0
-20.0

-17.0
-19.0
-18.0
-28.0



121.1 -12.0 -26.0 -21.0
o . 231.2* 20.0 190 -150

25 JRIEER Norethindrone Ca0H2602 68-22-4 298.4 299.2
\ 109.1 -11.0 280  -19.0

#2222 EE-Ds

) 121.1* -12.0 390 210

26 Eay Stanozolol C21H2N20 10418-03-8 3285 3293
81.1 -12.0 -50.0 -29.0
97.1* -13.0 -23.0 -17.0

27 AR 2R Testosterone propionate FREE-Ds CH3203 57-85-2 3445 3453
109.1 -13.0 -30.0 -19.0
28 B R -Ds Diethylstilbestrol-ds CisH12 DsO 91318-10-4 276.4 275.2 259.4* 19.0 26.0 17.0
29 BfEER-D2 Estrone-d» C1gH20D20, 56588-58-0 272.4 271.2 145.1* 19.0 40.0 27.0
30 i —E2-13C, Estradiol-13C; 13C2C16H240: 82938-05-4 274.4 273.2 147.1* 19.0 41.0 28.0
31 FR#2Z0H-Ds Medroxyprogesterone-ds C24H31D304 162462-69-3 347.5 3483 126.2* -13.0 -27.0 -22.0
32 Z2FR-Do Progesterone-do Ca1H21D90; 15775-74-3 3235 3243 100.2* -12.0 -23.0 -18.0
33 FIREZER-De Levonorgestrel-ds C21H2D60: - 3185 3193 251.2* -11.0 -18.0 -27.0
34 FREEIE-D; Methyltestosterone-ds Ca0H27D30: 96425-03-5 305.5 306.2 109.2* -11.0 27.0 -20.0

RIAEEBT
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2. tFmalIEMAF A RECH
2.1 #HamaibiE

2% (GB31656.14-2022 BmREEZME KM 27 MIEHERABENNE FREEIE-BEKFUL
%) FR 8.1 M 8.2 HBIRENS BRI %
2.2 fREBRECH

ERENEIEMEE R (100ug/mL) B8, AREFER A A (STIRER. SRR, IR, B3
. R HEIRTER. FhER. . XERR. PEE. XRBERL. RRZHR. 2. 21o0-RFEZR.
17Ta-ZEZE. B2, BERFZEE. BERIMZIEMEERPRZE) REN lug/mL; BA (St
Bh. BETEE. AIEZER. BUEER. KRR TRERAROR) REN 2ug/mL; CA (E=EEMRIEEE) R
E 4 ug/mL BYEETREFRB)RKo.

EREINIRMESE R (100 ug/mL) S8, BREHRESIREN 1 ug/mL BRSNS Ko

3. £R5tie
3.127 MERRINESRIEE

Fofl 2 ng/mL BIEHFRBEIRERR (WA ERE, WIRREN 30ng/mL) , ENDH, 8327
MIEREIEA R MRM B35 E, FIE 1, SiEETRY, @Ext T,

(x1,000,000)

1501
125%
1.0(%?
075]
o.5c€

0.254

I I
LA

L e e e L o e e A s e e L e s s s e L e e e e B NS A e T
25 3.0 35 4.0 45 5.0 55 6.0 6.5 7.0 75 8.0 85 9.0 min

1.2 ng/mL 27 M HEAKRRY MRM BI8E (LLA i, RARKREN 30 ng/mL)

0.00

3.2 R MG LR

RERR S ) iR A B et 380 EANENTALIELAE (Co-injection) , #AFEY BEhFEsTikit 5L
LENIENT A mERRIENERAR, ZEREFE 5L HERERESERR (2. 5. 100 20. 50
M 100 pg/L) , BEPENPMAER, HHRAEEIE-BEIENE, WINEEE. LURELL RS, IEER
EERUNEAR, SEIBVELWE 2 iR (B09) o 27 MIEEERERELIONR. EERNERIE 3.

Area Ratio Area Ratio Area Ratio
Juan E | Epitsm
1y =0.02867630x + 0.06589574 |y =007579292x + 007926422 8-y =0.04143197x - 0.08632408

R?=09990572 R =0.9995285

| Curve Fit: Default (Linear)
| Weighting: Default (None)
| Zero: Default (Not Forced)

251 R?=09984639 R =09992316 - R?=09996927 R =0.9998463
i | Curve Fit: Default (Linear)

-| Weighting: Default (None)
2.0 -| Zero: Default (Not Forced)

6: Curve Fit: Default (Linear)
| Weighting: Default (None)
| Zero: Default (Not Forced)

o

] 4: ]
154 . 4
1.0 ] ]

1 Zi 2]
05 ]

N e e e e L B N —— T T T — T T
25 50 75 0 25 50 75 100 0 50 100 150 200
Conc.Ratio (ug/L) Conc.Ratio (ug/L) Conc.Ratio (ug/L)
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Area Ratio
| =R

4j y = 0.04051625x + 0.06650003
|R?=09991774 R =0.9995886

w

7| Curve Fit: Default (Linear)
_| Weighting: Default (None)
-| Zero: Default (Not Forced)

Area Ratio
|BrzE

0.5]

25

1y =002825226x + 0.02314197
2.5 R?=0.9998587 R =09999293
7 Curve Fit: Default (Linear)
] Weighting: Default (None)
2.0 - Zero: Default (Not Forced)

00—

Area Ratio

2.0 BETIERE

1y =0.01977549x + 0.006808650
4{R2=09995172 R =0.9997586

] curve Fit: Default (Linear)

1.5 4 Weighting: Default (None)

051

0.0

- Zero: Default (Not Forced)

— T
50 75 100 0 25

——
75

25 50

—
100

Conc.Ratio (ug/L) ConcRatio (ug/L) ConcRatio (ug/L)
3. E T
% 3,27 M HEREIMATIIE, EEE

= e Bofng TR e, OUR RER
= MR (ng/mL) (ng/mL)
1 3314 Y =(0.0286763)X + (0.0658957) 0.9992 75.8~115.8 0.02 0.06
2 FHER Y =(0.0757929)X + (0.0792642) 0.9998 81.5~109.8 0.07 0.21
3 i 1] Y =(0.0581034)X + (0.116352) 0.9992 78.9~109.6 0.05 0.15
4 B Y =(0.0134754)X + (0.0125211) 0.9994 84.5~107.2 0.35 1.07
5 JRIE R Y =(0.0116608)X + (0.0199124) 0.9987 82.6~120.5 041 1.25
6 SSLEER Y =(0.0757432)X + (0.215163) 0.9979 71.5~113.6 0.03 0.10
7 21-a FEZ Y =(0.0200874)X + (0.0676297) 0.9992 80.1~111.5 1.14 3.45
8 =7 Y =(0.0610936)X + (0.105638) 0.9990 80.2~110.2 0.06 0.17
9 FIRIEZER Y =(0.0414320)X + (-0.0863241) 0.9995 90.6~111.0 0.93 2.83
10 17-a FEZ Y =(0.0146499)X + (0.0261651) 0.9998 79.0~112.5 0.14 0.43
11 Seps= i Y =(0.0405162)X + (0.0665000) 0.9996 80.6~108.6 0.07 0.21
12 SSp el Y =(0.0282523)X + (0.0231420) 0.9999 85.7~106.8 0.26 0.78
13 EL FR I Z2 B Y =(0.0197755)X + (0.00680865) 0.9998 88.9~112.8 0.09 0.28
14 R S22 R Y =(0.0109172)X + (0.0108099) 0.9999 79.2~110.6 0.23 0.69
15 EIR ER ¥ 20 Y =(0.0228917)X +(0.0140802) 0.9999 86.7~115.1 0.10 0.29
16 Z2ff Y =(0.0329618)X + (0.294889) 0.9997 72.3~103.7 0.62 1.87
17 B Y =(0.00787695)X + (0.0499746) 0.9991 88.1~113.3 0.24 0.73
18 e Y =(0.0124907)X + (0.00848029) 0.9999 91.7~109.0 1.07 3.23
19 REREY Y =(0.0718706)X + (-0.0108243) 0.9998 79.3~114.0 0.03 0.09
20 KRR — 2 Y =(0.00318960)X + (-0.00164131) 0.9996 94.2~113.2 0.36 1.10
21 = F2 Y =(0.0130318)X + (-0.161255) 0.9983 78.0~119.6 0.43 1.30
22 AR Y =(0.0246571)X + (0.0355047) 0.9998 72.4~112.3 0.06 0.19
23 R B Y =(0.00987936)X + (0.0848164) 0.9998 79.3~116.3 0.21 0.65
24 I~ F2 Y =(0.0162429)X + (0.0666055) 0.9997 74.3~114.2 0.18 0.53
25 [y caidi) Y =(0.0644922)X + (-0.0526971) 0.9997 86.1~113.0 0.04 0.12
26 [y 1137 Y =(0.0299950)X + (-0.0629520) 0.9998 84.3~125.5 0.15 0.47
27 O el Ep Y=(0.112934)X + (0.211375) 0.9994 79.6~124.8 0.01 0.02

3.3 EEMRE
EX2. 200100 ug/UAnERB R, EEEFOR, ZRMNBHNEEM, MEERIEKA.
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| 4. 27T MR R B EMIEERES LS

(n=6)

Y% e RSD% (2 ug/L) RSD% (20 pg/L) RSD% (100 pg/L)
= RT Area RT Area RT Area
1 BEEhw 0.07 2.66 0.06 1.16 0.13 0.72
2 ZhHER 0.07 241 0.05 1.26 0.13 0.56
3 TG B 0.07 3.13 0.05 1.09 0.10 0.69
4 B 0.08 4.22 0.05 2.16 0.09 1.09
5 JRIEER 0.07 3.87 0.05 1.22 0.10 0.61
6 EIERR 0.05 2.03 0.05 1.39 0.08 1.69
7 21-a BEZH 0.06 2.84 0.05 1.78 0.09 0.33
8 £ 0.07 2.40 0.05 1.62 0.07 0.84
9 EIREZER 0.06 3.09 0.06 1.47 0.05 1.95
10 17-a 2 E 30/ 0.05 4.86 0.05 1.96 0.06 1.16
11 BHEER 0.06 3.59 0.05 0.81 0.06 1.04
12 FEZR 0.05 2.75 0.05 1.86 0.05 0.83
13 B4R BRIt 22 0.06 3.18 0.04 1.52 0.05 2.13
14 B R 2R 0.05 4.04 0.04 1.76 0.05 1.11
15 BERFR 2220 0.05 1.84 0.05 1.67 0.05 1.52
16 Z2 0.06 1.65 0.04 1.25 0.04 1.00
17 B 0.03 1.67 0.04 1.23 0.03 1.00
18 AREZER 0.04 2.01 0.04 0.93 0.05 1.76
19 BRI 0.03 0.85 0.04 2.22 0.04 0.95
20 KRR — 0.03 2.79 0.05 1.18 0.03 1.29
21 E=E= 0.15 3.37 0.08 1.06 0.32 1.85
22 WEEER 0.05 7.68 0.05 3.60 0.06 1.37
23 JRIfERZ 0.09 8.75 0.07 2.69 0.06 1.11
24 i = 0.08 3.32 0.06 2.74 0.05 2.05
25 [y caliidi)) 0.10 5.73 0.05 3.40 0.05 2.47
26 [ o1l 415 0.09 9.84 0.06 3.05 0.05 221
27 IR 0.04 4.76 0.05 3.10 0.05 1.89

3.4 mntREEE

THERWS g, MNEFRIIER, EIMRREN 2M 50 ug/kg (LLABLEDIT) , =
AiE, IR 1.2 RS REANE M IEHRRIREIMER, KirtFmn
NFTALIETINRE, DREXK:FREE=15: 85 (v/v) BABRENEEGIERDR, FATIE 3 K. BMERE 2 pg/kg BIMN
RARE T, 85% A ERI L EWEINERTE 60%~120% 2 (8] EARIITREINER LS R KA R E R E WE 4 Fiso
RERAAN, RHERBES, FEHRLE, BILURR 27 MIEAZRAYIREL I,
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30
25
20
15
10

Ca=x7k 4=

30
25
20
15
10

Ra=xzE{E!

RERENIFAF B EIRER

25
18
° 3
[] .
| —
2 ug/kg 50 pgrkg
m30%~120% ®m60%~80% = 50%~60%

RNEREIFAFmRRSDULER

26
6
. '
2 pug/kg 50 ug/kg
m<10% m10%~15% m15%~20%

4. MEREBIMMAR R AT ERELSR

4 i

KIBERINE (GB 31656.14-2022 BRBTEERIME K=mF 27 MIESRZBENNE REEIE
-BREBEE) , BUTHRASE=FNRAITREKANESAFMBRZBNSG %, 27 MESERT 2
ug/L~100 pg/L "RESEERNSAMRYE, XA r £ 0.999 Bl E, £ 2. 201100 ug/L = MNRE T, &4
NEREHEE, (LEYRIREBTEIFIEEFRAY RSD% 52 5 7E 0.03%~0.32%7F0 0.33%~9.85% (8], (NBREEER
9, MARRES 2 M 50 pg/kg B9, 85%LL ERI L EMIEINERTE 60%~120% 2 B EEE M Rif. &H

ERBER, DIEERE, 4

M, BT KT mP IR B ERERRIII,
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2.5 HEXAM
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LC-MS/MS J7E fasE B AT RavERE kI iai 7% &2

# B o027 HRAREBSMRIEEIE Z SR RIS KANEmEBIFPHEERRSYREE
BY7575. 4 MUEEYTE 0.5 ug/L~20.0 pug/L RESCREINAIE RYF, HEXRK rigE 0.999 Lk, ES. A,
R="TRET, EEKEAYIRTTE YR B B FIEEARAY RSD% 0 37E 0.08%~0.13%7F0 0.89%~9.28%
Zi8, EERERE. IMRER 1. 5H 10 pg/kg iFm, BIMERTT 82.3~112.7% 2 [8l, %5 7EREN
B, DNiEE, SRER, PR T KT mPERKREAHYRE R EHE SR,

X, —EURTRRECAN mEaEt  HEREEY)

EKBEAYIZ—T M IBERER, BIIAKEME, XETH, KR EAMKEIEA4T, HER
RERAYIIRSEAERNRSEERGEHRAER, BENBRRE, W ZRTKTFRELS, 28T H
REAESCOT JREFTS IR RRR. EREREERREAGEFNDRNE, F5EBREGRE, TREEH
B BEEIERRAEF 3-8 - 2- IR IR EER(AOZ), 5-PEMERE-3-SE-2-TEM &R (AMOZ), 1-2&-
ZRBEAR (AHD), =AEHAR(SEM)o FEARFEMERLRFNEFAETH2505 ERMISIHHEKREEY (X
Patk. BRIZEA. BRIMTER. BRIEMEAIRmARIEERTN) TN (Bt TR ILERNA R AEMLEY)
BE) o NTHREAMINERES, RURNEEREST (GB31656.13-2021 7K/ mPiEEKIEEN
B ZRERNNE BAEEIE—RERRIEE) o

TNZEZINE, BILT mEAFPHEERBEASYZIRENTG A, HRPABREERKIERER
SRS ERMER M TKEE, L2-EERFETEN, ACRIERRER, 8RB LAL, BERE
-REPIE EHNE, AIREEE. ZAARBES, ES/HEH.

