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A, WS MEMORINR, SRARERTRE, ERES ORI EIEKE LR X LR X AT
BRI N 8T 18 AN PR HF R B B PRV, (BRTBE SRR TR ALK,

fERERERmEEET BT MASEKT, BB RERERNE M=8" M XERmMEEEERAN
73, JEYIEER. Omega-3 AERLER. FERAENZEIZMEY). BV EEEEBHIFIBEEERRUL, Mk
RIBTBVREEEEKF. Omega-3 RERTERINIB BN TRV EOM=F8, HNEOMERR, BRITE, kX
Ry B-EERAE, FILUET IS NABERE A RPISRIFNE KT, tbHh, FEERERERRERPIEEEBMANT,
MAELEREMC, UFRIPOMERARZTANMNHNIRE.

R RER T E NNIFENIAYEZEM TRAMM NG RAY), XEAYBERTATS
REEEEAS H M =B MJE, (ERTHARESIA™ERIFA, RALERERRPARM. tTRAY), WK
TR AMT, BT INFIBEER & BRI RAEEEE AT, AT, ENIESENRKRG. eSS
FRIfFA. NEERAY), WiFellss, T2ERTERRE M=, BrsI 2 RHMELSGA,

BAEPEBE SR ARE A NIRRT EEA LCMSMS JEHM GCMS 7%, 2ZMINETEE (B mPrafhHes
FHEYRYNE BJS201701). (B MAPILEIFRERNATIIE BJS202213). (BMIAESH AL 55 BHMX
EZRRBATN BJS201917)e AELR T B BEEREXRIPEAMAYINA LR, HEAXKRIARSE,

#



LCMSMS ZMERRPEBITH A, BE5HB. KEEZRMEMRS

i B AXFERASEREBE =_SNORMAEY, &2 RXBFR, BITRE@FTESH BFIFEHR
MAEABIMEFE. BRERNG LV, IMPEESE, TIRENFRHGT, TEE B EF 3 MANTIEERE
SEREIRLMERY, MHER 0.01~0.02 pg/mL; A2 RX JRECE Corespray A, FRIUEIE BIINFRFZAS
EELE1F 200 £ RSD 9 2.4%~3.0%, BEEMRIF. H51#H1T 0.2 M 1.0 mg/kg BUNIFREISCNNR, BIWZER
93.1~101.2%, AFEIRE. BN, &, IRETE@PEREE B F 3 MIBERMLDBINE,

X8 ZERAT RXR HEE

BEER—MMNESTHHERNVREEENEY), BAEE0E MER. ©Ed R A EREohEINmE
BIEDWRIGERHE, ERT AT EM. KEZFREMKETRBNSZ—MEEXEY), BERA. N
EAMANESEYEE. EEPATER T A BNARGRBMEERR. XMt SYERRES
hEEZNA, BEERANFEIEHE, IEERISEIESHMERERA Y. RaMRERRD, F5F
SREZFRBETIFEAMLD, EMBREHREERENMNEmIREREEFIEREANLERD-
BJS201917 (B@mFESH A. BEE B. K&mZFBIVNE) ME T A LC-MS/MS I ENE B mFES
HS5REXFRIAEEAINBTT %o

R RAHELAY LCMS-8050RX KA 2HMITAINNM ESI B R, BB HER A FIRE OB F B,
CoreSpray IR ALESRYREMBRLRIERNR, EERAZSHHRNYSNE, sHeESMHEREEYIN
BF . BHBEMER lonFocus BFRERA, BEFMKEEFSARIENT, MME—TRADTIE
BEFIEIRIE. 2R BJS 201917, A LCMS-8050RX 217 7 B mAF EEHEIEER M2 BINE /5
o AR, B, AW, HEXARSZE,

1. 2I8ER 5

1.1 1¥2§
FEEBEMREEIEN LC-40 5 == MR FRIEY LCMS-8050RX B &A%, BEAREN:
AiEtlss ¢ CBM-40lite Bt S Ml DGU-40Asg
W &R R LC-40DXSX2 BapdtiFss o SIL40CXS
= B F  CTO-40S B TEL  : LabSolutions Ver.5.128
1.2 S5 H
RAEEE R
B g & : Shim-pack GIST Cig#F (50 mmx 2.1 mml.D.,2 um) (P/N 227-30001-02);
i B 48 D A-0.02% KA R, B-FREZ
mOR : 0.2 mL/min R : 40°C
BFARR D 2uL
Wil . BREDERR, BABRIISIKRE 25%, BYHEliERIEE Lo
x 1. BERRNERER
Time(min) Module Command Value

2.00 Pump B.Conc 45

5.00 Pump B.Conc 55

6.00 Pump B.Conc 95

9.00 Pump B.Conc 95



9.10 Pump B.Conc 25

12.00 Control Stop
g &1
BRI . ESI- BOBE  -3kv
EHMIR : 3.0 L/min ZORE . 300 °C
IR RE 1 400 °C FIRMIR : 3L/min
DL )RE . 250 °C mHASRR © 5L/min
MRM £%4 C k2 HigR= D BRI M(MRM)
= 2. MRM 2%
{REZ B8] N o 1Pre 3 Pre
B & = R ey
(min) Bias(V) Bias(V)
. 386.2* 24 42 16
1 EEEB 4.01 861.4
699.2 20 29 24
R 386.2* 24 4) 16
2 EEEA 5.00 861.4
699.2 20 29 24
240.1 14 26 22
3 KEZ PR 8.57 283.3
183.2 13 53 16
REEEETFIT.

1.3 tnEmB¥ bl

a8 BJS 201917 (BMmAESH AL BEH B MARZFRAVNE) AnERETEIGE
TEHT,

BETVERENR: IR BJS 201917 (RmPHESE A, BEH BN AEZRBRAVNE) MAET AR
B RECHI D B#H1T,

REETESR: UEBERREBURAT, ESRE 0.1. 0.25. 0.5, 1.01 2.0, 4041 8.0 ug/mL
BRFIERLESE S ETIES R,

2. ER5i1e
2.1 MRM &iZE

AKF57E7E 12 min RFERL 3 MBI DT, Finz A MEIER B 0B R ; 2R MFArE 28 min
ESpa N IE] S

1:TIC(E) 1.34e6

1.3e6 4
1.2¢6
1.1e6
1.0e6 1
9.0e5—§
8.0e5 -]
7.0e5
E.OESE
5.0e5 -]
4065 ]
3.0e5—§
2.0e5 4|
1065
0.0e0 4

“‘z““é‘“‘).“"é‘“‘é““%““3‘3"é““1‘0“"1‘1““1‘2““%;‘;&;'@‘@‘")‘
1. HEHEZE 3MAS MRM BIEE (1. TFEHEB; 2. HEHA; 3. KEZFHH)
2.2 EHSRENMRK
ROGREMNRRNREH—FIRF. ARWMU T EUREE 1~7 L/min FT=MLEYIBN BT,

LZRIE 2, HEH AMNELSE BE4L/min NIANRR, KEZRREE 2L/min TIANRR, GaEEA



A

BIRERTREIRE N 3L/min. RUBETME U TUABERTEE, AJUE—FRAMBDUEMHITEE,

20
18
16
1
1
1

] m2 m3 w4 m5 m6 m7

HE5HEB FEHA KEBERPBE
E 2 A AREMSRETEHEE B F 3 AL MEXTEL

x 100000

o N b~

O N B OO

23 BEM

RX JRECE2HT Corespray iR, ETABIRE, FEFMFAERPRIMBMNBENBF . &K
WERTRIBERT, 55 B F 3 MADIIIFFAESEF 200 HEE S, WE 3 AR, 3 #4H75 RSD
7 2.4%~3.0%, REAEAEMEY RORBMEEERER T Z2HEITRARFRIFNEE .

=
o

x 100000

g ISR, g P

#FE5E B, RSD=2.7%
- . ;E‘?Eﬁ%, RSD=2.4%

S B N W B~ oo N 00 ©

0 50 100 150 200 RIS )

E 3. RIHERTEEE B F 3 MAEDELHEF 200 HEEER
24 FEFER
2.4.1 BRERZ S HR
RAIMIERIIR LR, 45 RUWK 3 FR. 3 AN TEIEERE TR L RIF, X R EAT 0.998,
NESHHBR 9 0.01~0.02 pg/mLo
R 3 KEYRIERLER

Fs a=r LMESEE (ug/mL) EEEY e R W
g/mL)
1 BEHB 0.1~8 0.999 0.02
2 BEEH A 0.1~8 0.999 0.01
3 REH PR 0.1~8 0.998 0.01

2.4.2 1Al DAREIBCN
AR 1.2 BV S 1.3 el R AN R INEBEIT O A IIAREIWOINE, SRR 4 Fim. &
BN D HITARRERIIAREIWCIN, F17 308, BIWEA 93.1~101.2%, EEMEN 1.48~2.69%.



=4 HSAIHEEITER (1=3)
TIRE TR

e e BERSREE (mg/ke) : THEE (%) PR
(mg/kg) RSD%

0.2 96.2 2.29

3 ARE=FR N.D.

1TICE) 1.84e3
2665
24e5
225
2065
1.8e59
1.6e59
1.4e59
1253
1,059
80e4
6.0e4 3
40e4 ]

20e4

0.0e0

I N R D T
LREZRSIE) (min)

1TIC(H) 1.34e6

b: UKL RIMT 10 me/kg
1.2¢6 ]
1.1e6
1.0e6
9.0e5 ]
8.0e5 —
7.0e5 ]
60e5 ]
5.0e5 —
4065
30e5 ]
20e5 ]
1.0e5 —

0.0e0 -}

1 2 3 4 5 6 7 8 S 10 T
{RERRTIE) (min)

4. FmEBIEE (aRIBHFmR; bIRIEHFRMAR 1.0 mg/kg)

3. £ig

X AER HRBSMOREEENY LC-40 5 =FRMTHRIEMN LCMS-8050RX BXA AL, BIL T RamT&E
5H BF3IMANKNES E. &5F BF 3 MAENEEERETEN, BEXRMAT 0998, FWEs
BERFEMMBRMLTIME, EEM. BWRNERYFEEIME BJS 201917 (BmHPESE AL B5H
B. RERXFRIVINE) BX; AIRTRMEIEAMILINES,
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LCMSMS ENEINRETFEIRINEREN T F 19 b &9

8 B ASCEN T IRRIEIRNEREY T 19 MEYINKNTE A, 28R BJS202209 BmANFTIRINTTE,
KB &3# Shim - pack Scepter C8 BIEHHITHE, REDERBEEIE - FUEBAN LCMS - 8050 ##1T
WM. BERETR, 19 MEMEIRY, REES. ZAEINIEESRERPNER TS 19 MksE
MRIRIRESE,

XHEE: WEEEN T S 19 MkEY TREL LCMSMS

1. EIEERS
1.1 32584Y S8

Shimadzu LC-30AD 5 LCMS-8050 BXFE &4t
1.2 SrFH

UHPLC &4
BT Shim-pack Scepter C8 (1.9um, 2.1X50mm; P/N: 227-31033-03)
IER: 0.3mL/min & 30°C
W& 5uL (Co-injection: 20uL 7K) RonAR: A 0.1%FRER7K; B: 0.1%BERZAE
BERF
Time(min) Module Command Value
2.00 Pump B.Conc 10
8.00 Pump B.Conc 70
12.00 Pump B.Conc 95
17.00 Pump B.Conc 95
17.10 Pump B.Conc 10
20.00 Control Stop
g S 1
BFHIR . ESI EfAE FREIEHIH EOBE D 4kv (+) A-3KV ()
MR 3.0 L/min BEORE : 300 °C
INPHRERE : 400 °C FIE=RIR : 3L/min
DL RE 1 250 °C ISR » 5L/min
MRM 2% =) PR D ZRNEN(MRM)
MRM &%k
e o Q1 Pre Q3 Pre
No. 2R RIfAEF FYIBF . CE(V) ,
Bias(V) Bias(V)
171.1* -11 -17 -10
1 FRK IS 229.9
143.2 -13 -18 -22
\ 124.2* -12 -21 -10
2 i 181.3
96.2 -13 -18 -22
324.2% -12 -21 -10
3 ZNAHER 342.3
270.20 -12 -28 -11
237.1% -12 -26 -14
4 R 254.1
195.1 -12 -31 -19

11



184.2* -13 -20 -18

5 BLZBEELD RITE 278.1
167.2 13 -37 16
L 117.1* 12 21 11

6 R ISH 192.1
1343 -20 -19 22
\ 109.1* 15 -26 16

7 S 325.2
262.2 15 -20 11
R 125.0* 12 21 -20

8 SRTH 1843
167.2 13 -11 17
. 138.1* 11 -15 -28

9 FE+R 166.1
94.2 11 -20 -20
\ 192.2* 16 21 11

10 B FET 330.1
1511 16 24 13
275.2* 11 13 18

11 ek 306.3
159.1 11 27 14
: 275.2* 16 27 -28

12 ESFALL 4713
247.2 17 35 14
107.1* 12 -30 10

13 B 3413
1869 24 23 10
224.1* 14 22 22

14 TREED T 402.1
266.2 19 12 11
160.2* 18 23 15

15 #RIEH 402.1
1779 13 12 10
264.1" 16 -10 15

16 HEnH B 340.2
281.9 13 14 17
T 242.9* 20 16 28

17 R BE 300.9
206.9 19 28 22
224.8" 17 26 15

18 AER 268.9
241.0 17 21 25
: 119.0* 24 14 12

19 MR DR ° 210.8
147.1 26 10 16

1.3 H¥maitiz

FEATEN 1.0g TORIT 50mL BEOET, N 50% BESAE (& 0.1% W) 20mL, BAIRE 10
Dh, AHEEER, BBE 25mL BEMH, B 50% FEAR (& 0.1% BFiR) TR REZE, #S, B
5mL &% 4000r/min B0 5min, BEELEY ImL BOBEHNLEER, MEFEEE 2mL, mieESEE 0.22um
RIURIBHFLIEE, fF LC-MS/MS D1,

2. LR
2.1 fRfEmERE) MRM &iEE

12



400000
3500004
300000

250000

200000 w

150000

100000 M
] A -
|| |

| |
_ s |
50000 . | . ‘
G? e ]t _J iL ] ’\Li all al .ﬂ In Ph A |!|'J|L - }hi

T T

D.OI ‘!'275‘,“5{0‘ ?TS' ,xﬂ}].l}‘,I ‘1.'.1.5l ¥!l151.0‘. ‘x‘l?'[.s“l ‘rrlin
WEEEAN T <5 19 MU SMERITR (RERATBEERERE) B MRM B1EE (2 pg/L)
3. &it
AR T IR WERED T 55 19 M a7 7%, 28 BJS 202209 Bmib il miE, XAS
2 Shim-pack Scepter C8 BIETHITHE, XKAEREEIE-FUEEKAN LCMS-8050 #THIM DT, 45
RET, 9 MEMEERY, REES. ZAEINREERRPWERT % 19 &M ES
%,

13



LCMSMS &N ERABE IR P RFEETR. 55 A hiRAFIFE 45 HhEA

8 B A0 T —MERSEBESMREEIEN LC-30A A = MHRITFIEN LCMS-8040 B A NIE HAB
KEREBEPIBERIFRER. 73 ANPANAMEANTG %, BEBERRIEEIE LC-30A 7£ 3 min RSLILR
EOE, —BEPIRATFUE LCMS-8040 HITEE 2, HEULRILURER, ERHNERENR. SRR
e, X 3 MMM RYF, MEXREIIARTF 0.999; REIRERIEZELRKERKA: ARENEN
2 EFRARRI TR ZE 2 517E 0.03~0.28%7H 0.44 ~2.87%(8), NESHEZERYF; et 25 &P FEhen
BRAVAL PR 25179 0.02. 0.01 #10.01ug/L, EEREZ 579 0.07. 0.05 A 0.05 pg/L; HFaAINFRLEIERERR 79.0
~116.1%.

Kegia: AR BIERRER BeRREEIEN =ZERATRIENX

HER ST ANAR—MUF SR ENINGEF, ARBERSIEXRR. EiE I8, BFERMESTIA
ARSI, ERAZECREHARE, Alt, Eem5AYERR(FDAMKERERES
BRIALE B2 LT RAE & mAN A RN INERER 7 MmN PH, EhER PR hBRE — A ARt N, BAaE. 1
BEEA, eAHEESIROEAS. OXMR. RE. KiK. FHERESEETENRIFR, BEEFEK
—MURBEETZ), EIMIETNEEERES MER, BAKLAEE, MEREZHSYR, R (ERtFRR
2BEXM) M (BHSUFREERM) ZAREIVER, I, FRERAMNE EBRERD, feE&H
22, Ietsr SETE. WENLE, BEENTIKEER, BTEMREZER™RELLLRHET AMm, B
A LRI REMERS RAEFmPIBEE AL RAER. HERFS B SR, XiHT
NANER T BRIEEEN, WHERERENREEBRA. Alt, BIUEEFRERTSEIAE. FAfhihEA
FRER BBV RS PRRAVI 5 A B R To

M XEYRE BT A EZEEZANTEBIEE, RIEBIEEUNREKARAR, BFFRARERHPUT
N EZR, PIRKEEIBITELIHITRIRNEL DT, AXERZRBSRRBEE(N LC-30A I=EM
IRATBUE LCMS-8040 BXFA3, BRI 7 NERAERREMAPAEERMMER. S amABRMram iRy 57%,
I ARER, B8, EREENISES, HEXNIARSE,

1. LIEERS
1.11%8%

RIS EBEMREEIBN LC-30A 5=FMRITFFIEN LCMS-8040 BXA#F. ERFEEN LC-
30AD X2 ¥/&3R, DGU-20As TE£kRE S, SIL-30AC B nhdti#es, CTO-30AC RS, CBM-20A RAGiTH|
2%, LCMS-8040 =EMLAFBIE(Y, LabSolutions Ver. 5.53 i T {Eik,

1.2 St F M
BIEEE YT
DITNES: LC-30A &4
B Shimadzu Shim-pack XR-ODS 111 2.0 mmI.D. X 50 mmL., 1.6 um
MEnAE: A—10mM ZFREE+0.1%FRERKA R, B—ZE
TR 0.4 mL/min
AR 5L
R 40°C
R BREERT, B ABRIIGEIRE 20%
14



® 1 BERREER

Time(min) Module Command Value
0.50 Pumps Pump B Conc. 20
1.00 Pumps Pump B Conc. 90
1.50 Pumps Pump B Conc. 90
1.60 Pumps Pump B Conc. 20
3.50 Controller Stop
FUE &M
BFR: ESI, EEFHHE IIAEHGERE 400 °C
BFREO®BE: 45kV AR ZRMEN (MRM)
EZW4R: &S 3.0L/min FERAYIE]: 30 ms
FIES: RS 15L/min ZEIRBYIE]: 3 ms
ES: |5 MRM &%t MRM D4ARE, &2
FaTIERE: 250°C
7= 2 MRM 2%
RS AR HIAEF  ¥EBEF  QlPreBias(V) CE(Y) Q3 PreBias(V)
\ 148.1° 21 -15 -28
1 FRETA, 166.2
117.1 21 -22 -23
159.1° -26 -22 -29
2 X ATl 232.2
187.1 -26 -14 -19
125.0° -20 -24 -24
3 il L 280.1
139.1 -20 -17 -27
RTEEERT

1.3 H#aH&E

PRERRECH! :

¥ 1000 mg/L BItER R, AMEIE (50%Z288-10mM ZBREE+0.1%FER) ZFEHRE, MER. S8
RIBAFNFEfRERBRRE 9 50 10. 5. 1. 0.5 0.1 ug/L B ETER.

HFmE IR A BiEmRAANRES, #REX 0.3g BF 50 mL &F&iRF, 10N 50 mLmsiiE (ZkES 10
MM ZERT%+0. 1% B ER{AFILL 79 50:50) , AR 10min, BEDE, B 1mL EERE 25mL B+,
FIRSIEER. & 0.22 um RFLIERTIEE, BR&RER 2.

2, &Ritie
2.1 ¥R MRM &IEE
SREAREREDA MRM &% NE 1 Fr.

15



800000 77:165.205748.70(+)
12:232.20>159.05(+) =
700000 3:280.10>125.00(+) =
] = e
600000 | o p
] = \
500000 “‘
] =
] | =
400000 “‘ ﬁ
300000 | S
200000 || ﬁ
] m
100000 [\ .
e
00 05 10 15 20 25 min

Bl 120 ug/L BETHERFGREY MRM &% E]

2.2 ZMEXR

RREX 01,05, 1, 5,10 #1 50 pg/L FREbR. 25 ®UUBAM AR ESVETIPR, % 1.2 70
WFRAEITNE, LURENEALNR, BERNNER, IMIOERIERUERZ, WE 2 Fim. £ 0.1~50 ug/L
RETBERNEME R, &MERE. KEEEMBXAREIE 3,

Area Area
4000000 :
. 4000000
3000000 ]
] 30000004
2000000? 20000005
1000000 1000000
00 280  Conc. 00 250 " Conc.
FREEDR Bax=gavl
Area
1500000
1000000{
500000
o0 2820 " Tconc.
FEPRERRA
& 2 3 FiBadn g T ErRLE
*3 3 MYIRIIRIERLESEL
wS BFFR FOFERRZE MHEEER
1 FREE Y =(77843.1)X + (1691.44) 0.9999
2 BAN =R anki)z] Y = (87694.1)X + (7373.35) 0.9999
7 [icgiagezelE)z] Y =(34995.6)X + (3701.15) 0.9999

23 ihRMEER
Fohl 0.1ug/L BOREIRE 7 10, #EFEDH, W ERNEERFIGBEHERRZEN 7 XKNELERITE
HiTERE S, MAQMR MDL=3.14XS, EEFR LOQ=4XMDL, MELERINE 4 Fi:

16



x4 3 MR RN EER
RE

No. £ TRERE(S) 1 H R (ug/L) EE2MR(ug/L)
(ug/L)
1 FRESHR 0.10 0.006 0.02 0.07
2 S eA 0.10 0.004 0.01 0.05
3 FEREhRA 0.10 0.004 0.01 0.05

2.4 FERELE
TATRBUIR 5 RERSEATTRS 6 1), MORFERE, 3 FEF SRR E 8] FIE EAR BT &R
E 57 0.03 ~ 0.28%7F0 0.44 ~ 2.87% 2 8], (NEHEZE BT,

&5 REHEMEERREEMER (n=6)

RSD% (0.5ug/L) RSD% (5ug/L) RSD% (50 ug/L)
No. 2R

RT Area RT Area RT Area
1 FRER TR, 0.13 2.44 0.10 0.44 0.06 0.93
2 Bax=gavls 0.15 2.87 0.28 0.97 0.04 0.59
3 7R AEEE 0.05 2.79 0.07 1.17 0.03 1.01

2.5 EBNtRscis

TR 1.3 PERAIES L, #RPFUESINE, ITSE0X6, SFT 4R, WRERER: B
ABZG AV SR INAREIYLERTE 79.0~116.1% 2 8]; BAERIIK 6, BMIEAEARTHIEIEENE 3 Fix, HAE
ZM INARE SR EEEIRE 4 FrxRe

100000 17765 205148.10(+)
12123220>159.05(+)
13:280.10>125.00(+)

75000
50000

25000

3 BEEAEFTABIEE

100000 —17-765 205148.10(+)
12123220>159.05(+)
13:280.10>125.00(+)

75000

PR B
Ex EA

50000

25000

42 pg/L KRB RIRE EiEE

17



&6 IREFRIEIERER (n=4)

WEE (ug/L) EIE (%)
No. ETER
0.lug/L 2pg/L 20ug/L  0.lpg/L 2pg/L 20 pg/L
1 PR E R 0.09 1.81 15.8 92.0 90.6 79.0
2 B2 kAl 0.10 2.32 192 101.0 116.1 96.1
3 Pa7R AR 0.09 2.15 18.4 85.0 107.6 92.0
3. &it

R HRBSMREEE LC-30A M =EMRATFIEM LCMS-8040 ExFANIE BACERERPIFER
INRVRRERRL. 25 RABAMI AT IR, 3 MRV E Ry, MXARBUIYART 0.999, FRE. Z5 @B
FHIBRRY NS tH R 0579 0.02. 0.01 #10.01 pg/L, EERE7%579 0.07. 0.05F 0.05pg/L; EFINARE]
WRTE 79.0~116.1%2 18] b7 A PRR, R, EEUEBMREES, BIIFARAEHIFRIE AN =R
7570 R EAAN S AL BRRY A R 75 7%,

18



LCMSMS N iR AB S £ {2 5n P B2 1 5] fth

i B AXFERDEBSRURIEBIEN LC-30A M =E MR FTE(Y LCMS-8040 Bx AR I —MIMRENE
HBEE IR IR SR BF BBy 757%. (EENEBEIRIAEIE LC-30A 7£ 4 min ASRIMIREDE, =EURATERIE
Y LCMS-8040 #H1TEE 72, FULRILURER. JERHINE BF B, BFSMIVAIERY, BXRLIHK
T 0.9999; NEIRERFERERINERKA HRENEMIEERBNIRAERED ST 0.23~0.47%4H] 1.03
~2.00%z 8], (NEEHBEBERY; RFFMMAKREIRR 0.02 ug/L, EERERN 0.08 pug/L; HFmiltrEIER
93.6 ~111.5%8l,

Xigia: BEERERD RAEM BESMREEIEN ZE0RARIENY

B BRI F R A B TRBIIE, ER KM FIE B ERRIEINGIT, BERFIHIGIEAE
FRBIIRUL, MMBEBRBERAE, REXMAYBEIEMREAE, BFFfHRINRRNBA S| EZEERNX
Fo ERAMARRNENFOMNEERRARBER (FDA) #AME, IRABEL RN S MiEER R
WEM. R, 5. k8. BEEIl.. REFIRRE, MEERS|IKEHRMARENRN, NEHE
FEANBHARZRAYA LB R T KBRA, ETEXMSARRE, Rlt, B Mol 5 EREEr
AT BRI RRmPAPEANNEA B E 0 LB

B71, ERIMREMKNTEEBHPLCE, HPLC-MSIE, HPLC-MS/MS/EFMGC-MS/MS/EEF %, EI,
ANBEERXE, £HESEBERREEIEBNLC-30AM =EERTBTIELCMS-80408K A8, I 7 RB
KERBEPEMEMBI DT 7%, WA ERRBIMGE, BIEER, DTRE. EEERMISES, HAX
BWUWARZZE,

1. 523885

N RE

NSLIOfER BB EXMRMEEIE(Y LC-30A 5= iR TEIE{Y LCMS-8040 B RS, BREIE N LC-
30AD X2 Bk R, DGU-20As 7EZ A SA, SIL-30AC Bohi#EiEss, CTO-30A 858, CBM-20A R4 ixHl2s,
LCMS-8040 = EM#LAFFIE(Y, LabSolutions Ver. 5.54 3% T {Eif,

1.2 3%

BEEE Y
DITYES: LC-30A R4 R 0.4 mL/min
1%+ Shimadzu Shim-pack XR-ODS I 2.0 HEAETR 5L

mml.D.X 50 mmL., 1.6 um A 40°C
Mo BEZ: 10mM ZERSR/KGAR (90:10) TR AT FEER

=g Sts

BFR: ESl, EBFHE BATIERE: 250°C
BERZEOBE: 45kV MMPAREERRE . 450°C
Z45: A 3.0L/min AEEN: 2RMET (MRM)
FIe=: /S 15L/min IFEARY{E]: 100 ms
RiES: @5 HEIRBY(E]: 3 ms

19



MRM &#8: MRM 4HXE&, & 1
1 MRM 2%

IR 7 1P 3P
& o o QL Pre ey P
BF BF Bias(V) Bias(V)
319.2° 14 14 23
HF| )M 496.4
160.2 14 -14 28

1.3 Hmbl&E

PR RECH] . FAFREZECH] 1000 mg/L BOFREAR, FAFREZMREA 0.2¢ 0.5¢ 1. 5. 20. 50 #1200 pg/L
REVRENITAE TR

HFmeahIEE A MEESR0.50 g, BS50 mLEERIELER, MIA25 mLEEE, #8/A30min, AR
10000 rpm#RE 010 min, B EER, 2045 umMFLERSEE, BRBED .

2. ERitie

2.1 {7 EH MY MRM &i5E
PR MBI MRM BIEUIE 1 B

Area
1250 JT496.35>319.20(+) |
1 1500000
1000—; E ]
750 = 1000000{
500 ]
] 500000
250 :
Oj_,_,v\_J\\_,» I I N R T R |
o0 Mo 20 30 mn 50 100 150  Conc
1 05ug/L AR AR MRM SIS B2 BRI TruRLE
2.2 &R AR

RREZ 0.2 0.5¢ 1. 5. 20, 50 #1 100 pg/L BFIBMbAvIT/E TR, 12 1.2 PRIDFFAHITIE,
SMTEBITERERRLL , SNE] 2 Ffmo BRI BIfthBI LM 757279 Y = (8031.38)X + (-498.341), AKX R E4 0.9999,
%R

2.3 ihRAMEEMR
Fol 7 itmEAR, B, X ERNEERFIGEEFERRSEN T MNEERIHTEHITERE
S, UERHHIR MDL=3.14XS, EER LOQ=4XMDL, MELERIZFK 2 Fim:
&2 BEANEMtAR RN EER

RS
Ef i FRERE(S) Ko PR (g /L) FEMR(ug/L)
(ug/L)
BFIE M 0.2 0.007 0.02 0.08

2.4 BEETLRE
BodlansR 3 RENRRK, FITHE 6 X, BANFMIERZENEMEBERNENIMEREDSIE 0.23 ~
0.47%70 1.03 ~ 2.00%[8], NEHEBE R T

20



&3 B EMAREREMIEERES LR (n=6)

No RSD% (0.5 pug/L) RSD% (5pg/L) RSD% (50 ug/L)

RT Area RT Area RT Area
1 2.250 3,329 2.264 34,576 2272 384,817
2 2.261 3,288 2.250 35,577 2274 391,025
3 2.245 3,391 2.252 34,556 2.273 379,791
4 2.251 3,339 2.253 34,612 2.278 381,038
5 2.267 3,327 2.263 34,327 2.281 382,874
6 2.272 3,337 2.269 35,171 2277 385,020

RSD % 0.47 2.00 0.34 135 0.23 1.03

2.5 BEhNREE

TR 1.3 Pir@mblE s, HFEPARIImR, IRE8IK 4. IHERETR: BEHRFmIITRE]
WK 93.6 ~ 111.5%218); BAERIIEK 4o HmEFRTHEBIERS MM FREEELE 3 ~ 4 Fix.

50017496 36>379.20(+) 1000 17296 355319.20(+)
o] ] :
1 750 z
] 500
200 1
100—? 250
Oé 0;
00 10 20 30  mn o0 10 20 30  min
3 BRI R EIEE & 4 BAEZ0AneE (0.025 mg/kg) BIEBIEE
= 4 IAREREURERER
FER e
(mg/kg) 0.025 mg/kg 0.25mg/kg  2.5mg/kg
RAEZY ND 94.2 93.6 1115

A N.DRTRARIEH

3. &ie

/A HRESMRAEEIENY LC-30A M =EMRAT IS LCMS-8040 BxFMIE N E AL (R {2 fh A 5L
MBEMAY 7R, B BRI RYF, BAXRIIIKRT 0.9999; MR AI7 0.02ug/L(0.001 mg/kg), E
EMR75179 0.08 ug/L(0.004 mg/kg); SHRBELELUHITIONG, EIIFREIMERE 93.6~111.5% 28], KINLE
REAZHZREES, DEESIREEIES ZEMRAM FUEER AT LU B RAESE fR# a5 A S
AU K,
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GCMS ZEME R R M 4 HEBBIR S

8 B AR RRSHECAN GCMS-QP2020 NX, B 7R EMLAE 4 MERLYIN I EE
BV TS %, M on A REEBE R, LERTIERGE, A GCMS #HITHl. FEMANHELE. EEE.
EIEREYF, £ 0.2~5.0 mg/L RESEEN, LMEMRXREIE 0.997 L. BUREAN 0.2 mg/L BITRERR,
EELRHIF 6 %, IBERAVBNIRERER/ T 4% £ 20 mg/kg IIARKTF T, BIERAE 102~115%2 8,
K7 ERIEE R, PINRERRTERAYRDINERHESE,

Xigia: STReEMERKAE BEeR BRAY)

BamPRUREM D TZE R aiPEIF RRWBHHIFIR e =3 HhREE %02 R il
BRanfPHFHBIRERARINGT, SEERR. ShIEFN) LR RSSE R LU AR, 73 M ARSI
S-RBRRELLERELY. BREEERAYIRONBIERRAREESHAKE, 5%, K%, Bk
L, MERE, AR SIRTERTREERES.