1 32I8ER 59

1.1 43§

NI K A 57 Nexera LC-40 X3 5 =EMRAFBTIEN LCMS-8045 BXAA &R S, BIAICEN:
R HIEE 0 CBM-40 B &h # % 28 : SIL40CX3
W &k =R . LC40B Il = % LCMS-8045
£ B O : CTO-40S B 3 T fF 35 : LabSolutions Ver. 5.99

TELR SN @ DGU-405

1.2 3%

GYEESES

& i & : Shim-packGISSC18 (100 mmx2.1mml.D., 19 um) &% (E8&) LKEMERA
=1, P/N: 227-30048-02

8 A#8-0.002 mol/L ZBs%A®R, BE-FEE

® : 0.35mL/min

i

)]

NS
=

tﬂ:
X
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= w135 °C HEAR 10Ul
OB A R BERE, #48 10%B, BHEliEFEIE 1
* 1. BERERER
Time Module Command Value
0.50 Pumps Pump B Conc. 10
4.00 Pumps Pump B Conc. 95
5.50 Pumps Pump B Conc. 95
6.00 Pumps Pump B Conc. 10
8.00 Controller Stop
FUE &M
B F R :ESl, EEFER D L & & E :300°C
B OBKE :1kv AR REE  450°C
£ % | &S 30L/min ¥ O B E :400C
F B S &S 8L/min 7 # & X @ ZREENMRM)
moHm ] =5 121L/min M R M & # QK2
Wt ' < . @S (230kPa) B = 3t i & ©1mm
* 2. MRM &%k
% EIEZ =4 1Pre CE 3 Pre
27 e D L N
= BF BF Bais(V) (V)  Bais(V)
104.1° -17 21 -18
1 AOZ C3HsN20: 80-65-9 236.1
134.1 -11 -10 -13
2 AOZ-D4 C3H2DsN202 1188331-23-8 240.1 1342 -17 9 -12
262.1° -17 -17 -17
3 AMOZ CsHi15N303 43056-63-9 334.9
291.2 -12 -11 -20
4 AMOZ-Ds CsH10DsN303 1017793-94-0  340.1  296.1° -23 -12 -20
104.0° -17 21 -17
5 AHD C3HsN3O2-HCl 2827-56-7 249.1
134.0 -17 -10 -13
6 AHD-Cs BC3HsN302 957509-31-8 2521 1339 -19 9 -24
166.1° -10 -8 -16
7 SEM CHsN3O-HCl 563-41-7 209.1
192.0 -10 -10 -12
BCHsNBN20-H 2121 168.1° -10 -7 -17
8  SEM-BCBN al 1173020-16-0
RAEEBBRTF
1.2 FREERBRAYECHI R mai 12
i TR RECH:

BEIVEREIR: BUBER AOZ. AMOZ. AHD X SEM MfE&E& (100 ug/mL) B8, FAREEEHR,

EEHIRGRER 1.0 ug/mL B ESTRETEIR,.

REVETER: DalEMERUESIERENR 1mL F 10mL 0 100 mL NirBsEM, BREFEREEZ
E, EeHIAORE N 100 0 10 pg/L BEMETIER, MBI,

221



REMRAMETER: BUBER AOZ-Disw AMOZ-Ds. AHD-13Cs Fz SEM-CPN2 AUfig & (100 pg/mL) &
£, ARRZEEWRRE, EHIBORER 100 pg/L BRSAAMIELIFR,

ESRTIRSE,

KEBESTTAEMN: BUdEl 2 g (BBHZE0.01g) F 50 mL BLER, MNEEWIRMRETLIER 50 UL, AiE 1
min, 70 0.5 mol/L ZhER/AMK 5 mL, 2-FEERBEEAR 150 pL, SRIEES 1 min, TIEERIRFsH 37°C &
JtiR57% 16 ho

REVR: EBLERINEER, AMBREZHARIAE pH £ 7.0~7.5, IMZEZE 8 mL, &R 30
s, 6000 r/min B0 5 min, BLEBERZE 10mL IFEELER, 40°CRANT. S%EEEAR 1.0 mL AR
BY), BARERZE 1.5 mL BOES 14000 r/min B0 10 min, _E3&E&E 0.22 um RS £V,

3 ER57E
3.1 BFRESHMMRK

BF RS T HEMREMN EEEENEMN, WERIGENSHERABKBONAETEZME
XA, —RESTRIMUAENZECSMR. FTREMR. BTRBE. BTOREE. ESI BEHAE
SRAEAATMNL, ATFSHMHEL. RAHIEESERER, FESVFE—NELEE,

II_"‘:_:: Settings - X
General Standard Advanced
# Items Pattern1  Pattern2 Pattern3 Patternd Pattern5 Patterné Pattern7  Pattern8
4|1 | interface Voltage(kV) k| 15 2 3 4 5
M2 .C|D Gas(kPa) - 210 240 .2?0 300 330
. 3 . Nebulizing Gas Flow(L/min) = 2 25 3
/4 | Drying Gas Flow(L/min) -|a 6 s
M . 5 . Heating Gas Flow(L/min) -~ 6 8 10 12
(|6 |Interface Temperature(©) = |150 [200 250 300 [350
©7 | DL Temperature(C) - 150 1200 250
[ 8 | Heat Block Temperature(C) ~ | 200 250 .300 350 400 .450

1. LabSolutions MRM Connect B F B F RS MM &I
LabSolutions MRM Connect 2 &2 =& M MREEKANEER TS F RSN LIG, BIE 1
HLLiEIt (Do) , AIUKINE FRESHMHNBEMMILIE, #MiIRaENE RS,
FEARNBEGDHER, LEDS BRI RS ERER AHD 1 SEM R, #HITEFRSHNMN
Ho LAFXEE THEOBE. DLIREM ESI BEHUE = MR BEAR T HIIFIE ML 8IS,
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3.1.1 IEABEMRL

450,000
400,000
350,000
300,000
250,000
200,000
150,000
100,000
50,000
0

SEM

REEOBEM 0.5~4.5kv, LLO.5KV HEIFEHITHMNL, , AHD F SEM IBTEROBEN 1KV B, R

BERS.

3.1.2 DL;EEMNK

350,000
300,000
250,000

> 200,000
150,000
100,000
50,000

0

160

1 2 3 4 5

#OBE (kv)

—@—SEM ~=—@— AHD

2. EOBEMREER

/‘\.

210 260
DLERE (C)

—&—SEM ~ =—@— AHD

3.DL BEREMALER

140,000
120,000
100,000
80,000 o
60,000 :<E(
40,000
20,000

0

250,000
200,000

150,000

HD

100,000 <
50,000

0

310

%8 DL EXREM 200~300°C, LA 50°CHialf@# T, AHD # SEM 733l7E 300°CHI 250°CHY
ML &S, =7 AHD £ 300°CHY REUEIEIRIFERAE, &LERE DL B:RE N 300°Co

3.1.3 BEH U ERIMRK
250,000
200,000
< 150000
Ll
“ 100,000
50,000

0

1 2 3 4 5
BREEAE (mm)

—&—SEM  —@— AHD

4. BEFHUB ML
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180,000
160,000
140,000
120,000
100,000 O
80,000 =
60,000
40,000
20,000

0



BEEMEFHUEM 0~5mm, LL1mm AEREEITHA, SEM M AHD I97E 3 mm BY, M &ES. E4
i, BEHMNEUTAIAME, REERLUARYMIVENE R, NFERESHTEE, @i
BESIEE 3 mm AGREM.

3.2 WHEKGARMICTEMRIRBE
Bl 579 0.5 ng/mL 4 MEERIECSILKEE. TTENIAREURIRIEERY MRM ®2IEE], ®IEIED
BRI, BELTH.

Q236.10>134.10 (+) 4.62e3 Q 335.00>291.20 (+) 1.03e4
v v
{M-std-0.5ppb-1 1.0e4 -\ M-std-0.5ppb-1
4.0e3 - E
: S/N=11.9 8.0e3 S/N=21.0
3.0e3 ] .
; 6.0e3
2.0e3 - 403
- EMM . EMMAIJL\/W\M/\
00e0 LW\ WL T e Y 0060 Py N/ T
35 40 4.5 35 4.0 4.5
AOZ AMOZ
Q 249.10>134.00 (+) 1.77e3 Q 209.10>166.10 (+) 1.90e3
v _ v
-IM-std-0.5ppb-1 -|M-std-0.5ppb-1
1.0e3 + 1.0e3
5.0e2 - 5.0e2
35 4.0 4.5 35 4.0 4.5
AHD SEM

5.0.5 ng/mL 4 MEEEXECHYIITEYIH MRM BI%E

3.3 &MXA

DRERTEE 10 ug/L #0100 pg/L BREAETLFRE 0.05. 0.1 0.2mLF 6150 mL BOLER,
BRAINRRIIN, REF KBS ITE NIRRT /AR, BREREDFIN 0.5 1.00 2.0, 50, 100
20 pg/L, & 1.2 FHHITNE. LUNEHIES FREBIBIEIMIMAIRIEER L ENNEAT, AR
HEBRRRENESLIR, SHIRVERZINE 6 Fim. 4 MIHEREAEYIT EMRERENAONIR. E8R
AR LR 3o
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Area Ratio

A0Z

~|y=0.3009889x+0.05842037

R2=0.9991874 R =0.9995936

5 2| Curve Fit: Default (Linear)
Weighting: Default (None)

Zero: Default (Not Forced)

o

Conc.Ratio (ng/mL)
Area Ratio

AHD

y=0.2222879x+0.03968387
R2=0.9986016 R =0.9993005
Curve Fit: Default (Linear)
Weighting: Default (None)
Zero: Default (Not Forced)

T T T
0 5 10 15 20
Conc.Ratio (ng/mL)

Area Ratio
AMOZ

y=0.2715463x+0.05701086

5-R2=0.9989957 R=0.9994977

Curve Fit: Default (Linear)
Weighting: Default (None)
| zero: Default (Not Forced)

Area Ratio
SEM

7 -y=0.3595521x+0.05475418

R?=0.9990567 R=0.9995282

6 -] curve Fit: Default (Linear)

Weighting: Default (None)
Zero: Default (Not Forced)

Conc.Ratio (ng/mL)

6. 4 M E RIS CEIYIT EVIROE RLL

T T
15 20
Conc.Ratio (ng/mL)

7= 3. 4 MEEERIE UM TT EVROE A RACTIIR. EEIR

. ga=x7 Lio:d::iE5 B HERBE % R R
= (ng/mL) (ng/mL)
1 AOZ Y =(0.300989)X + (0.0584204) 0.9996 16.2~107.5 0.11 0.33
2 AMOZ Y =(0.271546)X + (0.0570109) 0.9995 14.4~108.5 0.06 0.18
3 AHD Y =(0.222288)X + (0.0396839) 0.9993 85.3~111.2 0.06 0.17
4 SEM Y =(0.359552)X + (0.0547542) 0.9995 86.4~105.7 0.09 0.28

3.4 BEE

AREJY 0.5 2 ug/L 720 ug/L bHEKIEAEYINT EVNESNE 6 X,
P ENYIR E B B AR EAR BRI E R ZE 7 517E 0.08%~0.13%40 0.89%~9.28%2 18], {XESHERE

Rito

SNBEREE. TERE

& A4 4 MEERX RO EY R EYEMIEREREE MR (n=6)

RSD% (0.5 pg/L)

RSD% (2 pg/L)

RSD% (20 pg/L)

HwS e
RT Area RT Area RT Area
1 AOZ 0.19 5.77 0.09 3.75 0.08 1.90
2 AMOZ 0.11 6.04 0.09 4.11 0.08 0.89
3 AHD 0.10 9.28 0.08 4.40 0.08 1.99
4 SEM 0.13 4.06 0.08 2.82 0.08 1.07

3.5 [EE

W=EmEAL 2g, MNBRIIER, EIRREAN 10 53 10 pg/kg, HFREKBEITENRE
BUstb AR, 1RIR 1.2 FDMHFANE 4 MEERmE SR INARLEIRER, FITNE 3 R 4 MLE

YIRVEIUN AT 82.3~112. 7% 8], BALERIEK 5
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7 5. 4 MRS ERIEACEIT EYRIRER LR (n=3)

e s IFRRE 1 pg/kg TIARRE 5 ug/kg INARAKEE 10 ug/kg
B EY% RSD% Bl =% RSD% [EIE=% RSD%
1 AOZ 103.0 8.43 92.9 2.63 87.2 7.61
2 AMOZ 101.9 3.91 112.7 2.48 94.0 1.34
3 AHD 92.8 4.26 105.0 8.53 86.8 6.53
4 SEM 82.3 8.50 84.9 551 86.4 6.13
4 g

RIEEZATHE (GB 31656.13-2021 7K~ mABEERREASY Z A BIVNE RIBEIE-HREFUEE)
BT A B = BV R BB (N E B SR R R HE R U 272 BRY 7575, M amEBRMESR K
NITER, ZBRIEEFEE, SEBLAN, ZEWRMTRIEN LCMS-8045 #HTHMN, NITEEE. 4 i
PEEIRI R AUEITE 0.5 ng/L~20.0 pg/L RESEEINLME RY, HBXFRI r97E 0.999 Lk, MIRREN
1. 510 pg/kg BYtFaR, [EIURERAE 82.3~112.71% (8, ZITARBER, HEEE, SREHR, FA
TR SRR E R DR AU 74 BB R AR
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LCMS-8045 illITE S R A & Ml ke iz BY 5% &8

WE. 4002y 7 —MER SR REEEREKRIE LCMS-8045 NESKFENIZRN G £, mESKER
LR R T, BBEXRIEERIE LC-40 #1710 E, ZEPURFFFUIEN LCMS-8045 #ITEMEMEE D1,
B NIGTRRTE 2 ug/L~200 pg/L MRESEERNEL M RYF, fERZRIEXFREDY 0.9999; %F 2.0. 10 F 100 pg/L
RASAEKRENARE T/ERESNE 6 R, REKEMIEERVEXNITEREDHITE 0.06%~0.09%7HN
0.46%~1.56% [8]; AIREZ 2. 10 M 100 ug/kg XA M, BT 89.7~95.6% 28], 1ZF57ARIEMA
TGP R W h 7% B E o

XA BR NER =ZE0ORATRIE

ENIBAZ (Amantadine) BIEM=IFREMNI[ENTEY), BB MK FDA #ERNTUARRSAY), X
S ARFHRFIERRETNHR. RATFZERRILEERSTETERENR, BHEEESIE
e, TNERIDEIFEATRE (LEES) FET. KAENAYESHFREET BYEEET
ANERIRE, ERAENTZA MY, REESE 20% RN R RRREXN TN~ EMztt. 2012
F 128, WR—EMHFEHRBENERENIERETRSEHTE HAG , FMHAEEEE.
5%, 5lET EXRBEEIN. F1E 2005 F, HERUEE AL (KT FEENEERSRSAYIE
OB , BAMEKIIEMEIEES. KENERENRR. MRS, EERET. 28REANER

RSN,
B, SRR ZRFFITTENE, KA HPLC-RAES GCIEMNE, AURIEEDL 256, M

BRHBERS. 3RYE GB 31660.5- 2019 (G111t B P2 NI RIA B ERVNE RIS IE-BERIEE)
BIUTBREE. SEFERRECIE-REFRERE, BTUNECHPENISALAVAE, T KoMl
ANRSZ[ER,

1 2I8ER 5

1.1 {%3§

REWERZEBEIRIEBEIEN LC-40 5 =R FIEN LCMS-8045 BXAB &R S, EAEEN:
A4iEHI2E 0 SCL40 Bop#HF 2 o SIL40CX3
W R R LC-40B R 1#® Y 1 LCMS-8045
T R F  CTO-40S Big T fEuh  : LabSolutions Ver.5.114

TFE& B SAM  DGU-405

1.2 3t F M4
UEESLE
& 3% & : Shim-pack GIST C18 (150 mmX2.1 mm1.D.,3 um, SGLC, P/N: 227-30008-07)
Fomh AR 0 AME-0.1%FREANER; BIE-FRER
Vi ® . 0.30mL/min
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BEREAIR D 2L
EBR AN BERE, ¥ISKREN BAE 10%, BYEERILE Lo

=1 BERRER

Time Module Command Value
1.50 Pumps Pump B Conc. 10
2.00 Pumps Pump B Conc. 90
5.00 Pumps Pump B Conc. 90
5.10 Pumps Pump B Conc. 10
10.00 Controller Stop
PR
B F R :ES, EBFER DL R E : 250°C
OB E : 05k MAGEHGERE 1 400°C
£ % = &S 3.0L/min ¥ OB B : 300°C
F B = &S 10L/min AR X 0 ZREEUMRM)
m #®» = =5 10L/min MRM =% : &2
it # S &= (230kPa) B B B e :74ms
# 2. MRM 2§
. ‘e 4 Q1 Pre Q3 Pre
WEME2IR E &= CASNo. HIAEF FYBF . CE(V) ,
Bais(V) Bais(V)
, 135.2° -10 -17 -24
Eallediss Amantadine 768-94-5 152.1
93.1 -10 -28 -16
D1s-3& M J52h% Dis- Amantadine / 167.1 150.2 -13 -19 21
RTEEBRT

1.3 ¥R S R A ECH B b A b 1R
TR TYEARECH

FAFREZACH 1 mg/L By MIGEARA] D1s-& NIRRT E TVEAWR, BB 50% 2 BB RIBRERL 2 g /L «
4 ug/L. 10 ug/L. 20 pg/L. 100 pg/L A 200 pg/L RENRERIRETIER, Dis-=NIGARERES 20
ug/Lo
PEEAYESRENIPUS L,

MREIRAL 2 g CEMZEL20mg) , F 50mL BOER, 11 Dis-ENIERmETER 20 ul, 11 1%
ZBRZBEA® 10 mL, iea 2 min, 3000 r/min By 5min, EBEREAS— 50mL BOLER, 517
B—nx, aHMRXLEER, &H. H&EBR, KRR 3g. ESkk 10mL, S&FE L min, 3000r/min
B0 5 min, FEAECKE, FSBREE 100 mL BO0EH, 40°CHACATIERRZET, B 1.0 mL BEARR
B, NN PSA50mg, s@hE 30s, BN EERIIERE 1.5 mLitER, 2EUER 0.5 mL FTEOES, 40°C
RAWT, TN 50%ZB57KA®K 0.5 mL, 5®HE30s, 10000 r/min B0y 5 min, B EE®RE EVUNE,
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2 #£R5i%e
2.1 FREHSE MRM &iLE

Q15210513520 (+) 100e5  ISTD 167.10>150.20 (+) 1.15¢6
RT=3.649 RT=3646
1.0e5 0 :
ER1 16.90% (105.62) 1006
7504 7565
5.0e4 50e5 -
25e4 25e5 7
0.0e0 1 0.0e0 -
== =" Sewa == R
20 25 30 35 40 45 50 55 20 25 30 35 40 45 50 55
RT (min) RT (min)
1.2 ug/L SRIEREim e R EERE (AR 20 ug/L)
2.2 (MR FR

¥ 2. 4. 10 20, 100 #0200 pg/L ANEERERATAET/ERIZ 1.2 FRIDHTFEEITNE, WIREE
B, DURELL AR, EERLENINER, SHIRVERLZNE 2 P, FIERVERALEXRRY, &
MFHIEA Y =(0.0415)X - (0.0027); HERXFE R>=0.9999,

Area Ratio
SR

y=0.04152725x-0.002651524
8 R?=0.9999647 R=0.9999823

Curve Fit: Linear
Jweighting: None
Zero: Not Forced

~

0 5‘0 160 1;0 2(‘)0
Conc.Ratio (ug/L)
2. ZNIGhe R R,

23 BEEIKKRE

Xf 2 ug/Le 10 pg/L #1100 pg/L = MREMMETI/ERELNE 6 X, ERNUBREBE, ERET: ©
[BREATE h iR BB BRI FIE EARAVAE I AR E IR ZE D 3I7E 0.06%~0.09%7H] 0.46%~1.56% 2 (8], XEREEER
508

& 3. ENIGERRFRBNEIMIEEREE ML R (n=6)

Conc.(ug/L) RSD% (R.T.) RSD%(Area)
2.0 0.06 1.56
10 0.09 0.46
100 0.07 0.52

2.4 REYEFRE
390.1 pg/L ENEA MRM @BIEE, RIEMRHIE MDL=3.3 S/N, EE£R L0Q=10 S/N it&E&H
PRAIEEMR, 49879 0.03 1 0.08 pg/Le
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Q152.10>135.20 (+)

5393
RT=24En
JR1 15.34% (95.88) S/N=23.1
4.0e3 -
2.0e3 -
00e0-_____ e
25 30 35 40 45 5.0
RT (min)

3.0.1 pg/L ©NIREATHE MRM & IEE
2.5 EFNtRCIE

B EISARS 2g, TN BSRISIATETIBR, SAFRRER 2. 10 71 100 ug/kg, HRER
ISSLE, BB 1.2 FRAHEENESNIERIIMFERE, EIRERE 89.7~95.6% 18, E 4 N5
EITSPIE0 MRM 3%, MIFRREES 2 ug/kg HES MRM EISE 5 .

Q 152.10>135.20 (+) 5.00e5 Q 152.10>135.20 (+)

470e5
1.0e5 ] 10e5 JR1 13.34% (88.94)
5.0e4 5.0e4 ]
000 & e 000 e e e
25 30 35 40 45 30 35 40 45
RT (min) RT (min)

4. FEBPIRES MRM Ei%E 5.2 ug/kg NIARELS MRM @i%E

3 4ig

BT MR RR =S MR BUE (Y LCMS-8045 MENSR R NIGAE TR EBRI 5 5. BRFmETR
M, BEBSXRMEEIE LC-40 #1708, ZEVIRMTUEY LCMS-8045 #HITEMMEE DT, TN
BeRZTE 2 pg/L~200 pg/L RESEERNAIERYF; SNARMRENIVE TIERELNE 6 R, RENEIMIER
REVAEXY AR ERZE 7281 0.06%~0.09%7F1 0.46%~1.56% 2 (8le ZAIRE 2. 10 1 100 pg/kg XBAEm,

[EERTE 89.7~95.6% 2 [Ble 77 A1RERIE, AIATORPENAZAYIRES R BERNo
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LC-MS/MS ZR AR P EERZH

B B SNBRR=ERMMRREAN, BYTREREERZXBENVES F. FREHRER-C
FEER REEER, ERZEEEAL, BAGE-BERAIEENE. SRETRZF AT 0.5~100 ng/mL RESEE
WEIIRUERZ, SIEEXRIBIIRT 0997, LMERYF; 0.5ng/mL EEZRERE RSD 7 0.14%, M
R RSD 79 5.03%; %A, HFREEZARERD S 0.2 0.3 ug/keg, EEMRDFIH 0.7 1.0 ug/kg, 5.
10+ 50 ug/kg MNAREIWERTE 81.8%~109.5% 28], &I ENITRER, RBES, EMEY, ERTRES
mPEERNABENE, B NEXMILARDITIONRHESE,

Xgin: —SEURTRRECAN ERER A REETH HEF

AR
< REVRRAMBRIRE PR, RIUERS, RHEE T ATMMALE,
< {3 Shim-pack Velox HILIC ®21&1E, IREEERXSTMHNIBE, EEEEH.

%E3% (Meldonium, Mildronate) , XFRKEM, &AEA—IERKIEHTBToMMIFE, b, 1F
ANETRARANGIF, ERUNEARUEAYRRTERE. BERTERRNSEMKRE. MizshRILMm
=, MWizEIREshie 1. MAOUKEhRmENBREHIER. EiL, 2016 F, TR 5&HETFO(WADAK
EERIINRRE 4. HERAEHET . EREBSB/ET 2021 F24 7 (REFZFRRMEHEFIHE
TRER) , BERABETFRZEDANRBMARBRMENETHTRN, HREEZRSENHR 20 ug/kg.

B, EERNONGAEEREEIE-REFUEEA. BERE-SOYRIEE, (RR. MR, T
SFERELEXBMFH. BRERmERIFREARIRE,

AISCRABRIAEIE-BERRIE, B T8RN, SFRREREENNTE, WRBER. ERMNEFH
TTHR, FETTHFANGEFER. ZERR. B, REES, HEXTIEE,

1 CISE S
1.1 (YSEHE
B EBEWRAEEIE S = SR FLV B A £S5 LCMS-8045, EAREIE K

W & IR :LC-40DXRX2 A % & # 2| CBM-40

Bh#tEss  SIL40CXR = BRI LRIEMN  LCMS-8045

# R # :CTO-40C ® & T fE u4 :LabSolutionsVer.5.113
1.2 &M
BEEIEFEMY

B 3 & : Shim-packVelox HILIC (50 mmx2.1mm.D.,2.7 um) , &% (L&) SLWesH
BEARA], P/N: 227-32025-02
i M ARE-10 mM ZBRERKAR; B #B-A:ZRE=5:95
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m o 0.3mL/min #HOFE 2 1ul
=+ m o 35°C s R Xk 28 (11)
R A BEAR, BAEVIIEKREN 80%, BYERERILE L

* 1. BELRNERER

Time(min)  Module Command Value
6.00 Pumps Pump B Conc. 2
6.50 Pumps Pump B Conc. 50
7.50 Pumps Pump B Conc. 50
8.00 Pumps Pump B Conc. 80
11.00 Controller Stop
FRik s
Fi % (Y : LCMS-8045 FAFIERE © 250°C
= R ESHH MPAEBEREE  © 400°C
£ t = &S 3L/min B O R E :300C
F & S &S 10L/min 3 & 1 : MRM
m M 5 = 10L/min MRM &% @ &2
&= 2. MRM &%
Fs R ES e AIAEF (m/z) YBF (m/z) CE (V)
58.25” -27.0
1 EER Meldonium 147.20 59.25 -19.0
42.10 -55.0
T EEEFY

1.3 t¥maiibig

EFFEEER 1.0 g, BT 50 mL BOER, EFINA 50 mM RS sZK: 28 (3: 7) &+% 10.0
mL, SRHE 30s, BAEIREY 5min, 17500 r/min 3 30s, MON 10mL IECkE, RBEEA], 4000 r/min B
10 min, AREXIESKE, WAL 2 mLE&T HLB EfEEEE, WEE EE®R, i 022 um BRIERE, E¥l.
1.4 IREBERHE

BRMERY TIERNESH: BN B R, RERILNIESRN, 23ERINNREIVER B TIEREE,
EeHIAREYS 0.5¢ 10 20 50 20. 100 ng/mL BIFRAETERRZE, F L2 H7o

ZR511e
2.1 )ﬁi‘éé%#ﬁ“rlc

ERER-ERTTEY, BTRHENEY, TREREFEEBEFENX TEREFNIEMLE, -20eV
-55eV £ DD_é&BJ‘i EEGTE 1P,
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I.Dﬂinwnl (x10, 000)
] 58,10 { i
' P /\/H\
0. 75+ = TN o
] H
CsHiaMH0,
0. 50 59! 05 Exzact Mass: 146.1055
42. 10
147. 10
0. 25+
128.85 | 9910
e _—
25.0 50.0 75.0 100. 0 125.0 150. 0 175.0 m/z

1. R T REHEE(CE 9-20 eV F1-55 eV &)

2.2 BEFRFRK

EEERER®, logP -14, R C8. C18 BIEH LERE. MG LEE, XRAGEEREET
XF3 7, TSR RAER RS, EEFXRAFINSIN, SAREN T RETRE. RE 8 FHERIE.
MR AEKERAEE (HILIORINH T, AISRIL LI R AN S RBUE DT, 230 L T Silica. Diol. Amide
LA A HILIC EEMRERE 9 EEES], Shim-packVeloxHILIC (50 mmx2.1mml.D.,2.7 um) . PC
HILIC (150 mm x2.0mm I.D.,3 um) . Shim-pack Diol HILIC (50 mm x 2.1 mm I.D.,2.7 um) . Inersil
HILIC (150mmx2.1mm1.D.,3 um) « InersilAmide (100mmx2.1mm1.D.,5 um) . Glycan BEH Amide

(150 mmx2.1mm1.D, 1.7 pm) o HA, Diol WFEEZNRARSS, HUNBERPHFTHIE; AR

Amide BIEFXNEERERERYLY, AIUSBEARRTHTINE, BRIFERFTIEEZ, BMERER
FRIE/\H Glycan BEH Amide 85252 ES; Silica BB @IEEIEER THIEMRE D BURE
4, XSWFHEAR. TFERERTFTHIIELIRGT 2 B2 Shim-pack Velox HILIC. PC HILIC BFi&iEHE, Shim-
pack Velox HILIC KAMERODIKFRINEAER, F30E, FER, EEagTinRRI .

SRR BIEIER, DBEE—ENFM, YT KM 10 mM ZERER. KABN0 0.1%E R, 7K
00 0.1%FE+10 mM ZERE=FMRIIFIAR, RINFREMEEIENIX, BRNBE TR, TEREER
S5ERTIMNENDSE, FNMERSFRIEMASERERHER, Fit, RLEE 10mM ZERIZRIEREN
AN, ERIE 2,

(x100,000) (x100,000)

1147.2000>58.2500(+) 147.2000>58.2500(+)
2.55 1.007
] E ] 5
2.0 g ] c E
] § A 0.75] s 1
1.5 ° ] 2
1 = 0.50]
1.0 3
057 0.257
0 000 e
0.0 2.5 5.0 75 10.0 3.0 4.0 5.0

2.Velox HILIC B83&E (JEA. TFER)
2.3 mREEE
EERDTFEN, RER, KM, MEZRERSKLHISAIREGNTIHITEE, i, WERE
BEEMEEFE, FIE/aUBERNnBENEFIRK, FE2—EAMIE, KX TK/ZHE
(1:9) < 19%B9FRERK/ZBE (1:9) « 0.1M BEERZE AR/ ZBE (1:9) « 0.1M EDTA-Mcllavine 7&K (pH=4.0.
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7.0. 10.0) . 50mM BEREIR/ZME (31 7) REBE, 20ng/g BRELRNERIEER, SR TFEFR
™, K/ZEE (1:9) REBEER 54%, EMZEURFIIRILL 80-105%AVFRENR, 1%HYRERK/Z8E (11 9)
AVIRENZEER 90%, BRFMAR pH BN, SHBEIBETE; 0.1IM BRRESR/ZBE (1. 9) « 0.1M
EDTA-Mcllavine 7K&&TE-pH=4.0. 7.0, 10.0 ¥P] ASSIARGFRUIREVE R, (BESBBREBNE FRE S ER
EBEFRATEMEREREL, FREANIEDERR; 50mMM IREREIZ/ZE (31 7) FILISEIL 101%HY
REMR, ZIUEEAMNERN, ZA4EA &R LULRDE, ILAFRNAYIZTD D8RR, KELHIAET
500 F] LU A FIRN, BFTF HILIC RN DT, RILERLER TR RV 2% A BRI

50 MMERERSSR/ 285 (1 1)
0.1M EDTA-Mcllavine (pH=4.0. 7.0,
10.0) K&K
E ML L5F S S £
E\; OIMEBERR MR/ ZBE (10 9)
m

1%E97K/Z 88 (10 9)

K/ZBE (10 9)

0% 20% 40% 60% 80% 100% 120%
REGR

3. NEHREGTI AR B
IRIERENAVIAT ARG, RAMRMEENEMRZER A A 1-0.1M EDTA-Mcllavine 428X, AR A
styraMCX. SCX. WCX E#EEEENE; 2-50 mM iBe=5%/2/E (3: 7) 12EX, HLB EEZEEMT A, pH=4.0
MZ ARG, X SCXB—ENRE, Y EFARTRIEARE, EERERN. HLB #KE, THFEWL,
BERWE LR, HIBXWEEREERE, oJULMIHF 2P EIFRMEA DS,

2.4 BRMM

BERPHRHADEOEFHRE, NEFRYNESE—EZMH, MARRMY, BRMY (ME) =%
mie BN E AN/ 4RV A R, = ME>L BY, RIVABEFUEBRMN; 2 ME<L BY, RILNELHDHIREAL
BE MENT 0.8~1.2 Z[E8Y, BEINANFEREREFUIERIELSNGIN, HiBHIEERRATFE
BORBETVINL, FUHITEBNAMR. ECHIR T IRERGATIBVERAMBERAERL, ARRERZ. BN
Bhdhsk, MFERBLNE 4R, SRETR, BRERNAE 59%, HFERMNAE 27%, HFEHERN
BELUIDHIRAL, N7 FETERN N E 2/EWERRN, 2 SCRAAERILEIMRLEEE.