EHIJ/WHEQMEF'M)%f%ﬁ%ﬁﬂ’ﬂu”ﬁﬁﬁiiﬁ@%, BIEDFAEE. EREBEIESFHIES A, UK
BAE. URAEERERERKAEFEE S F. BRATNAG E, IRIEGIEREKAEZELEERER, T
HRET 520

ASCM A 72 GCMS-QP2020 NX SBREXAY, BIiDBBEmT 4 MERAYM D BINE A, FiER
fEfae, EEMY, IRTNEREEmPAMIEASE 4 ML EE,

1. SCISERS
1.1 &8
SBREEA{: GCMS-QP2020 NX

1.2 BREH
B SH-Rxi-5Sil MS, 30 mX0.25 mm X 0.25 um

HEER: 100°C(1 min)_15°C/min_250°C_25°C/min_300°C(4 min)

HERE: 320°C BFRRE: 230°C

HREH AN 1B4RE, 41.1cm/sec EIORE: 320°C

R M (5:1) KMBREBE: EIEEE+0.2 kV
BEris=: E FERR: Scan&SIM, BESHIIEL

2. Fmpuibi2

REEFmES (Bfty RAH =)

FRERIESH 0.5g (FBHZE 0.1mg) ZE 15mL BOER
PNEREZ 10 mL, #BAEHREX 10 min
B8 5min, A 0.22 um JEREEIE, AN

E 1. HmahiEnizE
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3. &R5Wie
3.1 fnfEmEiE

4 MERAYREIVERREBIEEIE 2, MECEENE 3 (AHEA. SRIANESRERKE
7902 mg/L, #|FTHN L.0mg/L). BXUEMEREME Lo

x1, 000, 000)

1.00-
0. 75
0. 50

0. 25

0. oo—f
7 50 so 7o 8o eo 10  1lo 120 130 1o
2.4 FERYIR AR REIEE
Q 72.00 (+) 1.11e4 Q 114.00 (+) 2.02e4
4 2.0e4
1.0e4 ]
8.0e3-f 1»56‘4':
6.093-; 1'064_5
4.0e3 ]
] 5.0e3
2.0e3 7 ]
3 ] |
O'Oeo-----|----|----|----|----| O.Oeo-'l""l'"'I""I""I"'
4.2 4.4 4.6 4.8 9.2 94 9.6 9.8 10.0
Bax=Ravls Fickisg::slE]
Q 104.00 (+) 1.22e4 Q 288.00 (+) 1.18e3
2.5e3-] ]
’ H 1.0e3]
2.0e3-] E
- 8.0e2 ]
1.5e3 -] E
: \ 6.0e2
1‘0e3-; 4.0e2-f
5062 2.0e2
] ) ]
O'Oeo:'/T'I""I""I""I\""I Ovoeo-l""l""l""I""
9.4 9.6 9.8 10.0 13.00 13.25 13.50 13.75
@7 EERIEL
3.4 MERAYR D REGEE
* 1LUEYMEER
{R EE B8] ETEBT TEHEF
No.  AYBHK BT cASS -
(min) (m/z) (m/z)
1 SR Fenfluramine 458-24-2 4.154 72 159. 216
2 FE70 AR Sibutramine 106650-56-0 9.631 114 72, 115
3 ] Fluoxetine 54910-89-3 9.706 104 148. 309
4 ESRIER Prasterone 53-43-0 13.467 288 255, 270

3.2 frAEdh G LR
FREREA, BEESIRER 0.2¢ 0.5 1.0. 2.0. 5.0mg/L BfmERLZAR (8T8 1. 2.5 5.0. 10
M25mg/l) , ERBJUSYREMZLTIHZMEREE. RIE0.2mg/L (BTN 1mg/l) tREBR

HE, FLL 3 EHEBRIITENSEQNR, USSR ERATLE 4, LEREXRBANNSERERILE 2.
23



Area Area
| F&msamE -| PERRHER
1.000e6 1Y = 222451.1x - 19663.30 -y =342457.7x - 27114.16
: | R?=09996784 R = 09998392 1.500e6 - R2 = 09991112 R = 0.9995555
| Curve Fit: Default (Linear) | Curve Fit: Default (Linear)
8.000e5 7| Weighting: Default (None) -| Weighting: Default (None)
-| Zero: Default (Not Forced) 1.000e6 -| Zero: Default (Not Forced)
6.000e5 SIee ]
4.000e5 ]
i 5.000e5 -|
2.000e5 -
0.000e0 +&————————— : ——— 0.000e0 = : : : —————
0 1 2 3 4 5 0 1 2 3 4 5
Conc. (ppm) Conc. (ppm)
Area Area
1&8fmT 1 =8Ik
1y =1194290x - 2612.866 1|y = 23297.86x - 2996.870
2.500e5 | R? = 0.9958345 R =0.9979151 1.000e5 4 R? = 09994130 R =0.9997065
E Curve Fit: Default (Linear) | Curve Fit: Default (Linear)
2.000e5 ] Weighting: Default (None) 8‘00084- Weighting: Default (None)
. -{ Zero: Default (Not Forced) | Zero: Default (Not Forced)
1.50095_: 6‘00084-:
1.000e5 - 4.000e4
5.000e4 2.000e4
oooet -4 —/—"- —+—"++—+—+—+—+—+—+—+—+—+—+————— 00000+ EA%—H""+—"7"+ - +——FV——"—-+—F+"+——"—"—"—+—"
0 5 10 15 20 25 0 1 2 3 4 5
Conc. (ppm) Conc. (ppm)

4. 4 MBERAYMAD IR
R 2.4 MR BEYB DT ELE S HIR

No. WEYZFR X EH Brastatti
(mg/L)
1 PAN St/ 0.9998 0.003
2 Pa{pEaRA 0.9995 0.001
3 E=ichal 0.997 0.094
4 ESFRIE 0.9997 0.003

3.3 ESHN
BURERN 0.2mg/L BuimaEa®k (BT 1.0mg/L) , BE#HIF 68, ZRNENEEN. EEMHER
MR 3.

®3 BEMLER
&R &R

No HEMEFR 1 2 3 4 5 6 RSD

(%)
1 A RaVL: 31096 30264 30253 29437 29479 30208 2.0
2 7E7RARAR 49753 48391 48576 48310 48270 49622 14
3 ;AT 6750 7103 7114 6961 7432 7318 34
4 EERMEN 2796 2818 2839 2734 2767 2907 2.1

3.4 B4R

BN A RTINS SRS, 2B 1 #1TRIE, M3 DI T, BINRERERIRK 4.

& 4. B

JIiE =S IAREENEE (ug/kg) SIS EIl

No.  {AME mE FENGE Lieke PR
(mg/kg) 1 2 3 (%)

1 &P 20 22.77 23.27 22.42 114.1

2 iciak::: 20 23.14 22.68 22.05 113.1
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3 T 100 102.47 104.91 100.62 102.7
4 K AR 20 22.85 22.95 22,02 113.0
3.5 HmlE
MRERE g BVRAEIR G 0.5 g, #IRE 1 BIMES BAIEHNE. HampARiat BirY), GiEEILE 5

(x1, 000, 000)
2. 00

1,757
1. 50
1.257
1.0
0.754
0. 50

. 257%MWQ_JQW

0. 00-]

3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0 11.0 12.0 13.0 14.0

5. Mt mEiEE

4, &g

RS2SR GCMS-QP2020 NX B3 7 RAEE R Fa7RaIRASE 4 Fh2 FZMIM ) MIRINTS %.
SEMAD T EEME. BEM. BWER, 7 0.2~5.0 mg/L SRESSER, SMMEXRIA 0.997 L k.
BUREE N 0.2 mg/L BOFRESETR, ELHHE 6 8, IREFRMMEITEREL/NTF 4%, 7E 20 mg/kg MNARKT
T, EURERTE 102~115%2 (8, A75KIRIEEE, SINREERTRAAMROHNERHESE,
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3.2 YHBhPRIMAE. PEImESE

[EAER R R R iE AL Ed BT AR, BB EIE S MAERY™ m. XERMBEEHB RAN
77, EINREY). . 1. MERTHES. S/NRBYBOIAN BB LMD RIER, P AR
HEIK o POEENIRTsEIE ik B R BURIE R B AR H . BR—MHMETR, S5k kanl, &
BT IE BRI MAEKT. LS, FERETHE, WFERIFix, BB RMENUKIEEYIRIIRIL, MMFIRMmER
o, REFERERmEDREEENRANT, LUBHERFEXEMNE.

fEERE R PR AR ERINAY 260 5E — B UANMERCE LY, XEAY)EE BT iEREN I
Raly, BERTHARESIA™ERIFR, RELAREBRELTAMN. —FNIME—ME R ORMEES, &
SR AT e B ANER B SNE B LR R B R BV BURIE SRR INE, AT, ERRESEERIEMIKRRTES
BIfER. BEARSEZSY), WBHIZRAR, @IRBAR DR D RERIYE, BRI 85| RN MmAEM A=,

fEERRERMEEBLEREILIF T MEKTF, BB EESMERT M. XERMET 2B RAN
73, WM. £5. B BOR(N-3 BERRERAN ZEy R &Y. AR T FEFNMMEE, MMmERMmE. 155
@ (et i E & kAN PN E ME THRERAHBNRE Eo RUKMI-3 AEANER, ET &M, sEUERE/ ME R AEM
PEMRMRE. LI, ZBmENEY), NEFRFN) L AZNEETNEESE, BENAENLER, BBTR
POME R REEERBRBEAIEESE R RYANMHE Q10, XEMDBINABETREOIE
o

[EERRERMTE RVIEERNAY R BFEF T B-ZRRHT. XEHYEE
IBPRaYT, BERTAIEESIR™ERIFR, KALERBERDTAM. FKRF, IMNEEER, 8BS
BVHE SRR, BRI RES BRI K, B-ARBRET, WMERER, B2 0FH
HERIEHIME, BErIE5I&RET. Do M IT IR,

EmAEE. BEMERSEYRRNTEZZZEERBATHNEMI RIS E (RRPZRENNFER
mANFYIRATIE BJS 201901); (B&MH 5 Mo-ZIABMEAYIRINE BJS201808); (REBEMT 75
MIABERINUZ YRR BJS201710) Fo XEEKMEEN LCMSMS £, KRELE T 80 (AR ELE
BAOYINNAER R, HEXEIARZRSE,
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LCMSMS EIMTESREH RLEARTITTEF 22 FhFEHESRH

B B AXERARE=8MRATREGEEIIEKAN (LCMS-8050) F& TS RMF 22 FAEERINY)
AR5, SRILEEREARER, 7E 5-100 ng/mLRESEEA, 7HALMERYF, LMAXARINTE 0.9973-0.9999
Zi8l, BRI VEMETT 86.9-113.7% 28l 10 ng/mL ARERRIELHEE 6 )X, REBHEIRIEEIRAIE
XA ERZ (RSD%) 73 517E 0.02-0.07%F0 1.31-4.62% 28], FEEEERIF. 0.25 ug/mL. 1 ug/mL 1 5
ng/mL =P AEIREIIREIRERTE 86.3-105.8% (8], FAT=M1FmrVEXI R ERE(RSD%)E 1.1-4.6% 2
B ZAAERB. HE. B, ERTIESFEMEE 22 MIEERMYIRVRN,

XHE: LCMS-8050 B®dm IRERIMNY

e, mREIEMBIEME. FEMESFIENRRRRERDIMIRRE, BREZpHERE BT
IR AXERMUNES RN, REBRBTHRE, ERERRPAMIERAYFRENESE~ M
EEMRVERY, XMTRHERT (FEARKMERRZEZE) , U ARBARNBEREEHTRERNRZEE
Bo EULY BamPEEEARIIY B TR AN EE EZHTE N

B8, RERETPIBEAINVBIAFILREL, BIXFL R BAFERRMmREIEEBIEN. &
KR B3R = ERATR BB LCMS-8050, BRI T IREHR22F AR D 73 7%, HAXRIA R
2%, NEXBmRERENRSRMHEKE,

1. SEEES

1.1 {%2%
AL R EBEBURAEIEN LC-30A 5=FMRAFRIZN LCMS-8050 BXFE RS, AAREEN:
4z Hlzs . CBM-20A Bt S Ml . DGU-20Ask
WK R LC-30AD X2 BohfE2s.  SIL-30ACMP
=B # . CTO-30A BIET/ELL:  LabSolutions Ver. 5.99
1.2 3rE M
BESEG
f3%4+: RRHD SB-C18 (100 mm X 2.1 mm I.D., 1.8 um)
ohiE: A AE-0.1%HER7K; B1E-ZB8 iR 0.3 mL/min
R 40°C FEEREE . 15°C
WS 2ul

Pl IV BT, B ABRIMGIRE Y 5%
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x= 1. BERRNBEIRER
Time(min) Module Command Value
2.00 Pumps Pump B Conc. 5
17.00 Pumps Pump B Conc. 98
24.00 Pumps Pump B Conc. 98
24.10 Pumps Pump B Conc. 5
29.00 Controller Stop

LCMS-8050 i 414 :

BFR. ESI, IE. MBFERENEE IFRRSCRE . 400°C
ES: &= 3.0L/min EITLRE: 350°C
FIg=: &5 10.0 L/min HgREN . ZRAEN(MRM)
MRS =5 10.0 L/min MRM &%: i3k 2
DL BRE: 300°C
& 2. MRM &k
No. ey HIfAET YBET Q1 Pre Bias(V) CE(V) Q3 Pre Bias(V)
154.3* -12.0 -17.0 -15.0
1 #EIRFST 274901-16-5 304.4
97.3 -12.0 -30.0 -18.0
135.3* -24.0 -26.0 -26.0
2 TIETER 122320-73-4 358.0
119.3 -24.0 -48.0 -22.0
. 235.3* -28.0 -18.0 -24.0
3 FEMFT 486460-32-6 407.9
193.3 -28.0 -26.0 -20.0
134.3* -24.0 -27.0 -26.0
4 AL 51 ER 111025-46-8 357.1
119.3 -24.0 -44.0 -22.0
103.2* -34.0 -42.0 -18.0
5 18510k e 29096-61-9 4458
167.2 -34.0 -29.0 -16.0
. 91.2* -20.0 -29.0 -18.0
6 BRRIE T AR 64-77-7 271.3
743 -20.0 -14.0 -14.0
. 249 4* -16.0 -14.0 -16.0
7 K& 461432-26-8 426.9
191.3 -16.0 -25.0 -20.0
191.3* -16.0 -35.0 -12.0
8 el 842133-18-0 461.9
1474 -17.0 -34.0 -29.0
y . 115.4* -16.0 -17.0 -22.0
9 ZHIkERR 1156-19-0 3119
91.2 -16.0 -32.0 -16.0
N 230.5* -17.0 -29.0 -15.0
10 Entg 55 135062-02-1 4533
86.3 -17.0 -26.0 -16.0
127.3* -22.0 -19.0 -12.0
11 BT 21187-98-4 3239
110.3 -22.0 -22.0 -22.0
. 152.3* -14.0 -21.0 -30.0
12 LIPS 26944-48-9 366.8
170.4 -14.0 -19.0 -32.0
169.2* -18.0 -35.0 -17.0
13 HIA R 10238-21-8 493.9
369.4 -18.0 -15.0 -17.0
166.3* -12.0 -13.0 -10.0
14 ABIEHIER 105816-04-4 3179
120.3 -16.0 -23.0 -24.0
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126.3* -19.0 -26.0 -22.0
15 =R IES 93479-97-1 490.9

352.5 -25.0 -15.0 -16.0
165.3* -13.0 -24.0 -16.0

16 K& FIER 97322-87-7 441.8
2194 -16.0 -13.0 -23.0
403.5* -36.0 -14.0 -19.0

17 &R 33342-05-1 528.0
386.5 -36.0 -23.0 -27.0
. 186.3* -20.0 -25.0 -12.0

18 TSt 331741-94-7 517.3
2924 -20.0 -16.0 -19.0
257.4* -17.0 -29.0 -17.0

19 GW501516 317318-70-0 454.1
188.3 -30.0 -55.0 -15.0
L 190.3* 30.0 18.0 20.0

20 SUBER K 94-20-2 275.1
126.2 30.0 26.0 24.0
134.3* 16.0 28.0 25.0

21 B hE AR 968-81-0 3234
198.3 16.0 19.0 13.0
289.5% 17.0 19.0 14.0

22 S5 T4772-77-3 3325
150.2 16.0 35.0 15.0

FORTEEBT
1.3 inERA RS

REIERER: BEEER 2 F 22 MIEERIYITERS 5 mg, AFEERZE 100 mL BEMF,
#1118 50 pug/mL PR &R EMEE Ko

BEERYITIEAR: MERESRPZENEE, BRERCHIK 5 ng/mL. 10 ng/mL. 20 ng/mL.
50 ng/mL. 100 ng/mL fRERT| TIES Ko
1.4 t¥maiibi2

EFRFREY 1 mL s ZE 50 mL BOE R, DDAEEE; 45 mL, SRIEGRS 2 9, BELIE 20 N, B

H, 0%, BREEARZE 50mL, LL 10000 /2R EEC 10 28, B &R 0.22um JEEDIE, BUE
R LMo
2. ZR5itie
2.1 fREmBREIEE
Q304.40>154.30 (+) RT=5.950 942e4 Q35710513430 (+) RT—0.034 437e5
100.00 - 1 100.00 -
HEIRTT 1 A8 5EE
%- % |
000 /m—m—m——— 000 Emm—m—————— e ————————
5.0 55 6.0 65 85 90 95
RT (min) RT (min)
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Q 426.85>249.35 (+) 7.59e4
RT=12.113
100.00 M
PN
% -
0.00 T - - — —

115 12.0 125 13.0
RT (min)

2.2 &i4ER

5 1.3 RfI&RY 5. 100 200 500 100 ng/mL AMERFITIESRK,
EARNMEAR, ERIMIENG TIFi%. TRERMAIE 2, SRERLERFMERE. AERBR R F

LRI 3o

Area

14e7 ]
12674
1.0e7 -
8.0e6 -

6.0e6 -

| 45850 T

| Weighting: Default (None)
-| Zero: Default (Not Forced)

Q 454.10>257.35 (+) 3.40e5
RT=16.129
100.00 ~ M
GW501516
% -}

0.00 T —_—
15.5 16.0 16.5 17.0
RT (min)

1. #otmERAR (Sng/mL) MRM &IEE

y=151185.8x-232793.7
R2=0.9996729 R=0.9998364

Curve Fit: Default (Linear)

Conc. (ng/mL)

J]GW501516

y =435494.2x - 169562.4
R2=0.9973558 R=0.9986770

Curve Fit: Default (Linear)

-| Weighting: Default (None)

Zero: Default (Not Forced)

Conc. (ng/mL)

Area
40e7
3.0e7

2.0e7

1.0e7

7|y =456654.6x-701453.3

°| Curve Fit: Default (Linear)

0.0e0

|y =9877.821x-2789.037

°| Zero: Default (Not Forced)

Di&5IE

R2=0.9996648 R =0.9998324

Weighting: Default (None)
Zero: Default (Not Forced)

B 2 pL#tts, DURE MRS, 1§

Conc. (ng/mL)

SRR

R2=0.9992220 R=0.9996109

Curve Fit: Default (Linear)
Weighting: Default (None)

Conc. (ng/mL)

2. BBV Tk
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& 3. RUEBZIER

No ey  &EEE (ng/ml)  EHE%) FIERMR
1 HERFT 5-100 96.0-104.7 0.9997
2 T&FIER 5-100 95.9-103.4 0.9997
3 a7 5-100 95.8-103.3 0.9996
4 DLt A 1R 5-100 96.4-112.2 0.9999
5 =yl 5-100 89.7-109.5 0.9978
6 FRHE T AR 5-100 90.5-105.2 0.9977
7 RS 5-100 87.2-110.0 0.9973
8 *I&IE 5-100 94.7--101.3 0.9998
9 wHukERR 5-100 91.2-103.8 0.9992
10 IHEIIR 5-100 93.8-113.7 0.9997
11 BHITTHE 5-100 86.9-104.7 0.9988
12 I 5-100 94.8-104.0 0.9985
13 &5 A fx 5-100 91.2-103.9 0.9975
14 AAETIR 5-100 92.1-105.0 0.9980
15 =R IES 5-100 94.5-110.2 0.9982
16 B HIER 5-100 89.3-107.1 0.9973
17 & EER 5-100 90.8-105.3 0.9973
18 SAS 5-100 98.4-101.9 0.9999
19 GW501516 5-100 87.5-106.8 0.9975
20 SUER K 5-100 97.0-103.0 0.9992
21 [ 5-100 95.3-104.3 0.9982
22 ST R 5-100 90.8-111.0 0.9999

23 EEHER
10 ng/mLRES IRGRER, ELHE 6 X, EREBNEMERRNEEN, ERNTER 4T K
BBy B M mARAIMEXIT AR ZE (RSD%) 2 3I7E 0.02-0.07%F 1.31-4.62% 2 18], FEERE RIT
% 4.10 ng/mL AT TRIES: 6 $HEE 144

RSD% (10 ng/mL)

No HEMEFR
R.T. Area
1 HERTITT 0.07 1.98
2 THEFIER 0.04 2.03
3 FEyIT 0.04 3.25
4 MtEAE 51 ER 0.04 1.58
5 =S llidES 0.03 4.62
6 ERRRE T AR 0.03 3.13
7 RG] 0.03 2.22
8 sl 0.03 4.18
9 FHiERR 0.03 3.04.
10 eI ES 0.03 227
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11 BT 0.03 1.74

12 &5 AR 0.03 4.20
13 185 A HR 0.02 2.93
14 AT 0.02 3.79
15 EIIESE 0.03 4.10
16 A& AR 0.02 1.31
17 TR BIIEFR 0.03 2.15
18 =y gl 0.02 1.53
19 GW501516 0.02 3.49
20 SUER AR 0.04 1.73
21 FatE C AR 0.03 2.32
2 IFIEFIER 0.02 333

2.4 MtrEINEREEUEE
ﬁﬁl4%%@ﬁ%,T TRHEREITE. P. 8= IREKFEINREINEER, S NREFTHIE=
PiEm, HTEEMER, K. . 5= MIKRESS)9 0.25 ug/mL. 1ug/mL F 5 ug/mLs =7KF0

RO R EE MER IR 5
& 5. ZREKFIFRIMEREEEITEER (n=3)

0.25 pg/mL 1pg/mL 5pg/mL
No. FHR
B (%) RSD(%) [EI (%) RSD(%) [EIKZE(%) RSD(%)
1 HERTITT 93.7 2.7 96.0 2.2 92.1 3.2
2 FHEYIER 94.9 34 92.3 35 95.6 29
3 FEET 97.0 2.5 93.7 18 923 3.7
4 O AR 1| 97.7 2.5 91.2 33 104.4 3.8
5 =yl 88.5 2.7 92.6 16 94.4 2.0
6 FRZRE T AR 90.7 3.6 98.5 34 102.3 31
7 R lNE 87.4 4.1 93.2 43 92.0 3.6
8 FIETIF 93.8 2.2 95.6 4.1 94.2 39
9 HHIEAR 953 2.8 99.6 2.9 103.4 2.4
10 g5 98.5 4.2 94.1 33 95.7 3.8
11 1BHIFFHS 94.0 13 92.3 2.4 89.7 2.6
12 & HIR AR 89.4 4.4 915 2.0 933 19
13 RPN 90.7 3.8 93.5 4.6 94.0 34
14 S S IES 96.4 2.1 95.3 2.4 95.6 3.2
15 YIESE 87.6 11 94.2 35 92.3 4.0
16 HE& 7 IER 97.1 2.2 104.6 14 103.2 33
17 & HIEER 94.5 3.7 95.9 2.5 99.2 2.9
18 TS 86.3 3.2 90.5 2.7 92.0 41
19 GW501516 94.4 19 92.7 1.8 92.9 2.3
20 SRR AR 87.2 33 93.9 4.6 90.4 3.2
21 BEhE R 98.5 2.5 103.6 3.0 105.8 4.1
22 IFIEBIER 92.7 3.6 95.0 14 96.2 34
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3. #ig

ARCHIF 73 LCMS-8050 = B FRREXANESNE T IR 22 MEEE RN, RILER KRR,
7 5-100 ng/mL JRESEEIN, HEZMERE, &MHAIERIE 0.9973-0.9999 Zi8l, IS IRRUERETT
86.9-113.7%218l, 10 ng/mL fREBRELIHIF 6 R, REEEIMIEEIRAIE FRERZE(RSD%) 72 51T
0.02-0.07%7#] 1.31-4.62%2 8], F/AERE R, 0.25ug/mL. 1ug/mL A 5 ug/mL = NAREIREINRE]
WEZRTT 86.3-105.8% 2 18], FAT =11 ¥ mAVAEXIARERZE(RSD%)TE 1.1-4.6% 2 8l. & /EARE, K, BT
Mo, BlIWES, TURAMEEDR, SRTIESEEMH 22 MHIEERMYEIR N,
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LCMSMS ENIEREZERP-HWANE 11 FEHEESY

i B AGIEERFRBRPIDERMN 11 M@ 7 REEE LC-30A BEX=5MKHE LCMS-
8030 KM F5 7%, HmFRENG, ABEMKEEIE LC-30A REDE, =HMRFRIZN LCMS-8030 1#
TEEN. 11 MEDITTERMARMAFZSN 0.994 LIE; XF LOQ. LQC. MQC. HQC MANREEFIIFR
BRFITEINE BRBELLR, B 5 AR 5ERE, BREREIWEDHITE 0.25%~7.31%H] 78%~110.7%
28, A EREEERT. HATEMRA 0.963~26.2 ug/g Zial; KHETE 0.0400 ug/g~9.89 ug/g Zidls
BEENIMEY T EFEABRREM 3 17, LRERETAH AAIRRFEBTRA D

XiiE: RE@ ABERN FE BEXRAEIEN =B HEREFFIENY

FREENEMEERER R, TAFANAY), BR—ER AT RE~ @D, BEERBRERTR
MERY . RERPIEERAMPSMERE D, BEEETANBHIE R TRA, RZEMEBIER S
FERYAEIE. BTFREBER. PARRRNSHRE, EXEmARuEEE 2011 F5 8 25 BMm T
KFERITHRERmUERIBERIITHREN . ERXXNEVEER. MENMEMmE. REEIES. B
BERENREREM, EMED. FE. X% MREVENIFKRT @, 0. 8R. 2REFFHFARILL
mm, LAOFAET S ETHE. KRBT ZIEEAMIMIR. Ao RENEKE (5—H) FBAMYIHET
FHEREREESMIBIE. AHBRF R MA R AEEARINE o

A A BRBEBRAEIEMN LC-30A M=EMRITFIEMN LCMS-8030 BXA, I T HREERNE
11 MEERERAPEANN TG %, HEXARSE,

1. 3RSy
1.11%8%

ARILOMER BEBEBURAEEIZY LC-30A 5 =FURATFIZY LCMS-8030 BXA &4, AFEE N LC-
30AD X2 ¥/&3R, DGU-20As 12BN, SIL-30AC BEnh#ti¥2s, CTO-30AC RS, CBM-20A RAGZiTH|
7%, LCMS-8030 =EMUkATHIIE(X, LabSolutions Ver. 5.41 3T {Eik,

1.2 St &M
BAEEER YT
DHTE8: LC-30A
& 3 #:  Shimadzu Shim-pack XR-ODSII 2.0 mm X 100 mm, 2.2 um
i ooh M, A—0.1%Z8R, 10 MM BERZIGAR; B— B8
A . 04 mbL/min
BT 5L
& & 40°C
wlRAI BERR, BAIBKRERN 5%, HEREFEIE L
&1 BEEHERER

Time(min) Module Command Value
2.00 Pumps Pump B Conc. 45
6.00 Pumps Pump B Conc. 45
7.00 Pumps Pump B Conc. 55
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8.00 Pumps Pump B Conc. 90

10.00 Pumps Pump B Conc. 90
10.10 Pumps Pump B Conc. 5
14.00 Controller Stop

g St

DITNES: LCMS-8030 s ERE: 250°C

BFR: ESI(+/-) IMAESCER . 400°C

BFREOBRE: 45kV BRIl LR (MRM)

E4=. A= 3.0L/min PN IEIR 20 ms

FIe=: KX 15L/min HEIR BR8] ; 2ms

R fE= : i MRM Z#4: NE

= BIRAT R F X AR EBES IR N 2
*2 ZERABFURIBXBESHRER

Precursorion CE
No. Name Production (m/z) Q1 Pre Bias (V) Q3 Pre Bias (V)
(m/z) (V)

60.20* -14.0 -15.0 -22.0

1 B IAR 130.10
71.15 -14.0 -20.0 -14.0
- 60.20* -23.0 -20.0 -23.0

2 AR 206.10
105.20 -23.0 -25.0 -20.0
L 190.00* 29.0 15.0 13.0

3 SERAR 274.80
126.20 29.0 30.0 24.0
103.15* -22.0 -45.0 -20.0

4 S llUnd S 446.00
167.00 -22.0 -30.0 -17.0
- 74.20* -19.0 -15.0 -14.0

5 FRRRE T AR 271.10
91.15 -19.0 -30.0 -17.0
115.15* -16.0 -20.0 -24.0

6 BiER =R 312.00
91.10 -16.0 -35.0 -17.0
127.15* -16.0 -20.0 -13.0

7 RS 324.10
110.15 -16.0 -20.0 -23.0
69.15* -16.0 -30.0 -13.0

8 BRAETIZ 318.20
120.15 -16.0 -20.0 -12.0
169.00* -25.0 -35.0 -18.0

9 31PN 494.00
304.05 -25.0 -25.0 -22.0
126.10* -25.0 -30.0 -13.0

10 TIPS 491.10
181.10 -25.0 -30.0 -12.0
. 230.20" -22.0 -30.0 -16.0

11 ImETIR 453.10
86.20 -23.0 -30.0 -17.0

L EEBTX

1.3 H#aH&E
RS RECH] :

DRREEFREN ZEXNAN. KWL, 85IEMR. Hig5IZ 2 mg ({585 0.0l mg, HEHA, FHERZHEXAN
JEWBFREY 2.56 mg (FEEHFTZHWAN 2 mg) ; HEREZIWNAEFFREL 2.36 mg (FBHFEZWAM 2 mg) |,
B 50mL 2P, NFEGABRHEREZE, £S5, BMIREN 40 ug/mL BIZHBAN. XXM, #51
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MR, IR TIRRIRAEREE AR,

ARENES iR, BRERASHK. KR, 8RR 2mg, B 10mL EflF, INREESHHF
EBEAE, 125, BMSRERN 200 ug/mL BIRRHIME. RERASMK. 755 BIERTERES
\;g

§j\

EIFEVRERR. BARBE TR BRIIE 2 mg (B2 0.01mg), B 2mL EME, MPEE
BREAEREZE, £5, BERERN 1000 ug/mL BISERIR. BARE T IR BRI ERES S Ro

FEZREBEY 11 FhpEER L R A RIESR R 0.5 mL, B 10 mL BEMP, M0 80%RESARIHR
ZZE, 185, BMESHER RN, SHREZ VAN, 185IEMR. HEHIZ 2 ug/mL, &5tk BEREhR.
HIETR. BHIAHR 10 ug/mL, SERAR. BARET AR BBH85IE 50 ug/mL BES X RBEREE K. B
BXNRmREEDRL 80%FEAKIZ—ELLHIFRE, JSRIIRENNREIIEFSK. =Xk (1) =
EEXNAN. ZKZINAN. #85)3EAR. ImfgFZs 0.8¢ 1.61 3.2, 8. 16 20. 32. 40. 64. 80. 200. 400. 800 ng/mL,
1.6. 2 ug/mL RIINEARR. (2) #EHIkkE, FEAEAR. BIIFR. BIIERRKER 4. 8. 160 40.
80. 100. 160. 200. 320. 400ng/mL, 1. 2. 4. 8. 10ug/mL WRIIFERK. (3) RIERIK. BFRE
THR. BB#EHIZRE D 200 400 80. 200. 400. 500. 800ng/mL, 1. 1.6. 2. 5. 10. 20. 40. 50 ug/mL
R T INRE B Ko
RISy b

EVtEga 5 R, 5 AEiE 5%, MERNEY, BS. BlERA02g (FBHE 1mg) T 10mLEBHRELE

o, JOAN5mL FREEfS, #RE, JRiE60s f&, 8F 15min, BAE, BE, ARENINEREANESE, 4500
rom &0 10 mine BVEMAR 20 ul, 70 80%FEEHZEE 1 mL, JAlE 30s /g, 13000 rpm B/ 10 mine
BN BB e NRAB/ IR, #E 5 ul, #1T HPLC-MS/MS 9o BHLIMEEERNE RHREHIT HPLC-
MS/MS 23 #fo

SR

2.1 iR RAY MRM GIEE
TERN 10 ng/mL #& 11 #ADRITEIEE, BFEER. 7EERT.

Intensity ] 2T T R Tk HZ%
275000 3
175000 3 = H0UIK L & 51| R R .