234



3.E+07
y = 230939x - 1703.9
2.E+07
2.E+07 y = 136083x + 17616
1.E+07
y = 61301x - 5286
5.E+06
0.E+00
0 20 40 60 80 100 120

M GBI &t ERERRY) Lt (EFE R
4, FER. HFEFRR
2.5 &%

120 1.4 HARSIRERTIAR, ENONEHEEEREEA. FERPEIECEMNEZEXR, - &
=BE, EERIE 0.5~100 ng/mLSEEA, &R, HEXR R19>0.997, HHE 94.7%~107.7% 8,
EERERR ML IE S,

X 3. EERERREMANAEX R

=7/ e=951 FEHE ERFHR ETFRE (%)
e A Y =136318.3X+8170.1 0.9994 97.4~104.2
£3%
#F Y =34568.9X +9147.8 0.9977 94.7~107.7
Area Area

1.4e7 4 Meldonium
1y = 136318.3x + 8170.100
1.2e7-R2 = 0.9987532 R = 0.9993764

" Meldonium ™
1y = 35468.87x + 9147.835
1R? = 0.9955040 R = 0.9977495

3.0e6 1 Curve Fit: Default (Linear)

 Curve Fit: Default (Linear)
1.0e7 ] Weighting: 1/CA2

1 Weighting: Default (1/C*2)

Zero: Default (Not Forced) 4 Zero: Default (Not Forced)

8.0e6 - 1

] 2.0e6
6.0e6 ] ]
4.0e6€ 140e6:

EARERRERZ FFEFIRUERRZ

000 W/ ——————————— 000 ————F——— T+ T T T T
0 20 40 60 80 100 0 20 40 60 80 100
Conc. (ng/mL) Conc. (ng/mL)

5. RERERRUERML

2.0e6 ]

2.6 BEEEE

B 0.5 ng/mL BYBRRITAERR, ENBRAEEIEREKRIEN, FTUE 6 X, HEERENE (RT) MiE
EiR (Area) BY RSD%. ARETREEZARENE (RT) AIRSD 79 0.14%, EMER (Area) AIRSD 7
5.03%, SKILERKEANBFMHRELERI -

2.7 HEHRMEER

B 0.5 ng/mL EBRAERR, ENRIBEERKLUEN, RIBE®RL, TEERHRE (S/N=3) ME
B8R (S/N=10) . ZERWFK 5 Bx, FEREEAR. TELRBKLERED I 0.2, 0.3 pg/ke, EERDFIN
0.7. 1.0 ug/kgo IR, EERFE (REFRSFRRMEHEFIHELIFERE) X 20 ug/kg -
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2.8 hnnlEllkE
EERTEEN. BF, #1750 100 50 pg/kg REMMRLCIWIRTK, S MMRKRE 6 DF17, RREA
AN TR, ENUNE, UERIMIBLOEESE, HREIRER, ZEZIMARLEIERTE 81.8%~109.5%2
8], HEEEER.
& 4. REZIFEIWERER

2951 RE B (%) RSD (%)
5 81.8
N 10 88.6 5
50 100.6
5 88.9 15
HF 10 90.9 15
50 109.5 12

3 it

RLIER EELCMS-8045KBX RS, A T AP EERELZE09N 5%, 5045 R, A
TR E B2 517959%, 27%, 7 —ENEFINGIRAL, FItb XA ERILA MR E 2. ZEREREA.
HREFRA0.5-100 ng/mLBSE RN BIF; HEBRESWF, 0.5ng/mLEEREENIERSDA0.14%, IEE
FARSD/95.03%, X2 EEIRE; BFEA. TFHEERIRHETE0.2. 0.3 ug/kg, EERTE0.7. 1.0 ug/kg,
5. 100 50 pg/kgMinElU=e81.8%~109.5%> i8], B RHT,
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LC-MS/MS NEzDMHE RmP S AERF 10 MFIKFNZEE

i B: ANESZEERENERBIORITI R BT ARE (SN/T 5167-2019 HOMIRE P ERERE
F 10 MARFIAEENE RIESIE-FIE/EE) , £RRR=EMAT&RREAN LCMS-8050 &1z
RERDIT %R 2 ERARRLEREAIMIEESE, AMXARY, EXREIIKRT 0.9969; NI
PR7E 0.06~0.32ng/mL Zia], TEe@etnERWRNREENENR; FNEREIFRES NN, EREHEM
I EFRAAEXIRERZE RSD B FTE 0.05%~0.17%70 0.43%~4.12%= i8], (NEFERE R, TR
WK 64.82%~83.78% (8], [BIWRRYF, ZHERBAISE, RINEXITIWARSERER,

Xigia: —BIURMRIEERARN oREmE FIRF  ERERk

IEIREHRT B —RIEARRM AR RS, TEERER. SRR, BNEE. REEFFANSE
RF10MEEY), EiRR EMFNORMRAMEBELL ZER. AL IFIRFIBIR M SRS, SR
MPAERTE. ERFUSZEL. BAERE. IRMRREEZNRNAIE, EEEEER, MHEREES
FAFACERIARAFIIRF, BT REH R RIRIE BT B AR E ; AT ERIBRABAIAT, FBLEIRK
RANZRAYERE, EAYIMERBRHLAEIN, WML, FHit, ERETSBTE (202144
FER) PRFERAINEMAEEREMMFEMNIRABNERYIR. BT EtIRERAERRPHEEAR
KLURHEBIVREE, ERNBRLEREFENRAZLS, Url 2 FEURRAANE, AMSFEIRRIRH). FILt,
WNEE) REERYIRIE R EPA RN AEEEREE,

RN EEENSIRBEIE A THERIE-FUE AN RIBRIE-TIEKAE. BT ARFZEAMEY)
KU R, TREARSFRRTNAZRERK, HAit, FEEESRBENERERONTGE, EREAN
B ETI R T ARE (SN/T 5167-2019 AR E M S RIEERF 10F AR E 289N E
BAEEIE- FUE/RIEE) -

RZESN/T 5167-2019Z4T AT, B %2 =B ERATRBEXANLCMS-8050 L DT /7%, #
BXRIMARZZE,

1 2I8E 5

1.1 {428
IR 57E Nexera-XR 5 =E R HIZY LCMS-8050 BXAE &S, EAEEEN:
AT Hlgs . CBM-40A Hoh#tiEss:  SIL40C XR
Wi A& R . LC40DXR X 2 o ®E . LCMS-8050
F OB M . CTO-40C BET{FIL:  LabSolutions Ver. 5.99

LS DGU-405
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1.2 DrEH

RAEBIERMG:

& w5 . Shim-pack GIST-HP C18-AQ (100 mmX2.1mmI.D., 1.9um)  P/N:227-30807-02,
52 (b8 KRBMERLF

momh #8  A#E-K; BAE-0.01%ZERFREE

m ® : 0.3mL/min

= s 40°C

HOFE £ 5uL

KB A BERR, BABRIGIREN 10%, REREFRILE L
x 1. BERBNEES

Time Module Command Value
2.50 Pumps Pump B Conc. 60
3.50 Pumps Pump B Conc. 75
6.00 Pumps Pump B Conc. 85
6.05 Pumps Pump B Conc. 95
8.00 Pumps Pump B Conc. 95
8.05 Pumps Pump B Conc. 10
11.00 Controller Stop
FRIE A
= h /L ESIH(E) D L /& E :280°C
EZ S mER :30L/min IMPRESCRE  © 480°C
mH SR mE ;- 10.0L/min # O &8 E : 380°C
T B S mZE : 10.0L/min B #E B R ZRMEET(MRM)
& 2. MRM B%§
L a=xvE= CAS = FIRET YET Q1 Pre Bais(V) CE(V) Q3 Pre Bais(V)
237.10* -10 -16 -17
RARIRDE 396-01-0 254.10
BRI 168.10 13 2 18
202.00* -14 -15 -14
AR 57-66-9 286.05
121.10 -15 -26 -13
187.10* -13 21 -20
BB 52-01-7 341.15
107.10 -10 -30 -22
187.10* -10 -22 -13
SRR 976-71-6 341.15
107.10 -10 -30 -22
205.10* 13 20 21
FEIERZ 121-30-2 283.95
169.10 19 22 16
214.00* 20 18 24
SRR 58-94-6 293.95
179.10 14 43 17
. 268.90* 14 18 29
SRER 58-93-5 295.95
205.10 14 22 21
83.10% 15 17 30
B 59-66-5 221.05
58.00 15 14 21
146.00* 12 18 28
SUEHA T77-36-1 337.00
190.00 12 16 19
285.00* 11 13 13
BREEK 54-31-9 329.00
205.10 11 21 12
ENERET
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2 HFman BRI ET(EE

2.1 HmEiiE
2.1.1 #PIREX
MREXZ92 gifhd (f

TREVECH!

EZ£0.01 g) EF50 mLELOER, MIA10 mLZEERN2 ghtta

min, F0°CLL9000 r/min¥ZRE )5 min, BXEER, BIMAIOMLABEERELR, B

50mLBOER, Tk
2,12 &

S //
~— "

—S5H, RHIEE30

DEEHLEERT

ERAM EBERTIINLIS0 mgTkBREREE. 50 mg PSA. 50 mg C18. 7.5mgGCB, RIBEE30s, T

0°CLA9000 r/minB )5 min, EVEE EER, T45°CFEAME
022 Um?%?l_:/};zﬁ%y 1%/U—HJKEO

0.01%Z.B8) AfE, i
2.2 fREBRRAVESH

MBS A RBIECH!
Ko

B RITEROE TEARAVECH:

FEEAREY LA_E 10 FehFl pR3F

BT G

BEDFIREEREESARES, 5

100 mg/LFIFRF!

BT, EHRIA2.0 mL 30%RENKEE (&

BREZAMR, R1F 1.0 mg/mL BAEEA

N=PAN N7

rEAR, B

EA30%FEAR (£0.01%28) KBS ARERE, GIEKREDHI720. 40, 100. 200. 400, 1000,
2000714000 ng/mLEETTA R, R, BETAFm, BR2. UAAEE R, fIR=B8ERA K. 75E
D ERaimaR, ERERTARRARYNHRE, D3 REREDHINL. 20 5. 100 20, 50. 100F1200

ng/mLE B ILECHIFI PR FIARE TEA R,

ZE 531
3.1 B AR REIEE
Q28395520510 () 148e4 Q 293.95>214.00 (-) 141e5 Q 295.95>268.90 (-) 170e5
. _ v
1564—_ ] _ 1565—- L
] *%Eﬁﬂﬁ 2.0e5 —_ %ﬂ%ﬂ% ] Sl U%
10cis 10e5-
! 1.0e5 - ]
5.0e3 ] ] 50e4 -
00e0 e\ 0000 e 0000 bl
22 24 26 225 250 275 300 25 30
Q221.05>83.10 (- 9.44e4 Q 254.10>237.10 (+) 265e5 Q 337.00>146.00 () 8.52e4
v A\ -
] ] 1.0e5 ]
8.0e4 - Ak Fiz - . ]
6.0e4 ] ] :
3 i 5.0e4 -
4064—: 1.0e5 - -
20e4 ] . 25e4 -
0.0€0 4 . . - 0.0e0 -\H""%"ﬁj——’l\'vﬂff 0.0e0 ]

25

30
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Q 329.00>285.00 (-) 2.85e5 Q 286.05>202.00 (+) 2.09e5 Q 341.15>187.10 (+) 9.32e4
1 2.0e5 -
0e5 -
] DREEHK ] PIRET g 0eq Ll
2065 -| 1.5e5 -] ]
] ] 6.0e4 -
1 1.0e5 3 :
] ] 40e4
1.0e5 - : ¢ :
i 5.0e4 20e4 -
000 e 0000 L 00e0 e e
40 45 50 45 5.0 55 6.0 5.0 55 6.0
Q341.15>187.10 (+) 9.96e4
1.0€5 +
7.5e4 YH B
5.0e4 -
25e4 ]
O e e e
5.0 55 6.0

3.2 L

B ERAREDSI 10 20 50 100 20. 50. 100 #1200 ng/mL E G ILEATE TIESR,

El ERLEREaREIEE (5ng/mL)

% 1.2 nik

EITNE, IMPEEE. LURENIEALIR, EERNNEIR, SHIRERL, WE 2 Fin; FrSRUERL
BUEXARY, BRXRIBIIKT 0.9969, LMEIRIEHETE 90.4~108.0%2 18], XEBHLIE (ASTM %) £
0.06~0.32 ng/mL Z[8], J#E SN/T 5167-2019 FHMER R BEZE K,

Area

15e6-
13¢6
1.0e6 -
7565
5.0e5-

25e5 ]

0.0e0 -
0

Area

8.0e6 -
6.0e6 -
4.0e6 -

2.0e6

0.00 -

-| Zero: Default (Not Forced;

-| Curve Fit: Default (Linear)
| Weighting: Default (1/C*2)

| R

y =8122.256x-530.3193

- R2=0.9978053 R=0.9989020

Curve Fit: Default (Linear)
Weighting: Default (1/C*2)

Area

R
®  70e6 |y=79289.95x+20207.28
R2=0.9938630 R=0.9969268

6.0e6 -| Curve Fit: Default (Linear)
| Weighting: Default (1/C*2)
50e6 _ Zero: Default (Not Forced,

Area
° | s

Zero: Default (Not Forced)

-| Curve Fit: Default (Linear)
Weighting: Default (1/C2
Zero: Default (Not Force

0060

—
100

1y=85630.81x+3815.212
1.5e7 {Re = 09982955 R =0.9991474

Curve Fit: Default (Linear)
1.3e7 -] Weighting: Default (1/C*2)
-| Zero: Default (Not Forced

Curve Fit: Default
5.0e6

4.0e6

3.0e6

2.0e6

1.0e6

0 50
Conc. (ppb)

240

—  00e0 #—

Weighting: Default (1/C*2)
Zero: Default (Not Forced

k 1.0e7 -
4.0e6 -] -
. 7.5€6 -
3.0e6 ]
20e6 - 5066
106 - 2.5€6
— — 00e0 7 — 00e0 #——F— T
100 0 50 0 100
Conc. (ppb) Conc. (ppb) Conc. (ppb)
Area Area
| zEe 1.8e7 | sz ° S °
y=45417.88x+1177.566 <|y=191260.7x+1452.576 y=34735.09x+1014.350
R2=0.9993731 R=0.9996865 R2=0.9937810 R =0.996885 6.0e6 {R2 = 0.9974266 R=09987125

(Linear)

Conc. (ppb)

—
100

Conc. (ppb)