3 515545

E TR k& HI%E
75000 BN

; A [\*%%J%Hﬁ

0 A
0.0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 min
2.2 X RARIGHR

FIRENDITRMAT, EREEA 11 MEESSEERDELIECERN, HEERAMERY, BXAHr
=T 0.9%, RMEEERE (LOQ) “HMAN. KZINAN. SEEFAR. 187Ntk RRET K. FEA=R.
BHIFFRE BRSTIR. 1BIIZRAR. 185ISEMR. IHE5IRD 079 0.963. 0.998. 24.7. 5.00. 26.2. 5.00. 5.02.
249, 5.02. 1.04. 1.00ug/g, WERMHFRNEFTE, UEEH 3 EHE, “HEXIM. XZWAN. |ER
fr. A85ItER. BB T AR, REASHK. BT BBIIR. BIIRR. BIIER. HEIIRSMNQH
AE (LOD) #3579 0.0770. 0.0798. 9.89. 2.00. 2.10. 1.00. 1.00. 4.98. 1.01. 0.414. 0.0400 pg/g.
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&3 EFHE. BXEAHLREAEEERSRNERR (BRIMERL)

1 HPR HHRE
el B354 HEXRHREr HMHSEE
(ng/mL) (ug/g)
ZERNAN Y=1932.007+20977.014X 1.000 0.963-48.2 ug/g 0.0616 0.0770
RZ IR Y=3055.323+13252.99X 0.998 0.998-49.9 ug/g 0.0639 0.0798
SEER AR Y=-606.422+259.047X 0.994 24.7-1236 ug/g 7.92 9.89
&0k Y=-166.785+772.715X 0.998 5.00-250 pg/g 1.60 2.00
FRRRET ik Y=-3176.184+857.126X 0.995 26.2-1312 pg/g 1.68 2.10
RIS R 2R Y=510.439+2555.127X 1.000 5.00-250 pg/g 0.800 1.00
BT Y=952.949+2093.000X 0.999 5.02-504 pg/g 0.803 1.00
FIS RS Y=-301.193+541.488X 0.999 24.9-1243 pg/g 3.98 4.98
EH A K Y=-125.412+1310.823X 0.997 5.02-251 pg/g 0.804 1.01
ESIES Y=-28.644+1537.736X 0.999 1.04-51.8 pg/g 0.331 0414
i lEs Y=1927.581+20218.295X 1.000 1.00-50.0 ug/g 0.0320 0.0400
23 RBBERR

S

¥ LOQ. LQC. MQC. HQC TMKREEFRIImARAITEIWER, BEEKLY, FE 5 aRr7#E
B, BEBEREBIWERDHITE 0.25%~7.31%H 78%~110.7%28], &7 FEEEERIF.
=4 EERERERD LB (n=5)

%51 KFRRE (ug/g) WERE (ug/g) RSD (%) HERE (%)
Z ERNAN 0.963 0.818+0.013 1.59 84.9
1.93 1.80%0.03 1.52 93.4
9.63 9.10£0.16 173 94.5
385 34.7£0.3 0.77 90.1
FZ AN 0.998 0.663+0.025 3.78 85.4
2.00 1.71£0.03 1.87 105.7
9.98 9.45+0.17 1.84 94.6
39.9 34.1£0.2 0.66 85.5
SRR 247 249+0.7 2.76 100.8
49.5 48.1%1.1 2.20 97.3
247 243+4 1.57 98.5
989 1055+16 152 106.6
=g 5.00 3.9440.18 4.64 78.7
10.0 8.33%0.36 4.32 83.3
50.0 4437%0.6 1.28 88.6
200 188+2 1.19 93.9
RIS T IR 26.2 27.7%0.8 2.99 105.6
52.5 51.9+1.2 2.30 98.9
262 256+2 0.80 97.5
1050 1162+12 1.00 110.7
SR SR 5.00 4.05%0.14 3.42 81.1
10.0 8.71£0.12 142 87.1
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e KPRRE (ug/g) WERE (ug/g) RSD (%) HERE (%)
50.0 46.1+1.2 2.59 922
200 17942 1.11 89.6
B4 5.02 3.92+0.15 3.73 78.0
10.0 8.75+0.15 1.69 875
50.2 46.4+0.1 0.25 92.4
201 182+1 0.53 90.7
IETIZ 24.9 214406 561 86.0
49.8 443106 1.38 89.0
249 22443 1.34 89.9
995 928+15 161 932
=S IPN 5.02 4.45+0.25 5.66 88.6
10.0 9.0240.23 2.51 90.2
50.2 456+1.0 2.27 90.8
201 193%2 1.23 96.1
ESIES 1.04 0.855+0.052 6.10 82.2
2.07 1.87£0.14 7.31 90.3
10.4 9.40%0.30 3.16 90.4
41.4 38.0%0.2 0.42 91.8
eSS 1.00 0.848+0.013 1.59 84.8
2.00 1.87£0.03 1.52 935
10.0 9.40+0.08 0.88 94.0
40.0 36.0%0.3 0.77 90.0
24 LirEmaslE
XY EWRIERFAMEmHATEENE, KANERIMERL, SERNEKS Fim.
x5 BRIEREARIENTLER
=20 BN RZ AR IETIZ AR eSS
(mg/g) (mg/g) (mg/g) (mg/g)
FHE 6.0 75.9 0.00975 2.64 ND
ERE ND 9.75 2.27 0.00617
PR AEENE 0.0435 ND 591 ND

ND: not detect

3. £hig

BT A BB MRS LC-30AM = EMRAT BB LCMS-8030BX AN E RS R B B M

1IMARERN, AR MESEEET, 11 AH D BR/ERZBIFERX R ERTE0.994 LU L, BI LUK & SSPrts fa
A 5K A HPLC-MS/MS AT FEME SR IR {2 B dn B A AN NBYFEEE B 2R
ZRALED, T LHENERERERRBEMIERMD AR +DTE,
(DB R EHIL, MEERERRTEEMIEFEAYNINRTE

HEFE—MERERMBN AN IMER
EIMEnENIE. BN, MEIERZE BTAERN, RERER
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LCMSMSEN7E R {# & an PERZ HIFAF SFha-Z IR FHERZG)

# B AXKASR=-BMRTRREAMNEL T RIERTEZAEAF 5 Ma- A BB EE DT
o MITER, 5 MADTE 0.5~50 ng/mL (LB ZHIFRAHI) RESEENZIE RYF, BXRBIYART 0.998,
HEME 85.1~114.9%, HEEEREH, REML S2 ERARBE DI 6 X, RETE RSD /NF 0.50%,
AR RSD /NF- 4.00%, SEFRAF fa NARSE IR, & R E IIAREIER 735179 96.6~109.0%. 106.3~114.4%.
99.4~107.2%, [BIERS, SLILERKED, % AREREEWEEN T IREDTENZHIERF 5 Ma-Z (AT
ALY

KA. o-ZRMEAY) RIES LCMS/MS

EEL SRR ARBREFRERTIREE, AMEBIZRENMECEIRYASHERNE, TXE
BYIRSEAENAN. REENES. WEENESFEREIRE. B TERRATRERES. BFaem R
hee”, RUFARNBEARAND, EBRTITIAR, BEERRILXBEBAESHIETRERSR.
o-ZAPBMTZAYEEY KME. MR ONWLET. IROE, BINOAHES ZHNEER, IRTM
ERGBRINE BREREATY, BTNEZ. BRNa-REEMATEEEMZHA. IRME, MR,
BFERE. ZiMME,

NTEMFTHIPEAMSBENERL2RHE, BERTHHEEERRM T (Bmfh5Ma-ZAEITZ
MBNE) Bl A Ea0AE, KALCMS/MSENERm (BREm) F5Ma-ZIARETEZY), &
NBE WIS %, BT R ERPOSMo-ZABMEAYINDITGE, BERBES. 1RIFEE,

1. SCISERS

1.1 43§
ARG R A 5 = BEIORATRRECAN LCMS-8050, EMAERERN:
A E 2 0 CBM-40 B &b # # 28 © SIL40CXR
i = . . DGU-405 = e & . CTO-40C
W &R R LC40DXRX2 3 T fF s : LabSolutionsVer.5.118
1.2 SrFH
RIS

5 3% & : Shim-pack Scepter C18 (100 mmx2.1 mm.D., 1.9 pym,
P/N: 227-31012-05, &# (&) LK2BMERAE])

won M ARB-0.1%FERACER, BIE-0.1%FRERZAE
m ® : 0.3mL/min =+ = o 40°C
HOFE K R o 5uL

KB B I BEEE, BARFIEREN 10%, BYEIRER IR 1o
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= 1. REERERER

Time(min) Module Command Value
1.00 Pumps Pump B Conc. 10
7.00 Pumps Pump B Conc. 90
11.00 Pumps Pump B Conc. 90
11.10 Pumps Pump B Conc. 10
15.00 Controller Stop
e s
B F R :ESI(+) # 0O 8 E : 300°C
EZOHBMKE :45kY D L & E :250°C
£ % = &% 3.0L/min MM REE  400°C
moHm =5 =5 10.0L/min 3 #E & I : MRM
+ B =S &= 10.0L/min MRM &% @ K2
% 2. MRM &
No. e R CAS. No. BFXY Q1Pre (V) CE Q3Pre (V)
o 282.20>212.15* -22 -20 -21
1 iy 22 hir e Phentolamine 50-60-2
282.20>120.10 -11 -33 -10
N 355.20>144.10* -24 -32 -26
2 BFERE Corynine 65-19-0
355.20=212.15 -24 -24 -23
) 388.10>247.15* -28 -31 =27
3 LSS Terazosin 63590-64-7
388.10>289.95 -29 -40 -29
384.20>247.05* -28 -54 -17
4 S Prazosin 19216-56-9
384.20>366.20 -29 -29 =27
: 161.20=91.10* -28 -32 -20
5 mamwas  (olazoline 59-98-3
161.20>65.15 -28 -22 -17

L CRTEEET
1.3 tRAEmRECH
EEE R EMMEILER 10mg, AREHESZE 10mL, ECFIRE 1000 pg/mL iREEE K.
AR BUSEMEMRER, AKBLRME, ERRERLIRE NIRRT,
T3 OREMRAERRRER
BEMERIARRE (ng/mL)

No. &
s1 S2 S3 S4 S5 S6 S7
1 i g Atz 0.5 1 2 5 10 20 50
2 BFE 0.25 0.5 1 2.5 5 10 25
3 LSSV S 0.25 0.5 1 2.5 5 10 25
4 S 0.5 1 2 5 10 20 50
5 LRI 2 4 8 20 40 80 200

1.4 H¥RaitiE
FEWMRBURMAREFR 1 g EBO0EF, A 10mL B2, RmieEEAE 30 mine B, LFE&KE0.22
um JEREE S _ B T,

40



2. £FR5WE
2.1 fREAREIERE

0.25~2 ng/mL AR EBIEE R EMREEINE 1 Fix.

Q28220>212.15 (+) 3.58e4 Q355.20>144.10 (+) 190e4  (388.10>247.15 (+) 460e3
, SN=42861 SN=118.81 , SN=29.09
3.0e4 15e4 ] 40e3 4
: 3 3.0e3 ]
2.0e4 | 1.0e4 E
1 2.0e3 ]
] 5.0e3 -] E
1.0e4 € 1.0e3 ]
0'060-----|----|----|---- 0.0e0 UL DL LR BRI LA 0090:....,....,....,....,
50 55 60 65 5055 60 65 50 55 60
BT 1108 BFR RS
Q 384.20>247.05 (+) 1.16e4 Q161.20>91.10 (+) 441e4
SN=158.99 , SN=5255
1.0e4 4.0e4
753 ] 30e4
5.0e3 20e4 ]
25e3 ] L 10e4 ]
°-°e°'..............---.“T‘-J 0~060':....................
50 55 60 65 40 45 50 55
R AP Z MR

1. REHERRRBIEE

Z BT
SN

(BYZZHUPA. TRMAIESREE R 0.5 ng/mL;
2.2 RS

FHIMIRJY 0.25 ng/mL;

HHMMORE A 2 ng/mL)

% 1.2 RS IRFMEHITIE, LURENEER, EERNNELSR, REIMPERILRUER . R/

4£

=A

AR EBEINR 3 P, RUERRZNIE 2 A,
0.998, /W 85.1~114.9%:

Area
1.0e7

ENEZHIBA
y = 190798.8x + 1636.237
R2=09963162 R =0.9981564

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

8.0e6 -

6.0e6 -

4.0e6 -|

2.0e6 |

0.0e0

T T
40 50
Conc. (ug/mL)

Area

TR
y = 55496.55x + 796.0440
R2 =0.9983247 R =0.9991620

1.3e6

1.0e6 - Curve Fit: Default (Linear)
Weighting: Default (1/C)

7.5e5 | Zero: Default (Not Forced)

5.0e5 -

2.5e5 -

T T
20 25
Conc. (ug/mL)

T
15

BN 5 ML YL

41

TREXMERY, 4

AR RIONT

Area

BEE
506641 211315.9x + 4703279

R?=0.9986581 R =0.9993288
Curve Fit: Default (Linear)

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

4.0e6

3.0e6 -|

2.0e6 -|

1.0e6

—— T
20 25
Conc. (ug/mL)

Area

KM
y = 65889.56x + 4906.156
R2 =0.9982648 R =0.9991320

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

3.0e6 -

2.5e6 -

2.0e6 -

1.5€6

1.0€6 |

T T
40 50
Conc. (ug/mL)



2.3 FEEXR

Area

1067 szt

y = 50491.12x + 27230.04

8066 | R2 = 09967987 R = 09983981

Curve Fit: Default (Linear)

6.0e6 -| Weighting: Default (1/C)

4.0e6 |

2.0e6 -|

0.0e0

Zero: Default (Not Forced)

T
50

T
100

T T
150 200
Conc. (ug/mL)

2.5 ML B ERLE

AR 1.2 DM, BRUERZSD S2 BEFTVERREE DN 6 Ko 5 MLEYIIRERE RSD /N T
0.50%, I£EFR RSD /F 4.00%,

RASMUGYEEERRER

No. GA=g?| £REEBYIE] RSD% I EFR RSD%
1 Fp ez hiPA 0.22 2.23
2 BFE 0.24 1.69
3 LRV 0.25 3.34
4 Dk P ik 0.23 3.98
5 RS AVALZY 7 0.46 2.96

2.4 #HmiNERMIRTIES

3

AR L4 A RAERENEORRFREIFSETRE, LD, FmPRfl 5 ey, it
P TERMURENARSEY, EE L 38, MARE IR RINK 3 Fimro
& 5. KRBT MINRER

RE DA R EEINAR SR E AT

No. wams AT B s BEES e EeE

= (Y RSD(% T RSD(% - T RSD(%
(mg/kg)  2EF0R) %) (mgkg) (%) %) (mgkg) (%) (%)
1 By 2 $1PP 0.01 9.6 3.70 0.05 109.2 3.19 0.5 105.0 3.44
2 BTE 0.005 109.0 470 0.025 107.2 0.70 0.25 105.2 1.12
3 HRI R 0.005 107.7 4.18 0.025 114.4 1.57 0.25 107.2 0.31
4 I ES 0.01 106.5 1.05 0.05 113.1 1.53 0.5 105.5 1.37
5 FHIMAAK 0.04 104.8 5.72 0.2 106.3 0.71 2 99.4 1.69
3. &ie
A KA EZE=ENRTRABBNEL T RSP ZHAFEMa- 2B LAY EE I A

Fo MIERBES. LEEE . EEMMFRIMREIERY R, PR T HRERTEZhPAESMa-

SN SRy S sl
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3.3 ERKS. 1EmREHE

ANKBIZUEEhS A ety NERTAIERN S, SFERD K. FERFHNERREZ HEN, HhS
BRI Z AR BT ESFE X, BERERMBEEAVAEIENILERFIER, e ETiZ il
WETD, MIIE S AR G D RASRE ], W REB R MEI X RELLR, IEKBETETS )
fE, BETHEFZ AR, BNEETEBKEENFZHTENNESR, BEEREIEFZHINN.

ZRESEARBERIESEELR. YR, 2BERIINND, NS EREREESR. AZEF
BEWNINHA D Z—, ABRITZANEBTES I, ASEEIRSIVERENE, EEIENZIMES
RSB R IEMID; MR RERIA IR L RS, IREEUMENERD, MEEA R, TREREE TS
SRIKDATURTRES], RIRXTOEMRE A RIFIER; HEEX Bk, W4HELER Bl. B2, B6 &, 58
SMENIE, EFHERFERTIE; Wi 010, FIEHMAERETE, S HIMAENKET. XL
MBS N EIRTERIG, BEBANERES, WERT,

EREHERBRATELRIEENIERE LTI, —LRAMMBIFFERMD . —ETERRN
TEFREENERNZ2NHAERMR, AEFRSRERBPAIIFAMAFFAYIN D, XA RERXTHEEE
ENSHRRRENTERE, WOMERRRAF, »—LBBHAMMT, NXRARF XERDBEER
HANIL AR S, BH7, BKACHASTETENKBIENEIER, NHELRREHF RPN
o TS, —ERNEDFAREBEE, FRBIFEAMBVEHEM L, MFENTHEIFERNSY), X
THRARERRIPEMINGEERS TR,

AT EBESZRIEEANED %, #ER, ERBAHIVB@ATEINILTE (BaPABIELRYBEINE
BJS 201805) HFIERI LCMSMS 7% (RIBEIE-FEXFRIEE) M QTOF )& (RIBEE-BHMLIEE) #HiT
N, QTOF ERREMNEMRRE, LCMSMS SEZRFTEENT. £ELE T BN EBRE S ZEIFENNAY
NAAR, HEXKNUARSE,
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LCMSMS JENIERE T INEF+MS 258 90 FARIESYIR

OB ANELT MERDEBERREEIEN LC-30A M1 =EF MR LCMS-8050 BXFNIE TR
FIXENE 2B 90 MMM %, KAIMIEEE, HE&MEEN 0.1~50.0ng/mL, HEXHR
#HARTF 0.998, REBBEIFIEERAIABNIAT/EREDHITE 0.02~0.34%7H] 1.22~4.96% 7 (8l ##¥ 5.0 uL,
HPRTE 0.0007~0.1379 ng/mL 28], EERTE 0.0021~0.4221 ng/mL Z i8], FURFIAEERB 89 MLEY)
INAREIERTE 81.6~113.5% 2 8l, Z5EFFmE 82 M SYIIAREINERTE 80.2~111.9% 8], A& 4 L&)
IAREINZRTE 70.6~79.9% 2 i8le ERAFG AN T = MmENTURFZ IR, HARDmERS H EHAsaE
(Sildenafil)
X BeUaEEE =S5k BIEEMR RESES

ABAEEMT (Antifatiguedrugs) B—MAKRSILEEER —Esfs (PDES) RUIDGIF, IR AITH M
EIRERERS. ZRENNBIFREEEEFL. X2, XK. EENURRES, TENZSESLL,
B—MAEELERES TIRALTS A,

EFER, MEMFEREARNHEY, —EABPDESINGEIERVABIEITEY TR, W—LETED
FAMENREETEEHNEER. RS MERENFERNERT, NRAENRENE ST LIEN
FEEM. RE (BRREFE) E=1/\FNE, £EFLENEmTNMERNNA R, B2 LUMIERES
MEBRmXEBRAMBYIL. BERYRERLHH, FREVREBRBLSFHABRPANIBTEETA, &
AT LT o

XTI PG, FESMEDRAE, LEUENERES. AFBETHMUEIETE B
M BRIDFAE, NMSRIVERHEE.

FNZEERTHHREEESBT2018F7TH2BAHH (BmPBIFAFAVNE) MR i
F7%, KA HR=EMRATRRECABLCMS-8050, BT BamFI0MABIFLEMBBI DT 5%, HAEXKN
AREZE,

1. SEIEER5
1.1 {¥g%

ALIER S EBERREE N LC-30A 5 =8 MR EIEN LCMS-8050 BXFA £ 4. EFELEN LC-
30AD X2 k3%, DGU-20As fE£6AR SHl, SIL-30AC Bohi#ifas, CTO-20A #1248, CBM-20A RFtiTH 28,
LCMS-8050 =& PUMRAFFRIL(Y, LabSolutions (Version 5.93) €& T {Eik,

1.2 3%

BEEIEEMY

& & #& . Shim-pack GIST 2.1 mm1.D.X 150 mm L., 2.0 um

mOnh M AME-0.1%FER; BiE-FEE

R B X #ERIERE, Externalonly GEFEEIMNEESML), Rinse Port

m ®: 0.3mL/min =+ = 40°C
AR D 5uL O &R BREE/K=11 (viv)

KB A N L BESER, BARFIEREN1S%, EEFRILERL
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= 1. BESRYEER

Time(min) Module Command Value

1.00 £ B.Conc 50
16.00 £ B.Conc 65
19.00 £ B.Conc 98
22.00 £ B.Conc 98
22.10 = B.Conc 15
25.00 1228 Stop

i

BFHEI  ESl, EREFREN W #E 0S  mS 270kPa

ESmER : 3.0L/min MARBRE  © 400°C

MASMER ¢ 10.0L/min FESAME : 10.0L/min

ZOREE @ 300°C BB X . ZRMEEN(MRM)

DL /& E : 250°C MRM = # : IWE

1.3 thERRECH

B 90 MBRIFR U EVPREELER Gmg/L), UARERZELEMEN 0.1, 0.2 0.5 1. 2. 5. 10,
20, 50 ng/mL BN D AREIRERVEGITE TI/FE R,
1.4 #¥5mAiakig

Bt (IREH B) E8ES, ERREX ImL BT 50mL BEMS, MPEEE, BAR 15min,
BREER, BREES, S@8VERFUREDIRE, BUSREN,

BT IERAERERS, LR DS EYIXI T IR IREs MAYIR Mo

2. BFR5iHE
2.1 REIREHRBIEE

(x100,000)

3.5

3.0%
2.5%
2.0%
1.5%

1.0

0.51

0.0

25 5.0 7.5 10.0 12.5 15.0 17.5 20.0 min

1. 90 MEBIEL AT AR EIEE (1.0 ng/mL)
22 4M4XFR
ZB1IREH NN FREIRENREITELIEAR, RRBL2FNDMEHITUE, LURE BT, 1§
ETRONEIR, IMRELEIITRERL%. SUEMERESE. LECE. BXA. QHE (S/N=3, it
8) MEER (S/N=10, BREFITE) LRME3. I0MBFIEL LAY ELLE0.1~50 ng/mURESEER,
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HEXAIAKTF0.998, LMRIF,

8], RBES.

=3 BMXF RHEMESR (1E 1/0)

@ HPR7E0.0007~0.1379 ng/mLz (8], TEFE7E0.0021~0.4221 ng/mLZ.

B2 LEMET Rt FEEE mon  mxm, Con EER
(ng/mL) (ng/mL) (ng/mL)
1 Sildenafil Y =(52493.4)X + (-1849.75) 0.1-50 82.9-109.8 0.9996 0.0207  0.0628
2 Tadalafil Y = (63354.4)X + (-2263.43) 0.1-50 92.4-113.2 0.9998 0.0088  0.0267
_ o Y = (1.01399e+006)X + (-
3 Imidazosagatriazinone 0.1-50 96.8-108.4 0.9999 0.0032  0.0098
11262.0)
4 Gendenafil Y = (348548)X + (-2738.93) 0.1-50 92.5-109.3 0.9998 0.0059  0.0180
5 Acetil acid Y =(227101)X + (-3825.70) 0.1-50 88.8-110.0 0.9998 0.0144  0.0435
6 Xanthoanthrafil Y =(93334.8)X +(-2119.44) 0.1-50 90.5-107.6 0.9998 0.0076  0.0229
7 Aminotadalafil Y = (235077)X + (-3694.59) 0.1-50 87.3-108.5 0.9999 0.0066  0.0200
8 Chloropretadalafil Y = (40806.1)X + (-669.973) 0.1-50 89.5-106.5 0.9995 0.0328  0.0995
9 Piperiacetildenafil Y = (842203)X + (-4958.30) 0.1-20 96.2-105.9 0.9999 0.0049 0.0148
10 Noracetildenafil Y =(152262)X + (-620.495) 0.1-20 87.1-109.5 0.9993 0.0161  0.0488
11 Carbodenafil Y = (334896)X + (-2276.67) 0.1-50 90.0-113.6 0.9998 0.0060  0.0183
12 Pseudovardenafil Y =(861629)X +(-99.7632) 0.1-50 92.8-106.7 0.9996 0.0008  0.0024
13 Norneosildenafil Y =(95930.2)X + (-633.023) 0.1-50 89.9-105.9 0.9996 0.0132 0.0401
14 N-Desethylvardenafil Y =(86785.7)X +(1528.99) 0.1-20 85.3-110.9 0.9997 0.0049 0.0148
15 N-Desmethylsildenafil Y =(98577.1)X + (-1760.82) 0.1-50 89.7-109.7 0.9995 0.0126  0.0382
16 Acetildenafil Y =(197616)X + (887.250) 0.1-20 89.5-110.0 0.9991 0.0050 0.0153
17 Hydroxyacetildenafil Y = (49433.2)X + (-65.0266) 0.1-20 85.0-111.5 0.9996 0.0147  0.0445
, Y = (1.23387e+006)X +
18 Avanafil 0.1-20 90.1-107.4 0.9994 0.0022  0.0068
(13335.7)
19 Aildenafil Y =(91944.7)X + (1320.76) 0.1-50 86.6-113.1 0.9992 0.0131  0.0397
20 Homosildenafil Y =(20029.8)X + (-2839.67) 0.2-20 92.8-113.9 0.9995 0.0238  0.0722
21 Vardenafil Y = (105430)X + (577.532) 0.1-20 85.0-112.7 0.9994 0.0025  0.0077
22 Thiosildenafil Y =(20311.4)X +(-3183.29) 0.5-50 87.0-112.4 0.9998 0.0405  0.1227
23 Thiohomosildenafil Y =(39308.2)X + (-6266.29) 0.5-50 88.5-108.5 0.9998 0.0322  0.0977
24 Hydroxyvardenafil Y =(62739.9)X + (1533.29) 0.1-20 85.9-113.5 0.9995 0.0131  0.03%6
25 Hydroxyhomosildenafil Y =(40423.7)X + (-8870.15) 0.5-20 85.6-110.5 0.9991 0.0770  0.2334
26 Udenafil Y =(528133)X + (2836.63) 0.1-20 88.1-111.3 0.9996 0.0009  0.0026
Hydroxythiohomosilden
27 Afil Y = (74446.4)X + (-6209.99) 0.2-50 91.6-109.6 0.9998 0.0238  0.0722
28 Norneovardenafil Y =(993184)X + (-27170.0) 0.1-50 90.7-109.4 0.9998 0.0053 0.0161
29 Nitrodenafil Y = (158670)X + (-3362.71) 0.1-50 91.5-112.1 0.9998 0.0122  0.0369
30 Nortadalafil Y =(38809.0)X + (37.1953) 0.2-50 92.4-108 0.9996 0.0231  0.0699
31 Chlorodenafil Y =(79681.8)X + (-1128.66) 0.1-50 90.1-103.1 0.9998 0.0143  0.0434
32 Hydroxychlorodenafil Y =(164818)X +(-59.2093) 0.1-50 94.2-105.8 0.9997 0.0264  0.0801
33 N-Butyltadalafil Y =(37413.0)X + (-1255.79) 0.2-50 94.7-103.9 0.9999 0.0113  0.0343
34 Desmethylcarbodenafil Y =(388004)X + (2270.05) 0.1-50 87.8-105.1 0.9996 0.0024  0.0074
35 Descarbonsildenafil Y =(85082.8)X + (522.866) 0.1-20 88.8-112.6 0.9996 0.0036  0.0110
36 Dimethylacetildenafil Y =(127961)X +(953.809) 0.1-20 87.8-111.3 0.9991 0.0138 0.0418
37 Dithio-  Y=(512590)X + (-145462) 0.5-50 89.0-115.0 0.9996 0.0176  0.0533
desmethylcarbodenafil
38 Oxohongdenafil Y =(65329.1)X + (-1740.26) 0.1-50 92.6-105.6 0.9995 0.0009  0.0027
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39
40
41
42

43

44

45

46
47

48

48

49

50

51

52

53

54

55

56
57

58

59
60

61

62

63

64

65
66

67

68

69

N-Octylnortadalafil Y =(64924.4)X + (1126.80)
Dioxohongdenafil Y =(113647)X + (1284.53)
Hydroxythiovardenafil Y =(90382.9)X + (8.49455)
Cyclopentynafil Y =(165184)X + (1656.54)
Propoxyphenyl

Thiohydroxyhomo Y = (81082.8)X + (-3678.87)
sildenafil

Benzylsildenafil Y = (77687.4)X + (-1720.34)
Y =(1.29594e+006)X + (-
22984.9)

Lodenafil carbonate Y =(58665.9)X + (-8754.62)
Propoxyphenylsildenafil Y = (63497.6)X + (68.9150)
Depiperazinothio

sildenafil (+)

Depiperazinothio

sildenafil (-)

Acetaminotadalafil

Cinnamyldenafil

Y =(97972.8)X + (-1163.38)

Y = (64879.5)X + (-276.580)

Y =(20152.2)X + (400.171)
2-Hydroxypropylnor
tadalafil
Acetylvardenafil

Y =(18259.0)X + (-963.744)

Y = (186432)X + (-78.8775)

Propoxyphenyl
) . Y=(167381)X +(-879.791)
hydroxyhomosildenafil

Propoxyphenyl
. p. /P .y Y = (273194)X + (-6894.47)
thioaildenafil
L Y =(1.15926e+006)X + (-
Yohimbine
5036.05)
) Y =(1.53509e+006)X + (-
Dapoxetine
21148.3)

N-Desethylacetildenafil Y =(154854)X + (2095.35)
Desmethylthiosildenafil Y =(55162.0)X + (-9275.39)

N-Boc-N-desethyl
Y =(273657)X + (-4039.75)

acetildenafil

N-Ethyltadalafil Y = (61388.1)X + (-1524.63)
O-Desethylsildenafil Y = (77566.7)X + (-852.783)
Pyrazole N-

. 4 Y = (54765.7)X + (794.412)
desmethylsildenafil
Isobutylsildenafil Y =(173672)X + (-725.553)

Sildenafil dimer
) ) Y =(20747.7)X + (496.758)
impurity

Vardenafil
] ] Y = (455943)X + (4873.99)

oxopiperazine
Sildenafil N-oxide Y
Y

Vardenafil N-oxide

(80788.0)X + (859.040)
(243660)X + (1336.92)

2-Hydroxyethylnor
tadalafil
Vardenafil acetyl

Y=(31792.0)X + (-457.678)

Y = (268684)X + (-111.528)
analogue

Vardenafildimer (+) Y =(45497.8)X + (-1506.98)
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0.1-20

0.5-50
0.2-50

0.1-50

0.1-50

0.5-50

0.5-50

0.1-20

0.1-50

0.1-50

0.1-20

0.1-50

0.1-20
0.5-50

0.1-50

0.1-50
0.1-50

0.1-50

0.1-50

0.2-20

0.1-50

0.1-50
0.1-50

0.2-50

0.1-20

0.1-50

86.2-105.3
92.7-108.9
91.2-108.6
90.7-108.5

90.7-112.8

90.2-108.2

94.7-104.1

91.7-111.7
88.2-109.5

87.5-111.6

88.7-112.5

90.1-107.2

92.7-108.4

86.6-110.6

85.1-106.7

90.1-111.8

95.8-104.2

96.8-104.4

89.1-109.6
85.5-113.3

93.6-105.0

92.1-108.7
89.4-109.6

92.3-110.6

90.8-104.7

86.0-107.5

94.6-105.0

94.3-109.1
86.3-106.3

91.0-111.4

87.5-108.2

89.6-107.5

0.9992
0.9998
0.9990
0.9992

0.9998

0.9997

0.9997

0.9991
0.9996

0.9999

0.9998

0.9998

0.9995

0.9990

0.9997

0.9997

0.9999

0.9998

0.9990
0.9996

0.9998

0.9999
0.9998

0.9995

0.9997

0.9999

0.9999

0.9994
0.9991

0.9996

0.9993

0.9992

0.0077
0.0014
0.0098
0.0019

0.0211

0.0097

0.0010

0.0410
0.0313

0.0105

0.0060

0.0188

0.1253

0.0074

0.0035

0.0255

0.0007

0.0015

0.0260
0.0416

0.0033

0.0111
0.0277

0.0081

0.0024

0.0176

0.0033

0.0106
0.0070

0.0298

0.0020

0.0264

0.0234
0.0043
0.0298
0.0059

0.0640

0.0295

0.0029

0.1241
0.0947

0.0319

0.0181

0.0570

0.3797

0.0224

0.0105

0.0772

0.0021

0.0045

0.0788
0.1261

0.0100

0.0335
0.0839

0.0245

0.0073

0.0532

0.0101

0.0320
0.0212

0.0903

0.0059

0.0800



69 Vardenafil dimer (-) Y =(53305.5)X + (-483.201) 0.1-50 92.0-110.6 0.9999 0.0072  0.0219
70 Mirodenafil Y =(57104.2)X + (-1120.21) 0.1-50 91.1-108.0 0.9996 0.0071  0.0216
71 Mutaprodenafil Y = (88084.3)X + (-614.563) 0.1-50 90.7-108.8 0.9990 0.0121  0.0366
S Y = (1.89825e+006)X + (-
72 Thioquinapiperfil 0.1-50 91.8-106.9 0.9989 0.0041  0.0125
68472.7)
73 Aminosildenafil Y = (104905)X + (-2121.30) 0.1-50 92.8-104.7 0.9998 0.0140  0.0425
74 Desethylcarbodenafil =(178444)X + (-805.307) 0.1-50 88.0-112.6 0.9997 0.0055 0.0166
75 Didescarbonsildenafil Y =(97259.6)X + (-2467.70) 0.1-50 89.1-108.6 0.9996 0.0080  0.0244
N-Phenylpropenyl
76 . Y =(11703.5)X + (-287.958) 0.5-50 87.5-107.5 0.9997 0.1393 04221
tadalafil (+)
N-Phenylpropenyl
76 . Y = (4847.98)X + (57.8305) 0.5-50 88.6-108.6 0.9995 0.1379  0.4180
tadalafil (-)
N-Desethyl-N-
7 . Y =(118175)X + (244.781) 0.1-20 87.2-111.5 0.9994 0.0049  0.0149
methylvardenafil
78 Thioaildenafil Y =(69533.2)X + (3367.93) 0.2-50 89.2-111.7 0.9997 0.0389 0.1178
79 Dichlorodenafil Y = (314294)X + (10414.1) 0.1-50 85.5-106.6 0.9997 0.0069  0.0209
80 Piperazonifil Y =(50539.4)X + (-712.163) 0.2-50 86.6-109.6 0.9994 0.0422  0.1278
Propoxyphenyl
81 . , =(81550.7)X + (-12405.6) 0.5-50 90.1-108.4 0.9997 0.0221  0.0669
thiosildenafil
Propoxyphenyl
82 . _ . =(98169.5)X + (-8631.39) 0.2-50 87.7-113.6 0.9998 0.0605 0.1834
thiohomosildenafil
Dithiodesethyl
83 . =(349865)X + (-89360.1) 0.5-50 90.6-115.9 0.9996 0.0255 0.0774
carbodenafil
84 HydroxythioacetildenafilY = (89554.1)X + (-6779.36) 0.2-50 91.8-107.3 0.9994 0.0161  0.0487
Tadalafil dichloro
85 . . Y =(41168.4)X + (-2174.28) 0.2-50 88.9-115.4 0.9998 0.0287  0.0871
impurity
86 Sildenafilimpurity 12 Y =(570727)X + (-112257) 0.5-50 91.9-112.4 0.9997 0.0099  0.0301
Demethylpiperaziny
87 . : . . =(18105.8)X + (-2088.66) 0.5-50 88.7-110.8 0.9998 0.0611  0.1850
sildenafil sulfonic acid
Propoxyphenyl
88 . . =(116590)X + (-48.6511) 0.1-50 89.1-111.9 0.9995 0.0179  0.0544
aildenafil
89 Sildenafil impurity 14 =(813346)X + (-167325) 0.5-50 90.2-114.6 0.9997 0.0020  0.0060
Propoxyphenylisobutyl
90 . i Y =(79158.4)X + (-1467.57) 0.1-50 90.3-109.8 0.9996 0.0046  0.0140
aildenafil
2.3 BEEXE
XJ 2 ng/mL BUREVEBRIEL 6 NtttE, TRNUBIFEE, RENENEERRNEEMERNE

4 Ffimo (REBESEBIMIEEARRVEXAR/ERZE 2 57E 0.02~0.34%7F0 1.22~4.96% 2 18], (NZEEE RF.

x4 RENENIEMRES $4R (n=6)

RSD% RSD%
No.  &#F No. &#R

R.T. Area R.T. Area
1 Sildenafil 019 490 48  Depiperazinothiosildenafil (+) 020 268
2 Tadalafil 0.22 3.97 48  Depiperazinothiosildenafil (-) 0.20 4.69
3 Imidazosagatriazinone 0.04 2.03 49  Acetaminotadalafil 0.25 4.26
4 Gendenafil 0.16 1.55 50  2-Hydroxypropylnortadalafil 0.24 4.89
5 Acetil acid 0.19 2.47 51  Acetylvardenafil 0.16 3.00
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6 Xanthoanthrafil