Area
BREEHK

2.5e7

2.0e7

y=150210.1x+9724.802
R?=0.9984767 R =0.9992380

Curve Fit: Default (Linear)
Weighting: Default (1/C*2)
Zero: Default (Not Forced

Area
| gy

2.0e7-

1.5e7

-|y=125641.3x+2940.988
R2=0.9964382 R =0.9982175,

-| Curve Fit: Default (Linear)
| Weighting: Default (1/C*2),
.| Zero: Default (Not Force

Area

° | empoms
4.0e6 |y =42302.96x-710.7262
{R?=0.9983523 R=0.9991758

| curve Fit: Default (Linear)
_| Weighting: Default (1/C*2)
3.0e6 | Zero: Default (Not Forced

1.5e7 i 2.0 6-:
1.0e7 bes
1.0e7 i
] 1.0e6 -
5066 54066-: €6 ]
0.0e0 3 ——————— 000 #————F————————— 000 ¥—
0 100 0 100 0 50
Conc. (ppb) Conc. (ppb) Conc. (ppb)
Area
6.0e6 - ﬁgﬁzﬁesmt)sH 2817.916
JR2=0.9995390 R=0.9997695
5086 e ing: Defat (7cn2)
1 Zero: Default (Not Forced)
4.0e6 -
306 -
2066 ]
1066 ]
0.0e0 G-
0 50
Conc. (ppb)
B 2. FIRFIERTER ERLL
3. 10 MFRFILMEXRR (NE 1/c?)
R L4SEE GEESEN X ivdun]
Fs  WEMETR RAERELE FEFE %
(ng/mL) Hr (ng/mL)
1 FARMENE =(191261)X + (1452.58) 1~100 0.9969 90.4~105.3 0.32
2 AIEEY =(125641)X + (2940.99) 1~200 0.9982  91.3~105.8 0.06
3 12 AR =(42303.0)X + (-710.726) 1~100 0.9991 94.7~104.3 0.30
4 PFIER Y =(62991.0)X +(2817.92) 1~100 0.9998  97.7~103.7 0.31
5 FETERZ Y =(8122.26)X + (-530.319) 1~200 0.9989 95.4~106.7 0.21
6 SUEMR Y =(79289.9)X + (20207.3) 1~100 0.9969  92.6~108.0 0.10
7 SRER Y =(85630.8)X + (3815.21) 1~200 0.9991  94.7~105.7 0.06
8 i i Y =(45417.9)X +(1177.57) 1~200 0.9997  96.1~102.8 0.14
9 SEER Y =(34735.1)X +(1014.35) 1~200 0.9987  93.7~106.5 0.10
10 FRETSN Y =(150210)X + (9724.80) 1~200 0.9992 94.1~105.4 0.10
33REE

S ARREATE TERESNE 6 R, EREEEE

ETRAERET, BUEYRRE N EAMEHE

BE, RENEMEERNEE ELERINK 4 Firo

REVAEXATERZE 73 5I17E 0.05%~ 0.17%7] 0.43%~4.12%

28], NZBEZRE R,
% 4 RLE AFEEREE LR (1=6)
RSD% (2 ng/mL) RSD% (5 ng/mL)
Fe LAMER il - 28
R.T. Area R.T. Area
1 SR NENE 0.07 293 0.10 1.97
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AEET
12 RS
i
KETE AR
SUEE
SRER
Z B0 pR
SUEHR
10 MREEK

O o N oo o M W N

0.11
0.10
0.09
0.14
0.07
0.08
0.07
0.05
0.09

2.35
4.12
3.23
3.36
3.33
1.36
241
3.12
161

0.07 181
0.07 2.86
0.07 0.43
0.17 293
0.16 3.07
0.16 1.11
0.15 1.62
0.13 4.01
0.09 0.81

3.4 Ok

IRIEIT AT SN/T5167-2019 HRFrBRHEAYFE

¥, BALERIRK S,

(x100,000)

mER, ALFFEFEHEP—FRERFTHTEIE
I DRIEEN 6 19199 2.00 g WLREFINFm, DARA, SHFRIFIIMA 10 uLF 20 p LAY 1.0

mg/L RRFRARAR, ARIEIRESRED SN 5ng/mLA 10 ng/mL, B 2.1 A IBHELIE
o, BLNUE. HRFDAREREITESVNEYN TR, Fh=aMdnaiiiireiEE s
AITE 3-40 HEERER, 10 MFIRFCEYIRITFIICEIKERTE 64.82%~83.78% 2 (8], EINER

4.5+
4.0

3.5

30;“%\%&#@“& s

].g%:gn;_;s_a_. 1000>237.1000(+) CE: -16.0
277 18RAT 285.0500>202 15.0

2.5

2.051___,“&____*‘/\*._/&.#»‘___*/%‘,__

1.54
1.04
0.5
0.0+
L B e e e o e e e e L e e e B LA By e e e
25 3.0 3.5 4.0 4.5 5.0 55 6.0 6.5 7.0 7.5 min
E 3.4 g B REEE
(x100,000)
] 13 E 254.1000>237.1000(+) CE: -16.0
4.5 j% . Q:ﬂir_z 0500>202.0000(+) CE: -15.0
3 . 34BAEE 341.1500187.1000(+) CE: -21.0
1 & = SATFIRE 341.1500>187.1000(+) CE: -22.0
4.0 = sHial 20.0{5.00
3.5

3.0

25 30 35
44 A ERAT IR EIEE (5.0 ng/mL)

T
4.0

T
45
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6.5 7.0 75 min



&5 ERFIMHLER (n=3)

T INAREISEE
Fs EMER . .
ImRE (5 ng/mL) IMRRE (10 ng/mL)

1 RRMRNE 80.98 83.78
2 REEEF 70.76 72.52
3 2B 70.28 73.46
4 HER 64.82 67.73
5 FEtEA 66.12 71.56
6 SER 67.46 70.98
7 SRER 77.06 79.01
8 R 67.36 71.38
S SUEHA 77.02 78.75
10 BREEK 68.26 69.86

4 &g

AXSERWIEITIARAE SN/T 5167-2019, BIIfEA &2 LCMS-8050 1 11 min WERENESS
YR B 10 MARFIZBRI DT 75, BIEALMEtER. EENT. BRES, SUEYNEE
PR (ASTMJE) £ 0.06~0.32 ng/mL Z[8], ST EinERXTRIRFBQNESR, BJLUEREY)

IRE IR 10 FA] FRF7 7 BB B Ry N 7775,
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LC-MS/MS #3:I%% PRI P s = fth iR 5% B

B AXRUT —MERBE=—ENMRMRERBINEEANTHEMRABENTS %, TR T HEN
TRE. B, &t REE. BEEMEIWE, SFRETHEMERT 0.2ng/mL~40 ng/mL & i45EE
LR, TRERZMAXRINT 0.999, HEARBERBBRENREWNFER, ZIERERR, KR
M, RYES, DTRER, sJUNRNEYRE S mAEMENABERMESE,

X —SEURRRECAN HEF BN ERSEthiE

BARR:

* B (REFRFZRRMEHEFIIZEIIFER) TR AP EmEMERQNREX, 1z iBBERN
PR TR M S,

< BDOMBIEMR 5 min, ArESEIRE, BEIIERE S,

fhsfiz (Trimetazidine) 2—MIGRAT AT GRS, DAYE. FKRIBEOIVEES TR
Y, seled OIS OABEER L, BROFERENONBEERERE, N E AR HE T,
HyzmRms, EEiReEmRONAeEEMEE, & O, IReEohiit /IM7ER, £2014F 1 8
WADA B EFINERE R,

EREB BT 2021 F26 7 (REFRSRRMEXEFIBELIFER) , ERAERFZFEDHWA
BRI RBRMEHEFHTION, EREMESZRHR 2 ug/kg

EEl, HEMERISNTASEREEIE-REREA. RERE-NERFHEEE, RR. MKEF
BERBLEXIR. BRI RAERNMREARNIRE,

ASCRABRIAEIE-RERRIE, B 7T RARREMERRENINTT A, 27 ARR. . RBES,
BI SRS Al n PSRRI B RV AN, AEXITILRHESE,

1. LSRRG
1.1 Y&
BRBEMRAEE S = BRI SR (U EXAR £ 4t LCMS-8050, EAECE N

W & 3R . LC-30ADX2 A % = ) 28 . CBM-20A

B fFas . SIL-30AC R = % LCMS-8050

F B F : CTO-20AC & & T fE U4 : LabSolutionsVer.5.114
1.2 SFEH
BEEIEEMY

& & & : Shim-packGISSC18 (100 mmx2.1mmI.D,1.9 um) , BF (8 LM EREA
], P/N: 227-30048-02
oo M8 ATE-0.1%FRERKATR; BAR-FREZ
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m ¥ 0.3mL/min HOF =D lul
= m o 40°C Bt A I BEVER, #0968 20%B, EEliEF & 1
x= 1. BERREIRER
Time(min) Module Command Value
0.50 Pumps Pump B Conc. 20
1.50 Pumps Pump B Conc. 100
2.50 Pumps Pump B Conc. 100
2.60 Pumps Pump B Conc. 20
5.00 Controller Stop
B st
Fr & ¥ . LCMS-8050 DL BRE : 250°C
B F R @ ESKH MARREHRE @ 400°C
£ {5 &K 3L/min # O & E ' 300°C
F 1&g S &% 10L/min H % & X  MRM
m | K =5 10 L/min MRM & # : &2
& 2. MRM &%
b Py BIEE T FYEF Q1 Pre Bias £ W) Q3 Pre Bias
(m/z) (m/z) (V) (V)
BiZEME Trimetazidine 267.18 810" 100 0 180
166.00 -10.0 -28.0 -17.0

* RAEEBEFX
1.3 #maibiEs %

ERTRE 2 g AARAREGRET 50 mL BOEH, JEMWIA 10 mL BE2, J&E 1 min, #BE 30 min,
4000 r/min B0 5 min, B EE®RT 0.22 um BYERE, ERiEEIEREKRIED .

1.4 IREBRRIHISE

ELVERYI TERECH . BN BEARFR, RRILEFMEEAEFAR. RIEERGITET
B ILER, ERLLATEEAREEES, ERIFUREN 0.2, 0.8, 2. 4 8. 16, 40ng/mL BItRETIF

AR, LBRABEE SRR D,

2 R 574ie
2.1 RHEERE MRM &i%E

=AM 0.2 ng/mL HEMERER MRM SIEEIWE 1 PR, S8REOBRI, TELTH.
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Q 267.2000>181.0500 (+) 424e3

jz-0.2ppb
8.0e3 Jz-bk-3
7.0e3
6.0e3

RT=1.823
50e3 SN=12.44
A\

4.0e3

3.0e3

2.0e3

1.0e3

0.0e0

B 1. =EARESH 0.2 ng/mL BT E R MRM GBI%E

2.2 BRME

EREHRTEITYILUINGES, EXONINIHTEEZE T, HEMONSERIERNE, XL
FMAM TR NERMLN, BEMRLNBREEE BRI A EBEEERMN, B, BERMNAT
EEEN2MEE: HEETANREERDE, EPEETRIEEIEREKMIETEFERARS, TE2ET
Eb3% 2 NREE MG THESIEEARTIYE, HA, Setl: AMIHAELSRIEER, Set?: HRERIRES
IS REERIEERR, NWERMN (ME) =Sety/Set!, EBREZZUHEENE 5, XMERSGE
AE2HE. BEMNEWIENERMN, SE/NT 1.0, AR E IR~ EINEER; EAT
1.0, RBEERMTFALSE T NN ; BET 1.0, WU ARSEMN, XERNEEMN—
IER, BB ANMERNESBir. BELMT, BHSIXHENER, —REXHETE
0.85~1.15 Z BINA N E BN A BE Eo

x 3. BB

TERE SR ME
Set! (FHE) Set?

1 538807 1.65

2 548520 1.68

3 326908 542823 1.66

4 546291 1.67

5 546182 1.67
@& 1.67
RSD % 0.70

HERET, BERMN ME RN 1.67, FHEBENESUIERMN, A7 FHEERMNINEE SRR
e, ASCRAERILEIMTELZEESE,

2.3 SiETEEFIGHIR
BB 14 FEREIRERTIAR, ENOHSHMEMEEERERTSI RS LR, L85
B9, HHZEMETE 0.2~40ng/mLSTEN, SR, %R R0999, HHREE 94.19~106.4%2 3,
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#d LabSolutions BAMRIEEIREE(ASTM)BohitE, #REMERQEHIE (S/N=3) 79 0.06 ng/mL, EER
(S/N=10) 79 0.17 ng/mL, HEMEFERAIERZIE 2,

= 4. HEMRERAVELRLME R R

KR EEMR

wEm =35 S 4L YL = BXEHR  EHE (%)
(ng/mL) (ng/mL)
HSEfttER B Y =133153.4X-6955.740 0.9999 94.1~106.4 0.06 0.17
Area
5.5e6 -| ghEfthns
y = 133153.4x - 6955.740
5.0e6

R% =0.9999443 R = 0.9999722

Curve Fit: Default (Linear)
Weighting: Default (None)
Zero: Default (Not Forced)

4.5e6

4.0e6

3.5e6

3.0e6

2.5e6

2.0e6

1.5e6

1.0e6

5.0e5

0.0e0

— ——— T
0 10 20 30 40
Conc. (ng/mL)

B 2. iR RA AL
24 BEEZE
BY 0.2¢ 4. 40 ng/mL BIOFRERR, ENRIBEEBERLEN, FATNE 6 &, iHERENE (RT)
MIEETR (Area) BI RSD%. R EREREMPRRIREERYE (RT) BIRSD AARTF 1.19%, EER (Area)
BY RSD “NRTF 1.72%, SKIEERFBBINGEFHREMERLT

& 5. BhEMIRRBNEAIEEmREE 1A R (n=6)

wod RSD% (0.2 ng/mL) RSD% (4 ng/mL) RSD% (40 ng/mL)
- RT Area RT Area RT Area
eSS 1.19 1.72 0.38 0.42 0.64 0.70

2.5 hntREURE

ERTEEAR, #1720 40 20 ug/kg RENMAREINGRLK, SMIFHRE 6 NFT, BB
BARAE, ENNE, UERIMILEAESE, ITEOURE, HEMEMNAREIUREE 89.0%~106.0%2
8], fE (RERSRRMEMEFHEIFEER) BX,

7 6. HIEMEMAREIRERLER (n=6)

ot R PIATREE SR Bl RSD

= (ng/kg) (ng/kg) (ng/kg) (%) (%)
2 2.12 106.0 0.85

ER N.D. 4 3.56 89.0 2.38
20 18.93 94.7 0.30

AR ND.RRKKE
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3. £ig

KRB BRLCMS-8050 = EMURITRREXAB R ST, I TN EEMERAE ErINTE %, K%
FERRP, BARELXHEMR A S FE—ERNERIERNNY, RIERAERLEIMIHLEE. HEF
SKIER B, BIARIFER, KFREE, REES, DImRER, RILKRNEYIRIE R ARk
WABEERMESE,
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LC-MS/MS 1&NEAP RIS E

B AXESETREARFIMERATIATAE NY/T3876-2021 (FERF-RAIRBIE N R E - B ECRIE
R) BT —MER R = ENRTREERKAMCNER P RARE BN X, FREHRAREERS,
HoPR-RAIRPE AR RASIEMEEHE, LU LC-MS/MS IMREEEMNFREME TS 8, KINERKEA: %7
ERYER, EENY, WEHALERY, &5 RFNERTRRY R,

KiBiF: A FHR  =—EORITREERABN

*Hhifk(Carrageenan) @ MBEBESE . ARRMNBEARFLRLSBE PRIK LR —FFKIERE, HE
BRGRIRKEMBANER R, DN ED FREINERFARPIEELUERRIEERFIBIER,