Aminotadalafil
Chloropretadalafil
Piperiacetildenafil

10 Noracetildenafil

11  Carbodenafil

12 Pseudovardenafil

13 Norneosildenafil

14 N-Desethylvardenafil

15 N-Desmethylsildenafil

16 Acetildenafil

17 Hydroxyacetildenafil

18 Avanafil

19 Aildenafil

20  Homosildenafil

21 Vardenafil

22 Thiosildenafil

23 Thiohomosildenafil

24 Hydroxyvardenafil

25  Hydroxyhomosildenafil

26 Udenafil

27 Hydroxythiohomosildenafil

28  Norneovardenafil

29  Nitrodenafil

30  Nortadalafil

31  Chlorodenafil

32 Hydroxychlorodenafil

33 N-Butyltadalafil

34 Desmethylcarbodenafil

35  Descarbonsildenafil

36 Dimethylacetildenafil

37  Dithio-desmethylcarbodenafil

38  Oxohongdenafil

39  N-Octylnortadalafil

40  Dioxohongdenafil

41 Hydroxythiovardenafil

42 Cyclopentynafil

3 Propoxyphenyl
thiohydroxyhomosildenafil

44 Benzylsildenafil

45 Cinnamyldenafil

46 Lodenafil carbonate

47 Propoxyphenylsildenafil

0.24

0.23
0.17
0.17
0.14
0.14
0.13
0.05
0.20
0.18
0.18
0.18
0.16
0.27
0.22
0.18
0.32
0.25
0.18
0.21
0.31
0.24
0.20
0.10
0.21
0.14
0.16
0.14
0.15
0.18
0.23
0.22
0.22
0.02
0.24
0.26
0.27

0.21

0.23
0.30
0.09
0.33

2.36

1.75
297
2.59
3.83
1.90
2.16
3.37
4.53
391
2.56
4.36
1.80
3.64
4.13
4.71
4.17
4.68
3.90
3.93
3.15
2.90
2.09
2.44
4.70
241
2.28
2.52
3.24
4.63
2.28
3.03
3.55
2.46
3.18
3.06
4.22

2.66

4.33
2.03
3.66
2.32

52

53
54
55
56
57
58
59
60
61
62
63
64
65
66
67
68
69
69
70
71
72
73
74
75
76
76
77
78
79
80
81
82
83
84
85
86

87

88
89
90

Propoxyphenyl
hydroxyhomosildenafil
Propoxyphenyl thioaildenafil
Yohimbine

Dapoxetine
N-Desethylacetildenafil
Desmethylthiosildenafil
N-Boc-N-desethyl acetildenafil
N-Ethyltadalafil
O-Desethylsildenafil

Pyrazole N-desmethylsildenafil
Isobutylsildenafil
Sildenafil dimer impurity
Vardenafil oxopiperazine
Sildenafil N-oxide

Vardenafil N-oxide
2-Hydroxyethylnortadalafil
Vardenafil acetyl analogue
Vardenafil dimer (+)
Vardenafil dimer (-)
Mirodenafil

Mutaprodenafil
Thioquinapiperfil
Aminosildenafil
Desethylcarbodenafil
Didescarbonsildenafil
N-Phenylpropenyltadalafil (+)
N-Phenylpropenyltadalafil (-)
N-Desethyl-N-methylvardenafil
Thioaildenafil

Dichlorodenafil

Piperazonifil

Propoxyphenyl thiosildenafil
Propoxyphenyl thiohomosildenafil
Dithiodesethyl carbodenafil
Hydroxythioacetildenafil
Tadalafil dichloro impurity
Sildenafil impurity 12
Demethylpiperaziny sildenafil
sulfonic acid

Propoxyphenyl aildenafil
Sildenafil impurity 14
Propoxyphenylisobutyl aildenafil

0.33

0.18
0.21
0.29
0.16
0.26
0.27
0.20
0.29
0.18
0.30
0.02
0.22
0.26
0.20
0.27
0.13
0.03
0.03
0.30
0.33
0.22
0.23
0.16
0.13
0.03
0.04
0.21
0.21
0.02
0.21
0.18
0.20
0.24
0.26
0.14
0.21

0.13

0.34
0.20
0.26

2.15

1.22
2.14
2.57
3.57
3.93
3.25
491
4.14
4.76
243
4.08
2.72
4.50
4.26
4.94
1.50
3.79
2.76
4.94
2.53
1.47
4.03
4.05
3.14
4.18
441
4.34
2.90
2.69
4.42
4.96
3.48
1.61
2.32
2.65
1.58

4.96

4.57
0.99
3.05

2.4 hNFREINESEEE

B I mL #Fan, IIABBIERUESREGIVERR, ECHIBECKRERN 100 ng/mL BIIIARE M, 2R 1.4
FHIXEHFmEIEERNANE AT OISR IE 2~E 3. MNAREWER

T EHITRIAIE, ENDT. TR
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A

L3R 50 EFUEFFmP L Sildenafil,

AREN 38.85 ng/mL. TURFIAEFME 89 M LG INARRIME

£ 81.6~113.5%2Z 8l ZyEtFanA 82 ML EWINAREIMERTE 80.2~111.9% 28], A 4 MULEYIIIFREIER

£ 70.6~79.9% 2 |8,
(x1,000)

8.0
707
6.0;
5.0

4.0

Sildenafil_1

25

15.0 175 20.0
2. PRSI S
(x1,000)
2507
225
2,00
175
1507
1257 |
1.00] )
0.75]
0.50 H ‘ \
0.25- ‘ ‘ “‘ l ‘ ‘ A‘ ’,\ h Ml
] AL | !
0.0 -nbes 'Mr b *.‘\Wnl\’ M Wikt a Jw‘“ﬂ‘n (*I’\,...'f""‘ '*‘1&,{'.. v“ w‘ W‘“ m“b i "’”M"w
25 50 75 100 125 150 ‘ 17‘.5 200 min
B 3. H#NEHNEER
= 80-120% ®W70-79% W<70%
120.00
100.00 89 82
R 80.00
ES
22 60.00
40.00
20.00
1 4 4
0.00 R — N —
FIES Ik FNEEH
RN E 100 ng/mL

4. JURF IR B2 BRI RSt
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& 5. FmIAREER  (IARKE 100 ng/mL)

PRSI WHNEEE
o INARIE] Fah INAR[E]
No. B RE &S No. E= RE ez
ng/mL % ng/mL %

1 Sildenafil 38.85 109.9 1 Sildenafil N.D. 102.3
2 Tadalafil N.D. 103.6 2 Tadalafil N.D. 108.1
3 Imidazosagatriazinone N.D. 100.3 3 Imidazosagatriazinone N.D. 100.5
4 Gendenafil N.D. 100.3 4 Gendenafil N.D. 102.5
5 Acetil acid N.D. 104.1 5 Acetil acid N.D. 102.7
6 Xanthoanthrafil N.D. 109.2 6 Xanthoanthrafil N.D. 1111
7 Aminotadalafil N.D. 106.3 7 Aminotadalafil N.D. 108.8
8 Chloropretadalafil N.D. 99.7 8 Chloropretadalafil N.D. 97.3
9 Piperiacetildenafil N.D. 93.8 9 Piperiacetildenafil N.D. 80.2
10 Noracetildenafil N.D. 88.5 10 Noracetildenafil N.D. 77.0
11 Carbodenafil N.D. 101.8 11 Carbodenafil N.D. 101.1
12 Pseudovardenafil N.D. 100.8 12 Pseudovardenafil N.D. 99.4
13 Norneosildenafil N.D. 99.1 13 Norneosildenafil N.D. 102.1
14 N-Desethylvardenafil N.D. 92.9 14 N-Desethylvardenafil N.D. 96.3
15 N-Desmethylsildenafil N.D. 106.5 15 N-Desmethylsildenafil N.D. 111.9
16 Acetildenafil N.D. 91.9 16 Acetildenafil N.D. 79.9
17 Hydroxyacetildenafil N.D. 96.7 17 Hydroxyacetildenafil N.D. 82.8
18 Avanafil N.D. 91.9 18 Avanafil N.D. 89.8
19 Aildenafil N.D. 102.8 19 Aildenafil N.D. 99.6
20 Homosildenafil N.D. 111.0 20 Homosildenafil N.D. 106.1
21 Vardenafil N.D. 84.3 21 Vardenafil N.D. 89.5
22 Thiosildenafil N.D. 104.7 22 Thiosildenafil N.D. 103.9
23 Thiohomosildenafil N.D. 97.7 23 Thiohomosildenafil N.D. 95.1
24 Hydroxyvardenafil N.D. 91.8 24 Hydroxyvardenafil N.D. 101.8
25  Hydroxyhomosildenafil N.D. 96.4 25 Hydroxyhomosildenafil N.D. 96.2
26 Udenafil N.D. 95.9 26 Udenafil N.D. 70.6

Hydroxythiohomosilden Hydroxythiohomosilden
27 i N.D. 97.8 27 . N.D. 98.2

afil afil
28  Norneovardenafil N.D. 102.4 28 Norneovardenafil N.D. 1014
29  Nitrodenafil N.D. 100.2 29 Nitrodenafil N.D. 101.3
30  Nortadalafil N.D. 109.2 30 Nortadalafil N.D. 104.0
31 Chlorodenafil N.D. 102.8 31 Chlorodenafil N.D. 102.8
32 Hydroxychlorodenafil N.D. 102.3 32 Hydroxychlorodenafil N.D. 103.8
33 N-Butyltadalafil N.D. 105.0 33 N-Butyltadalafil N.D. 105.5
34 Desmethylcarbodenafil N.D. 105.4 34 Desmethylcarbodenafil N.D. 106.5
35  Descarbonsildenafil N.D. 101.3 35 Descarbonsildenafil N.D. 89.5
36  Dimethylacetildenafil N.D. 89.1 36 Dimethylacetildenafil N.D. 41.0

Dithio- Dithio-
37 . N.D. 98.0 37 . N.D. 93.8

desmethylcarbodenafil desmethylcarbodenafil
38  Oxohongdenafil N.D. 99.5 38 Oxohongdenafil N.D. 97.7
39  N-Octylnortadalafil N.D. 107.4 39 N-Octylnortadalafil N.D. 104.6
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40
41
42

43

44
45
46
47

48

48

49

50

51

52

53

54
55
56
57

58

59
60

61

62

63

64
65
66

67

68

69
69
70

Dioxohongdenafil
Hydroxythiovardenafil
Cyclopentynafil
Propoxyphenyl
thiohydroxyhomosilden
afil

Benzylsildenafil
Cinnamyldenafil
Lodenafil carbonate
Propoxyphenylsildenafil
Depiperazinothiosilden
afil (+)
Depiperazinothiosilden
afil (-)
Acetaminotadalafil

2-
Hydroxypropylnortadal
afil

Acetylvardenafil
Propoxyphenyl
hydroxyhomosildenafil
Propoxyphenyl
thioaildenafil
Yohimbine
Dapoxetine
N-Desethylacetildenafil
Desmethylthiosildenafil
N-Boc-N-desethyl
acetildenafil
N-Ethyltadalafil
O-Desethylsildenafil
Pyrazole N-
desmethylsildenafil
Isobutylsildenafil
Sildenafil dimer
impurity

Vardenafil
oxopiperazine
Sildenafil N-oxide
Vardenafil N-oxide

2-
Hydroxyethylnortadalafi
[

Vardenafil acetyl
analogue

Vardenafil dimer (+)
Vardenafil dimer (-)
Mirodenafil

N.D.
N.D.
N.D.

N.D.

N.D.
N.D.
N.D.
N.D.

N.D.

N.D.

N.D.

N.D.

N.D.

N.D.

N.D.

N.D.
N.D.
N.D.
N.D.

N.D.

N.D.
N.D.

N.D.

N.D.

N.D.

N.D.
N.D.
N.D.

N.D.

N.D.

N.D.
N.D.
N.D.

101.8
101.2
96.5

96.3

108.5
100.3
99.9
108.1

102.0

101.5

94.1

108.2

81.6

102.2

101.8

67.8
102.6
83.6
104.7

99.6

105.3
104.0

105.5

105.0

103.3

100.6
100.2
98.5

112.5

88.8

97.2
99.8
103.5

52

40
41
4

43

44
45
46
47

48

48

49

50

51

52

53

54
55
56
57

58

59
60

61

62

63

64
65
66

67

68

69
69
70

Dioxohongdenafil
Hydroxythiovardenafil
Cyclopentynafil
Propoxyphenyl
thiohydroxyhomosildena
fil

Benzylsildenafil
Cinnamyldenafil
Lodenafil carbonate
Propoxyphenylsildenafil
Depiperazinothiosildenaf
il (+)
Depiperazinothiosildenaf
il ()
Acetaminotadalafil

2-
Hydroxypropylnortadalaf
il

Acetylvardenafil
Propoxyphenyl
hydroxyhomosildenafil
Propoxyphenyl
thioaildenafil
Yohimbine

Dapoxetine
N-Desethylacetildenafil
Desmethylthiosildenafil
N-Boc-N-desethyl
acetildenafil
N-Ethyltadalafil
O-Desethylsildenafil
Pyrazole N-
desmethylsildenafil
Isobutylsildenafil

Sildenafil dimer impurity

Vardenafil oxopiperazine

Sildenafil N-oxide
Vardenafil N-oxide

2-
Hydroxyethylnortadalafil

Vardenafil acetyl
analogue

Vardenafil dimer (+)
Vardenafil dimer (-)

Mirodenafil

N.D.
N.D.
N.D.

N.D.

N.D.
N.D.
N.D.
N.D.

N.D.

N.D.

N.D.

N.D.

N.D.

N.D.

N.D.

N.D.
N.D.
N.D.
N.D.

N.D.

N.D.
N.D.

N.D.

N.D.

N.D.

N.D.
N.D.
N.D.

N.D.

N.D.

N.D.
N.D.
N.D.

106.0
100.4
96.3

97.0

109.5
93.9
102.5
96.8

105.8

101.3

108.2

112.0

65.7

102.7

102.1

72.5
102.8
68.6
100.1

94.1

101.2
106.2

102.1

104.2

98.4

101.5
91.6
955

112.4

74.0

95.8
102.5
919



71
72
73
74
75

76

76

7

78
79
80

81

82

83

84

85

86

87

88

89

90

Mutaprodenafil
Thioquinapiperfil
Aminosildenafil
Desethylcarbodenafil
Didescarbonsildenafil
N-
Phenylpropenyltadalafil
(+)
N-
Phenylpropenyltadalafil
©)
N-Desethyl-N-
methylvardenafil
Thioaildenafil
Dichlorodenafil
Piperazonifil
Propoxyphenyl
thiosildenafil
Propoxyphenyl
thiohomosildenafil
Dithiodesethyl
carbodenafil
Hydroxythioacetildenafi
[
Tadalafil dichloro
impurity
Sildenafil impurity 12
Demethylpiperaziny
sildenafil sulfonic acid
Propoxyphenyl
aildenafil
Sildenafil impurity 14
Propoxyphenylisobutyl
aildenafil

N.D.
N.D.
N.D.
N.D.
N.D.

N.D.

N.D.

N.D.

N.D.
N.D.
N.D.

N.D.

N.D.

N.D.

N.D.

N.D.

N.D.

N.D.

N.D.

N.D.

N.D.

101.6 71 Mutaprodenafil

95.7 72 Thioquinapiperfil

99.8 73 Aminosildenafil

103.0 T4 Desethylcarbodenafil

1135 75 Didescarbonsildenafil
N-

98.8 76 Phenylpropenyltadalafil
(+)
N-

95.1 76 Phenylpropenyltadalafil
)
N-Desethyl-N-

90.6 7 .
methylvardenafil

99.6 78 Thioaildenafil

98.8 79 Dichlorodenafil

108.8 80 Piperazonifil
Pro henyl

98.2 81 sy '/
thiosildenafil
Pro henyl

100.6 82 . s
thiohomosildenafil
Dithiodesethyl

100.8 83 .
carbodenafil

96.0 84 Hydroxythioacetildenafil
Tadalafil dichloro

106.2 85 f .
impurity

101.6 86 Sildenafil impurity 12

1199 Sy D'emeth.ylpipera.ziny.
sildenafil sulfonic acid

101.2 88 Propoxyphenyl aildenafil

99.2 89 Sildenafil impurity 14
Propoxyphenylisobutyl

103.5 90 porypheny y

aildenafil

N.D.
N.D.
N.D.
N.D.
N.D.

N.D.

N.D.

N.D.

N.D.
N.D.
N.D.

N.D.

N.D.

N.D.

N.D.

N.D.

N.D.

N.D.

N.D.

N.D.

N.D.

97.5
46.3
97.5
100.7
110.8

96.6

107.4

97.8

98.6
100.6
105.9

102.8

105.2

99.4

85.9

105.8

100.8

108.3

99.6

99.8

96.3

2.5 ZEFRERIIR

ROHEMUEY, @i 3 REBERKEY). AHRIFEBLERIE 6.

&6 FRDE

R i DGR
mRkE 1 FEIIARIE (Sildenafil ) ,38.85ng/mL
quh® 2 FEMARIE (Sildenafil ) ,51.15ng/mL
fmhé 3 FioH
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3. £ig

AL T —MER BB ERURAEEIEN LC-30A M =B MURAFEIEY LCMS-8050 BxANETR S IR
FRIANE 258 00 MABIFR U EMIN G E. A ZETERTHREEES/AMAVINE, B 25 min A
ERBFREN 90 MABIFRUEY). TALMERER. EEMT. EHES, AT RMINTRITT AT E
BKo EAEFENET = P mERS TS, HRM D REICHFEARE (Sildenafil). *NEZAEH
A 90 MABIFRUEY). ATARSB. iR, & &, JRTRET 90 MABIEEYIRBIE E1NAT

EMEHE,
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& 2. MRM&¥

SER
. . . e o 1Pre 3 Pre
e ] cAsS  witiE  mAEFE PwET O ey 2
) Bias(V) Bias(V)
(min)

, , 100.20* 11 28 18

1 Sildenafil FEHIABIE 139755-83-2 5.386 475.20
283.20 -11 -39 -19
135.00* -30 -23 -14

2 Tadalafil (UbYSVE(S 171596-29-5 9.395 390.10
204.05 -30 -55 -30
285.10* -11 -25 -30

3 Imidazosagatriazinone it thABIE 139756-21-1 19.110 313.15
256.10 -11 -29 -28
285.20* -10 -30 -19

4 Gendenafil FRHABIE 147676-66-2 14.338 355.20
327.20 -10 -25 -16
L " 329.20* -10 -26 -16

5 Acetil acid BRIEC BRER 147676-78-6 12.474 357.20
285.20 -10 -30 -20
) . 151.10* -11 -20 -16

6 Xanthoanthrafil ENE ]S 1020251-53-9 7.596 390.20
107.10 -11 -58 -19
204.10* -14 -60 -21

7 Aminotadalafil S EMIARIIE 385769-84-6 7.569 391.10
262.10 -20 -32 -30
135.10* -10 -21 -14

8 Chloropretadalafil HAREAERER Y 171489-59-1 12.499 427.15
274.10 -12 -33 -30
98.15* -10 -32 -18

9 Piperiacetildenafil RIENELTHIBRAE 147676-50-4 5.061 438.25
297.20 -10 -37 -20
. . 97.10* -10 -31 -18

10 Noracetildenafil BRLT AR 949091-38-7 4.814 453.25
113.15 -13 -31 -20
339.20* -10 -24 -17

11 Carbodenafil FEHIARAE 944241-52-5 4221 453.30
311.20 -10 -33 -15
151.15* -13 -42 -16

12 Pseudovardenafil REHIBBAE 224788-34-5 16.629 460.2
312.25 -11 -37 -22
. . . 283.10* -13 -36 -19

13 Norneosildenafil AR FEHARAE 371959-09-0 18.768 460.2
299.20 -13 -37 -21
14 N-Desethylvardenafil N-EZ BB E 448184-46-1 4.976 461.20 151.10* -13 -43 -15
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15

16

17

18

19

20

21

22

23

24

25

26

27

28

29

30

N-Desmethylsildenafil

Acetildenafil

Hydroxyacetildenafil

Avanafil

Aildenafil

Homosildenafil

Vardenafil

Thiosildenafil

Thiohomosildenafil

Hydroxyvardenafil

Hydroxyhomosildenafil

Udenafil

Hydroxythiohomosildenafil

Norneovardenafil

Nitrodenafil

Nortadalafil

N-Z= R E P HIARF

LT HIARSE

FRELTHIARSR

Pl AR IE

SCHOARSE

SRPAHARAE

TRHOARSE

AP ARIE

MAZErAHMABIE

FEEHABIE

REZEFRIF

SHARE

HEGASEEMARIF

MR AHARIE

BEHIABE
EREMARIF

139755-82-1

831217-01-7

147676-56-0

330784-47-9

496835-35-9

642928-07-2

224785-90-4

479073-79-5

479073-80-8

224785-98-2

139755-85-4

268203-93-6

479073-82-0

358390-39-3

147676-99-1

171596-36-4

56

5.308

4.956

4.755

4.939

5.733

5.325

5.009

10.631

10.760

4973

5.269

6.261

10.682

10.395

17.791

8.091

461.20

467.30

483.25

484.15

489.20

489.20

489.20

491.15

505.25

505.20

505.25

517.25

521.25

357.15

358.20

376.10

312.25
283.10%
311.20
111.20*
127.20
127.15*
143.15
375.20*
155.10
99.10*
113.15
72.10*
113.15
151.10*
312.20
299.05*
100.20
113.20*
299.10
151.10*
312.20
99.20*
129.20
283.15%
112.15
99.20*
129.20
151.10*
329.20
284.20*
330.20
204.10*

-11
-13
-13
-11
-13
-11
-11
-11
-11
-11
-11
-11
-11
-11
-14
-30
-30
-24
-24
-20
-20
-20
-24
-20
-20
-20
-24
-10
-10
-10
-10
-30

-22
-19
-15
21
-13
-23
-27
-18
-16
-22
-18
-18
-26
-15
-22
-15
-20
21
-20
-15
-15
-19
-24
-19
21
-18
-13
-16
-16
-19
-23
21



31

32

33

34

35

36

37

38

39

40

41

42

43

44

45

46

Chlorodenafil

Hydroxychlorodenafil

N-Butyltadalafil

Desmethylcarbodenafil

Descarbonsildenafil

Dimethylacetildenafil

Dithio-desmethylcarbodenafil

Oxohongdenafil

N-Octylnortadalafil

Dioxohongdenafil

Hydroxythiovardenafil

Cyclopentynafil

Propoxyphenyl
thiohydroxyhomosildenafil

Benzylsildenafil

Cinnamyldenafil

Lodenafil carbonate

SUHIARE

HEESMARIE

N-T EMAAIE

EREREHABIF

ABREEHIARIE

“RRELTHIARSE

“HAERE
~EARIE

BRZT AR E

N-sFEARMAhIF

T ERZTHIARAE

REFASARIF

AR

RAFEMA
HEZEHMBIE

TERHIARSE

HEEHIABE
T AR AFFRERES

1058653-74-9

1391054-00-4

171596-31-9

147676-79-7

1393816-99-3

1290041-88-1

1333233-46-7

1446144-70-2

1173706-35-8

1609405-33-5

912576-30-8

1173706-34-7

479073-90-0

1446089-82-2

1446089-83-3

398507-55-6

57

15.832

14.566

16.426

4.138

4.794

5.667

11.548

9.427

20.325

8.771

8.749

5971

12.963

8.621

9.405

17.741

389.10

391.20

432.20

439.20

463.20

467.25

471.25

481.30

488.20

495.20

521.20

529.20

535.25

551.20

555.25

518.30

262.10
361.20"
285.10
313.20*
285.20
310.20*
135.10
339.20%
311.20
283.20*
311.20
127.20*
166.10
371.20*
343.20
410.25*
297.20
366.30*
169.10
127.20*
311.20
167.10*
99.20
98.20*
461.25
99.20*
299.20
377.20*
134.20
117.10*
115.20
487.30*

-30
-11
-11
-11
-11
-10
-10
-10
-10
-11
-11
-11
-11
-13
-11
-11
-11
-11
-11
-11
-11
-20
-20
-20
-20
-20
-20
-20
-20
-20
-20
-26

-28
-18
-20
-22
-20
-15
-14
-17
-15
-19
-22
-17
-13
-18
-24
-20
-20
-18
-17
-23
-22
-17
-19
-18
-23
-18
-20
-18
-26
-12
21



47

48

48

49

50

51

52

53

54

55

56

57

58

59

60

Propoxyphenylsildenafil

Depiperazinothiosildenafil (+)

Depiperazinothiosildenafil (-)

Acetaminotadalafil

2-Hydroxypropylnortadalafil

Acetylvardenafil

Propoxyphenyl
hydroxyhomosildenafil

Propoxyphenyl thioaildenafil

Yohimbine

Dapoxetine

N-Desethylacetildenafil

Desmethylthiosildenafil

N-Boc-N-desethyl acetildenafil

N-Ethyltadalafil

O-Desethylsildenafil

RAFEIABIF

At DR ELAR AP AR R

A DRPRELAR AP AR R

Z e E A IR

2-FAEXRMEREAF

Z R HABAF

REFERE
SRAMARIE

RAREMARIAIE

fit

N
8%

\

<

= ispal

N-EZELIHARAE

EREMRAAALIE

N-FUT EE-N-&
ZELTHIARAF

N-Z EfkhidF

O-EZEFaArIF

877777-10-1

1353018-10-6

1353018-10-6

1446144-71-3

1353020-85-5

1261351-28-3

139755-87-6

856190-49-3

146-48-5

119356-77-3

147676-55-9

479073-86-4

1246820-46-1

1609405-34-6

139755-91-2

58

6.409

8.302

8.302

7.719

9.682

4410

6.443

13.879

3.179

6.792

4.848

10.698

9.413

10.919

6.559

489.25

409.10

407.10

433.20

434.20

467.30

519.20

519.20

355.20

306.15

439.20

477.20

539.30

404.20

447.20

244.10
230.20
283.20"
166.30
167.20*
381.20
314.10*
378.20
204.10*
135.10
312.20*
135.10
151.10*
111.20
99.20*
283.10
299.00*
112.95
144.10*
212.10
157.10*
127.10
99.20*
166.10
299.20*
327.20
439.20*
99.20
135.10*
282.20
283.10%
299.20

-29
-12
-11
-11
-12
-12
14
14
-10
-12
-10
-12
-13
-10
-20
-20
-12
-30
-10
-10
-11
-11
-10
-10
-11
-11
-20
-20
-11
-11
-10
-10

-26
-11
-20
-11
-17
-19
20
17
21
-14
-22
-24
-15
-20
-18
-19
21

-15
-22
-16
-22
-19
-17
21
-16
-22
-18
-25
-19
-19
21



61

62

63

64

65

66

67

68

69

69

70

71

72

73

74

75

Pyrazole N-desmethylsildenafil

Isobutylsildenafil

Sildenafil dimer impurity

Vardenafil oxopiperazine

Sildenafil N-oxide

Vardenafil N-oxide

2-Hydroxyethylnortadalafil

Vardenafil acetyl analogue

Vardenafil dimer (+)

Vardenafil dimer (-)

Mirodenafil

Mutaprodenafil

Thioquinapiperfil

Aminosildenafil

Desethylcarbodenafil

Didescarbonsildenafil

Ot N-Z<EREPGHIARIE

T EAAIF

PRHIARAE ZBRIRS R

AR AFIRPRER

PRHIARE N-S= 1K)

TRHABAE N-S= 1K)

-7 B RBMAAF

AR Z BB

RHABIE "R

BB

KEHAE

A H b ARE

PRI IE

RETEHARIE

ELEREHAIE

XA HRFa AR IE

139755-95-6

1391053-95-4

1346602-67-2

448184-58-5

1094598-75-0

448184-48-3

385769-94-8

1255919-03-9

1255919-03-9

862189-95-5

1387577-30-1

220060-39-9

319491-68-4

1027192-92-2

466684-88-8

59

3.792

6.409

19.850

7.932

5732

5.370

8.487

4.377

19.342

19.345

8.890

7.782

5.746

9.462

4.165

4.752

461.20

489.20

835.30

475.15

491.20

505.20

420.15

438.25

835.30

833.30

532.30

630.25

449.20

406.20

425.25

449.2

100.20*
269.10
100.20*
297.20
283.20"
299.10
151.10*
312.20
404.20*
99.20
477.25*
151.10
298.20*
169.10
98.20*
151.10
312.20*
151.20
805.20"
282.10
296.20"
99.20
141.95*
312.20
204.10*
186.10
364.20"
299.20
339.20"
311.20
283.20"
311.20

-10
-10
-11
-11
-20
-20
-11
-11
-11
-20
-20
-24
-12
-12
-10
-10
-24
-24
22
22
-20
-20
-22
-22
-10
-10
-11
-11
-12
-12
-10
-10

-28
-38
-29
-39
-60

-52
-36
-29
-23
-23
-62
-16
-38

-19
-18
-19
-20
-19
21
-15
-22
-20
-24
-24
-15
21
-17
-19
-15
-15
-15
22
18
-20
-18
-15
-15
-22
-20
-18
21
-16
-22
-19
-15



76

76

I

78

79

80

81

82

83

84

85

86

87

88

89

90

N-Phenylpropenyltadalafil (+)

N-Phenylpropenyltadalafil (-)

N-Desethyl-N-methylvardenafil

Thioaildenafil

Dichlorodenafil

Piperazonifil

Propoxyphenyl thiosildenafil

Propoxyphenyl
thiohomosildenafil

Dithiodesethyl carbodenafil

Hydroxythioacetildenafil

Tadalafil dichloro impurity

Sildenafil impurity 12

Demethylpiperaziny sildenafil
sulfonic acid

Propoxyphenyl aildenafil

Sildenafil impurity 14

Propoxyphenylisobutyl aildenafil

N-RRmEMERIAF

N-FRAHE MR A

N-EZE-N-RE
fRHIARIE

RAIARIE

WRHABF

DPEARE

RAXEMAEAIE

AEXERAK

REFMABIE

M ECEF
EHIARE

FEMALHARIR

fRhIIEZ AR

PRHIARAEZ T 12

EREIREE
P AR FERER

REFREIHABIF

PRHIARIEZE T 14

REXERTE
SOARSE

2064212-00-4

2064212-00-4

224785-87-9

856190-47-1

1446089-84-4

1335201-04-1

479073-87-5

479073-88-6

1610830-81-3

1159977-47-5

1598416-08-0

1357931-55-5

1391053-82-9

2146091-79-2

1621873-33-3

19.275

19.264

4.964

11.595

20.694

5.667

12.912

13.019

11.345

9.773

15.251

12.538

5410

7.014

12.741

8.503

505.20

503.20

475.20

505.20

407.10

483.20

505.20

519.20

457.20

499.20

461.00

499.20

393.10

503.20

485.20

517.30

383.10"
261.95
262.40*
232.30
151.10*
312.20
99.20*
113.20
379.10*
350.10
436.30"
166.10
299.15*
313.20
299.10*
113.20
371.20*
343.10
127.20*
143.20
134.95*
204.10
343.15*
371.15
365.20*
256.10
283.10%
113.25
343.10*
371.20
297.35*
113.20

-24
-22
24
24
-11
-11
-20
-20
-11
-11
-11
-11
-14
-30
-20
-20
-10
-10
-11
-11
-30
-30
-11
-30
-11
-11
-24
-24
-11
-11
-20
-20

-19
-32
22
45

-37
-34
-31
-27
-32
-30
-53
-38
-33
-39
-31
-23
-34
-31
-32
21
-68
-38
=27
=27
-34
-38
-31
-36
-25
-38
-32

-19
-28
16
14
-15
-15
-19
21
-19
-17
-22
-17
21

-20
-20
-18
-24
-13
-15
-14
-22
-24

-26
-28
-19
-22
-24
-18
-20
-22

REREE

BF o
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LCMS-QTOFEM I EINE 5 X ¥ R0 ABIEAEIFR

i B oA RE LCMS-9030 Be A RAEEIE-TRAT YITRTE REXAUEN, BT EMRETRSIX
Fich 90 MARIFEMIRBY 7%, SEERENE. —RMUEERRENNEURFEITMEERI 90 MABIE
KUEVRRREMLHE, —RAEEHRELHEXNIRES/NT 2.0 ppm, HFEMERN—MRER (NF 5
ppm) o FEIL T 90 MABIRR M EMIRI —RPUEE, A R ERRILEITN IIRE R #i T —F RIMIE,
ERTUR S IR AR mE R ITAR IR, 90 MARIFSM T /A1 H R 0.003~0.490 mg/L Z[8ls A%
FENR T FURF IR, REEABIE, E—RREREVURIIREN 0.44 ppm, RERIFHN 97.55
5, EMURFELRSN N 7.47, “REEESIERTEEMENRN 94%:.

KiBiF: LCMS-9030 POiRAT ¥ITRYEIGIE ARIREMR  HURF IR

AR EEN— R AMSAIR —FElS (phosphodiesterase 5, PDE-5) &5, BIFRT AT E %S
FCLIRERRNS. ZIMISEANRIEFREIEEENHL. L2 e SENRERESE, MENRSEBIL, 2N
TEEEIES TRAR S L.

R, FENFEMANEY, —LEEPDESHIFIEERARS TR TR, H—E AN FINENR
THFETEEANEHEE. TUES. NERR/ S ERNERT, WIRAERFNESZEHERN. FE (B
ZEF) B=1/)\FME, EEENRRTNMEMIZmMm, BEALIMNIZREFIEEE MY ETLMENIT. A
IEIREN S, TRRNREESFIIFEmTPMMIBTEE TN, & FH.