2021F1181H, PfEAREMERWATIARAENY/T 3876-2021 (FERF-FHIRAKINIRAE GBI -BEL
FUEE) FHASEE, ZAVEME 7 AR -RALRS NS RAEE1E- RIS N E 7 7Eo

ANXZEZANE, FRDR=8NRTEREKARS, B 7 HERP-RURIN G . %HEREE
=, BEMNY, REMEGLMRY, S8R FRIERPR-RAIR,

1 21885
1.1 {428
ARSI 572 Nexera LC-40B X3 5 =S UM B LCMS-8045 BXFB &%, BERECE N

RGITHIZS CBM-40 Boh#E#iEes:  SIL-40C X3

W oR R . LC-40B X3 o Y LCMS-8045

= B /| . CTO-40S B T{Euh:  LabSolutions Ver. 5.99 SP2
1.2 SrEH%
RHEEY

3 & . BEHAmide (100mmX2.1mm1.D., 1.7 um)
oo A 0 AME-SMM ZERSRUKAR; BAR-Z8E

m ® . 0.4mL/min

F B: 30°C

HEZ . 1yl

iR AT BERE, BAEFIBIREN 90%, FEhiEFIE 1
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=1 ARERF

Time(min) Module Command Value

15 Pumps Pump B Conc. 40

3.0 Pumps Pump B Conc. 40

3.1 Pumps Pump B Conc. 90

6.0 Controller Stop

FRig st

BFMH®EN:  ES- £ ® = AR 3.0L/min
T B = A= 10.0 L/min il pat = =< 10.0 L/min
EORE: 300°C mPBAERE E © 400°C
D LEE: 250°C A#H &L . ZERNENMRM)

K 2. MRM &%k

e o Q1 Pre Q3 Pre Bias
=y E= RIAEF YET i CE
Bias(V) v)
o _ 96.70* 28.0 42.0 16.0
FHIRMBEENFEESE  403.10
241.00 29.0 32.0 11.0

EEBEFN
1.3 HFmaitig
(1) FFliFan: 283 NY/T3876-2021, #REX5gHFamT 50mL BOEH, fIA 20mL 7K, F4°CF 10000
r/min 513 1 mino M 2 mLREEER, J&IE 30s, EF 80 °CIERIRZ/KATRIRT 2h, EELANEER,
ORI 190 g/L ZERFHAKR 1.5 mL. 150 g/L WEHBMIHAR 1.5mL, J&®HE 1 min JUEEBMR. T 4°CH
8000 r/min B0y 5 min, L EBREBZE 50 ML FEMF, ZBES, 0.22 pm BNRIERELIEEEN.
(2) frEREm: 2 NY/T3876-2021, 50 mL BOEFIMANEEIEREER, BIIA 23mL KM 2mL &
#hER, JANE 30s, BT 80 "CIERIRAHKAMRIKT 2h, MEERNEER, BHESOMLEEMRF, 2B
TR, 022 pm BNRIEBRILIEEF,

2 ZER51iE
2.1 RYEMEREMY

0.05 ug/mL AT ENF mfE RS £ BV BN = B F MmAY MRM BIEEINE 1 PR, =AM
AT, FHEEBEEZRE MaR I 21.9, LU S/N=10 WNAREHEEER, AEENEREERA
0.023 pg/mLo
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Q 403.10>96.70 () 1.20e3 Area

| Fhigk
1y=119919.1x+7893.558
2.0e6 -{R2=0.9949097 R =0.997451

-| Curve Fit: Default (Linear)
1.5e6 -| Weighting: Default (1/C)
-| Zero: Default (Not Fore€d)

100.00 -

A\ 4

%- 1.0e6 -
- LEMISE (01~
- EME . 88.0%~109.8%
Ly ey 0.0e0 —
0.00 -————m———————F+ 0 10 20
1 2 3 Conc. (ug/ml)
Bl SRR (Ee) fizsaEs (&) MRM BigE E 2. REH%

2.2 BedEdhsx

HIEREDF 0.10 0.50 1. 20 50 10 20 ug/mlL BIARERR, IMPERIRELLUE 2 By
o ARER, £ 0.1~20 ug/mLIRESBERN, ZMHEXFREN 0.997, HEHFE 88.0%~109.8%:
23 BREER

ULOQ tnEtr ittt /e, =BEFmEFEOMFTSEILENE 3 Fn, EARANRENEATHE R
1

0>96.70 (-) 10
100.00 -
% -
000 -7 7
1 2 3

3. REER

24 SENHER
STARRIIRRENE RO FIEL D 6 X, HEFREEMIEERA RSD. £RI1EK 3, REHE
RSD ¥ASTF 0.11%, UEEF RSD AT 5.41%.
% 3. R IEFEFR RSD

2R ARE (ug/mL) {REBE i8] RSD(%) IEEFR RSD (%)
2 0.11 541
FHIRFHEEEHE
20 0.07 3.33
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2.5 htREIYRER
REDRNA 2 ug/mL 20 pg/mL BIEBIINRE RAIBEFHEDHT, FHIENDIREERINRE 4 Fr
> DAREINEE S BITE 88.6%~91.8% 2 18],
K 4. IATEIESRL
BEFHSRE  IARRE DOARAE A TR IGREITES

Fs ko)

(ng/mL) (ng/mL) (ug/mL) (%)
D 1] /=N - 2 177 88.6
2 i o 20 18.36 91.8

N.D.FRRARM L

3 &g

A2 E R N REMERIATIARE NY/T 3876-202 1R RHIRANRIEEIE-REXFIZE),
BT —MER SR = BT RREBIRIER P FAR S8/ 5, FRaaiRaRGER, Hf
AYRILA AR E IS ENE, Ll LC-MS/MS IMPEE BRNIHEEBES 8, KRERKRA: ZHER
BES, EEMY, WEHSLUERY, S5RFNERTRIFHIR.
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LC-MS/MS ENEIEEBMmA 13 HedmitEsY

B AXZERRReEFME (e RT2ataMABNNE RIEEE-BEKUEE) (Rt
), ERREBSMREEIE ZENRMTFUERBUESERRT 13 s e B G %, 13
min N5EA 13 MER NSV ZITERBIRAERE, LEXRL, HEXRIBYE 0.9981 LU L.
NBEDTRRBES, SUEYBIRE N B EERABENITERZED57E 0.07%~ 0.17%4 0.80% ~ 3.95%
28, IFREIERAE, 13 HemtaEIIERE 85.0~118.0% 28, ZAZEERBES. EEMIT.
ERESHRR, PIRTIMIERET 13 Mem it aYrRE R,

XiBiF: —E=OMATRE oRMER 2RLEY

2@mEaY (Perfluoroalkyl Substances, E#RPFAS) BiIEBHYD FHEL—IMREF LEENER
FHRBFE TN, EUFERXNAFCR2)n-R, BFXENUEYNETEG2RRBRLNSHERRI, BTPFAS
DFRC-FRIFBIRTE, TRHKME. NHEREYVERE, JENERRAMGEE. oTKESER. 504
HRERRBA, ERERLEZXINHEEGI SR, 5K, EE2RETHIERA. £UWE. AK B
ELMN B EPFASI H, STH ZHEAEMUNAEEHAESE . FASHENRRSEFRS, PFASH
BEXTAREHREE, BlEAMINIZX T ALBRK™m. ALAGIGR. ARG REFIETR
BEIIEEPFAS/S, XEAFENREREBAXK, BEFIERNIM X T RGBFPFASH NN IREIVENET Ho
BETFPFASSSERMEEMERTENEARSBENEET, BRESUBRANRMERR, 32
i, BiE. IIASEARSERENREARFHNEENRRAER, BRESERRKEBELg/ ke,
Att, BIVRE. EF. BN E, TR EPPFASH NI IR EBR R AL F,

ANZE (chIERRFPEANEMREINNE REGE-REKMEE) (Rt , FAZE=8N
RAFRBIBXARY LCMS-8050, Zi Toi¥RMBMRT 13 MEstEaMNninaE %, REXITIARES
=5

1 32I8E 5

1.1 X3
ANLIORA BRBEBURIBEIZN LC-40A 5 =EMHRTFIZN LCMS-8050 XA RS, AAEEN:
AgiiEHI28 ¢ CBM-40A i < #l : DGU-20As
W & & LC40ADX2 Enh#EES o SIL-40AC
= R M : CTO-40AC R ¢ : LCMS-8050

BB T LabSolutions Ver.5.99
1.2 SRFG
RIREIgFMS
£ R : Shim-pack XR-ODS 11 75 mm.LX3.0mm1.D.,22um (53& (bB) LRBEMERL
&), P/N:228-41624-91)
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& & # . Shim-pack GIST C18-AQ 100 mm.LX2.1 mmI.D., 1.9 um
(2% (bB) RHBMAERAR, P/N:227-30807-02)

wmoonh A8 A L0mM ZEREKAR, B-FER

JzZx

® : 0.4mL/min

=+ |1 40 °C

HoE KRR 10l

B s L BERR, BAERIEEEFIN10%, BYEliER LR,
x® 1 BEARER

NS
=

Time(min) Module Command Value
1.50 Pumps Pump B Conc. 60
6.00 Pumps Pump B Conc. 85
710 Pumps Pump B Conc. 100
9.00 Pumps Pump B Conc. 100
9.10 Pumps Pump B Conc. 10
13.00 Controller Stop
it
BFHEK : ESI- MBS ME © 10L/min
ES[ME : 3L/min FESME @ 10L/min
MAREPCRE @ 400°C it # S &= 270kPa
# OB E :300°C H#E KR X . ZRNEUMRM)
DL & E :25°%cC MRM = # : JiR2
#* 2. MRM FRiES#k
EIRS = Pre CE Pre
No. S BYEH CASNo. o TP Q& o
BT BF Bias(V) (V) Bias(V)
1 287 bR PFBA 375-22-4 21280  169.20 10 10 16
2 SRR PFPeA  2706-90-3 26290  219.10 17 8 21
. —n 269.00 11 9 12
3 LR CITRER PFHxA 307-24-4  313.00
119.10 11 21 12
w 319.00 17 9 15
4 SRR PFHpPA 375-85-9 362.90
169.10 17 16 16
L N 80.10 14 44 11
5 EX Wyl g PFHXS ~ 82382-12-5 398.85
99.10 11 35 10
. 369.00 20 10 18
6 SREFEITRIR PFOA 335-67-1 412.90
169.10 11 17 16
L . 80.10 14 52 10
7 EEF AR PFOS 4021-47-0  498.80
99.10 18 40 10
) 419.10 13 11 20
8 2R TIRRR PFNA 375-95-1 462.85
219.10 13 16 22
9 e R O i PFDA 335-76-2 512.80  469.00 24 11 12
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219.20 24 17 13
80.10 22 55 10

10 SERHEERS PFDS  2806-157  598.75
99.10 2 50 16
T 51890 28 12 26

11 eEt—IRHR PFUJA  2058-94-8  562.80
269.10 28 17 27
56890 22 12 30

12 2E T IR PFDoA 2058-94-8  612.80
169.20 30 26 10

80.10 34 60 28
99.00 20 55 12
79.85 24 53 12
98.95 24 38 11
15 BCr2mFLARR MPFOA - 41690 37190 20 10 18

1.3 iREEERNECE

¥ 13 MemsiaRatinEdR (2 ug/mL) M 2 #RIRA &K (MPFOS Al MPFOA, REJH 50
ug/mL) , BREHR, BESIECEE 257 0.05ng/mL. 0.1ng/mL,0.5ng/mL,1ng/mL,2ng/mL. 5ng/mL
M 10 ng/mL EETRETIER, HAMWRY MPFOS f1 MPFOA BYREIIH 2.0 ng/mLo

13 2HE+ T IeEER N PFDOS - 698.70

14 BCo2@mFLEIRTN MPFOS - 502.80

1.4 HaaliEs %
1.4.1 BT

B 2 g CEZET001g) , T50 mLERBERLE, EWINDESHFIER (2 ug/mL) 10 pL.
K 2mL, S®BEE 1 min; 10 0.2%ERFRZEEA®R 10 mL, 200 r/min #&5% 10 min, MN&LE 2 g, 200 r/min B
#=5% 10 min, 5000 r/min B0 5 mine BNEBERE 15 ML BAKBELE, 40°CAMEL 4 ML,
142 %A%
1421 ALER. FFRE. EAE

FLEARRARGELEFI PSA100 mg. C1s80mg. GCB30mg, &fE 1 min, 200 r/min #x5% 10 min,
5000 r/min B/ 10 mine BXEBRESR—1 15 mLEBREBLEF, 40°CRANEET, MNEE 1.0mLfE
A%, 15000 r/min B0y 5 min, B _EERFHINE,
1.4.2.2 BERRE

FLEARRRGELEF I PSA100 mg. C1580mg. GCB30mg, &fE 1 min, 200 r/min #x5% 10 min,
5000 r/min &/ 10 mine X E/BERESZ—1 15 mLEBREBLEF, 40°CRANEET, MEE 1.0mLfE
AR, SRR 1 mL ZEEMAMMIEDKR, JAEE 1min, 15000 r/min B0 5min, & ERECSK, BNFER
RLRAEEIE- B EIENE.

2 FER51¥ie
2.1 MRM &g
13 iR EMRE 2 PARIRIE MRM &I5EGITE 1 Frr.
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Q212.80>169.20 (-) 6.17e4 Q 262.90>219.10 (-) 2.16e5 Q 313.00>268.90 (-) 1.98e5
_ A\ 4 r v 2095 - A4
6.0e4 ) 20e5 -
] ] 1.5€5
4064 PFBA 1.55 - PFPeA ] PFHxA
- 1.0e5 - 1.0e5 ]
2.0e4 - ] ]
] 5.0e4 - J,_/\\W 5.0e4 -
0.0e0 l‘“ﬂ—- 0.0e0 -'—/J 0.0e0 -
—Te m——— ——————
2 3 4 5 2 3 4 5 3 4 5 6
Q362.90>319.00 () 2.09e5 Q 398.85>80.10 (-) 3.87e4 ISTD 416.90>371.90 (-) 7.76e6
20651 M 7 1
.0e5 1 ]
15e5]  PFHpA 3.0e4 : PFHxS 6.0e6 ] MPFOA
10e5 3 20e4 - 4.0e6 -
5.004 - 10e4 2.0e6-
0.0e0 - 0.0e0 | 0.0e0 -]
TEr vy r e e ey Prrrr e oy LRSI I R I R IR R
3 4 5 6 3 4 5 6 4 5 6 7
Q412.90>369.00 () 8.74e4 ISTD 502.80>79.85 (-) 1.65e6 Q 498.80>80.10 (-) 2.73e4
- A\ r A\ \
8.0e4 - 1.5e6 - i
; PFOA ] ]
6.0e4 - ] wros 2084+ PFOS
] 1.0e6 I
4.0e4 1 i
E 5095—- 1064—_
2.0e4 ]
0.0e0 -'MHMJ“L’““"’“”“’W 0.0e0 0.0e0
S e e A — — e
4 5 6 7 4 5 6 7 4 5 6 7
Q 462.85>419.10 (-) 744e4 Q512.80>469.00 (-) 1.13e5 Q598.75>80.10 () 24504
v r v v
604: 1.0e5 ] 5004 ]
ve4 - - ve4 -
] PPNA 7504 PFDA ] PEDS
4.0e4 - ; -
j Spe 1.0e4 -

2.094—: 24584—5 M A‘
OOeO”MJ-Lm”—‘ 0.0e0 temmm— e 000 e
4 5 6 7 5 6 7 8 6 7 8
Q 562.80>518.90 (-) 1.07e5 Q 612.80>568.90 (-) 9.85e4 Q 698.70>80.10 () 1.68e4