FINZEERTIZREEIRERAEN (BEmARIEBHIIE (BJS 201805)) Bommthsroielers %, FIAS
ELCMS-9030 B SR RAB BT Y TBBuE(Y, B 7 — MR A ROOMA BB 0% AR
FAEHE. RR. . REES, THENEVRENRIREE 4 HE0MHR I, HERKNARSE,

1. S2388R%
1.1 {438
52 LCMS-9030 EBa XU e & & PURAT $1TRY 8] BB BX AN, BAECE: LC-30AD X2 HiiR3R, DGU-20Asx
LS, SIL-30AC Bnpi#ifss, CTO-20AC HE%, CBM-20A R4iixEH8s, LCMS-9030 PURAT ¥1TRY
BRI, LabSolutionsV 5.96 TEuLERE, LabSolutions Insight Explore V3.4 (BBFEMUZFEETN
DFIFLM)
1.2 &G
BEEIEEMYt
& & = : Shim-pack GIST 2.1 mm[.D.X 150 mm L., 2.0 um (P/N: 227-
30001-05, SGLC)
onh A AFE-0.1%FRER; BiE-FER
O R X HERIERE, Externalonly GHREESFINEEEIL), Rinse Port

m 3 0.3mL/min =+ = 40°C
AR 1l O &R BEE/A=11 (viv)

KB A N L BESER, BARFIEREN1S%, BEERILEL
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= 1. BESRYEER

Time(min) Module Command Value

1.00 = B.Conc 50

16.00 R B.Conc 65

19.00 R B.Conc 98

22.00 £ B.Conc 98

22.10 £ B.Conc 15

25.00 el Stop
P54
BB ESI(H) DL &BE/RE: 250°C
EOBE: 4.0kV IFASLEE: 400°C
Z4=: 3.0L/min RAERZE: IMERERZE (Nal), D
RS mE: 10.0 L/min #>30000 (m/z1972), BAEIRZE<2 ppm
FI2SARE: 10.0 L/min PRI MS Scan (m/z200-1000) & MS/MS
ZIURE: 300°C (m/z 10-900)

1.3 #¥maishig
B EEHES), AEHTRE ImLET S0mL BEMF, NRERESE, BFERN 15min, LEER,
AREED, 28TEMARERIIE, BUSRE,

HZR5i1E

2.1 HRRESIRINEGR
90 MARIFE L EYRINE FREEE (EIC) WE 1 Fim.

(X1UU,UUU)

3.0

QM JM L

25 50 75 100 125 150 475 200 min
1.90 MARIEEME EICE (10 ng/mL)

2.2 FiEEHHR
FEHIRE 0.5 mg/L HUR S IEHINARE o, 1R ERRIMER ARG, EAHITINE, 90 FABIEE
MR AR (ASTM, S/N=3) 79 0.003~0.490 mg/L, BIALERE 2,
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7 2. 90 MBIER WS TTERHIR

S EYRZHR PRI TS WEYEFFR Gl
(mg/L) (mg/L)
1 FEHIARIE 0.100 46 B HIBBIERRERES 0.136
2 (UB%TE|S 0.100 47 AEREFAMARIF 0.205
3 BB AR AE 0.057 48 B E AR PR AR IE 0.064
4 RI1ARAE 0.020 49 Ve =S b U ATE |5 0.031
5 FIE 0.008 50 ) EFREE PR 0.161
6 FEEFEARIE 0.109 51 Z Bt HARE 0.014
7 SEMARIIE 0.035 52 AEAERESZEAMAIE 0.013
8 AR AERER Y 0.490 53 AEAREMRA I HABIE 0.012
9 IR HHE 0.020 54 BeR 0.012
10 AR E 0.015 55 AT 0.034
11 IR 0.009 56 N-£ 7 BATHIER 0.006
12 A ARIE 0.007 57 ERERATAMARTE 0.005
13 B FHARAE 0.012 sg VRIFRENZCELE
ALdE
14 N-EZ BB IE 0.017 59 N-Z B MARIIE 0.031
15 N-Z B R PR AR 0.021 60 O-£Z B FHIBE 0.029
16 STHIERAE 0.004 61 DB N- 25 R P MO 4 0.020
17 FELTHIRAE 0.020 62 ST EFRHHREE 0.004
18 FRl X BRE 0.009 63 FAHIARIE — B {AZM R 0.017
19 SHFBAE 0.003 64 i s BB EVR A 0.003
20 SEEMAIE 0.003 65 FAHABIE N-F 1L 0.009
21 FHFBIE 0.006 66 AR N-F 1 0.200
2 A FHIRE 0.013 67 27 BE PR 0.100
23 MASREFAMARIE 0.012 68 RHFBIEZ B E LU 0.009
2% ZRAMRE 0.022 69 fBRIE— Btk 0.014
25 BR S 0.016 70 KB 0.034
26 SihABRIE 0.005 71 T hEHIARAE 0.057
27 REMAREAMIIE 0.022 72 EIRIE 0.025
28 BRE R HARAE 0.017 73 SEFEHAIE 0.001
29 REHARAE 0.088 74 =7 E-EEHIRE 0.022
30 EREMARIFE 0.119 75 WA HARIE 0.081
31 SARIE 0.206 76 N-KAHEMARIIE 0.027
30 ZEEMHRE 0.041 T N-EZENBEGMBE 0017
3 N-T B A 0.054 78 TS HERE 0.115
34 EEREREHMARE 0.012 79 W HARIE 0.066
35 B PEHERE 0.025 80 DRIAHRIE 0.011
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36 ZFRELIHARIE 0.005 81 AEFEMAEHAIE 0.061
37 TIAEREREHARE 0.035 82 REXEMAREEHAF 0.033
38 BRZIithARAE 0.200 83 R EZEREAIE 0.017
39 N-FEE AR MRhIF 0.300 84 FERALIMACE 0.014
40 IXERLI 1 ARHE 0.018 85 ik iIIE— R A R 0.026
41 FEMAKHAE 0.035 86 FEHIARAESEE 12 0.007
42 FARE 0.055 87 EREIREEFAHBCIEIERR 0.267
43 PREERA 0.020 88 AREEEHIRIE 0.015
RESEFEMARIE
44 FEaHIARAE 0.007 89 FAHIARAEZA T 14 0.088
45 FEHARAE 0.026 90 AEFERTEIAF 0.013

2.3 —RRiERENEREESR

Fe®l 0.5 mg/L 90 FARIEX W AN TR T IR IR AR, RRBENRF4HITRINIE, EH9,
HT—2R MS 1318, 1RIE 90 MHBIER M EVERRTLLER, TEZUEYNREWERE, ERIR
3, HMNALERATAN, 90 MABIEX W EMERRELTNESIEICENENRES/NF 2.0ppm, HFEHE
HN—RREXR (NF 5ppm)o
2.4 EF IREHE Rt
2.4.1 —RRigREREREMRRFEELEETMN

BIRETR DI R TUR SRS, B 52 LabSolutions Insight Explore 13- F T FUMITHEE,
BEF— g EmRESMEuEFELLEEHTESRE. FRZNFITEERURFELESD,
REIRESERE 5 ppm, RETEAM N C. Ho O No S B 2 AFEMIBIE—RFRIEIRENVE FRE, A
BERE—HENEEE, ERENESFEMPBIFNER—H. B 3 A—RmEERRESIEIREM B
RFELSERENLESD. ERKRAE, RETNEIND FRAPHZE MR CoHoNe0sS, —RR
EREFAETIRE S 0.44 ppm, KFREGD N 97550, BURFEELESD NN 9747, BHAEZLEWN
FEHARIE,

1:475.2122+/-5.0ppm(+) 6.87e4
- 7g
100.00 i
’ A
K
o1
[00]
- 5
% |
- T T T T T T
0 2 4 6 8 10 12 14 16 18 20 22 24
RT (min)

2. FEARIFR— R IR TR E
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3 | [TMS(+)RTI5842-5872115510-6262] 606ed
47521241
60es
Predict  40e44
= p1 S Y 47621519
TR ED
Events... cita 27502123 30603949 39405626 4?3.1961@"‘213“ 58217313
25¢3 27721271
S e 47621498
75239 N— N
1 EOEMEST ®
10e44
] 47521220 e
— — — y . s . — — . —— —— ’ ;
200 300 400 500 600 700 200 900 miz
IC22 H30 NG 0% S+Hl+ 100e4
[5.842-5.872]-[5.510-6.262] k
Charge: 1 w
= Score| Pred.(M) Pred.m/z| Meas. m/z| Diff. (mDa) Formula (M) lon | Diff. (ppm)| Iso Score|  DBE|
A 4 A 4 T v A 4 v A 4 v v A 4
97.55 | 47420492 | 475.21220| 475.21241 0.21|C22 H30 N6 04 § [M+... 0.442 | 97.47| 11.0]

& 3. FEtERERAEDFITNESR
2.4.2 Z 4R Brig EE Y FRITETIE M

£ LabSolutions ZXFAMER MSn EFEIEZRINGE, HREEAIERN 90 MRV EaYTHE —RFRLE
CEBRNAIERSH, IR SIEERPHNREERME—S k. B 4 AESEERPIHEH
W EY RS IEN RIS ES R, BIEESRA, MBI ZARIEE SigEP R iEEE
(CE)TE 35V FREFN ZRFLE SILRILEARINER 94%:

-

i (MsnEEREE - %
BER) WENV ELEHEEC 2GS EZEH)
RS a
DAT{E\R A 3- FaiErIE_Sildenafil_CE35V '-
23 O DAL {E Gzl 4 139755-83- FEiERIE_Sildenafil_CE40V 4745000 C22H3
67 O DAL fE\GzFR 5 139755-83- FEiERIE_Sildenafil_CES0V 474.6000 C22H3 |
£ >
B HEEEERE(W):
00 3 _ Base Feak: 283. 1186/10, 000, 000 Oxﬂjﬁ
0.75 )4 @ 7iFTRIET
O BB AB T
0. 50 ;f$ = ﬁ\ .
o ST o TRAHO)
: 100. 0895 | 4752118 :‘ O b
AT | [ =1
< 50 100 150 200 250 300 350 abo 450 500 @8
e SPID: 7 EEEE: 10.00:500.00 MSEREN ST 475.2123
kEtnEin: R _Sidenafi_CE35V
1 3,.-\ 0, 000, 000} ____ Base Feak: 283. 1180/10, 333_. 000
4 4 20a. L19U IVJ;(\'):L)L/JL{:\
LU ra
| —ABEELES .
0.25 “__'“_ P %‘
0. 00 58. 0644 e 277, 1320 475. 2182 | 5
50 00 150 200 250 300 350 400 450 " 500
et iZID(SP ID): 7 CASE: 139755-83-2 {katnEin: i
B iEsRE: a7 474.6000 S
s [MOL] Al i URL:
tEMEEHE: HeAEZEEH
E2itEEE {REERiE]: 5.746 L
RiEER hnass: H+ +1.00728 BiEET: 475.2123 RIS FRIRIED:
MSER#: 2
MSiEES B ESI FEEE: 10.00-500.00

4. FEMIABIF —RE R RE
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3. £ig

IR iE LCMS-9030 BERURIEEIEINIRAT WTRYESIRERA, I 7 XIHTRHIEH 90 4
AR PREETHERI 5, BNCIZT —RAIEE. 7AKREERN 0.003~0490 mg/L, REES. —4&
U REHEREIRE/NT 2.0ppm, BURDHESEN, “RAEELEEL. Z7AEE. RE. &
M eI, ERTIESIEF 90 MARFR L SRR E LT E.
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& 3. PURS IR 90 MARIFE L B VIRV A B HEN IRE

67

e \ . . RT . MEXTIRZE
b g CASH# DT _ Bt m/z M m/z
5 (min) (ppm)
1 FEHIARE Sildenafil 139755-83-2 CoHoN60sS  5.752 47521220 47521234 0.29
2 ftikhrIE Tadalafil 171596-29-5 CoHNsOs  10.311 390.14483  390.14492 0.22
3 BiFR AR e Imidazosagatriazinone 139756-21-1 CitHoNsO2  18.602 313.16590  313.16616 0.82
4 PRHIBRAE Gendenafil 147676-66-2 CisH2NOs 15474 355.17647  355.17637 -0.27
5 ARIEZ BiEL Acetil acid 147676-78-6 CisHxoNOs  13.605 357.15573  357.15571 -0.06
6 FERREARAE Xanthoanthrafil 1020251-53-9 CisH23N306 8.309 390.16596  390.16605 0.23
7 SEMARIE Aminotadalafil 385769-84-6 CarH1sN4Os 8.215 391.14008  391.14001 -0.18
8 MIAHEAFRER ) Chloropretadalafil 171489-59-1 CnH1CIN20s  13.686 427.10553  427.10536 -0.39
9 FIEIELIHIFRAE Piperiacetildenafil 147676-50-4 CasH31Ns03 5.439 43824997 43825017 0.47
10 BRLTIFRAE Noracetildenafil 949091-38-7 CasH32Ns03 5.156 45326087  453.26112 0.56
11 ~EHIABCIE Carbodenafil 944241-52-5 C24H32NgO3 4.415 45326087  453.26099 0.28
12 fh o ARE Pseudovardenafil 224788-34-5 CoHuNsOLS — 17.427 460.20130  460.20152 0.47
13 AR EFatARE Norneosildenafil 371959-09-0 CoHuNsOsS — 18.354 46020130  460.20174 0.95
14 N-EZ BB E N-Desethylvardenafil 448184-46-1 Ca1H28Ns04S 5.350 461.19655  461.19687 0.69
15 N-ZFREFaIRE N-Desmethylsildenafil 139755-82-1 C2iHNs0sS  5.850 461.19655  461.19676 0.45
16 ST HFRE Acetildenafil 831217-01-7 CasHaaNs03 5.351 46727652  467.27677 0.54
17 RELTHAE Hydroxyacetildenafil 147676-56-0 CasH34NgO4 5.094 48327143 48327175 0.66
18 PR AR E Avanafil 330784-47-9 CsHasCINOs  5.327 484.18584  484.18614 0.62
19 W IARE Aildenafil 496835-35-9 CsHuNs0sS 6395 48922785  489.22818 0.67
20 SEFEMARE Homosildenafil 642928-07-2 CsHnN6OsS  5.855 48922785  489.22812 0.55
21 R HARE Vardenafil 224785-90-4 CsHuNsOsS  5.383 48922785  489.22822 0.75
2 A FEARE Thiosildenafil 479073-79-5 CoH3oNs0sS;  11.858 491.18936  491.18958 0.45
23 Aeipaubi E]3 Thiohomosildenafil 479073-80-8 CsHaNg0:S2 11971 50520501  505.20526 0.50
24 BRI Hydroxyvardenafil 224785-98-2 CsHuNsOsS  5.344 50522277  505.22319 0.84
25 RESEFIHIRE Hydroxyhomosildenafil 139755-85-4 CsHnNsOsS  5.731 50522277  505.22307 0.60
26 SHBRE Udenafil 268203-93-6 CsHeNsOsS  7.015 517.25915  517.25939 0.46
21T BREMRSEEFAEMIIE Hydroxythiohomosildenafil 479073-82-0 CsHuNs0sS;  11.893 521.19992  521.20022 0.57



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

AR HBRIE
BEHARE
EREMERIF
SHIARIE
FRESUABIE
N-T & fhikhrF
EREREHMABIE
AHRFAHARIE
“RRELIHARIR
TIRAEREREHAR
I
ERZI b ARE
N-FE AR MRAIIF
WERLLHIARE
FEMAMHARE
2L
REFEMARERR
PRHIARE
FERHIARSE
FEHIARAE
T AR IF R ER B
RARETHARIF
At DR ELAAR AP SRR
V5o ubr ATl
- AEXBMIANIAF
Z B ARAF
REXERERTAM

ABAF
REFEMA

=3
BT

#hARSE

x4

frt

\

Norneovardenafil
Nitrodenafil
Nortadalafil

Chlorodenafil
Hydroxychlorodenafil
N-Butyltadalafil
Desmethylcarbodenafil
Descarbonsildenafil

Dimethylacetildenafil
Dithio-desmethylcarbodenafil

Oxohongdenafil
N-Octylnortadalafil
Dioxohongdenafil
Hydroxythiovardenafil
Cyclopentynafil
Propoxyphenyl
thiohydroxyhomosildenafil
Benzylsildenafil
Cinnamyldenafil
Lodenafil carbonate
Propoxyphenylsildenafil
Depiperazinothiosildenafil
Acetaminotadalafil
2-Hydroxypropylnortadalafil
Acetylvardenafil
Propoxyphenyl
hydroxyhomosildenafil
Propoxyphenyl thioaildenafil

Yohimbine

358390-39-3
147676-99-1
171596-36-4
1058653-74-9
1391054-00-4
171596-31-9
147676-79-7
1393816-99-3
1290041-88-1

1333233-46-7

1446144-70-2
1173706-35-8
1609405-33-5
912576-30-8

1173706-34-7

479073-90-0

1446089-82-2
1446089-83-3
398507-55-6
877777-10-1
1353018-10-6
1446144-71-3
1353020-85-5
1261351-28-3

139755-87-6

856190-49-3
146-48-5
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CisH20N404
C17H19N504
Ca1H17N304
C19H21CIN4O3
Ci9H23CIN4O3
CasH25N304
Ca3H30N603
Ca1H30Ns04S
CasH34N6Os

C23H30N60S:

CasH32N604

C29H33N304

CasH30N6Os
C3HN604S2
Ca6H36N604S

C24H34N604S2

Ca8H34N604S
C32H38N6O3
Ca7Hs2N12011S2
C23H3N604S
C17H20N404S2
C23H20N40s
CaaH23N30s
CasH34N6O3

C24H34N6OsS

C24H34N603S2
Ca1H2sN203

11.230
17.917
8.825
17.019
15.810
17.406
4.314
5234
6.242

12.925

10.303
19.518
9.753
9.774
6.002

14.444

9.644
10.834
17.800

7.190
12.843

8.460
10.745
4611

7.328

15.207
3.136

357.15573
358.15098
376.12918
389.13750
391.15315
432.19178
439.24522
463.21220
467.27652

471.19953

481.25578
488.25438
495.23505
521.19992
529.25915

535.21557

551.24350
555.30782
518.21230
489.22785
409.09987
433.15065
434.17105
467.27652

519.23842

519.22066
355.20162

357.15572
358.15112
376.12889
389.13764
391.15321
432.19172
439.24540
463.21251
467.27681

471.19976

481.25590
488.25490
495.23532
521.2004
529.25961

535.21591

551.24386
555.30810
518.21313
489.22805
409.09998
433.15056
434.17087
467.27674

519.23864

519.22091
355.20155

-0.03
0.39
-0.78
0.37
0.17
-0.15
0.42
0.67
0.63

0.49

0.25
1.06
0.56
0.92
0.87

0.63

0.65
0.51
1.60
0.41
0.26
-0.20
-0.41
0.48

0.43

0.49
-0.19



55
56
57

58

59
60
61
62
63
64
65
66
67
68
69
70
71
72
73
74
75
76

I

78
79
80
81

RBET
N-Z Z LT HIAR R
EREMRAEARIE
N-IT EfE-N-E &
£I3ARE
N-Z EqthirhrdE
O-EZEAALIF
Otpd N-Z< ERELPGIIARE
=T EAMARE
PRHIARIE — BRIAS R
HARAFIR PR ER
PRHIARIE N-SE L)
fRHABIE N-E 1K)
-2 2B R BMANAF
RHABIF Z B EZE )
RHABIE —BRAK
KEHRIE
T hEHARE
PRI IE
A TIHIABAE
EZEFEHPBE
AP ARIE
N-ZERmEMIERAIIF
N-ZEZE-N-BRE LA
Ik
PRSI ARIE
WRMABIE
OPALARE
REFEMATEHALRF

Dapoxetine
N-Desethylacetildenafil
Desmethylthiosildenafil

N-Boc-N-desethyl acetildenafil

N-Ethyltadalafil
O-Desethylsildenafil

Pyrazole N-desmethylsildenafil

Isobutylsildenafil
Sildenafil dimer impurity
Vardenafil oxopiperazine

Sildenafil N-oxide

Vardenafil N-oxide

2-Hydroxyethylnortadalafil

Vardenafil acetyl analogue

Vardenafil dimer
Mirodenafil
Mutaprodenafil
Thioquinapiperfil
Aminosildenafil
Desethylcarbodenafil

Didescarbonsildenafil

N-Phenylpropenyltadalafil

N-Desethyl-N-methylvardenafil

Thioaildenafil
Dichlorodenafil

Piperazonifil

Propoxyphenyl thiosildenafil

119356-77-3
147676-55-9
479073-86-4

1246820-46-1

1609405-34-6
139755-91-2
139755-95-6

1391053-95-4

1346602-67-2
448184-58-5

1094598-75-0
448184-48-3
385769-94-8

/

1255919-03-9
862189-95-5

1387577-30-1
220060-39-9
319491-68-4

1027192-92-2
466684-88-8

2064212-00-4

224785-87-9

856190-47-1
1446089-84-4
1335201-04-1
479073-87-5
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Co1H23NO
C23H30N6O3
C2a1H28N603S2

C2sH3sN6Os

C23H21N304
Ca0H26N604S
Ca1H28Ns04S
Ca3H32N604S

C38H46N1008S2
Ca1H26N60sS
C22H30N60sS
C23H3:Ns05S

C23H21N30s

Ca4H31Ns0s3

C3sH46N1008S2
Ca6H37Ns05S
CarHzsN9OsS2

CasH2sNsOS
CigH23N504S

C22H28N60s3
CaoH28N604S

C30H24N404

C22H30N604S

Ca3H32N6O3S2
C19H20C12N402
CasH34N6O4
Ca3H32N6O3S2

7.702
5.185
12.105

10.604

12.056
7.363
3.933
7.190

19.090
8.649
6.383
5.869
8.932
4.547

18.654

10.224
8.981
6.265

10.517
4.384
5177

18.654

5318

12.880
19.876
6.049
14.205

306.18524
439.24522
477.17371

539.29765

404.16048
447.18090
461.19655
489.22785
835.30143
475.17582
491.20712
505.22277
420.15540
438.24997
835.30143
532.25882
630.22751
449.21181
406.15435
425.22957
449.19655
505.18703

475.21220

505.20501
407.10361
483.27143
505.20501

306.18518
439.24547
477.17395

539.29797

404.16024
447.18106
461.19676
489.22805
835.30279
475.17597
491.2076
505.22307
420.15541
438.25009
835.30272
532.25912
630.22804
449.21196
406.15447
425.22968
449.19682
505.18754

475.21244

505.20528
407.10436
483.27168
505.20525

-0.20
0.58
0.51

0.60

-0.60
0.36
0.45
0.41
1.63
0.33
0.99
0.60
0.03
0.28
1.55
0.57
0.84
0.34
0.29
0.27
0.60
101

0.50

0.54
1.85
0.52
0.48



82

83

84
85
86

87

88
89

90

REFEMAREAEM
ABF
RS EREHAR
Ik
HEMARLIMABIE
MEERIAF AR
PEHIARE AT 12
EREIRRETEHARF
FE&ER
RARE L HABIE
PEHIARAESS T 14
REXER T EIAB
3F

Propoxyphenyl

thiohomosildenafil
Dithiodesethyl carbodenafil

Hydroxythioacetildenafil
Tadalafil dichloro impurity
Sildenafil impurity 12
Demethylpiperaziny sildenafil
sulfonic acid
Propoxyphenyl aildenafil
Sildenafil impurity 14
Propoxyphenylisobutyl

aildenafil

479073-88-6

1610830-81-3

1159977-47-5
1598416-08-0

/

1357931-55-5

1391053-82-9
2146091-79-2

1621873-33-3

C24H34N6O3S2

C22H28NsOS2

C25H34N6O3sS
CxH1sClaN20s
CasH34N6OS2

C17H20N40sS

C24H34N6O4S
C24H3N6OS»

CasH3sNsO4S

14.343

12.760

11.055
16.600
13.966

5.674

8.039
14.224

9.660

[M+H

[M+H]*

[M+H]*
[M+H]"
[M+H]"

[M+H]*

[M+H]*
[M+H]*

[M+H]*

519.22066

457.18388

499.24859
461.06655
499.23083

393.12272

503.24350
485.21518

517.25915

519.22084

457.18398

499.24881
461.06601
499.23112

393.12283

503.24371
485.21536

517.25938

0.35

0.23

0.45
-1.18
0.58

0.29

0.42
0.38

0.44
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LCMSMSZNERMPIEFER. SLMEFNHSESR

B B AXEE (BJS202303 BEmAEFEE. SLEMMBERNNE) nE, £R2E=EMRT
BREEANRILTRENERRIEFES. SLNENNBERSENTT A, 3 MUY ERLRIE
KEI rYRT 0999, FEAENATHSECERNLERXMERY, SRERBERETE 91.3%~109.3%2E, 12
EMZEP, 3 M SYRIRENEIMIEmMRAEXARERE 2 5ITE 0.058%~0.099%28)F1 0.24%~1.21%
zig), NEEEERI. FRIIFREIMERTE 102.0%~117.5% (8], (Y281 HRAE 0.02~0.20ng/mL Z I8,
Xigia: —EMURTRRERAN EFEE sLE HBEXR

EFE. 4T ABEFNTATRERENTS, HEBEMDNEFEH. SLWH. 1B
=, ARBEEXARERRT ZNA. EFEEBETEIEE, AARENONNEMRE. feiSmIN&eE.
RRINEERBHEFW. TLIER—rE INERETXNEY), BAFF. DMERF. #EASR
P MRSEZMAEDL M, HIBEZRENERETHNKREEIRLNUEY), BEEBM. B, mA M
SNFHIEEE. HTXENGYIBRRINIIN, —ENEBRU "B Ak, AREEFHNT@PER
N7 ZERAMMKFRARN, FEIEFEN T IHRERmPIEEMIFAMBIER, XENMUREHEE
BURH], P RERID B BB R R,

FNZEERTIREEESBAMHNR@ATNEME (BJS202303 BmAVEFEE. TLNEM
HBRERINE) , XASR=SNIAMRAKANELINERRTEFES. SLIENWNEBEZENESE
DA, AEREES ISZ A,

1. 2I8ER 5

1.1 %88
BREESRRAEIE LC-30 AD 5 =8N LCMS-8045 BXA &R S, BAREEEN:
A48 ¢ CBM-20A B &b # & 88 SIL-30AC
W & =X : LC-30AD R ®E M o LCMS-8050
F B % . CTO-30AC g T fEuh  : LabSolutions Ver. 5.114

1.2 BREH

RAREIESR M

B 3 & : Shim-packGISC18 (2.1X150mm, 2 um, P/N: 227-30093-04, &% (L
) KB ERAE)

o M A01%FRERIKAR, B-ZEE

=)

i ®: 0.25mbL/min as B 35°C
HEARFE o 10pL AN - BREMRRE, BAJ1A20%, WK1

= 1 BEXRER

Time(min) Module Command Value (B%)
0.00 Pumps Pump B Conc. 20
1.00 Pumps Pump B Conc. 20
5.00 Pumps Pump B Conc. 90
8.00 Pumps Pump B Conc. 90
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8.01 Pumps Pump B Conc. 20

10.00 Pumps Pump B Conc. 20
Rtk &1
) ¥ R BEREETFR (ESIR) D L & E :250°C
EZ 5 mE :3.0L/min MAREREE  400°C
m#HA S mE : 10.0L/min B O B2 E : 300C
F B K mE : 10.0L/min H # & N . ZRNE(MRM)
B OO B £ :4kv
& 2. MRM &%
B2 aYs CAS 2 BiEE T BT QlPre  CE(v) Q3Pre
o 513.20* 20 18.0 26.0
1 EEEH 489-32-7 721.15
367.30 20 39.0 18.0
300.10* 13.0 26.0 22.0
2 SLME 482-36-0 463.00
271.00 13.0 42.0 29.0
) 131.10% -28.0 -23.0 -30.0
3 WEiEE 66-97-7 187.10
77.00 -13.0 -42.0 -12.0
CRINEEET

1.3 BESIRERRECE

BREMETEASR: BURERN 1.0g/L WBMEEEAREET 10mL FEMRF, BREWRE, EHlRL
AE0.05¢ 0.1. 0.2 0.5¢ 1. 2. 4. 10. 20. 40. 100. 200. 400 ng/mL BSREIRETIEA R,
1.4 HmaibEsE

BEY 1.0 mLRIRIRET 25 mL BEMH, 11 70%FESRESEZE, E5. W LEBERES 022 um
MFLURIRTIR, SURRIFNFIAR, HT 4 CHFET 24 /NSRRI,

2. ER5iTe

2.1 R R EIEE
REMERRA ng/mMLAEIEEINE LR,

Q721.15>513.20 (-) 972e3  Q463.00>300.10 (-) 680e3  Q187.10>131.10 (+) 567e4
] 6.0e4 ]
1 6.0e3 ] 1
8.0e3 ; 5.0e4 ]
- 5.0e3 - ]
N i 4.0e4 |
6.0e3 - 4063 ]
; ; 3.0e4 ]
40e3 -] 3.0e3 4 ]
] 2A0e3-: 2.0e4-:
2.0e3 b 1
1 1.0e3 ] 1.0e4 4
0.0e0 - 0.0e0 - 0.0e0 3
LI L B L B R B L BN R B B L B L BN R B L B LR | L B B L B L LR EL I BRI B
34 36 38 40 42 44 46 30 32 34 36 38 40 44 46 48 50 52 54 56
{RERETIA) (min) {REBATAE) (min) {REBRTIA) (min)
Ny = J | = ~ =
EFEY FLHE WEiER

1. 3MEY MRM &IEE (4 ng/mL)
2.2 &4ER
IETE, F13PEHRATERR, LL25F AT, DUREAESAT, BERNINERR, IMTE
WET{rh%, 3 MUSYRERLINE2, FRERAMELOIBVERE. BXRAr NEERHRE (RIEL
72



MRERERITE, ASTME, S/N=3) K3, ERET, SUESYEENLETERNLEXRARY, 18X
RIrERRT0.999, /EMETEI1.3%~109.3% (8], (VasttifRE0.02~0.20 ng/mL Z[8], HEMBXMNHE
Ko

i) A [
EEEE SUPE

1.8e6 | y = 9003.798x - 2477.555
R*=09998848 R=0.9999424

1.5e6 | BUEHIEEES BRI (B£%)
DAL BRIA (F5)
TS A CRIZRA)

EiER
_|y=5169.463x+1638.654
5085 R?=0.9992721 R=0.9996360

y = 6385.218x - 3804.838
1.2€6 -|R2 = 0.9997855 R = 0.9998928
oA BiA (B4
1.0e6 —| I BRIA (F5)
FE BOA CRERS)

-| ROt HEEREY: BRIA (B4 )

EirEe)
4085 | aie HX (LR

13e6 -]
8.0e5

1.0e6 3.0e5
7505 6.0e5 |

=€ 20e5
500541 4.0e5 -|
2565 2065 ] 1.0e5 |
0.0e0 : : : : 0.0e0 : : : : 0.0e0 : : : :

0 50 100 150 200 0 50 100 150 200 0 25 50 75 100

WREE (ppb) WREE (ppb) WRE (ppb)

2 EYIR L
7 3. REHLS

No. Ca=x7/E=Rul HMSEE(ng/mL)  HBXREHr MR (%) AR R (ng/mL)
1 EFEH 0.5-200 0.9999 91.3~109.3 0.12
2 BatE 0.5-200 0.9998 98.8~102.6 0.20
3 HEREER 0.05-100 0.9996 96.9~102.0 0.02

2.3 BEEEXR
RNEVREBISMEMmARIESHF 6 X, BTERNGEEEE, RENEMERRNESN
ZRIK 4 Fim. ERER, RENEMEERRBVEXNRERED AT 0.058%~0.099% 2 (81
0.24%~1.21%2 (8], NEEHEEERI-
x4 RBNENEMRES NS

RSD% (5ng/mL) RSD% (20 ng/mL) RSD% (50 ng/mL)
No. W EYRZFR

RT. Area RT. Area RT. Area
1 EIXEY 0.079 0.70 0.076 0.84 0.073 1.21
2 SLE 0.085 0.51 0.099 0.72 0.088 0.95
3 HEEER 0.058 0.24 0.060 0.36 0.062 0.90

2.4 hoREIEENE

BRI G (RRFREMAREEFES. TLUENSIER) MA—ERERE
atnELEER (IIRREIR 4 PAR), 1R 14 PEmblIE %, 8 OREFITHE 3 hiFm,
MicEFENBIEED I RE 3. MREWRNAERETR: 3 MASYIBFEMRLEREE
102.0%~117.5%2 8], HERAEMNENR, ERINRK 40

NV
4.0e5-_
3005 ] SUME
] SR
2.065-_
1,0e5-: }\ \
] J J
Ohoeo----l----|----|----!l_\----l----l----u----l----l----l
0 1 2 3 4 5 6 7 8 9

{REBRTIA) (min)
3. IOAREIMOINA EIEE (40 ng/mL)
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A

& 5. EIREIMIALER

No.

EYRTR

IATRE (40 ng/mL)

IATRE (100 ng/mL)

IARE (200 ng/mL)

H{E B (%) lE  EEER () KNE ERER (%)
1 EFEH 116.6 111.2 110.7 2224 111.0
2 TLRE 117.5 112.9 110.4 224.3 110.9
3 HBEREER 105.7 113.9 111.3 206.5 102.0

2.5 BEeRMDIREFNGER

ZOREKINIIE A T BiE Peakintelligence BEERR D THEE, WE 4.1 8 4.2 FiR, XK
ARMENREHTIRGD, FEXRARFIBUEZFERIRSD;
FIREBEASH, RESFRD A AEIMEHINHE R
BRE, EEITIERE,

EHLEY), TR
RO AT FBTERTHITR D, EaER
HITIRD, LR AREERIE

VAN
AVA)

04\

NI

Integration

Max Pealc

Width:

Algonithm: | Chromatopac

|5
|5

@ Auto(Area) O Auto (Height)

| sec

O Advanced

Q187.10>131.10 (+)
55€3 +
5A0e3-§
45e37

2.50e3

40e3 ]
35e3 -
, 303 \
- ) E V\/\/_/ \ A
Min A/H: o counts 2.5e3 ] y / w

Area Height 2.0e3-§
15e3-

T T T T T T T
44 46 48 50 52 54 56

RERRTE) (min)
N
41 BB
Q187.105131.10 (+) 2.50e3
Tntegraton
5.5e3 -
Algorithme: | Peakinteligence. Ver2 v H
50e3 ]
Modek: LEMS_Model_V1 v F
45e3 -
40e3 ]
35e3 -
303
25e3 ]
20e3 ]
15€3 ]
! T T T T T T T
44 46 48 50 52 54 56
{RERATIE) (min)
ot AN
42, BeERD AN
‘ t -
3 e« =A Ie

FERADRE=—BEMRTRAKBNRIRRTEFEH. SLIENNISEZRNEENE
k. TEARNATHEER, SUEYINEXREIYE 0.999 ML, AoMBEEE L, ZLaWrk
BB Y (8] A IE E AR AR AT E R ZE 72 517E 0.058%~0.099% 2 [81F0 0.24%~1.21% 2 8]; MAREIMZTT
102.0%~117.5%2 8], X2 HRTE 0.02~0.20ng/mL Z[8], A ENRER, sfAFRmF
EFEE. SLIENHBERERNEEEERN,
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3.4 RE. LWEIZT0G, BREREE

MNERREERIZRTHBERNBER. AEXTRENT G, BRABRERXRERREIERS
TEBBHENEARNEBER. El@8Ea8 —EEAREIHND, N—ERNETmrAIEERRE
iR, EEMTEENMMHEPXTIE, REXTEBNALE, TENZNIRERINEER, rlediss
£, BMXTBEBE. Omega-3 IEIREENTXEFRERRT, HEERARE, PRI
FRVBER. I5h, —ERAEVIRINESR, BEMEUNRAER, WNERERD. MNEXS
BRIRRERERMIEERAAY ST, EFLUENBSREIM T, BEIERXTHIRT], REXT
Thee, IREFBENLEERE.