I v v - \ 4
1.0e5 ] 15042
75e4d Lo 75e4 PFDoA : PFDoS

] ] 1.0e4 -|
2504 -Mﬂﬂﬂmﬂ\ 2504 5.0e3
0.0e0 e ey 0000 oo 0.0e0 -

Eses s ————
6 7 8 6 7 8 9 6 7 8 9

1. 13 R aY kAR MRM &35E (0.5 ng/mL)
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2.2 X F

B ER 1I3MHesUEYRETIESR, & 12 ZHH#HTNE, RINEEE, LURENEAIE, IBE
RAYNEIR, LBIRERL, BORERLEWE 2 PR, PIEEREHESEEXRARE, BXARTBIKT
0.9981, ZIEELFAEHIETE 89.4~109.3% 18] (ERME3) -

Area Ratio Area Ratio

| PFHxA | pFDS
-|y=0.04482416x-0.0002399454 1y=0.02907526x-0.0002441908

04 "|R2=0.9995624 R=0.9997812 0.25 ] R?=0.9990845 R =0.9995422
7| Curve Fit: Default (Linear) 1 curve Fit: Default (Linear)
-| Weighting: Default (1/C*2) ] Weighting: Default (1/C*2)

03 | Zero: Default (Not Forced) 0.20 ~| Zero: Default (Not Forced)
- 0.15 ]

0.2 PFHxA 3
] 0.10 3 PFDS

0.1 :
- 0.05

)0 — 000 f——mF———————
0 5 10 0 5 10

Conc.Ratio (ppb) Conc.Ratio (ppb)

2. B EYIROELE
= 3. 13 MRk aEIEEE (KE 1/0)
LMEE BXRIW R

Fs =2 R
(pg/L) r %
1 PFBA Y =0.0200549X -0.000149753 0.05~10 0.9984 91.5~105.4
2 PFPeA Y = (0.0461087)X + (-0.000127913) 0.05~10 0.9995 95.9~104.0
3 PFHxXA Y =(0.0448242)X + (-0.000239945) 0.05~10 0.9998 97.5~102.5
4 PFHPA Y = (0.0487403)X + (-0.000212494) 0.05~10 0.9992 96.5~106.7
5 PFHXS Y = (0.0415425)X + (-0.000313071) 0.05~10 0.9983 93.6~108.2
6 PFOA Y = (0.0218606)X + (9.97543e-005) 0.05~10 0.9992 95.4~105.8
7 PFOS Y =(0.0334070)X + (-5.12636e-006) 0.05~10 0.9981 91.0~105.6
8 PFNA Y =(0.0196191)X + (-1.14861e-005) 0.05~10 0.9982 94.2~108.7
9 PFDA Y =(0.0269292)X + (7.86894e-006) 0.05~10 0.9986 93.6~107.7
10 PFDS Y =(0.0290753)X + (-0.000244191) 0.05~10 0.9995 96.2~104.3
11 PFUdA Y =(0.0245862)X + (-1.15510e-005) 0.05~10 0.9990 89.4~108.7
12 PFDOA Y =(0.0235097)X + (9.12263e-005) 0.05~10 0.9985 93.7~109.3
13 PFDoOS Y = (0.0186516)X + (-8.88578e-005) 0.05~10 0.9982 91.5~108.1

2.3 BEE

NARRERETERESRNE 6 R, ERMBEEE, FRITXR4, SUEYHRENEMER
FRBVAEXAT/EIRZE 72 57E 0.07% ~ 0.17%70 0.80% ~ 3.95% (8], {MFEEE R,
x4 REBNENEAREEME R TEEER

. RSD% (0.5 ng/mL) RSD% (2 ng/mL)
No [EEH
R.T. Area R.T. Area
1 PFBA 0.12 2.31 0.09 1.09
2 PFPeA 0.13 1.94 0.08 1.42
3 PFHxA 0.11 1.43 0.08 1.75
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4 PFHpA 0.10 2.07 0.08 1.48
5 PFHXS 0.10 2.84 0.08 0.80
6 PFOA 0.11 221 0.09 1.89
7 PFOS 0.13 2.85 0.15 1.16
8 PFNA 0.14 147 0.15 127
9 PFDA 0.17 1.39 0.15 221
10 PFDS 0.16 3.95 0.16 1.89
11 PFUdA 0.16 2.36 0.16 1.05
12 PFDOA 0.12 2.88 0.12 1.57
13 PFDOS 0.07 3.13 0.08 2.02

2.4 hnnEIERNE

BIEER 2 g, R 14 HmblERnE, ERDANIMREIWER, RIERETRIAAREN 0.2 ug/kg
EK, RERBIMIRESA17 0 (=H) « 02. 0.5 2.5 ug/kg, LEMIBERERERNIEICEAIR
REDFINO0 (ZB) « 04, 1.0M5.0ng/mL, B MNRE 3 DMFITH. KRHPLRI, BERKLELD PFAS
wEY), HEEEMINERN 2.6, IIARRINIFRREIEERE 3, BERERINTRS Fin, 13HeaR
EYRIIIAREIERE 85.0~118.0% 2 8,

(x100,000)

| 1PFBA 212 6000>169.20001.) CE: 10.0 <

1 &

| [TH
5.0- o
4.0
3.0
2.0
1.0
0.0

10 20 30 40 50 60 70 80  min
3. BEERMARE WO EigE (1.0 ng/mL)
3= 5. INAREERER
No - IItRRE (0.4 ng/mL) IFRRE (1.0 ng/mL) IFRRE (5.0 ng/mL)
an [\
HME EUWE (%) ME EURE (%) ME B (%)

1 PFBA 0.35 87.5 0.92 92.0 5.26 105.2
2 PFPeA 0.37 92.5 0.93 93.0 5.29 105.8
3 PFHxA 0.39 97.5 1.04 104.0 5.60 112.0
4 PFHpA 0.34 85.0 1.02 102.0 4.96 99.2
5 PFHxS 0.39 97.5 0.82 82.0 5.33 106.6
6 PFOA 0.49 122.5 1.05 105.0 5.30 106.0
7 PFOS 0.47 1175 1.08 108.0 545 109.0
8 PFENA 0.44 110 0.97 97.0 5.69 113.8
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9 PFDA 0.43 107.5 1.08 108.0 573 114.6
10 PFDS 0.38 95.0 1.04 104.0 5.62 1124
11 PFUdA 0.45 112.5 1.11 111.0 575 115.0
12 PFDoA 0.45 112.5 1.13 113.0 5.90 118.0
13 PFDoS 0.39 97.5 1.04 104.0 551 110.2

2.5 #amllit

HRIE 2.5 I8 NP IIARE R SRR ATINRAE R, R WAL PFAS (&), HEEEIIL TE 4,
NS IZERFERP D5 EHE PFBA0.06 ng/mL, PFHxS0.10 ng/mL, PFOA0.08 ng/mL, PFOS0.12 ng/mLo
(x100,000)

25

MPFOA

PFBA
PFOS

204 *

1.5 T

1 o

] & 18
1.0- M/W
05
0.0-

o 2o 30 40 50 60 7o ‘80 min
4. FEERMHEEE
3 &g

AL T — B &R = PR R BB LCMS-8050 MENMIME B M 13 M s b &R BN
Fike AELIMEEERE. AIMERR. REES. RENE, ERTMERRTE2RLSYAB 2NN

Mo
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LC-MS/MS & NESFRISh 21 #4pE — AESES KRS =

B CARE=—ENRTRREKBRIREL 7 NEIFAF 21 MPBE_RERERY RS E/ 55, F

R RYPR R EE L 2 FR1REN, DENEMEZEEURE, KRB CI8 RIBBERENE. XAEEFRIH
788, BdZ NIRRT BIMEEYIHITIE. SRKRA: ERIMIEEE, BRZRERESEYHR
£ 0.5ng/mL~100 ng/mL RESEENAMERY, FISRUEMALMERXRIIYE 0.995 Ui, BREE

FIIAREIN R LINER Rt

KRR —EURMTRIE IFR SRS

BARR:
<« —FPEFRN DMK ET 21 HBEZREE, 5 ARNREEHF[EBFHNE,
<+ ERBEREREBENEAGRATBE_RERET Y.

LB — LR (Phthalic acid esters, PAES) X FREB{LF, SR T AEAIZERIZ—, TEETRIE
mr=mBNERRE. AT, BRI, HEBLEKEBRSm, AL, ZXYMRER ZHNAT
A, . BERAREEME. FREETmT. BTFPAESHASEREREMRENCER, 55
MEERIPEBEINEIMNG, BRAS. KiE. TIBNREMS5%R. PAESHNDFEMNEEERHER, B—F
BORBEBERTEM, PAESTEHENKINGS, RERSMIEANE, MBEKFEYRIE, BEEBERYE, &&
BT IKFE@mIFEAAE, KRR AMFEREE.

PAESHIME AT IR SBEEIE A BRRIEEIE A SEEIE-BUEEA (GC-MS) A& RURIE G -
BEXPUEECA (LC-MS/MS)iESE, AT K=HEMERESR, SHRYRE, BIEERIBERBNBEEITEED T
ZEZINERUEYNTIL, B2EMEAMN, SRREEE-BREEKAZNEEIHES. FR4ER
MERERMETNE R, ERARGERTREEENIDTNEES £, ANETREBESREEIE-=
SR PSR AR, B T21MPBE_RRES20NE R E. ZAEARBR. R EH, BIAK™
mAA PR ZRREE S 2NNERE S AR,

1. S2I8ER 9

1.1 43§

578 LCMS-8045 = EBMRATR BB R %, AAEEN:
R4iEH2E: CBM-20A i S M ;. DGU-20Ask
W & R .  LC-30ADX2 BEnh#HiESE:  SIL-30AC
= B F . CTO-20AC K 28 : LCMS-8045

g T{Euh:  LabSolutions Ver. 5.113

1.2 SHR%FH
AR
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& g . Shim-pack Velox SP-C18 (100 mmX2.1mmI.D., 1.8 um, &# (L&) LkEME
PRAE], P/N: 227-32001-03)
B E & . GL Sciences Inertsil ® ODS-4 (50 mm X3.0 mm 1.D., 2 um)
T Bh A8 D ARE- 0.1%FERAGAR; B 1B-Fiz
moOR » 0.20 mL/min
HEEERR D 5uL
=R : 40°C
iniiala D BBEERR, BABRIMEIRE R 40%, BYEIERILER Lo
xR 1. BERRIER
Time Module Command Value
9.00 £ B.Conc 85
19.00 £ B.Conc 90
20.00 £ B.Conc 93
20.10 £ B.Conc 100
22.00 £ B.Conc 100
22.20 £ B.Conc 40
26.00 =28 Stop
B &4
BEF iR ESI+ # O &8 E @ 300°C
B2 O B £ :40kv D L A& E : 250°C
E"ME  AS 3.0L/min mBABREE  © 400°C
mHERMJME =X 10L/min g 8 B B : 15ms
FEARSME S 10L/min BB R ZREET(MRM)
W & = |S 270kPa MRM = # : JixR2

1.3 HRaiiES %

MRERINEE2 g (FEFAZE0.01g) FS50MLBLER, ERIMAKIMLAZAELIOML, FERESLmin, 8BS
F2EY5 min, 6000 r/mingi05 min, EEREZES—50 MLBOER; HEABLI0 MLEERILAR,
10000 r/minE:05 minf/g, &3 LA, MIANaCl1 gflNa,SO.4 g, Feiml min, 6000 r/min& 5 min,
B ERAR, &

ERBEERRE mMLFIS mLBOER, IMACI8 100 mgMl L —iz-N-BE(PSA) 50 mg, HE®1 min,
6000 r/min& 05 minfg, BESEVEMKR]L mL, BEKERE2 mL, JeRES1 min, 10000 r/minEit5
min, R’ DERENGEHFER, HRAEE-BERRIEONE,

1.4 BEERZRIHIS

RENEE R - FREDESIVE LIER, AT BERRAHHER, BLHIBKREN0.5ng/mL. 1ng/mL.
2 ng/mL. 10 ng/mL. 20 ng/mL. 50 ng/mLF1100 ng/mLBYZRFIERITEARE TIERFF _EANME. LURHE
HFREEEIEEMIRANEIT, WWEBRRENELIR, SELERL, SUEYEENRRIESHWRM

INo
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R2. MRME#,

D o Q1 Pre Bais Q3 Pre Bais

No. A=/ BRYHEE  BREF TYBEF ) W)
o 163.0* 23 11 17

1 PR PR — BfR DMP 194.7
771 23 31 -14
207.0* 21 6 22

2 SR_EBBR_-BEE) B DEMP 283.1
PE_FR-2-FREICE 149.0 21 28 29
3 PFE B8 DEP 223.1 149.0° 0 20 30
EAE— TR R ' 177.1 -30 -10 .18
73.1* 23 113 30

4 SPE AR (2-ZEH) 28 DEEP 311.1
PR ERER( 8528 221.1 223 -6 24
189.1* 8 11 20

5 [ — FfS — RS DAP 2471
R IR 149.1 28 16 27
6 PR P BHEE DiPRP 251.1 149.0° r 20 0
PR TRR TR ' 191.1 30 9 20
7 403 — FAfS — s DPRP 251.1 " o 30 & 30
PR ' 191.1 30 9 20
8 SR — FRER — KBS DPhP 319.1 Y 23 4 24
PR AR ‘ 771 23 36 30
91.1* 30 220 17

9 SE R TR R BBP 313.1
BE_FRTETEE 149.0 30 12 16
149.0* -30 20 -30

10 gE_EB ST DIBP 279.1
PER_HFR—_=TES 205.1 30 3 2
149.0* 30 20 30

11 A FEA — TS DBP 279.1
WE—RR—TE 205.1 30 -8 22
101.1* 27 12 .19

12 SR R T (2- T E B 28 DBEP 367.1
SERZHRRZQ-TEE) LB 249.1 97 7 97
1491 -30 220 -30

13 ==l Sl = DPP 307.1
wr TR 219.1 30 7 24
149.1* 30 220 -30

14 S ==T =Yy . = DIPP 307.1
R —FR_=E 219.1 -30 7 24
149.1* 30 225 28

15 Ap% — B IR S DCHP 3311
e N 167.1 -30 113 .18
149.1* 30 25 27

16 SRR T (4-FRE-2-TiE) S BMPP 335.1
HE—FR- RRIREE 167.0 30 11 18
1491 -30 220 -30

17 A — B~ O DHXP 3352
BE—FR-CH 2332 -30 -8 25
18 495 R — B oHp 332 ol =0 20 <0
PR ‘ 24722 30 8 27
1491 30 225 -30

19 SpE T ERE (-2 B D) DEHP 3913
=R CE 167.1 30 13 17
149.0* 30 20 -30

20 o ==T 7 S DNOP 391.4
AR 261.1 -30 -8 229
149.0* 30 20 30

21 AFE — B~ TS DNP 419
wER—RR—1E 275.0 30 -8 29

A CRIAEEEFXT
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2. ER571i¢
2.1 TESHERRE MRM GiSE

450

4.0

3.5

3.0

254

2.0+

x1,000,000)

,000,000
1:DMP 195.00577.10(+) CE: -33.0(2.00)
[2:DEMP 283.10>207.00(+) CE: -6.0
13:DEP 223.10>149.00(+) CE: -20.0(0.50)
4:DEEP 311.10>73.10(+) CE: -13.0

I5:DAP 247.10>41.20(+) CE: -30.0(3.00)
l6:DPRP 251.10>149.00(+) CE: -20.0(0.50)
7:DIPRP 251.10>149.00(+) CE: -20.0(0.50)
8:DPhP 319.10>225.00(+) CE: -9.0

19:BBP 313.10>91.10(+) CE: -20.0

10:DIBP 279.10>149.00(+) CE: -20.0(0.50)

12:DBEP 367.10>101.10(+) CE: -12.0
13:DPP 307.10>149.10(+) CE: -20.0
14:DIPP 307.10>149.10(+) CE: -20.0
10>149 10(+).CE: -25.0
16:BMPP 335.10>149.10(+) CE: -25.0

117:DHXP 335.20>149.10(+) CE: -20.0
T8:DHP 363.20>149.10(+) CE: -20.0

T9:DEHP 3971.30>149.70(+) CE: -25.0

120:DNOP 391.40>149.00(+) CE: -20.0

2T:DNP 419.00>149.00(+) CE: -20.0(0.50)

0.0

5%

4.0

3.5

3.0

254

2.0+

AR MRM EE

,000,000)
[1:DMP 195.00577.10(+) CE: -33.0(2.00)
[2:DEMP 283.10>207.00(+) CE: -6.0
13:DEP 223.10>149.00(+) CE: -20.0(0.50)
4:DEEP 311.10>73.10(+) CE: -13.0
5:DAP 247.10>41.20(+) CE: -30.0(3.00)
l6:DPRP 251.10>191.10(+) CE: -9.0(0.50)
7:DiPRP 251.10>149.00(+) CE: -20.0(0.50)
8:DPhP 319.10>225.00(+) CE: -9.0 o
19:BBP 313.10>91.10(+) CE: -20.0 . s
10:DIBP 279.10>149.00(+) CE: 20.00.508 &
It

DEEP

12:DBEP 367.10>101.10(+) CE: -12.0 [l
13:DPP 307.10>149.10(+) CE: -20.0 |
14:DIPP 307.10>149.10(+) CE: -20.0

. DiPRP
DPhP

DPRP

DBP

DBE

do

BMPP

16:BMPP 335.10>149.10(+) CE: -25.0 | L
17:DHXP 335.20>749.10(+) CE: -20.0

> +

T9°DEHP 397.305149.10() CE- 25.0

0:DNOP 397.40>749.00(+) CE: -20.0
> +)CE. -

DHXP

DHA

DEHP

| SR

0.0

T
75

T
10.0

T
125

T
175

2.21 #EBE ZFEAES (100 ng/mL)AY MRM Elig
B RBEIERMYE, AXHDIPRPFIDPRP. DIBPFIDBP. DIPPAHIDPP. BMPPFIDHXP. DEHPA

DNOP, SRR RERESKE ) RMEIBE TN s, BEERIES.