MRERSBAERERBRRTBELAIEENIANEERB LU TLE. ——BRERFMERELSY), W0
HIZERHN KRBT, XRAYReREIA. IR, B, BRKIIEERIIERZSRBREGMN. REX
WRHEFTERR. HId, KEBEANSMEXMORERD, JEIEBEERERF/ES. —2IFEHFERA
74, WWKSERM. CHEBREFRRA. BE. MAER. A, BEAMIFERSIERtERM. S
DRERMES I RRN, T8 REIEST, NRRUER, ERERAPIFEANETIAFESNRERE
T, IBINRRXE, e SRS MmINEEE LT R,

IEZFinERERBEERA THEEFREERER, EE—ENREER. XERERMAIL
DBREESIMRAEDIREY). fIa, MEHEEY), MBHEEREFTEBMLIEZIN, HiZE
VIR TR, BETNRIEEY), TNREHBEEEENEM. IERARR R, BESS AT IRMERY
TER, WEMSRFEE—ENNEER. i, —EFm@B RN TR, SAFRUESH
R T, R —EREELEMSESEEE, BHEAWER. ENETE2EEHBRET, BIEFTR
B, EREHER. RFER, BEANERSTRER 2RSS,

ez FmERBREPELAIEERNINZAY), BERu. AIRFRSTRMEEZS, CrEhA N6
WA, BREAZIECASSEARNE, TR ENRIMNFIFTERR. flil, —ERNEBRN T
SRIEPZMRAINA R, HEREENNBNER TKERER, SENESEKH, SWRREERR. &
RBERE, BRBAIUEWEKEF B, B2 FmIIER. A, IBEAMNRRE A E=EFIE
AEWMS &0 Kt DERREFFRRN,

TR, 2P, BPRRRSEEAMON S EEBSEERBABHNEMM RIS E (IEL
R RAEXEIRPZRENE 18 MU ESWAVNE BJS201714). IRkl FMH XSG 2 B
% 59 ML EYRYN BJS201713) FIEMAARAE T/GITU 012—2021 OREH 22 I EZFImIE£ R nMsnE
BABEE-BEFUEE), XEFETEN LCMSMS 7%, AFLL T B IRIRERNAMNNA LR, H#
BRIMARZEE,

ol

v

5
+H
3E
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LCMSMSNEIREI R A ENZE 18T XIIESEZ51)

B B AXERSR=EMRMRREB R T RENE R R AAXGmF —aeiF 18
BYINTE. 18 ML EYIRIRERLZAVIRX R r 1Y KT 0.999, TEAENARHSEERNLERAXMERYF, &K
ERBVEWETE 90.9%~111.8%8, REMZERF, 18 MULEYHIRE N EMEEMRIENIERED
A7E 0.020%~0.086% 2 [B]F1 0.29%~2.71% (8], (NEHEBERIF. FamIlARElERE 82.88%~109.87%22
8], B8 HIPRTE 0.18~3.25 ng/mL Z (8,

KA. —BIURITRRECAN FFEARERAS RERR KM

FFEMRERRBINFIA A TR TR L EGERZ L NRTIRER, NTAZIER TE. A
MRE. RENANXTINREFIER. IFEERRRAR K ZHAY), HPREERNEREE. =)
BR. 545 KEER. FERHRS. XEGYRSNRMEN, BEERAINKNEIEERETE™

SRR, W5 BLE 7. BSENEMMRRFEIEFRE. BIREN, TEBRAARER@NRE
KE@BPAREARINEZEAYLOREIEEMBER, IEERNNEZEAYH R BN AME T ESEIERRINL,
TR ER. RAZTRERMPIFSEREARGERIION G EZEEEEE X,

KX 2% BJS201714 (TR RHRABXFIETZRENF 18 MU a¥suNE) , XARE=EM1k
FERFRERARCEILNEIRE . KM ARG P —RENF 18 M SYIBINE D375, NAEXMILAR
SEEMR.

1. 2I8ER 5

1.1 %88
KASESMREEE LC-30 AD 5 =E UMK FIE(Y LCMS-8045 BXA RS, BAEEN:
A48 0 CBM-20A B =h o £ 88 ¢ SIL-30AC
W & =X : LC-30AD R ®E M 1 LCMS-8050
F B % . CTO-30AC B ig T fEuh  : LabSolutions Ver.5.118

B 3 &  Shim-packGIST, 2.1X100 mm, 2um C18, P/N: 227-30001-04, %3# (Lt
) KRS BRAE
5 A8 : A-20.05 %2 mmol/L ZEREAR, B-ZfF

tﬁi
=

m ®: 0.3mL/min =+ & - 35 °C
HEMRR 2L AR AT BERRR, BAJI65%, TER1
® 1 BELRER
Time(min) Module Command Value (B%)
0.00 Pumps Pump B Conc. 5
1.00 Pumps Pump B Conc.
11.00 Pumps Pump B Conc. 95
13.00 Pumps Pump B Conc. 95
14.00 Pumps Pump B Conc. 5
16.00 Pumps Pump B Conc.
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BuigsfF

= - J® L ESIH/- D L 2 E : 250°C
W5 MmE :30L/min MM BEREE 400°C
mM:| R m &R 10.0L/min # O B E o 300C
F IS M &E : 10.0L/min H # & = . ZREZENMRM)
z O B £ :4kv
%= 2. MRM 8%
Fe WEYs CAS S BiEEF YEF QlPre CE(V) Q3 PreBais(V)
L 205.10* 12.0 21.0 10.0
1 THBH 22494-42-4 249.00
157.10 17.0 32.0 17.0
115.10* -10.0 21.0 -10.0
2 ERERE  71125-38-7 352.05
141.00 -24.0 21.0 -26.0
N 233.20* -13.0 -49.0 -14.0
3 FMER  38194-50-2 357.10
340.00 -18.0 21.0 -22.0
121.10* 23.0 -24.0 -23.0
4 MEERE  36322-90-4 332.05
164.10 -12.0 -17.0 -15.0
J 214.05* -10.0 -44.0 -13.0
5 FESZ5EA  89796-99-6 354.00
250.15 -10.0 -16.0 -10.0
" 121.00* -16.0 -16.0 -10.0
6 MiERs 5003-48-5 314.10
272.10 -16.0 9.0 -17.0
280.00* -10.0 -31.0 -28.0
7 RITEE  202409-33-4  359.00
252.10 -18.0 -51.0 -26.0
N 169.30* 11.0 30.0 10.0
8 EEAE 22204-53-1 228.95
170.30 25.0 16.0 30.0
e 237.10* -30.0 -12.0 -29.0
9 X735 36330-85-5 255.10
181.20 -19.0 -25.0 -16.0
103.00* -15.0 -32.0 -18.0
10 EybEs=  21256-18-8 294.10
276.10 -15.0 -17.0 -30.0
y 229.10* 30.0 17.0 27.0
11 JeZESFH 51803-78-2 307.00
198.10 15.0 28.0 14.0
. 199.10* 29.0 10.0 10.0
12 @EE83S  5104-49-4 243.00
179.10 10.0 13.0 16.0
WRSEL 252.00* 30.0 11.0 29.0
13 ) 15307-79-6 296.00
M 214.00 15.0 22.0 21.0
) . 242.10* 14.0 16.0 17.0
14  IEEE 41340-25-4 286.15
212.20 10.0 25.0 10.0
312.10* 26.0 9.0 15.0
15 MongZExE 53-86-1 356.05
297.10 10.0 19.0 30.0
N 171.10* -16.0 -16.0 -15.0
16 ETER  42924-53-8 229.10
128.10 27.0 -38.0 -25.0
. 253.10* -23.0 -16.0 -26.0
17 JEZHIE 30748-29-9 321.15
265.10 -12.0 -17.0 -11.0
362.10* -11.0 -29.0 -29.0
18 EXRE  169590-42-5  382.10
282.00 -14.0 -38.0 -17.0

RRAEEBRT
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A

N=P-

BREinESRECH
trEfEER (1.0 mg/mL) :

137

55, SIBCKER 1.0 mg/mlL BIFREEET
B BNESATES

BEIVERYTER

En579 10 20 40 10¢ 20. 40. 100. 200. 400 ng/mL tReETEA Ko,

1.4 HamanbhiBsE

FEFEHREY 1.0 g 2504 F 25 mL BEHMT, M 20 mL BB KA

=Ra, BRE-KER (4+1)
BRE-KER (4+]) EREAE,
T 24 /INBYARSERILN,

2. BFR5iHE
2.1 IRERREBIEE

RETEARRY B EWE 1.

(4+1),
EREZIE, BYFE 10min, )&E%U&EX 2mL EE&RE 10mL FE/AA,

BE), 2022 pm RFLBREIE, IRRIEAFIER,

N

FEMAFREY 10.0 mg tEmE 10 mL BERF, 10N 10 mL FEARES,
715?) -20 OC'T%??J EQ\TQ/H\H 3 /|\Ho
HAREET 10 mL BEMRF, BREFRE,

BRIHRRECHI AR

5, BE 30min, RIME

HF 4 CHfE

18e6]
16e6-]
1.4e6 ]
12€6
1066 A J\ r/\ / %\
S.Oesfz — | i —
) Jan 1 A /A
] L s | H
6.0e5 > = =5 S — e
E f ya =
40e5 ] £ P = A
1 VAN A 21 Y
20e5 L NS AT —
| X
0.0e0 7
T — T — R LI I
60 62 64 66 68 70 72 74 76 78 80 82 84 86 88 90 92 94 96 98
(REBRITE) (min)
Q 249.00>205.10 (- 6.00e4 Q 352.05>115.10 (+) 1.01e5 Q 357.10>233.20 (+) 1.93e5
6.0e4 - 1.0e5
5.0e4
© 8.0e4 - 1.5e5 |
4.0e4
6.0e4 |
3.0e4 1.0e5 -|
40e4 -
2.0e4
5.0e4 |
104 2 0edy
0.0e0 0.0e0 0.0e0
.5 875 900 .25 850 875 775 800
REGRIE) (min) {REGESIE) (min) {REGESIE) (min)
+
& ERER EFMER
Q332.05>121.10 ( 145e5  Q354.00>214.05 (+) 6.85e4  Q314.10>121.00 (+) 9.85e4
13e5 ] 6.0e4
33 8.0e4
1.0e5
4.0e4 6.0e4
7.5e4 |
4.0e4 -
5.0e4
2.0e4 |
25e4 ] 2.0e4 |
0.0e0 0.0e0 0.0e0 = .
7.0 725 7. 75 8. 00 9. 25 9. 50 700 72 7. 75 800
{REGRYIE) (min) FRERRIIE) (min) FRERRIIE) (min)
TP
&R [(EESBAYI A iEEs



Q 359.00>280.00 (+ 5.09e5 Q228.95>169.30 (-) 8.81e3 Q255.10>237.10 (+) 6.37e4

5.0e5 6.0e4 ]
8.0e3
4.0e5 5.0e4 -
6.0e3 3
2065 40e4
3.0e4
2.0e5 40e3
20e4 4
20e3
1.0e5 ] 1004
0.0e0 0.0e0 0.0e0 4

T T R R e e e e e T — T T
700 7.25 750 775 800 825 850 7.7 800 8.2 850 875

{REBATIA) (min) {RERRIIE) (min) {REBESIE) (min)
N . e et
(SR 2E4 EAXiERY
Q294.10>103.00 (+) 464e5  Q307.00>229.10 (-) 6.64e4  Q24300>199.10 (-) 2.02e4
M 2.0e4
4065 ] 6.0e4 |
5.0e4 15e4 ]
30e51 40644
2.0e5 3.0e4 7 10e44
2.0e4 4
1.0e5 50e3 7
1.0e4
0.0e0 0.0e0 0.0e0 |
T T - -
825 850 875 900 925 800 825 850 875 900 925 900 925
{RERATIE) (min) {REGESIE) (min) 1%%51@ (min)
]I =L My S
RyhER REETFI s
Q296.00>252.00 (-) 676e4  Q286.15>242.10 (-) 657e4  Q35605>312.10 () 6.90e4
Y v
6.0e4 - 6.0e4 4 6.0e4 -
5.0e4 5.0e4
4.0e4 4 4.0e4 4.0e4 -
3.0e4 ] 3.0e4 -
2.0e4 | 2.0e4 - 2.0e4 -
1.0e4 1.0e4
0.0e0 0.0e0 0.0e0
- - BB T T
75 900 925 950 825 850 875 900 925 950 850 875 900 925 950 975
{REBRTIE) (min) REBRYE) (min) {REBRYE) (min)
=T 743
5& RS ERTN RITERR IS ==
Q229.10>171.10 (+ 3.80e4  Q321.15>253.10 (+) 179e5  Q382.10>362.10 (+) 3.63e4
30e4] 1.5e5 1 3.0e4 -]
2.0e4 - 1.0e5 2.0e4 -
1.0e4 - 5.0e4 - 10e4 ]
0.0e0 0.0e0 0.0e0
T T T T T T T T T T
925 950 900 925 950 975 10.00 900 925 950 975 10.00
{REBRTIA) (min) RERRYIA) (min) RERRYIA) (min)
e = N g Pzt
T = EBRCR EREM

1. 18 #t &% MRM &I%E (20 ng/mL)
2.2 &iEEE
FABITE, K 1.3REHINIRERR, ?ﬁl.Z?—}‘\TfFi_ﬁ}J”Jlﬁ, PURE NtEAAT, EERNIEIR, IMRE
PEILirdhs, MBOUWEMRIEREIE2, FRER VAR EIRE. BEXFRE. NEBRER (RIBL
MEERESITE, ASTME, S/N=3) &3, ERET, BUEMTHENLE TERNLIERARLT, X
FAErE KT 0.999, EHIETE0.9%~111.8% 8], (Y2840 HFR7E0.18~3.25 ng/mL (8], AR MIHE K,
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[ [ [

6.0e6 ] =M B 4007 JEEE
y=29165.74x +16292.00 1267 -|y=61131.90x+33593.20 067 7y =199072.2x-16185.23
R?=0.9999993 R =0.9999996 |R*=09999918 R=0.9999959 R?=0.9999882 R =0.9999941
5006 [T A (845) | e oA ) 3.5€7 J [ B (H4%)
DAL B () 1.0e7 | D0 B () L B ()
SHE BRI | e BA R 3007 | FHE B GRizA
40e6
80e6 2567 ]
3.0e6 - 6.0e6 -] 20e74
1 157
20e6 4 406
] 10674
1.0e6 ] 20e64]
, 5.0e6
00— ——————————————————— e #l——— —— 000 #——"—— - ———————————
0 50 100 150 200 0 50 100 150 200 0 50 100 150 200
REZ (ppb) WREE (ppb) REE (ppb)
8 B wIEEE
Zme T EE tEE
] R R
30e7 {mvEs 9.0e6 J BEEFT 1.8e7 | HEER
y=1436626x+ 115613.2 0863y = 2242931x + 2198671 Iy = 4513158« - 3281760
R?=0.9998947 R =0.9999473 8006 ] R = 09999994 R = 09999997 1.6e7 - R? = 09992057 R = 09996028
| ROt BRI (1145) €04 N N N 1 " N o
25eT 1 s () BOREERLER: A (B ) 1 Pt BOA (45 )
SHUE A RTAA) 7.0e6 { M RIA () 1.4e7 | JAR: BRA (G )
THEE BN CRER) I BHIE BUA GRIIRR)
20e7 6006 12e7
5006 10674
157 E
4.0e6 8.0e6 -
10e7 30064 6066
2.0e6 4.0e6
5.0e6 ] F
1.0e6 2.0e6 -]
0 50 100 150 200 100 200 300 400 100 200 300 400
REE (ppb) RE (ppb) REE (pPb)

BbER IEE Sl RITERR
2. W EYIROERLL
7= 3. 18 ML SYIREHIAIE R
{REGRYIE) N R

No EMBIER _ £MSEE (ppb) XA EHE (%)
(min) (ng/mL)

1 &M 8.422 1~200 0.9999 99.3~102.9 0.25
2 EREE 8.264 4~400 0.9999 94.2~111.8 0.85
3 EFMAER 7.507 1~400 0.9998 90.9~102.3 0.21
4 === 7.563 1~200 0.9999 93.9~101.1 0.25
5 BESLZSER 8.988 2~400 0.9998 96.2~102.9 0.52
6 Mtk 7.58 1~200 0.9999 92.9~101.4 0.26
7 rIEEL 6.773 1~200 0.9999 98.9~102.1 0.35
8 ey 8.125 4~200 0.9999 98.8~106.1 0.93
9 555 8.272 4~200 0.9998 97.9~107.0 1.05
10 By 8.699 1~200 0.9999 93.3~110.3 0.18

—
—

EEEFF 8.66 4~400 0.9999 98.1~101.6 1.28
LRSS 8.87 10~400 0.9998 91.7~105.0 3.25
WRSERTH 9.133 4~400 0.9999 98.2~107.9 1.54
RITEER 8.871 4~400 0.9996 92.3~110.3 1.22

15 Gt 9.104 4~400 0.9999 97.4~101.9 0.85
16 5T X 9.115 10~400 0.9998 91.2~104.8 2.85

= =
N oW N

17 FERIR 9.45 4~400 0.9997 91.7~103.7 0.80
18 EXREH 9.406 4~400 0.9999 96.1~109.9 1.25

2.3 BEEXR

RN EIRERSESITERRIOHE, SNREFTUE 6 R, ERNBNBEE, SR8, 18
ik EYESIRE TR BT B IE EARFIABRI AT AR ZE 79 B 7E 0.020%~0.086%71 0.29%~2.71%22 18], 1X
BETERY, NELRWE 3-4 Fimro
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A

RSD% 01
0.08
0.06 L ] L]
L ]
0.04 ° °
®
®
0.02
v}
o 1 2 3
0 3
RSD %
2.5
2
15
L ]
[ ]
[ ]
[ ]
0.5 8
(1}
¢} 1 2 3

2.4 hNAREIEE N

®
L ]
- ® ]
.
° ° - 5
° e ® !
6 7 8 9 10

3. RENEEEME

@
L]
e ® ® ™ ;
°® L
: o
b 7 8 9 10

o9

11

(n

11

12

:6)

12

4. BEREE LR (n=6)

®10ng/mL @20 ng/mL @ 100 ng/mL

[ ]
® ° °
- [ ]
H ] ® ] .
L]
14 15 16 17 18

@ 10ng/mL ®20ng/mL @100 ng/mL

[ ]
L]
[ ]
[ ]
[ ] 8
4 g © -
14 15 16 17 18

B R (ARFRESUARCH —aEiE 18 MU EY)) MA—ERERESIVELIESR,
IR L4 PEmBIETE, S8 DOREFTHE 3 OfFm, EPFRsK CRaed) MiirEeiEEs !
JLTE 5 M 60 MAREIENIRERER: 18 Mk S4RIHF R IIARIEIUCRFE 82.88%~109.87%2 8], HiE

FRENRHE K,

7.0e4 -]
6.0e4 4|
5.0e4 -]

40e4 |

3.0e4 4

2.0e4 4|

1.0e4 |

0.0e0

9.0e5 4

8.0e5

7.0e5

6.0e5 4

5.0e5

T
66

T
68

T
70

T T T T T
72 74 76 78 80

T
82

T
84

5. TAM M MRM BI%E

T
86

T
88

T T T T
90 9.2 94 96

98
FREBETIE] (min)

4.0e5

3.0e5

2.0e5

1.0e5

0.0e0

T T
6.0 62 64

6.5 ug/g Nty MRM BiEE

81

910 912 914 916 918
{REBRIE) (min)



® IN#r2.5 pe/e @ INFR10 pg/g @ IN#R20 pg/e
_120
DD*m@%%% R o
100 B _ s ? . o s © § e . o
90 y : e 8 — 3 o §
80 L =9 L
70
60
0 1 2 3 4 5 6 7 8 9 0 11 12 13 14 15 16 17 18

B 7. iARERESER (n=3)
2.5 BEERDIRHFRIER
FOREENIFZFER T BF Peakintelligence HaERR D ITHAE. WE 8.1 M 8.2 Fin, XNFARKGEHKSE
M, RN ANNENBREHITIRD, FEXRNARFIEUEZFERIRSD; MRS 5N FI T ERRT
TR . WeERD TR REEASE, REARD AAEMERNOGFERHFITIRSD, BLORBRAREER
ERDBREL, =RE TR,

Q22895516930 (-) 1.99e2
Integration
Algonthm: | Ch toj ~
goreT e 8.0e2
@ Auto (Area) (O Auto [Height) (O Advanced
7.0e2
Max Peak: .5 |
Width: 5 | e 6.0e2 -
4.0e2
MinAH:  [D | counts 3.0e2
Area Height 2.0e2
mwaJ%vﬂﬁﬁLNWN
0.0e0 |
T T T T T T T
74 76 78 8.0 82 84 8.6

E 8.1 EHENA

Integration Q 228.95>169.30 (-) 1.99e2

Algorithm: | Peakintelligence_Ver2 ~

Model: LCMS_Model V1 - 8.0e2
7.0e2

6.0e2
4.0e2
3.0e2
20e2

1.0e2

0.0e0

T T T T T T T
74 76 78 80 82 84 86

El8.2. BEERN A
3. g
ASAER &2 = BEURITR BEX AR I R H KB X 6 st — |Ue il 18 ML EYIRINE 75 7%.
TEARNATHSEER, SUEYIRIERXREINTE 0.999 LU L. EAMERE L, SUEYINIREBMIEER
HIAENIATERZE 2 5I7E 0.020%~0.086% 2 181F1 0.29%~2.71% = [8]; NOAREIULZRTE 82.88%~109.87% 8],

N HRAE 0.18~3.25 ng/mL Zi8], WA EFNEER, AIBRTFIE. RHREXGEFZRENF
18 ML SRV E L E 210 No
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LCMSMS 3 s 3R ARG MEZF 227 1 E 1% T iR Z5 1))

B AN B SRESMRIEEIES ZEMRMTLIGEKAE, BILTRAM 22 MIEZFimIEEAnYs
DT T37%.ZE BEARAE T/GITU 012021 R 22 ML FiniRE A INYIRINE BB E-BERIE ),

BIEAESEN 10 min, REAIMIUEEE, WEVLERXMERY, EXARMIE 0.995 ML, k. &

S MREKFIMFEINEREEMER, HERETR, KADEIUNERTE 82.3% ~ 117.6%218), HEXRE
RETE 0.67%~ 9.10%2 (8], 7 /AEMPIS,.

XKHF: LCMSMS  JRFE JEAAID

FRARRTREREMX, 2IeFARREISMA R, K, ERBGERSRENIRZED,
UREFRERIECHES, UHEAANRE, 8. BEEN—TERERMES. L2108 SAREFINY,
HEREE ATBEEEERIE U, 20068E58208, RANES —HERFI R XIE™E R

KHILCE, BIRAXETEBUZAYHN IR RERERETEEENSEMAMBIER/ NI R,
—ERRAMINEZENEH. BEER, —ENEDF, NTEKR "B NRR, EEFEBEIRERINT
SABMBIEF LAY LU R, LERENRRTREENRE.

ASARAEEAARAET/GITU 012—2021 ORAHR 227 P IHARERINRSNE RIEIE-BEKBTEE),
NABRBSMRERES Z ST FIEER, Bi—MEE. RRGERBIDIT L, #IEXAGESE,

1. SCISERS

1.1 {¥2%
572 LCMS-8060NX BEXREEBIE =2 WA UEEKRAN, BEAEERN

W &’ R LC40BX3 4t & ) 2 :CBM-40

B =h # & 28 :SIL40C X3 = EMORAFRIEN  LCMS-8060NX

F OB F :CTO-40C

B 3% T {F 14 :LabSolutions Ver. 5.114; LabSolutions Insight Ver. 3.84

1.2 SthF4RIBGEIEFE

B % M : Shim-pack GISTAQ-C18 (100 mmXx2.1mmI.D., 1.9 um, Hi®
() SEHBMHAERAT, P/N:227-30807-02)

moomh A8 ¢ AE-0.1%FREK; BAE-0.1%FERAE

Vi ® : 0.4mL/min
HOE AR O 3ul H & 30°C

BRI L BRERRR, BARFIIIREN10%, SRR IR L
xR 1. BERREER

Time(min) Module Command Value
4.00 Pumps B.Conc 50
6.00 Pumps B.Conc 90
7.00 Pumps B.Conc 90
7.10 Pumps B.Conc 10
10.00 Controller Stop
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B

5 F R . ESI+/ESI- MARRRE  © 400°C
EMSAE : 3.0L/min DL & E : 150°C
mM|AAMIZE - 20.0L/min 2 O &2 E : 380°C
FEBEA MR : 50L/min MEFNAUE : +3

MRM £ # : H&K2 % O 8B £ 1kv(#),-3kv()

&R 2. MRM &

- e o Q1 Pre 3 Pre
No. ZFER CAS 5§ RIS F BT ] Q_

Bias(V) Bias(V)
201.20* 21 -39 -17

1 ngniE 57-27-2 286.20
152.20 -22 -55 28
) 215.25* 21 -42 -16

2 BTN 76-57-3 300.20
165.20 21 -42 -16
o 58.20* -12 -16 -17

3 #HER 115-37-7 312.25
251.20 -12 27 17
\ 324.25* -13 -38 -17

4 BRERA 58-74-2 340.25
202.30 -13 27 21
220.25* -11 -45 221

5 BREr T 912-60-7 414.20
353.20 -11 -25 24
s 181.20* 27 -11 -29

6 B EW, 519-37-9 225.20
124.15 -10 227 21
203.15* -12 -28 -23

7 RS ES 37148-27-9 277.10
259.20 -20 -10 -18
B 86.20* 23 -42 -29

8 “ARE 13754-56-8 317.20
272.20 -22 21 -18
294.30* -10 -14 21

9 PRSD 81732-65-2 368.30
312.30 -10 -14 21
. 114.25* -17 -45 -15

10 RO 3572-43-8 377.05
264.00 -28 -29 -18
591.40* -20 -42 21

11 fZFEER 83905-01-5 749.60
158.20 -20 -39 -10
158.20* -20 -38 -22

12 BAEE 80214-83-1 837.60
679.40 -20 21 -26
_ 154.15* -10 -25 -22

13 ESEE( 3811-25-4 214.20
196.20 -10 -13 -20
s 181.20* -18 -37 -17

14 THEEW 479-18-5 255.20
124.15 -11 -30 -23
215.25* -20 227 -14

15 "aEIDHZS 125-71-3 272.25
171.20 25 -37 -17
126.25* -12 -35 -15

16 AFEORA 2156-27-6 310.30
91.20 -14 -39 -17
398.35* -10 -22 -16

17 IEFT 89365-50-4 416.35
380.35 -10 -19 27
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152.20* -16 -31 -20

18 4555 ok 23031-25-6  226.20
125.20 -10 24 23
93.00* 13 28 10

19 A =) UL A 2 50-78-2 137.15
65.05 13 28 10
i N 148.25* 17 -14 -30

20 DT RRES 18559-94-9  240.35
166.25 17 -14 -30
12220 11 -20 13

21 ZBiEMER 616-91-1 164.20
59.20 11 -33 -10
11020 11 31 11

22 HZEEEER  103-90-2 152.15
93.20 11 23 17

xR TEBEF
a FIELMIER FRAERE T2k HER
1.3 tRERRECH
RS &REH (Img/mb) : FEEMEVEEMRE AN, Fhftt. D TRE. =felhP. B
ARk, BREPES. RO, MEHEEBER. PABE. WIHaER. JHFMRER. METK. [EHR
M. ZEARE. GRS BRI DEGPIVENROANET 10mL ZEMT, BRESRE, &S
22 M FinIE AR YR EVE TIEAR . IRINEERTERERR, RIELFHEER 10%REEK
(& 0.1%FE) ECHINAREIRENEEVEIIIEAR,
1.4 #maishig
FREX 1.0 g BIAORFIRAE (FBIAZE 0.01g) T 50mL B2, A 10%FHEK (& 0.1%HEK) HF
TR, ¥4, BARE 20 min, 8000 ¥/min B3 min, SENIERG, L&A

2. ZR5itie
2.1 &BigE

HRIE 22 M EZEIHIEERIMRNE S RE, BEMYHITHAE, HEGIRETETIEA R, 22 Fit
Z PRI E A AR N R AR EIEEIENE 1 Ao

22:162.20>84.05(-) 1.36e4

2.0e6
1.8e6
1.6e6
14e6
1.2e6
1.0e6
8.0e5

6.0e5

4.0e5
2.0e5
0.0e0 L L JANALLL -

OIAO 015 1 TO 1 15 2{0 215 BTO 3‘,5 4TO 4‘,5 510 5‘5 610 6‘5 7‘,0 7{5
RT (min)
1. 22 M bz FiRARE AR EIEE OREX 1 ng/mL~10 ng/mL)
2.2 Rogshs

F3 10%FREACER (& 0.1%FE) 22 MIEZTIRIBEMIYIBIRERERN G %, KRR, 18
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=R RIREREGITVETIEAR. EVNOME, USBERYIBIIIRREN SRS, BRYIEERA
A5, DUMREGHRRRERL, FISRUERAEIEXRRY, AT 0995, LMABREIEXARIIE 3,
& 3. RUERRZ

me e ﬁ%ﬁm L4 SEE N — HEXRE YEHE
/min ng/L r %
1 N304 1.377 0.5-100 y =133983.2x - 14608.56 0.9988  93.60~105.63
2 BIEES) 2.118 0.5-100 y =117356.1x + 3524.793 0.9987  93.02~106.40
3 HER 3.278 0.2-40 y =500354.5x - 23118.25 0.9994  95.96~104.00
4 2R 3R, 3.634 0.1-20 y = 1477045x - 62687.66 0.9997  90.03~101.18
5 AT 3.652 0.1-20 y =1491420x + 43.18483 0.9986  91.23~104.37
6 e S 2.127 0.2-40 y =265549.9x - 12644.35 0.9993  96.88~105.45
7 e 3.192 0.1-20 y=1703125x + 46816.72 0.9990 96.67~110.41
8 ARk 3.448 0.1-20 y=1313235x - 15073.26 0.9992  94.49~103.37
9 BRmE% 3.362 0.1-20 y=1612156x - 44044.19 0.9989 95.24~106.37
10 RO 4541 0.1-20 y =1300239x - 15581.50 0.9982  90.59~106.65
11 (B 3.168 0.5-100 y =120628.1x - 35659.47 0.9994  95.61~106.18
12 EAR= S 475 0.5-100 y =111408.9x - 20675.51 0.9996  84.50~120.88
13 SRBCH 2.791 0.1-20 y = 1665131x - 30408.39 0.9987  94.41~106.05
14 ZEZH 1.953 0.1-20 y =479236.7 - 18503.35 0.9994  93.51~116.02
15 aEDE 4.005 0.2-40 y =1160994x - 83136.41 0.9959  90.14~108.10
16 EHIRM 5.017 0.1-20 y =2009798x - 49165.17 0.9987  96.04~108.72
17 IWEFET 4733 0.2-40 y =320607.3x - 21680.57 0.9983  90.55~105.00
18 KD IR 1.538 0.2-40 y =1327493x - 55521.25 0.9996  95.25~101.34
19 e 5] IT A 3.79 1.0-200 y = 17364.66x + 527.5368 0.9988  94.13~106.19
20 T ReR2 1.508 0.1-20 y=1155926x - 15252.26 0.9995  96.11~102.74
21 Z R 1.377 1.0-200 y =32382.22x - 6397.998 0.9994  95.52~103.99
22 N7 B E 2.066 0.2-40 y =347561.0x + 651.3470 0.9992  93.64~103.84

2.3 REE
BRERLESIMVELIEARIERERLIRMIT, 22 FIEZFiEIEERINYIFRTER H BRI Ay i E
NE 2 Fiiro

Q 286.20>201.20 (+) 293e3 Q30020521525 (+) 4.26e3 Q3122555820 (+) 4.98e3
,SN=17.28 ¢SN=21.29 ¢ SN=29.99
4.0e3 i
; - 40e3-
20e3 ] :
] 2.0e3 - -
10e3 - - 2.0e3 4
ODeo:.,....,....,....,... 0060:...,....,....,....,. 0.0e0 -1,....,...L,....,..
05 10 15 20 15 20 25 25 30 35 40

1BEE (0.1 ng/mL) B4R (0.1 ng/mL) #HBE (0.04 ng/mL)
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Q 340.25>324.25 (+) 5.92e3

¢ SN=3028
40e3€
20e3€
00e0 1. LW*A“ﬁf~f

T T T T T T
30 35 40 45
2%, (0.02 ng/mL)
Q277.10>203.15 (+) 1.22e4
,SN=19.33

1.0e4

50e3 -]

-
-

0.0e0 -]

25 30 35 40
BEE (0.02ng/mL)

Q377.05>114.25 (+) 491e3
, SN=23.66

40e3-

2.0e3 ]

—

0.0e0 -]

40 45 50
Re# (0.02 ng/ml)
Q21420515415 (+) 6.25e3

,SN=15.89
6.0e3

4.0e3 -

2.0e3-

X
-

0.0e0 |

20 25 30 35
KA (0.02 ng/mL)

Q310.30>126.25 (+) 5.73e3
, SN=9.09

4.0e3 -

2.0e3 -]

—

0.0e0 |

45 50 55
EFIRAM (0.02 ng/mL)

Q414.20>220.25 (+) 8.28e3

, SN=63.91
, v

7.5e3 -

5.0e3 -]

2.5e3 ]

0.0e0 Arn

30 35 40 45
BEErT (0.02 ng/mL)

Q 317.20>86.20 (+) 7.70e3

,SN=19.74
v

6.0e3
4.0e3
2.0e3

0.0e0

25 30 35 40

—&A% (0.02ng/mL)
Q 749.60>591.40 (+) 1.52e3

153 - ¢ SN=12.56
1De3é

SDeZé

ooeo:, k A Ayrr

25 30 35 40
fIz3E (0.1 ng/mL)

Q 255.20>181.20 (+) 3.29%e3
v SN=848

3.0e3

2.0e3

1.0e3

L
10 15 20 25
ZEZM, (0.02 ng/mL)
Q416.35>398.35 (+) 261e3
, SN=4.04

2.0e3

1.0e3

2

0.0e0

40 45 50 55
TERFE (0.04 ng/mL)

Q 225.20>181.20 (+) 2.79%e3

SN=13.71
v
2083
1.0e3 -
0.0e0 M—/WJ LMM—A’L
15 20 25

BZH, (0.04ng/mL)
Q 368.30>294.30 (+) 7.60e3
¢ SN=49.78

6.0e3 -
40e3 ]

20e3 ]

0.0e0 -

25 30 35 40

BIfEE (0.02 ng/mL)
Q 837.60>158.20 (+) 1.69e3

SN=18.32
v
15e3-
1.0e3 ]
5.0e2 -
0.0e0 2L PLJ

40 45 50 55
T8 (0.1 ng/mL)
Q27225521525 (+) 6.71e3

¢ SN=17.23
6.0e3 -
40e3 -
2.0e3 ]
0.0e0 “=Amrr s
35 40 45

HEDZF (0.04 ng/mL)
Q226.20>152.20 (+) 1.13e4

SN=43.89
! v
1.0e4 -
5.0e3 -
QOGO:ﬁfﬁTﬁfﬁTﬁ4 LTTTT?TTT
10 15 20

FE AL (0.04 ng/mL)



Q137.15>93.00 (-) 297e4 Q 240.35>148.25 (+) 3.88e4 Q 164.20>122.20 (+) 744e3

SN=521 4 SN=186.06 4 SN=1072
753 3004 ] 6.0e3 -
25e3 ] 10e4 ] 20e3-
ooe0{ ___ 00e0 eI 000 LMt Ay
35 40 05 10 15 20 05 10 15 20
FIEIULA (1 ng/mL) DT EEEZ (0.02 ng/mL) ZBHptER (0.2 ng/mL)
Q15215511020 (+)  2.54e4
, SN=2331
v
2.0e4 -
1.0e4 -
O'Oeo_-||||||||||||||||||||
15 20 25

N EraEE (0.04 ng/mL)
2.22 M EZ T IRARE RN 2 TEAS H IRMHE 1R E S IELEL

24 S5
BRI BECHUR. P SREMEAR, ELOHFOR, ERZOMAZE T RENIEEFRA (R B8]
MBS M. 22 EZFisIE AR IS ERIRSD%E0.72~6.85%(8], {REEBYIBIRSD%TE0.04~0.48%]8], &
B EEEM R,
x4 FEMNR (n=6)

- e REW BER . REN  BER g REN BER

ey BRSD RSD BIRSD  RSD BIRSD  RSD
=] - ng/mL - ng/mL © ng/mL

: % % % % : % %

1 mEE f 10 033 432 | 10 0.48 134 | 50 0.20 141
) AfEE | 10 031 446 | 10 023 099 | 50 0.28 1.06
3 BEE | 04 012 26 4 016 185 | 20 0.11 0.84
4 B | 02 0.12 3.54 2 0.13 414 1 10 0.08 1.62
5 BAT 0 02 019 345 2 0.14 323 110 0.08 0.91
6  HBZFEW | 04 026 419 4 0.23 271 120 0.27 1.79
7T meE® 1 02 01l 171 2 0.18 471 1 10 0.07 112
8§ &A™ | 02 019 087 2 0.12 352 1 10 0.09 1.37
9 BT | 02 013 289 2 0.13 141 | 10 0.11 123
10 mE®m . 02 009 355 | 2 012 48 | 10 0.06 1.86
11 @EBE | 10 01l 48 | 10 015 263 | 50 0.10 3.70
12 BABE | 10 0.19 448 | 10 0.10 498 i 50 0.04 2.07
13 &AMH | 02 014 205 | 2 0.23 167 1 10 0.11 0.48
14 ZEFE | 02 030 457 2 0.28 11110 0.32 0.80
15  AEHF | 04 014 097 | 4 0.12 657 | 20 0.06 2.46
16 EFIRM | 20 004 166 | 2 0.08 171 10 0.04 0.72
17 MhEET L 04 012 205 | 4 0.11 288 | 20 0.06 102
18 #Hk | 04 024 334 | 4 049 525 | 20 0.34 1.10
19 @EmH | 20 015 387 | 20 013 112 | 100 006 140
20 HTHEE 02 026 288 2 0.52 2.04 10 0.34 227
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21 ZEREBER 20 019 685 20 0.33 4.00 100 0.16 1.19
2 NZHEEH | 04 025 405 | 4 0.23 289 | 20 0.24 1.74

2.5 NIAREIK

MEERAHD, I 14 SEOSIESAIMTS, F08 3 MKEIMSRENTR 5 FiF, &%k
ERTRIE 4 #, WRERET: SKTOTIIMFEIREE 823%-~117.6% =18, AR ERELE
0.67%~9.10% 2 |8,

&5 BERMIRERER (n=4)

T wem TR g roow PPAE gem pspwe DO mgm Rsow
s me/ke - mg/ke . mg/kg

1 mEE i 005 1151% 396 | 025  109.5% 243 | 125  986%  0.86
2 AIFEHE i 005 109.7% 257 | 025  1147% 209 | 125  109.9% 134
3 EE | 002  976% 361 i 010  90.5% 060 | 050  1159%  0.85
4 PEH i 001 879% 554 | 005  823% 254 | 025  914% 0.8
5 BET i 001 1062% 391 | 005  107.4% 468 | 025  1094% 1.0
6  HZFE | 002 968% 38 | 010  907% 168 | 050  87.0% 067
7 EER® 1 001 1134% 272 0 005  113.0% 204 | 025  994% 148
8  TEM® | 00l  90.9% 233 | 005  O9L5% 440 | 025  1018% 063
9  PMEB® | 001  1165% 067 | 005  1116% 091 | 025  1085% 113
10 MOS0 001 853% 384 | 005  107.1% 696 | 025  833% 635
11 MEZIBE | 005 848% 693 i 020  943% 218 | 125  1004% 863
12 BA®%F | 005 1123% 157 | 025  939% 781 | 125  983% 192
13 S@®M | 001 959% 190 | 005  91.8% 125 | 025  912% 182
14  ZEFW . 001 1031% 386 | 005  943% 141 | 025  915% 120
15  AEDHH 002  989% 3.3 010  902% 278 050  1174% 131
16 EHOM L 001 1148% 742 | 005 1162% 701 | 025 854%  3.86
17 BEET L 002 82.7% 425 | 0.10 94.0% 647 | 0.50 92.8%  0.86
18 HbfM | 002 986% 176 i 010  949% 048 | 050  869% 183
19 @EICH | 010 1121% 526 i 050  933% 175 | 250  882% 438
20 WTEE | 001 1153% 484 | 005  117.6% 301 | 025  1116% 126
21 ZERMBEEES ¢ 010 997% 910 | 050  99.8% 192 | 250  1080% 120

22 WZEEEH 0 0.02 95.9% 373 ¢ 010 95.4% 1.55 ¢ 0.50 95.2% 0.86

3. &it

ARIER AT T/GITU 012—2021, RIS 2BaRREEIE- = BORFRRBEAN, Bi—ihE
B R ERBRRPIEE NN DI G5, BAEDMBYERE. REES. LR MET. EE M.
EIWERRTE, MNERETE, ZAEE0EERRER, 2imBEs, AIHAREBURINARSE,
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LCMSMS irHZAEEF 63 ME=

B AR SR=EMRMRRECB(VRIL T RENE 63 MRS £, 63 MHREANITHTEE
M, EARXARERTE 0.9952~0.9999 Z 8], & iRE RBYEIERETE 85.0%~112.7%2Z 8], LIEEXERI .
REMZ RS, 63 FAHDRIRE I B FIEERBVEN R ERZE 2 517E 0.02%~0.64%741 0.40%~11.85% 2218,
NEREBER . FIAT 63 MHERANE,

KiBiF: HE =—EORREECANX

1. 523885

1.1 {¥g%
KASRESWREBEE LC-30 AD 5 =5k HIE{ LCMS-8045 BXxFA AT, BAEEN:
R iEdlgs ¢ CBM-20A B oy # 28 SIL-30AC
W & =X : LC-30AD R & X LCMS-8045
F B % . CTO-30AC g T fEuh  : LabSolutions Ver.5.118
1.2 &M
& 1 # : Shim-packVelox C18 2.1 mmI.D.X 100 mm L., 2.7 um
moonh M AME- K BHE-ZRE
Vi ® 045 mL/min
= |’ o 40°C

#HOEFE R R 5L
KB A N L BESER, BARFIRREN25%, BEERILERL
= 1. BESRNERER

Time(min) Module Command Value

4.00 R B.Conc 25
9.50 R B.Conc 38
10.50 £ B.Conc 38
14.50 £ B.Conc 60
15.00 £ B.Conc 95
16.00 R B.Conc 95
16.10 £ B.Conc 25
18.00 Esalll Stop

B st

kS - IR ESIH/- D L & E :250°C

E 4 S A" &E : 3.0L/min mMmEREE  400°C

m#H = m E o 10.0 L/min ¥ O & E :300°C

F 12 5w & @ 100L/min A3 % & X SREEN(MRM)

# O B £ @ 4kV(ESIH);3kV(ESI-)
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& 3. MRM &1

, EIEE =Y QiPre CE QsPre
No. RSB FR E e CAS No. o . ) )
BF BF Bias(V) (V) Bias(V)
357.20* -21 -14 -16
1 HZFAER Triamcinolone 124-94-7 395.15
225.15 -21 -20 -23
N . 343,25 -19 12 -15
2 AT Prednisolone 50-24-8 361.15
147.15 -19 -24 -13
" A 341.20* -19 -12 -15
3 YN Prednisone 19420 359.20
147.20 -19 -24 -14
) A 359.25* 20 -9 24
4 BERKEM 9-fluoroprednisolone 338-95-4 379.20
341.20 -20 12 -23
) 121.20* -18 -24 -22
5 S BTRYHA Hydrocortisone 50-23-7 363.20
105.15 -13 46 -18
163.25* -19 23 -15
6 AIRIAA Cortisone 53-06-5 361.15
121.20 -19 30 -11
" ' 357.25 -20 -11 23
7 RERR Methylprednisolone 83-43-2 375.20
161.20 -20 -20 -15
355.25* =27 -13 -23
8 BRI Betamethasone 378-44-9 393.20 147.15 -14 26 25
373.20 -20 -9 -12
355.25* -20 -13 -16
9 HIZEKA Dexamethasone 18296 393.20 147.15 -14 -10 -25
373.25 -19 25 =27
253.20" -22 17 -26
10 Ea NN Flumethasone 2135-17-3 411.15
121.15 -22 35 -21
391.20* -22 -12 -18
11 BERKNR Beclomethasone 4419-39-0 409.15 279.20 22 -19 -12
147.20 -22 29 -26
415.25* -23 -11 -19
) Triamcinolone
12 HLRE . 76-25-5 435.15 339.20 -23 -15 -15
acetonide
397.25 -23 16 -18
399.30* -22 -13 -18
13 HEREE Desonide 638-94-8 417.20 225.15 -22 -25 -22
323.25 -22 14 -22
321.20* -16 -14 -20
14 =L LN Flunisolide 77326-96-6 435.15 397.20 -30 -11 -18
339.20 -30 14 -15
Fluocinolone 121.20* -23 -34 21
15 EERZI VA . 67-73-2 453.15
acetonide 337.20 -23 -15 -15
R Triamcinolone 441.15* -25 -12 21
16 R P8 N BRERRS . 67-78-7 479.15
diacetate 321.20 -25 -17 -14
) 361.20" -23 19 -16
17 MALEN Fludroxycortide 1524-88-5 437.20
285.15 -23 25 -12
A 147.20* 21 25 28
" R Prednisolone 21-
18 AN A A 52-21-1 403.20 307.20 -21 -14 -13
acetate
385.25 -22 11 -17
377.20 279.30* -12 17 -18
19 AL Fluorometholone 426-13-1
321.30 -12 14 -14
— " Hydrocortisone 21- 309.25 -12 -18 -19
20 SR BEERES 50-03-3 405.20
acetate 121.15 -23 -28 -11
L Fludrocortisone 21- 239.30" -23 -25 -10
21 EEEEl | SN 514-36-3 423.20
acetate 121.10 -23 -33 -17



22 HKBTHF Deflazacort 14484-47-0 44220
124.10 -24 47 -11
" " Prednisone 21- 295.20* 221 -16 -13
23 Y- N 125-10-0 401.15
acetate 147.15 -21 -14 -20
163.20* -21 -26 -15
24 AIRAAEEEARS Cortisone 21-acetate 50-04-4 403.20
343.20 -21 20 -23
155.10* -23 -32 -25
25 X SEAAL Halometasone 50629-82-8 445.10
287.15 -23 15 -18
" R Methylprednisolone 399.25* -22 -11 -18
26 BRER B ERER B 53-36-1 417.20
21-acetate 253.30 -22 -22 -26
309.20* -23 -14 -13
N Betamethasone 21-
27 BMERIARSEREE 987-24-6 435.20 337.20 23 -14 -13
acetate
415.25 -23 -9 -19
97.00" -14 -23 -17
28 £ Testosterone 58-22-0 289.15 -~~~ T ——— - - Rl
109.05 -14 24 -17
309.25* -13 -14 -14
. L Dexamethasone 21-
29 bi S YN 1177-87-3 435.20 337.25 -23 -13 -15
acetate
415.25 -13 10 -19
) 413.25* -23 12 -19
30 RS Budesonide 51333-22-3 431.20
147.20 -23 30 -14
W N Hydrocortisone 17- 345.25" -23 -13 -22
31 SRR T BRRE 13609-67-1 433.20
butyrate 121.15 -13 -28 -11
309.10 241.20* -16 -23 -25
32 B =% Gestrinone 16320-04-0
199.15 -16 33 -19
R Fluorometholone 17- 279.25* -22 -16 -18
33 K EEEARS 3801-06-7 419.20
acetate 321.25 -22 -14 -14
109.10* -16 27 -17
34 FREZHE Methyltestosterone 58-18-4 303.20
97.10 -16 26 -16
— . Hydrocortisone 17- 345.30 -14 -13 -15
35 SRR TR BRES 57524-89-7 44725
valerate 121.20 -24 -25 -11
339.15* -26 -16 -15
PO Triamcinolone
36 R R EEREA RS . 3870-07-3 477.20 321.20 -25 -19 -10
acetonide acetate
457.20 -15 10 -21
\ , , 317.15* 26 -14 -14
37 ZmAL BB Diflorasone diacetate ~ 33564-31-7 495.15
279.20 -26 16 -12
337.15* -26 -18 -15
38 EELE NElE Fluocinonide 356-12-7 495.15
121.15 -26 41 -11
109.15* -16 =27 -10
39 JRIEZ2ER Norgestrel 6533-00-2 313.20
245.25 -17 18 -15
A Betamethasone 17- 355.20" -25 -12 -16
40 fE RN ERES 2152-44-5 477.20
valerate 279.20 -25 -18 -18
o 105.20* 24 -53 21
41 TRFARE Halcinonide 3093-35-4 455.15
121.20 -24 45 -19
381.20* -26 -12 -17
42 A== Prednicarbate 73771-04-7 489.30
115.10 -26 15 -19
_ " Loteprednol 265.25" -24 21 -17
43 SRS 82034-46-6 467.15
etabonate 359.20 -24 -13 -16
_ " Alclometasone 301.20" -28 21 -19
44 Bo] SUKAR W R ER B o 66734-13-2 521.20
dipropionate 279.20 -28 -19 -10
o 339.15* 26 -17 -15
45 RAERE Amcinonide 51022-69-6 503.20
321.20 -26 20 -14
L Halobetasol 391.05* -25 -13 -18
46 RS RAERES . 66852-54-8 485.15
Propionate 353.15 -25 -16 -16



Clobetasol 17- 373.20" -25 -12 -17

47 SBMERAERES . 25122-46-7 467.15
propionate 355.25 -24 -15 -16
Fluticasone 313.25* -26 -15 -20
48 k= S N[zl . 80474-14-2 501.15
propionate 293.20 -26 -18 -30
503.15* -28 13 -24
49 SR MRS Mometasone furoate  83919-23-7 521.10
263.25 -28 25 =27
325.25* -20 -15 -14
50 FEER FR 1 Z2ER) Megestrol acetate 595-33-5 385.25
267.25 -20 18 -17
L Chlormadinone 309.20" 21 -17 -19
51 BERR AT 302-22-7 405.15
acetate 267.20 -21 -22 -16
319.20* -26 -16 -20
N Betamethasone
52 =A1ub VNV ) ) 5593-20-4 505.20 411.25 -26 -12 -19
dipropionate
279.20 -26 19 -18
97.15* -17 -23 -17
53 ERENIT Progesterone 57-83-0 315.25
109.15 -17 26 -10
. Medroxyprogesterone 327.25* -20 -15 -14
54 FEFER R 252 R 71-58-9 387.20
17-acetate 123.15 -20 -29 -11
L Beclmetasone 503.20* -28 -13 -24
55 AR AL EE ) . 5534-09-8 521.20
dipropionate 319.20 -28 -17 -14
N Diflucortolone 375.25" -25 -14 -17
56 P ARl 59198-70-8 479.25
valerate 439.25 -25 -13 -20
. Clobetasone 17- 343.15* -15 -17 -23
57 SR T BRRS 25122-57-0 479.20
butyrate 279.15 -15 -18 -18
" Hydroxyprogesterone 313.30* -22 -15 21
58 [mlize=2ati] 630-56-8 429.25
caproate 271.25 -22 21 -17
/ . ) 126544-47- 523.30* -28 -13 -24
59 KREE Ciclesonide 541.30
6 323.20 -28 18 -14
N ) 183.10* 13 39 19
60 iy: o Estriol 50-27-1 271.25
145.15 13 38 29
. 143.10* 14 54 14
61 = F2 Estradial 50-28-2 287.20
171.20 13 37 17
145.10* 13 36 27
62 1A Estrone 53-16-7 269.25
183.20 13 35 12
, , 251.15* 13 24 17
63 [y Diethylstilbestrol 56-53-1 267.20
222.10 13 34 23
EEBFX

2. ER51ie
2.1 tRERREBBESRAZZRNENS B

E63tEiER (MRMEBIEEINEL) &, B/LAYMRENRDZHE, nBEEERA, FrIRENIIR R
M BERINFES MK (SEHEIE2), URFEREMSIEMNMIENRMENAMRE (Budesonide,
BMBUD, EHIE4) . &3 REFESEMBIVeloxBIERT, FHIZRMAMEMKL (B2) . HRERIM
SE (ME3) MiEDRSELILRIED B
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1250000{
1000000{
750000{
500000{

250000+

33

T
25

T T T
5.0 75 10.0

T
12.5

B 1. 63 MBRERILESKR MRM B15E (10 pg/L, 1§ 1D SAEX 2)

(x100,000) (x100,000)
:83335888?535888?) '132:431.20005473.2500(%)
] 230 i N 132:431:2000>147.2000(+) 5 ]
2099.393.2000>147.1500(+) ;”\\ bk SN 1 mihz=E (R5SE )
1 [ 5.0-|
157 [\ 1
1.0 (S ML RN ]
: R 25
057 - J
004 0.0
—_—————————————— o A SR ——
350 375 4.00 425 450 475 875 9.00 925 9.50 975

2.2 tREdh S

2. EHERIRAIE AR MRM BI1EE

3. FHIRTE MRM &% E

12 DRFMNE, DURENEALNR, BRERANPLIR, RAIMMERIERLERERZ @Bk
BYIRIRUERIZIVE 4), 63 MHRAENLIERETTEN, HEXRHAE 0.9952~0.9999 Z (8, BRERB
[BIRAEMETE 85.0%~112.7% 8], ZMEBEXIERIF, 63 ML EMBIRLIR (ASTM, S/N=3) 7£ 0.002-0.62
ug/Li8l, FEIME 0.6 ug/L (BRUEWHR 2 ug/l) BXR, HAM AR, BXABIRNELERILE 3.

i

T

750000

500000

250000

1500000+

1000000+

500000

00" 8o b0 T iho | W 00 s0 100 150 W }
SUERIRIR EWEE LA O IR
El4. 3t R
7 3. 63 MBI RN /ERZ S (INE 1/c)
. \ KPR
wS (=7 S4B (ng/L) MERRE TR (%)
(ug/L)
1 HZAER 0.5~100 0.9994 89.0~107.1 0.10
2 R, 0.2~20 0.9991 87.7~107.7 0.01
3 AN 0.2~20 0.9995 86.3~107.6 0.04
4 FRREN 0.5~20 0.9996 96.8~104.9 0.10
5 S ATRYA 0.1~20 0.9995 87.4~106.9 0.01
6 ISV 0.2~20 0.9998 87.9~104.5 0.06
7 BRECR B 0.1~20 0.9999 94.7~103.7 0.03
8 AR 0.2~20 0.9998 93.5~104.9 0.03
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10
11
12
13
14
15
16
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
42
43
44
45
46
47
48
49
50
51
52
53
54

HIZEKAN
AR
ERR
HEZRE
HERRE
RN
EEEZIIN
& Pl N ERER BE
AN
R R BERR TR
SRS N A
AL EEEARS
IR AT
R B ARERRER
Bl RIHARERRER
B AR
FRECR A B EA RS
EMRALEERR TR
=0
HIEERK AL BERR TR
mHRE
SRR T BRBS
B2 = &
oK R ER RS
FREZHER
SRS NpTi
L R EERERES
RN EEEARR
PRI NS
IREZER
EMRAL T ERRR
RTERE
& ERER
BHRE
PRI SRR R BRBE
TERE
EthZRAEREE
KBRS
AME R AERES
SR RRFRRR
BER FR 2 ER
ARSI ZER
EMRAA R ELER
ERER
AR FR IR 2R

=i

0.1~20
0.1~20
2~100
0.2~20
0.1~20
0.1~20
0.1~20
0.1~20
0.5~20
0.5~20
0.5~20
0.5~20
0.5~20
0.1~20
0.2~20
0.2~20
1~20
0.2~20
0.5~60
0.2~20
0.5~20
0.2~20
0.2~10
0.1~20
0.1~10
0.1~10
0.2~20
0.1~10
0.1~10
0.1~10
0.2~20
0.1~10
0.5~20
0.1~20
0.1~10
0.2~10
0.5~10
0.2~10
0.1~5
0.2~10
0.2~10
0.1~10
0.1~10
0.2~10
0.2~10
0.1~10

95

0.9996
0.9998
0.9978
0.9998
0.9994
0.9990
0.9990
0.9989
0.9997
0.9991
0.9997
0.9997
0.9993
0.9996
0.9999
0.9998
0.9987
0.9998
0.9981
0.9998
0.9988
0.9989
0.9991
0.9975
0.9996
0.9995
0.9996
0.9997
0.9994
0.9997
0.9994
0.9986
0.9980
0.9990
0.9993
0.9950
0.9982
0.9952
0.9986
0.9992
0.9991
0.9995
0.9997
0.9989
0.9997
0.9998

92.6~107.3
85.0~105.4
94.4~107.7
96.4~103.5
86.6~107.3
88.3~106.4
86.3~107.8
89.4~109.3
90.8~106.6
96.9~105.4
92.8~106.7
90.5~108.5
92.1~111.6
84.9~105.7
96.4~104.4
92.1~104.5
90.8~108.5
88.4~106.3
86.7~108.8
87.1~109.1
88.0~109.5
86.2~107.3
86.8 ~105.7
85.9~111.7
93.5~105.1
89.7~106.7
94.4~106.7
95.1~104.5
84.9~109.8
92.3~103.6
86.5~105.3
86.0~106.8
92.2~107.2
90.4~107.8
91.3~105.0
85.3~114.7
89.9~111.2
91.8~112.7
87.7~106.9
85.9~108.1
89.8 ~105.9
86.3~107.9
90.5~107.6
93.2~105.7
91.6~105.3
89.6 ~104.8

0.01
0.01
0.60
0.02
0.01
0.02
0.01
0.002
0.12
0.10
0.11
0.07
0.11
0.008
0.06
0.05
0.27
0.03
0.12
0.06
0.15
0.03
0.01
0.005
0.005
0.02
0.07
0.01
0.06
0.03
0.02
0.01
0.13
0.003
0.01
0.03
0.05
0.04
0.02
0.01
0.04
0.01
0.01
0.02
0.03
0.02



55
56
57
58
59
60
61
62
63

BRKIL N AEREE
NEEIp A v
RIEMIL T BRES

(it
WRE®E
i — F=
= E=
ii4i3
CIRIEED

=i

0.2~10
0.2~10
0.5~20
0.2~20
1~100
1~60
2~100
0.5~60
0.5~20

0.9997
0.9988
0.9983
0.9998
0.9994
0.9969
0.9993
0.9990
0.9996

90.7 ~105.5
88.4~107.7
85.9~107.7
92.2~105.3
93.0~104.5
91.8~112.1
93.3~109.1
92.1~106.3
94.0~103.4

0.01
0.04
0.02
0.03
0.31
0.30
0.61
0.12
0.11

2.3 HBEE

A= B8ERENEIRENEESIRERSRIORER, 8 NREFITIE 6 X,
B, 63 MR RE THRENIEMIEERVEXNATERE D FTE 0.02%~0.64%7%0 0.40%~11.85%2
8], ERKREBNUEFNHIEEES (K 4)o
x4 RENEMNEBEREEMLER (n=06)

SEUBRBRE, R

0.5ug/L 2pg/L 10 pg/L
wS EMER (RSD%) (RSD%) (RSD%)

R.T. Area R.T. Area RT. Area
1 R 0.23 5.44 0.23 4.94 0.10 3.75
2 R 0.22 2.77 0.11 2.18 0.11 1.47
3 AN 0.18 2.51 0.14 2.43 0.12 1.12
4 FRULE 0.26 6.67 0.21 4.95 0.10 1.17
5 SATHIAL 0.24 2.69 0.11 0.97 0.14 0.69
6 BIAYHA 0.20 5.98 0.14 1.96 0.12 1.17
7 RERERR 0.22 2.86 0.10 1.39 0.14 1.69
8 ERIARAL 0.34 7.16 0.16 5.73 0.15 2.96
9 HZERAN 0.16 3.16 0.11 1.36 0.15 1.45
10 FURIL 0.18 2.95 0.10 1.84 0.13 1.20
11 BEKRN - - 0.32 6.08 0.23 4.19
12 RS 0.20 5.66 0.10 3.52 0.13 0.69
13 HZREEB 0.14 2.31 0.07 0.63 0.10 0.48
14 =R iUV 0.15 5.23 0.05 1.56 0.11 0.85
15 EELZI /N 0.10 2.76 0.08 2.12 0.09 0.96
16 B FE 0 IR PR 0.13 3.68 0.08 2.01 0.07 1.19
17 SRV 0.27 11.85 0.09 8.52 0.11 5.75
18 R R FANY BREARE 0.10 6.81 0.07 5.60 0.07 1.92
19 AR, 0.12 9.62 0.07 6.28 0.09 3.22
20 SR EEER RS 0.06 7.40 0.06 435 0.08 1.80
21 Nl s N N =T 0.07 6.47 0.05 5.55 0.07 1.80
22 EuPEILS] 0.09 2.64 0.03 1.30 0.07 0.78
23 R B FARSERES 0.08 5.86 0.04 2.38 0.07 1.57
24 BIAYFARE ERES 0.09 6.52 0.06 3.13 0.07 1.00
25 FIE VN - - 0.07 470 0.07 6.47
26  HESERMEEEEEE  0.08 2.26 0.03 1.80 0.06 1.89
27 BRI ERER RS 0.06 7.97 0.04 470 0.06 3.40
28 £ 0.07 2.29 0.04 1.72 0.06 0.76
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29 HZEKFABEEL RS 0.08 6.62 0.02 3.65 0.06 2.53

30 mHRE 0.07 3.45 0.03 1.68 0.05 1.12
31 SULRTAORN T BRES 0.07 1.68 0.03 1.36 0.05 0.40
32 = IR 0.06 1.75 0.03 1.63 0.05 1.05
33 FK W BRER RS 0.07 1.95 0.03 0.74 0.04 0.63
34 FREZ A1 B 0.07 2.18 0.03 1.12 0.05 1.04
35 S RTARR TR ERES 0.07 6.07 0.02 321 0.05 1.14
36 H R RIBEREA RS 0.06 3.40 0.03 2.97 0.04 1.47
37 ZRAANEE R ES 0.06 3.98 0.02 1.06 0.04 0.84
38 ERE YN il 0.10 2.59 0.02 1.38 0.04 0.75
39 RIEZER 0.07 4.29 0.02 1.99 0.04 0.85
40 Rk S VNB A 0.05 2.49 0.03 0.79 0.03 1.82
41 RARE 0.04 4.60 0.03 4.22 0.03 191
42 R e ~Es 0.04 3.52 0.02 2.45 0.03 2.50
43 SERIE 0.04 4.17 0.02 1.74 0.03 1.60
44 Br] SURAR I A L EE 0.05 6.17 0.02 3.84 0.03 2.16
45 ZERE 0.04 4.79 0.02 3.53 0.03 2.60
46 R EMRAERES 0.03 6.89 0.02 5.90 0.03 3.72
47 S[UEMZRRERES 0.04 2.50 0.02 1.12 - --

48 k= S VNS 0.03 545 0.02 171 0.03 1.36
49 SORMFAYRER RS 0.03 3.55 0.02 2.46 0.03 2.15
50 B R B 3t 22 B 0.04 3.04 0.03 1.14 0.03 0.63
51 EER S S B 0.03 6.67 0.02 2.88 0.03 1.68
52 BRI R ERES 0.04 7.20 0.02 2.88 0.03 2.13
53 B {AE 0.04 277 0.03 2.72 0.03 161
54 EER R 2 5B 0.03 2.74 0.02 2.69 0.03 1.60
55 EEb SVNVESTEAS 0.04 4.22 0.02 2.19 0.03 1.52
56 PYEEIp AR il 0.03 3.84 0.02 3.02 0.03 2.23
57 SUSMAL T ERES 0.04 4.35 0.02 2.20 0.03 1.95
58 R 0.02 2.36 0.02 1.53 0.02 2.97
59 HERRE - - 0.02 3.93 0.02 1.72
60 ) - - 0.06 6.63 0.07 3.79
61 = F= - - 0.64 10.42 0.27 7.21
62 HEER 0.08 4.93 0.05 391 0.04 2.69
63 IR BERD 0.07 6.47 0.04 431 0.04 2.84

3. £ig

AR &R = EVUARAT R BBk A IX LCMS-80452 10N E 63M AR DT F57%0 1% T7 /A 63 M ZRAY
L, HABXFREM7E0.9952~0.9999 78], LMAEXMRY, HILWIIRE (ASTM, S/N=3) 7£0.002-0.62
ug/Lisle REMZRF, 63 A ZE AR E BT 8] 48 IF E AR Y A8 X 47 /8 18 & 73 5! 7£ 0.02%~0.64% A1
0.40%~11.85%2 /8], XNEstFRE R, FIATE3MREREMEEER,
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LCMSMSENE (RIEmP3Fhill =% 5

B B AoCEY T —MERREBERIEEIENS ZEIURFFIE(Y LCMS-8040 BExANERERS 3
MR BRI DTG %, RERERSBERI. eEALXSFmAERE, UIBHKENREIE, 8
SXRAEEIE LC-30A #ITIRE RN B, BZ RN N ERFEHITEE DT XRBIMIERILEE X,
3R AR RIFILMMARXY, XA 0.9994-0.9999 28l XWERAEFERENREIESR
ELR 6 JOE TR B E S0, 3 MR R IR B BY B 11 EARABXI AT R E 70 5I7E 0.744%70 5.55%LL T,
AGRBE R HoBERIRAEAREMIERESEE N 92.5%-119.0%, 757AR R 0.26-0.47 pug/kg
zi8l, EEFRTE 0.87-1.57 ug/kg ZiBlo SRINAKRBE, A75 AP LURE RIEmTUERERBIIFER,

Xigia: AR RER BSXREGRE —EMRTRIE

T EEIFZRER, FiR) LZERN—ERERTEILRKNE —MEEANXIHENR, F~EX
MIENSEARZRHREERPEFEHEND. . . CHEERET 18-Mitzsk, M.
BRI R OBM SRR D RIR AR, EIEEERIBRIVMETER, AR UE BRI, TR,
ERRYEMELLR 100:3, AR A TEMRER, EEEEMLLRZAIEHRBES, XEBIEHEARAT
PARBINENIER, BRNAERTIES . BERE. (BHEKAF. NERTRFEREER, FrIENas
[EMVALFIEEEFIRLSSIE. TS REN, EEHRTKASELERIRETOETRTHME. ILRRE
B BRIH XA =ZEURITE RIEAPIESZERBIAERQ AR E, B2 =FVRMTHRIEN LCMS-8040 XK
BZRNEMEN, BEEMEHSGRERTIN, BAESHNDBENE, sERKINEED .

AR HBSMBRAEEN =BT FUEEAENERERPRMRNER, HEAXKLIARSE,

1. SE3EERSY

1.1 128

NSLIER BB ESXREEIEY LC-30A 5 =E UM BB LCMS-8040 BXF RS, BIREZE N LC-
30AD X2 k3R, DGU-20As TEZRAR SN, SIL-30AC Bohi#fE2s, CTO-30A 1858, CBM-20A R4eiTHl2S,
LCMS-8040 =EMUARATEIE(Y, LabSolutions Ver. 5.53 3% T {Fus,

1.2 BIREH

RAEEIEEMS

B Shimadzu Shim-pack XR-ODS 11 2.0 mm iR 0.4 mL/min
.D.X100 mm L.,2.2 um AR 10 uL
TRohAE: A—4lizk, B— 2B, A/B=60%/40% (V/V) & 40°C

MBI BRI 1
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=1 BERRER

Time (min) Module Command Value
3.0 Pumps Pump B Conc. 65%
31 Pumps Pump B Conc. 40%
6 Controller Stop
FUE M
BFR: ESI, ABTFHE BAF B RE : 250°C
B REOBE: 45kV IAESER © 450°C
PBEFUE: 1.0 mm AR ZRMEN (MRM)
245 @R 3.0L/min LFERRYIE]: 80 ms
FIES: @A 15L/min ZEIRET[E]: 3 ms
ES: | MRM £&%: II&k 2
7= 2. MRM &%
AR R EZFR CASS  HIfAEF B+ QiPreBias(V) CE(V) QsPreBias(V)
I — 2 Estradiol 50-28-2 271.20 145.15° 10.0 39.0 25.0
271.20 183.20 10.0 45.0 29.0
iv: ] Estrone 53-16-7 269.20 145.10° 10.0 30.0 25.0
269.20 143.20 10.0 50.0 24.0
GRS Diethylstilbestrol  6898-97-1  267.15 251.20° 10.0 25.0 25.0
267.15 237.25 10.0 27.0 24.0

1.3 Hmbl&E
1.3.1 ERtnaETIEfLESH]

FRZRBEHIRER 1.0 mg/mL B9 B 3R, RREN 1.0 mg/mL 89 3 MgE=A BEMAK (v/v,
4:6) RRIBREE 10ug/mL BLEETE, 3§ 10ug/mL #9 3 S E B AT, IF T RERDHEERLKE
=802 100 200 50, 100. 200 pug/kg BIFRAETIERE TR EFHRERL,

132 HmaihIEs %

ERTEHSE A RBRERREFNMEK L.0Og FTEOEF, IO 10 mL FEEHITAE, JRIES min
AR 30min, ARBFIEHRZARNHITRE, &EHA 1mL ZBMK (vv, 46) #HITESR, BRI
0.22 um JERR/EEX 10 uL BFRRECAB N 2.