(x1,000,000)
4.0

(x1,000,000)

(x1,000,000)

] DiPRP| 5] 25 DPP
so] DPRP ] ]
] ] 2.0
] 5.0 ]
2.0 DIBP ppp 159
] ] 10 DIPP
1.04 2.5] 1
] 7 0.5
0.01 0.04 0.0]
80 90 100 110 10.0 12.5 1o 120 130 140
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(x1,000,000) (x1,000,000)
] 1.25

2.5 BMPPA ] DNOP
1 ] 1
] 1 DEHP

2.0 1.00-
1 DHXP ]

1.5 075

10] 0.50-

05 0.25]

0.0 0.001 —

e e
120 130 140 150 170 180 190 200

Bl 3.5 APE_RERES R ) R BEE
BRI IER, A Inertsil ®ODS-4 (50 mm X3.0 mm 1.D.,, 2 um) {EAf&ERF, HRPIPE
T HREREERAEANDITEIER, MBRERSTFERNSE - RREY RN B BETEREEHEND T
B, R, FIUSEIRBE RSN BE_RREYRSFRTNVERIDE, NMEMMERRSET
WERTHI, HAUEETIE 4

(x1,000,000)

110:DIBP 279.10>149.00(+) CE: -20.0
111:DBP 279.10>149.00(+) CE: -20.0

5.0 DBP
] DIBP

2.5 ‘ T4

0.0 Il
T T T
25 5.0 7.5 10.0 12.5 15.0 175 min

4.DIBP A DBP 5 R Zt T4 ) A B EE

2.2 ZMEESEHR

¥ 0.5ng/mL. 1ng/mL. 2ng/mL. 5ng/mL. 10ng/mL. 20ng/mL. 50 ng/mL #1100 ng/mL “~[E
RERY 21 MR _FREERLEAETFSR, % 1.2 FRNOMFEHITNE, SRIMIEEE. IR
EBBRRENEELR, BB FREEEEIEEIRNNLIR, SEIRVERZINE 5 Fim. FrSRUEZE
MXRRY, LUERERBXREIIE 3,

Area Area

;| omP
<|y=32252.39x+13416.70
3.0e6 -|R?= 09999339 R =0.9999669

"] pemp

1y =65764.03x - 4596.260
1{R?=10.9995086 R=0.9997543

6.0e6 -

7 Curve Fit: Default (Linear)
] Weighting: Default (1/C)
5.0e6 -| Zero: Default (Not Forced)

-| Curve Fit: Default (Linear)
| Weighting: Default (1/C)
2.5€6 ~{ Zero: Default (Not Forced)

2.0e6 -]
1.5€6 -

1.0e6 -

5.0e5 -

ey e ey rorr e ey LR L L B
0 20 40 60 80 100 80 100
Conc. (hg/mL) Conc. (ng/mL)
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Area Area
| DEEP oapr
8.0e6 Y= 82013.19x-2521.725 E y=18967.42x+4741.740
R?=0.9994035 R=0.9997017 1.8e6 - R?=0.9994928 R=0.9997464
7.066-: Curve Fit: Default (Linear) J Curve Fit: Default (Linear)
“| Weighting: Default (1/C) 1.5e6 -| Weighting: Default (1/C)
2| Zero: Default (Not Forced) 1 Zero: Default (Not Forced)
6.0e6 | ]
] 1.3e6 ]
106
745e5-§
5.0e5
2.5e5-
— T T 0.0e0 $¥o———FF
0 20 40 60 80 100 0 20 40 60 80 100
Conc. (hg/mL) Conc. (hg/mL)
5. 855340 BRI RahL
& 3. IERZ SR ERER
e HXHR ‘ PR
No. wEHE R AR 2 N (%)
#R (Hg/kg)
1 PE IR RS Y =(32252.4)X +(13416.7) 0.999 93.8~104.4 10
2 DBEZHRR_Q-BEE) Y =(65764.0)X + (-4596.26) 0.999 95.1~108.4 10
3 PE_FR B Y =(101669)X + (191153) 0.999 97.1~104.3 10
4 VBEZHRR Q-8 FE Y =(82013.2)X + (-2521.72) 0.999 93.0~113.2 10
5 PRI IHEARS Y =(18967.4)X + (4741.74) 0.999 87.7~107.7 10
6 SE_FR_EAME Y =(37064.2)X + (10644.5) 0.999 89.5~109.1 10
7 PE_FRR A Y = (157458)X + (32482.4) 0.999 96.5~106.2 10
8 PE_FRRR K Y =(89277.4)X +(2491.97) 0.995 85.0~113.2 10
9 PR T ETEE Y =(65949.6)X + (12303.8) 0.999 94.2~107.2 10
10 SE_HFR B TE Y =(127748)X + (349828) 0.999 92.3~109.1 10
11 PE_FR T Y =(161196)X + (608096) 0.999 88.6~108.8 10
12 DBEZRR_Q-TEE)EE Y = (74660.0)X + (-5378.07) 0.999 92.0~110.7 10
13 PE_FRR KBS Y =(32276.4)X + (10583.4) 0.999 94.7~108.7 10
14 SRR BB Y =(121624)X + (12616.3) 0.999 94.6~110.5 10
15 SRR TIACHE Y =(124514)X +(15820.9) 0.999 94.0~112.8 10
16 PEZFERT (4-FE-2-E)B Y =(135965)X + (7618.44) 0.999 94.3~105.6 10
17 PE_HRR OB Y =(74423.5)X + (-13661.6) 0.999 94.3~111.9 10
18 PR AR — Bl Y =(77961.8)X +(10208.5) 0.999 86.0~115.0 10
19 SRR _(2-E OB Y =(76618.3)X + (40978.4) 0.999 91.0~110.7 10
20 PR PR IF¥Es Y =(64571.3)X +(-10359.1) 0.998 89.1~113.2 10
21 PRI T Y =(75872.3)X + (9746.44) 0.999 93.2~111.6 10
2.3 FEEXR
XF 10 ng/mL. 20 ng/mL 1 50 ng/mL REFRER 21 #8E —RERERSIME TIEARIESLNE 6
R, ERNFIVRRE, RENEMEERNEEMERINRK 4Fm. ERER: 21 MBERZFERERY)

IR B B (el Mg EARRVAR AR /B RE T BT 0.70%70 8.17%, B RUEBEEE R
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& 4. RENWEMIEEREE LR (n=6)

10 ng/mL 20 ng/mL 50 ng/mL
No. wEEIR R.T. Aera R.T. Aera R.T.
RSD/% RSD/% RSD/% RSD/% RSD/% Aera RSD/%
1 PRI R 0.7 3.37 0.59 1.8 0.2 1.04
2 PEZRRZ2-FaE) LB 0.29 3.96 0.26 343 0.08 1.44
3 SRR B 0.06 7.6 0.08 247 0.06 1.13
4 PR_HR—(2-2EE) B 0.03 7.24 0.07 0.7 0.05 5.34
5 PRI IRAES 0.04 5.93 0.07 1.92 0.08 191
6 PRZRR_ZAE 0.02 1.33 0.05 1.54 0.08 1.36
7 PRI "Rk 0.01 1.73 0.06 3.03 0.08 2.23
8 PRI K 0.02 1.43 0.04 2.46 0.1 8.05
S VBEZFRRTETELE 0.02 231 0.04 0.65 0.08 0.9
10 PRZRR-F T 0.02 1.62 0.04 1.85 0.08 1.76
11 PEZFRR T 0.02 0.91 0.04 1.73 0.07 0.74
12 PRI (- TEE)ZEE 0.02 1.17 0.04 1.27 0.07 1.15
13 PEZFRBR "L 0.02 3.43 0.03 14 0.06 1.58
14 PRZRR-F IS 0.01 1.32 0.04 1 0.07 1.13
15 SRR TIFCE 0.02 4.33 0.04 1.18 0.07 181
16 PRZHER" (4-BE-2-E)BE 0.02 1.51 0.06 0.61 0.08 2.29
17 PEZFRBR 0.01 3.42 0.06 131 0.09 12
18 PR PR Bl 0.02 2.09 0.07 2.74 0.09 2.2
19 PER_FBR_(2-2EH ) 0.02 3.05 0.09 241 0.08 1.16
20 PR R T IE =g 0.04 2.94 0.08 3.93 0.08 0.98
21 PRI FEs 0.01 8.17 0.03 1.85 0.03 151

2.4 MtREIYELIE
BB AER, IMANDE 21 FE2K — BERhs

B.A
/b3

IrEmEE AR, EIFRFERRIDRE N DA
100 ug/kg #1200 ug/kg, FATMH 3 1. %R 1.3 AR ARREVA LS, NE 21 MBE_ RERESHY
AINEIER, BUEYIRFEIIIREIRLERTE 70.78% ~ 110.67%2/8] (&K 5)
7= 5. 21 Fh3BFR — FRERES BY INAREIRER LS

IR E KT
No. ga=xv/E=Xii

100 pg/kg 200 pg/kg
1 PR FRER g 95.86% 88.43%
2 PE_RBR(2-RER) 2B 100.34% 98.64%
3 PR R F 75.92% 92.59%
4 PE BT (2-2EE) 2B 101.46% 105.37%
5 4B FREL I RES 94.58% 97.74%
6 E RS A 98.38% 102.77%
7 PR _FRER R 104.96% 109.70%
8 SBR_FRER RFE 99.40% 103.33%
9 PE_RERT BT ER 91.30% 95.42%
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10
11
12
13
14
15
16
17
18
19
20
21

PE_FR_ETHE
PE_FBR TR
PE_ERRBR_(2-TEE)ZE
PR LR
BE_FRRR BB
PBE_HRR I
DR (4-BE-2-E)E
PE_FBR R
PR _FREL _RER
HE_FR_Q2-ZED)E
PR PR T IF ¥R
PE_FHR T

86.30%
91.76%
90.82%
93.16%
93.12%
97.28%
89.50%
82.56%
95.76%
90.62%
94.78%
T71.76%

92.56%
110.67%
95.10%
93.07%
92.59%
94.62%
92.48%
85.80%
97.63%
92.21%
91.99%
70.78%

3 4ig

A fERA B RBEBRAEIE N LC-30AF = ERT IS N LCMS-80458x B R4t 1L 7 N EAT N H21
MR — REREE A BB 2RV TTE, HAPSARI D FMIA SRR N B, &I A ERMERERBEEN
ERRFDBER_FREELT I, HEARBMES.
YIS RN R TR IS E 0%,
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EMS Accreditation
RE009

NT, m
o‘“iE JA4 ;,4

(ONFORE,

[

SO %,
14001 %
\)Ac.z; Ao}‘c?znﬁgm'on

&

“u 5 > |OF CERTIFICATION
boyonovs? BODIES

W,
i

30

1SO 9001

AAT =4I 3545 IS0 AIE

€ B2t ER (PE) BRATE/ B2 (F8) BRAF

JQA-0376

http://www.shimadzu.com.cn

JE=
ERHHAKBAIIAELIOSHEAFTAELLE
HRERSEES: 100020

H3E: (010)8525-2310/2312

JLBH
IR B EARTL6T S A B S O11E
ERE4RES: 110016

E3E: 024-23255577

A%
FERHRI—BE56 ST HARES01
HBBI4RES: 710065

EBiE: 029-62737878

B&KFF
BEAFTHFLEIZISHRHLI4HE
HRERSBED: 830002

H3E: (0991)230-6271/6272

KB
HNTIRER220 S AR5 LAE20R2011E

HRER4RES . 450007
E3iE: (0371)8663-2981/2983 fEH: (0371)8663-2982

fZH: (010)8525-2531

f2H: (024)2325-5577

f£H: (029)6273-7879

f£H: (0991)230-6273

i
b TR EME180S £ M F B2
HRE4RRS: 200233

EBiE: (021)3419-3888 fEH: (021)3419-3666

FRER

BB IKGE~ I HSK=aK38SHEE - IBERBE T
EBER4RAS: 610063 BEE12]R
EBiE: (028)8619-8421/8422  {¥EL: (028)8619-8420
)

BRMREKIN P2 ST AESH2TEBE
HREC4RES . 210005
BiE: (025)8689-0258 f&HE: (025)8689-0237

BK

BRMAPXEFH38S EXRE L1702
HREL4RES: 400010

BiE: (023)6380-6068/6058 fEH: (023)6380-6551

X
RN ARSI AEICS RINTEHLILEI1E
HRE4RES . 430060

BBiE: (027) 5908-0488 f£H: (027) 5908-0470

Il

RIS ER2305 BEEAE

HRER4RAS: 510656

B3%: (020) 3718-3888 fEE: (020) 3718-3804

P

BT FR4325 RIEAEE 908%

HRER4RES . 650021

BiE: (0871)6315-2986/2987 f£H: (0871)6315-2991

AN

AT RARRR YT AR EAB S F2.6-1C
HRBI4RES: 518040

EBiE: (0755)8340-2852 f&H: (0755)8389-3100

Kb
WA KD B EERBRERISSSELHOTIAK3I1ISE
HRER4RES: 410005

e

FENRRIDIBEFH1028E

SUITE 1028,0CEAN CENTRE,HARBOUR CITY,

TSIM SHA TSUI, KOW LOON,HONG KONG

BiE: (00852)2375-4979  fFE: (00852)2199-7438

BERARI B&EISORE  FRERERIIALE
FERERFERNRE, URREE
B AR H IR EIRRRERR SN A AR X I R

HPRSHZ&AIE: 800-8100439
400-6500439
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