ZRi11ie
2.1 fREHRR MRM &g
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1:271.20>145.15(-)
12:269.20>145.10(-)
125073:267.15>251.20(-)

1000

=
75&: & %&
m

(;.0 ‘ ‘ ‘ ‘ 2‘.5 ‘ ‘ ‘ ‘ 5‘.0 ‘min
B 1. BEMESREE R 2 pug/L B9 MRM @i
22 4M4XFR
% 1.2 DI EEEITIE, LURERMEALR, IEEFRNMALIR, RAIMREARIIRERL, 3 Fhik
AZETT 10-200 pg/kg NELMRESEEIA, LMHBEXM R, BXAETE 0.9994-0.9999 i8], H /AR R

MEEMRIE 3.
*® 3. MHERNRERASH, MHRLTEER

2 — L4SERE HBXRE 16 H PR TR
(ug/kg) (R) (ug/kg) (ug/kg)
e —Fe Y = (275821)X + (-523.805) 10-200 0.9999 0.39 1.30
EFR Y = (617762)X + (-2333.08) 10-200 0.9994 0.47 1.57
Ry i) Y = (396753)X + (-2166.69) 10-200 0.9998 0.26 0.87
23T ELE

RIS NERERRSIRFROERF ORELEX 4), HTUE 6 R, 3 MYIBBIREE BIAEXIAR
HEREMIEEARBEXIARERE D FITE 0.349%~0.744%7H] 2.16%~5.55% 2 [8], LERFTARFEE RIFIIE

e

o
x4 REWENEEREEMLER (n=6)

R RSD% (10 pg/L) RSD% (50 pg/L) RSD% (200 pg/L)
R.T. Area R.T. Area R.T. Area
It — 2 0.744 5.50 0.600 533 0.713 3.48
HEER 0.512 4.40 0.628 3.62 0.375 322
[y i) 0.538 5.55 0.556 472 0.349 2.16

2.4 BRINHRIEIE

4 NRBaBERIZIE 1.3 FFEEIEREFE MRM 235 E, ERELSERTRN 3 MENRES
RAE, D0AR MRM &3EEIE 3 Fn, ME 3 FeILIEE, ERNntFmEE ERU EHERIFRIEAL,
INAREIEREE R AR 5,
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1:271.20>145.15(-) 1271.205145.15(-)
70&:2:269.20>145.10(—) 300072:269.20>145.10(-)

600 2267-15°25120() 13:267.15>251.20(-)
] 25001 -
5007 1 ¥
] 2000 B
40&5 150(}E Lél |2
3004 ] \ %
o] [
: : I
1004, L ] sy ) .
o] 0]
0.0 s 50 min 25 50 min
2. FREMERMN MRM E1%E 3. RESEERIR 10 ug/kg BY MRM &% E]

& 5. RERTUHESIRICN S INAREIRERES
KMARE IARRE 1 SKMREE 1 B 1 IIARREE 2 TMRE 2 [EIY 2

E=x

(ug/ke) (ug/ke) (ug/kg) (%) (ug/kg) (ug/ke) (%)
1 — iz N.D. 10 9.25 92.5 50 542 108.4
i N.D. 10 113 1134 50 50.4 100.8
CIFHEED N.D. 10 119 119.0 50 48.5 97.0

A N.DRTRARIEH

3. &ie

AR T —MER REBEXRAERIE S ZE R RSB E R P RERA BN DT 5
R 3 MUEMEBNERTE 10-200 pg/kg LIESEEIA, HEXREIE 0.9994-0.9999 Z (8], MMEFSAEIRERES
AR FITHREERR, E4 6 N RENEMIEERENATERE D 57E 0.744% 5.55%LLF,
NEBEE R 3 MR ARIRERWERSEE N 92.5%-119.0%, 75 7AMERE 0.26-0.47 ug/kg Z
18], EEMRTE 0.87-1.57 ug/kg Zigle SKIERKRAZGEARBERD, DRBSVREEES =ZENRTR
BB A (AT LU e (R A P S R BRI TE Ko

101



3.5 PAEMEIREMIE

HEERIRERELEEEMAILEERRE. ZRERIBE. BHELRKTRE, NMARRET
DHEVRAR, IERRERMEBEREZMEmMND. HF, BRECEENHN—, EEEFRF. 70O K8
A, BEBME R DIMRIRFEN; B e BB T REETm™, HAEBOZHIER, X T OMA T,
RIEZEE—ERNEWR. i, —ERERRZMNEERR. BERRALUET NMEREY), HEEE
BEIR TSR, WTFEEYFHHEL SEAVERIRAE BIFRIER. KN mEa B R, RSN LIEE. T
FFBR. MR, XKEEK. RERARSFE—ETN, #METERELERBSE, XEZHNEN, ©H
XRERmES T -EREMRERISIFHE DRI ABFAEER.

HEERXRERLTENNIFEZRNAY), EPEENNER _RASEKAY), N+, LaRE S,
XEAY BT HFMEIRY, BABRARIMESBMERER, fIa0, M+t REE b AmpvHEE, fA
FERBRMMANE, 2AM, IBERIXERAYFEERANL. EBRBNARNE, KACHASSEEE
MO EKH, —BELHrexHImbi A, NERE. REMNE. BEF. HH, MEZNERFIENRES
MEEk. FEME, EERBRES. B, EBELLZEAYRABERNER, BRELLH, XEHY)
XNARREBERFE ZINGIER, FILUESHERR, Bd8FRrIaSEPTRING]. EXETEER, X
LAPEANNARTARA TIBETEME "LEHUR" , A2 T ERENERNZE, TER
AT RERRDIRF.

EERISEAYINNTESZEERB A TR FTRETTE (RERRE 75 MIEERINK
FMRIN BJS201710), XLEFEF TN LCMSMS E. A LR T B I KIEERIMAMNN A H ZE,
HBEXIWNARSZE,
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LCMSMS&N7E 7 (i on P bl E 1 © F THPSHFR SR 251

o B ASCEN T —MERSEBEMIRMEEIRN LC-30A F=E UK RIEMN LCMS-8040 BXFNIE EE
RERBEPARZRSLAY) AME, TEIME, B, MEZWe, SEEY, —We, 1Y) WA
o RFIMMERIR, EMMINE 7 MEZREXANY), HE 0.5~ 50 ug/L SEERLZMEREF, HXRHY
ATF 0.999; FEIREMERELRLERKRA: EREBIEMNIEMRAENITERESHITE 0.03 ~ 0.23%
0.73~5.771% 8], NBBERERF; 7 MHBRVCHRETE 0.04~0.10 ug/L Zi8), EEFR 0.17~0.40 ug/L;
B SRINAREIUERTE 75.9 ~ 125.0%i8],

XA XTAEX BEHEHELRELD B8ERREEIEY Z=SERATRIBNY

R ZRBEWY)(Benzodiazepines, BZDs) 8 1, 4-AH _RENITEY), IREREREMNE 20 &£
f, REABEESER. MEE. TR, R ZEER, BRAEA BRI TEERHLRRL
NFREERT, DUBRETY. B2MRA BZDs al/~4L8EE. T, &K, WFRIDGIZERIFER, KA
RABZ-EMSM. KREEMNARESE. Altt, REZEEPHAE, ZIEEPRARFREGPRIEE
Y. 2012938, ERBERARKEEESRAKHN (REEERPRIEIEADINNYREE(F—
#)) S0FHBIRRLEL 2 BZDs, IR ERIEX SR IR G E. ARXTIHER, B17BZDsZ¥rIaNT
FERTHRNE,

Bal, PRANRRERRFBZDsHNEHEZFETEREIEA(TLC). SXRMEEIEEHPLC). S48
ik /R SA(GC/MS). SABEIE-RHFILE(GC-MS/MS). RIBEIE-BLFILE(LC-MS/MS); BYEFLC
MS/MS BI AN HITEMMEENT, FNEEREES, MHRRNESR, 2EFRBZDsINE
ERRAE. Eit, AXBERXNESGE, BIONEEE L FRERFBZDsHBEMRIEEE-BEKRIE
DHEE, AIMEERENARSE,

1. S2388R5

1.1 Y38
RIIEHZEBEMREEIEN LC-30A 5 =F UK FIEN LCMS-8040 BXA RS, BEMAEEEN LC-

30AD X2 k3R, DGU-20As 7E£RAR S, SIL-30AC BohifttEes, CTO-30A 248, CBM-20A R4iixH23,
LCMS-8040 = EPORATFFRIE(Y, LabSolutions Ver. 5.54 &3 T {Fik,
1.2 3%
BEEE Y
DITYES: LC-30A R4

Bt Shimadzu Shim-pack XR-ODS 1l

2.0 mml.D.X 50 mmL., 1.6 um

meniE: A—0.1%FRRICAE; B—ZBMIR:

0.3 mL/min

AR 10 uL

E: 40°C

AR AT BREER, B ABRIEKRER 20%,

NG S ANE.
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=1 BERRINEER

Time(min)  Module Command Value

1.00 Pumps Pump B Conc. 45

2.50 Pumps Pump B Conc. 45

3.50 Pumps Pump B Conc. 90

4.00 Pumps Pump B Conc. 90

4.10 Pumps Pump B Conc. 20

6.00 Controller Stop

B M
B ESI(+) INPAEHRE : 400°C

BFREO®BE: 45kV PR ZREEN (MRM)
EZW4R: &S 3.0L/min FEAAYIE]: 20 ms
FIES: RS 15L/min ZEIRBY[E]: 3 ms
ES: ™S MRM &%: II&k 2

AT ERE: 250°C
& 2 MRM &

5 . s - w4 o Q1 Pre Q3 Pre
RS X E RH CAS = AIAEF FYBET . E ,
Bias(V) Bias(V)

. ) 59467-64- 291.10° -17 =27 -30

1 BRIAM S Midazolam 326.05
0 249.10 -17 -37 -25
29975-16- 267.05 -15 -24 -28

2 X RIS Estazolam 295.00
4 241.10 -15 -24 -25
. 236.10° -14 -24 -16

3 G Nitrazepam 146-22-5 282.05
207.25 -14 -35 -22
28981-97- 281.10° -16 =27 -30

4 e A Alprazolam 309.05
I 274.15 -16 -25 -19
- 270.05° -16 -25 -29

5 SUBHTE¥ Clonazepam 1622-61-3  316.00
241.05 -16 -37 -16
. ) 28911-01- 308.05 -17 -28 -21

6 W Triazolam 343.00
5 238.90 -17 -45 -25
’ ) 222.10° -14 -32 -20

7 HFE Diazepam 439-14-5 285.00
193.10 -14 -26 -22

CRIAEEBRT

1.3 Hmbl&E
1.3.1 tREARECH]: BZRE7K (20/80,v/v) ARMBIAF, ¥ 10 mg/L BEITREARFEREM 0.5. 10 5. 20
A 50 ug/L REIRERESTTELIERK,
1.3.2 HFmETahESE:

FREX1.0 gisl i (RE. F IR EENRFIREFEE) F50 mLEOEF, NS0 mLEEE, BERER0
min, ZAELL10000 romEREIRE 010 min, EXH1 mLEE®R, BIE: 7K (20/80,v/v) Ak#HREL
&, 24045 umBFFLIRET IR, RR&RRD .
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2. SRt

2.1 tREEA BRI MRM &iIEE
1.0 ug/L B ETRAEARE MRM B3EUWE] 1 Fir.

60000 —1:376,055297.70(+)
10'295.00>267.05(+)

50000 13:282.05>236.10(+)
14:300.05>281.10(+){2.00)
15:316.00>270.05(+){2.00)

40000 —16:343.00>308.05(+){(2.00) ®
17:285.00>222.10(+) ~

S

30000 - HW

20000—2 “}H ©

10000 ) {jw—“j“ﬁ‘—’“w
0(;0‘ T T

11.0 ug/L SEE4REE8Y MRM
(LKA S, 2N EME, MY, 4REMe, 5 REmY, 6.=We, 7M7)
2.2 4M4XR
RORER 050 1. 5. 20 M 50 pg/L BEAMVELIER, 1% 1.2 FRDRFMEHITIE, IMRHAGIER
Hh%k, WE 2 Fimo

Area Area Area
2000000 ik pas o> -
] e g T
] 50000 100000
10000004
00 250  Conc 00 280  Conc 00 250  Conc
Area Area Area
1 frEwe SUHPE ¥ =me
500000-] 50000 50000
00 250  Conc. 00 250  Conc. 00 250  Conc.
Area
100000
buLziche o
50000
00 250  Conc.

27 M ST I E
& 37 MYIBIRER A SR

No. BFF ZIESEE 3093225 HEXRER
1 BRI 0.5~50 pug/L Y = (46687.0)X + (5569.65) 0.9999
2 B[y 0.5~50 pg/L Y = (18687.0)X + (2226.34) 0.9999
3 S Fichad 0.5~50 pg/L Y =(37702.3)X + (3394.27) 0.9999
4 [EE=A 0.5~50 pg/L Y =(16930.2)X + (-137.049) 0.9999
5 ST 0.5 ~50 pg/L Y=(17171.6)X + (1151.02) 0.9999
6 =M 0.5~50 pg/L Y = (18783.0)X + (-642.364) 0.9999
7 P 0.5~50 pg/L Y =(20309.8)X + (759.258) 0.9999
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2.3 iiRMEEMR
Fohl 0.5 ug/L RURBEARIE, FA1T 7T REEDHT, N ERNEERFIGERHERRSEN 7 XUELER
WEHEAVERE S, EHQHRE MDL=3.14XS, E£R LOQ=4XMDL,
R AT YR RS E 2R (n=7)

No. =R IRAERE (S) K HR(ug/L) EEMR(ug/L)
1 BRAM 0.02 0.07 0.28
2 LM 0.03 0.10 0.40
3 B 0.01 0.04 0.17
4 fEme 0.03 0.09 0.37
5 SUBHEE 0.03 0.10 0.39
6 = 0.03 0.08 0.33
7 P 0.03 0.10 0.38

24 BBELR
FCHIUNER 4 REBVREINR, EEFF 6 /X, 7 MBI ESYIR B EMIEEIRAETERED
7£ 0.03~ 0.23%#1 0.73 ~ 5.77% /8], YEHERE BT,
% 5 RN EANIEERES HER (n=6)

RSD% (0.5pg/L) RSD% (5pg/L) RSD% (50 pg/L)
No. BN

RT Area RT Area RT Area
1 BRiAMe 0.23 4.19 0.12 3.06 0.08 1.38
2 XEWe 0.08 5.45 0.09 2.10 0.04 0.87
3 HEFAES 0.14 3.58 0.08 1.78 0.03 1.71
4 FrlE 0.19 577 0.10 2.98 0.03 1.11
5 SUETEH 0.10 4.29 0.08 2.48 0.04 0.92
6 —We 0.20 3.72 0.11 3.20 0.03 0.73
7 HIPE 0.06 5.74 0.08 141 0.03 1.06

2.6 EENNREE

%R 132 PiEmBI&EHEE, IItnE B0k 6. MIRAER B | L5 @B IR RIERTE 75.9~125.0%
zia); BAGERINK 6. FamSiFmiitrieEELE 3. B 4 Fik.

10000 —71:326,055297.10

20000

) TI326.06>291.10(%)
12:295.00>267.05(+) 12:295.00>267.05(+)
13:282.05>236.10(+) 13:282.05>236.10(+) ~ @
14:309.05>281.10(+) 14:309.05>281.10(+
7500 15:316,00>270.05(+) 15000f5:316.00>270.05§+;
16:343.00>308.05(+) 16:343.00>308.05(+ )
17:285.00>222.10(+) 17:285.00>222.10(+)
5000 10000 |
2500 ~ ‘ 5000 | ~
Y U WS - o ——
ot A O N o bt =

‘ e e I e I
00 10 20 30 40 min 00 10 20 30 40 min

3 TR EEE 4 0.05 mg/kg EBINITEEIEE
(LBAME, 2 EIMEe, 3FEEEE, 4 MEMWE, ST, 6.=We, THFEY) K6 MMEMEREER
PR IOAREIUEEE Y%
No. BERE i

(ug/kg) 0.05mg/kg 025mg/kg  2.0mg/kg

1 BRIAM S N.D 89.6% 75.9% 78.8%

2 RIS N.D 80.4% 93.8% 101.7%

3 mEFa N.D 108.0% 112.0% 106.0%
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4 Fey i P N.D 118.4% 115.7% 107.4%
5 SUBHFRF N.D 93.2% 88.3% 90.6%
6 W N.D 125.0% 117.5% 112.7%
7 HFEH¥ N.D 88.6% 95.1% 94.9%

A N.D BRI H

3. £hig

B BRBEBRBEIEN LC-30A N=FMRAMTFIEN LCMS-8040 BXANIE SEFFEREmT 7 MK
TREERDY) (WEME, YEME, BIEY, MERE, [EEH, ZMWe, M), LR, BX
AHIYART 0.9999; HiLHFRTE 0.04 ~0.10 pg/L Zial, TEFR 0.17 ~ 0.40 pg/L Zi8); ZH5FIFamIIRRY
[BICERTE 75.9 ~ 125.0%218]); ZAEREBDITRER. REESNER, EaNERELHEAYTER
SX4Y), UNNERBRRADGKEEESRATH (RERRPREIFEAMIYHRRZE (F5—H)) +
RZRSLYH T,
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LCMSMS 3t iR{@mRBELZ3E 4 a5

B ANELT —MERSEBEXREEIE A =Z BN RS EENERERFELZ. XEL
%, RILBLLZIRAIRN G E. &FATE 2min RERRDBIUMEBLLZ 254, FERERBZELRSE
RYRZ B B M IEE RS AR ERZE 2 BI7E 0.11%~0.31%H] 1.7%~5.9%2 /8], ERKBNSBEEERL; &
FUINARRER AR R R EUI AT 0.9994, F A EHRM A EEERD 51T 0.36-0.40 pg/kg A 1.46-1.62
ug/kg Z.i8ls

xR RiEm By B8e0REEIE N =ZEERFRIEN

BtZEAY) (XMEBLZERE) B—RERTHRELAREF, BTELZBOITEY, HN
FRSEERI MR EBEFHEIT2 M, KA UBFERS. KRR, TUEES., BRIBERESEERIEH
N AEAS R, —EHERRBRATNEINTREAEERN T XELLZEKLAY), BFNEFIEREHT
1=h, fBRESHHEEERRES. ALET— MR ERNEEZY), UERNELFIRITAZ+
NINER, BRNEE=ZENRTIE RELPELLZRAYBIERQNITE, &x3XZF (SN/T 2217-2008
i OsrR e M Bt Z XAV R ENG ZSMRERIE-FUE/IEE) , EAREBSRRIEE
B LC-30AM = EPURAT BB LCMS-80408K A, 211 7 RfBam P ELEZRAYBILN 5%, HAXKEN
AREZE,

1.32388R453

1.1 128

NSLIER BB ESREEIE(Y LC-30A 5 =E UM BB LCMS-8040 BEXF RS, BAREZE N LC-
30AD X2 k3R, DGU-20As TEZLAR SN, SIL-30AC Bohi#fEgs, CTO-30A 18758, CBM-20A R4iTHl2S,
LCMS-8040 =EMURATRIE(Y, LabSolutions Ver. 5.53 3% T {Fud,

1.2 SthFMH

RAEEEMI R FE=: @S 15L/min
DINES: LC-30A R4t RiES: @S

B Shimadzu Shim-pack XR-ODS 1112.0 mm AT ERE: 250°C
.D.X 50 mm L.,1.6 um INPIRBUEE : 400°C
MEiE: A—0.1%Z 87K, B—ZHE, PEEN ZRNEEN (MRM)
A/B=60%/40% (V/V) ZEEEh: LEERRYIE]: 100 ms
FER: 0.35 mL/min ZEIRET[E]: 3 ms
AR 5L MRM 2%k sk 1
R 40°C

BB

HHrIEs: LCMS-8040
BFR: ESI, BT
BFREOBE: 45kV
REEHE: 1.0 mm

ZHS: AS3.0L/min
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& 1. MRM &

RS Z R Byt CAS S BIREF FHIEF QiPreBias(V)  CE(Y)  Qs;PreBias (V)
183.00 42.15 21.0 21.0 15.0
Btb% Barbital 57-44-3
183.00 140.20 21.0 14.0 26.0
231.00 42200 16.0 16.0 15.0
ABELEE Phenobarbital 50-06-6
231.00 188.10 16.0 9.0 19.0
FXBLL 225.00 182.20° 11.0 13.0 18.0
_ Amobarbital 57-43-2
% 225.00 42.20 11.0 22.0 14.0
Secobarbital 237.00 42.15 12.0 18.0 14.0
EAIR . 309-43-3
sodium salt 237.00 194.20 12.0 11.0 19.0

1.3 H#mHE
1.3.1 ERtnETIEHLKECH!
FRZRBEREIREN 200 mg/L B9 IR 4 #2594, FHRBEHREIEEE] 200 ug/L BRENME; BIROXA
KIEREBIRE S50 0.8 2.00 4.0. 8.0. 20. 40. 80 ug/L BItRETIERBT AN AL,
1.3.2 HFmETIESE
ERMITIREREREFNMNE 0.5 ¢ TELER, A5 mL ZEEHITARE, RIES min, BERE
BY 30 min, #&A/Z 10000 rpm SIREL 5min, B EERAMRERFRAKESRZE 0.5 mL, i 0.22um JEEE
Mo

2. 5R1ie

2.1 {REFSE MRM &iE
SRR AARELA MRM GISEIE 2 Fiw.

(x1,000)
[1:183.00542.15(-)
12:231.00>42.20(-)
13:225.00>182.20(-)
14:237.00>42.15(-) s
7.5 B R

5.04

2.5+

0.04
000 025 050 075 100 125 150 175 min

1. EBEZEAYRER 20 pg/L 89 MRM &iBE

2.2 ZMEXAR

12 1.2 FR D ERAHITIUE, DURE LS, EERANLAR, RAIMRHERIIRERS, WE 2
PR, 4 FELEZEZWTE 0.8-80 ug/L RILLMERETEER, SIMEEXIERY, HXRIIE 0.9994-0.9997 Z
8], FERERMESRIE 2
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0o 280 500  Conc. 0o 280 500  Conc.

1. Btz 2. XBH%

0o 2560 500  Conc. 0o 250 500  Conc.
3. BIkBLb% 4, RPIER
2.4 FE L H 2RI R LR

* 2. BLREAYREmMLASH. KERNEER

&7 Bofas SHSE (gl BERm R R ERIR
(ug/kg) (ug/kg)
Bt Y =(644.343)X + (-38.1247) 0.8-80 0.9997 0.36 1.46
KBELbE Y =(720.977)X + (-222.995) 0.8-80 0.9996 0.40 1.62
SXBELEE Y =(883.306)X + (28.0151) 0.8-80 0.9994 0.38 1.48
TR AR Y =(948.048)X + (74.1888) 0.8-80 0.9994 0.38 1.54
2.3 ELE

HMERESNERERRERF RO ORELEK 3), TTUE 6 R, 4 MYIBBIREEBIAEXIAR
HEREMIEEIRREXN AR ERZE D 3TE 0.11%~0.31%7H] 1.7%~5.9%2 i8], ERZAR G AR RIFHIEEE,
* 3. RENEMEERREEMER (n=6)

. RSD% (2 pg/L) RSD% (8 pg/L) RSD% (40 pg/L)
ES R
R.T. Area R.T. Area R.T. Area
B 0.31 3.7 0.21 3.7 0.18 2.2
XELLE 0.31 5.9 0.17 4.0 0.12 1.7
BB 0.20 48 0.11 3.5 0.12 2.9
REJER 0.12 5.8 0.10 3.1 0.11 33
2.4 BEIIRER

El 4 MREEERIZR 1.3 PEmH&E 5 AFE MRM B1EE, ERERERPAINRRS=MKE
AVELEZRAYPESHIRF, JIAF MRM SIEEIWE 4 PR, ME 4 FEILUEER], ERIFMFEEEERMU
EHERGERIMBLN, IIAREERLERILE 5
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(1,0
1.50%1783.00542.15(-)
()

13:225.00>182.20(-

1.2594:237.00>42.15(- () )

1.00]

0.75]

0‘50»\/\/\/\/\/\_/“/\/\/\,\/»\/&/

000 025 050 075 100 125 150 175 min
& 3. RERERN MRM Bi%E
(x1,000)
1.5071: 183 00>42.15()
2:231.00>42.20(-)
3:225.00>182.20()
1261:237.00542.15() “
2 o o
1.00] g % ]
=S
0.75] =

0.507

0.257

0.00]
000 025 050 075 100 125 150 175 min

B 4. REEDERT 4 pg/kg B9 MRM BIEE]

x4 RESTELEZEAMENSITEIRERER (RAPREEHEF) (n=3)

2pg/kg 4 ug/kg 10 ug/kg
1 =
BIR (%) RSD% Bl (%) RSD% EI= (%) RSD%
EBrhs 78.4 5.4 92.9 5.2 1022 43
FEOLhE 1232 5.8 98.4 3.9 1185 23
P dulng> 1005 6.1 93.4 37 121.0 22
RATER 83.6 6,8 93.1 37 1199 38

3. _n'le

SN T —FER BB e MRS R S = BIURA FUSE R ONE R AT B Z X AMRERN
DT %04 FRE L ZIME 2 min ASERD S, K IMESEEMER 25 57 0.8-80 ug/L #1 0.9994-0.9997
Zlae SHMEFEREIRENRSINEDREITIERELLR, 154 6 HFRENEMIEmRNENITER
EDHTE 0.31%F 5.9%Z EILLTF, NEERERT. 4 MELLZRAYIIIIFAEIRERIWETEN 78.4%-
123.2%, 7 A HBRTE 0.36-0.40 pg/kg 28], EEMRTE 1.46-1.62 ug/kg Zi8l, SLILERKRIFIZ S IEIRIE
= BEER. REES, TLUARRERT EZ AR,
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/
3.6 EHMERE

HEEREFH, HBEEERFMA, A, MIFEBA TG EIER I HIEYER
PRERBVEERE. WERATEBNENEASSEESND. I, SKEEY), HEENSKRE—iT
RIEYI. EEEAINERT, SRS REBRLEET, EBRAXMLARE, Pl tERs | KTSE
N, MNOBRMEIOH. WkEYE, EEfkEm. SHFEEENAEEME, BIRFREEHNEN
B, SMHEIZL MRTEFIZENLEEBMEHAE, thihREE. BEEHME, BARERTA
REIREILGED, —BREAN, SXHERFSHTERE, 5IRBINEE. MESAIBER. b, Bl
AIEPIRSEYIBVNIBET NS, LINRBEGRESSNRERD, NELREEIGENWETE,
HEMEYERIEEERNAES. MR, ~DABTXREEYIEHIAE, RZTWANR, TEE
R EYMENSE, E—TINKT BRERXFL,

FEF L EREEN S RN E, NPAMBHIZHENRZETEREBEEER . XEEYFS RN
W EBRNFDIE BRRIEEIEE. BRRERKAZE REDMANNE IR ES. Hf, £A=EN
IRATRRERAR, REBRINZHAFERLMERERY), BRERENNIEER 2T 2, BFEHM
MBHZETEMSERESWVNER %, ZBLETHIEYESENNALR, HAXKLUARS
=L
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LCMSMS SR EHPFRESHEF 24 HEMR

B AXEASRS ETRER BN T REEIR 24 MEERSRERR . BRE,
LN, BPHEXRI 20,99, BIRIF, 3 MITKT FHTEMRTE 79.6%~107.0%, 18X
R RSDYH 5.39%+17.0%, B AMMIBEE, B, REEE, BEMET, SETREENIRELN
SRR ST,

KA BUAS BB LWE S EOTRERBN

EEHANEMER—REESRANENRIE I EY), ZHIEFMERZ, AFEPHRTERIE M
IBMERSIEIER. RIEXEIREREFRE T, BUNZ5IRESMESERNEYREESRE BYE. &
ANERE, BEX FAELF, REESBEAMPREETEE LRI EEYH, SRRANXEEYEN
INRER, REAANAY, HAREEN, IMMSBFPESEH Lt

ER=EMRFTRRECAN, BRI SMARIRNIER B, BRifERENTIEER+2T
2o AL, ASCRABSMRAEIE-BRAEERY TREEFFRE 7 XPRHHIT 24 HMSERDAIIR
RIBERN 5%, LI T HRENNHASMERFHINSRELTE, "AmNEERE. ERIERHEER
iR,

1. LIEERS

1.1 {¥2%

AAEAH#E LCMS-8050 =&tk H&mEcAN, BAEEN:
Z 4t 17 Hl 25 CBM-40 i = Ml: DGU-20Ask
)] 5 &: LC-30AD X2 B ©h # & 2. SIL-30AC
=+ pi} #&: CTO-20AC T 3% 2 I 88: LCMS-8050

B & T fF uh: LabSolutions Ver.5.123

1.2 FRFEHF

BABE

B % M : Shim-packGISSC18 (100 mmx2.1mml.D,1.9 um 52 (L&) £k
FMBIRAT, P/N: 227-30048-02)

om0 ARB-5 mmol/L ZERTRIKAR; BAE-ZBE
m B® . 0.3mL/min #HOFE 2 D 2uL
=+ = . 40°C

BRI BRERR, BABRIMEIREN 10%, ERAER TR 1
=1 BEANRER

BfiEl(min) Bt SISENREC &
1.00 £ B.Conc 10
7.00 £ B.Conc 90
9.00 £ B.Conc 90
9.50 £ B.Conc 10
14.00 =528 Stop
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RIS

= ¥ R ESI(+) m P ROR E 1 400°C

EZ R A &E :15L/min DL & E :200°C

m PSR | R 10.0L/min ¥ O R E :300°C

+ B S " & : 10.0L/min A #E &R X ZREEN (MRM)
MRM = % : &k2

& 2. WEaYMERE R MRM S

1 Pre 3 Pre
Q CE (V Q

No. &Y TR CAS BIREF BT _ i
Bias (V) Bias (V)

. 138.20* 17 24 24

1 AESH 51-34-3 304.05
156.10 -10 -16 27
e 140.10* -17 -25 24

2 LEBEW 55869-99-3 306.00
122.30 -16 -28 22
e 124.05* -16 -26 -20

3 BER/R(ILTFE 101-31-5 290.00
93.15 -16 31 -16
\ 156.10* 17 -22 -15

4 FEAIDER 52646-92-1 319.95
138.30 -17 -23 -25
239.00* -18 -29 24

5 =3 115-53-7 330.00
181.10 -18 -35 -30
156.20* 27 -35 -16

6 ESPNH=CES 38748-32-2 361.20
320.20 -10 -13 -16
178.25* 22 -54 -18

7 ESUN: == 37239-47-7 858.20
206.10 22 -45 -19
201.10* -19 27 21

8 ESPUN=AES 34157-83-0 451.10
215.30 -12 21 -15
X . 184.05* -18 -40 -19

9 T T /B AREER 57-24-9 335.00
156.00 -18 -48 27
‘ 324.05* -12 32 22

10 DEF0 357-57-3 395.00
244.15 21 -38 -26
i 236.20* -15 47 -26

11 AN 125-15-5 381.25
160.20 27 -42 28
204.00* -10 -52 -13

12 HY)EF 1358-76-5 307.05
180.10 17 -44 -30
70.20* -13 33 27

13 FVh 509-15-9 323.30
236.30 24 28 27
) 296.05* -11 -20 -20

14 HA & FEhi P 82354-38-9 327.05

R 26510 18 =0 20

) \ 322.05* -10 -19 11

15 LRIV, 6882-99-1 353.50
291.10 11 -26 -13
R 586.25* -26 -36 -28

16 = 302-27-2 646.10

,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,, 10505 20 55 18

o 105.10* -20 -55 -18

17 B =D S 2752-64-9 632.20
572.20 26 -36 28
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18 =PI 6900-87-4 616.40
524.30 -15 39 15
235.10* -18 38 24

19 EL—ERER 1354-84-3 344.10
58.00 -19 39 22
388.20* 23 34 26

20 EL-—NEZE 466-26-2 438.10
420.25 23 32 29
296.10* -25 21 22

21 SR A 313-67-7 359.05
298.00 23 21 29
. N 279.00* -20 26 29

22 DR 13395-02-3 294.05
251.05 -11 36 16
i 358.20* 22 25 17

23 FIOKALFE 64-86-8 400.00
310.10 21 27 22
o 84.00* 22 30 15

24 B =il 60-70-8 410.15
392.25 =22 27 27

* CRAEERT
1.3 BStnEamRNE

DRVEFRITENR 2 PR 24 FEMMONRESZEET 20 ML £, B 50%FREARE, BcHlag 100 mg/L
EEIRMEER (-30 CREAMRTR) . IBRRENE RIMER REE, ARESIEMEE 500 ng/mL BREINE
Ao
1.4 i Ris RIS

BVt iEE, B0 5min, BEEE AR 1mL, 100.5%=/KEE 1mL, B, BRHFLEE (0.22

m) &, BN,

2. ZR5i1iE
2.1 k&M TICH
6:TIC(+) 1.07e5
100.00 -
%- A\%
0.00 .....Jx...M..k.
25 30 35 40 45 50 55 60 65 70 75 80 85 90 95
RT (min)
B 1. 24 MEMRSEFESWRMEASR TICE (100 ng/mL)
2.2 EERMM

KEEXTEERERYL, 25 EHEFIESRSERLERNVERR, BIAENITTERSHITE
Bl)A771E, BIRRLEHITHE TEANOT . BERMN=ARLEIITTERZRER AT EHRARE
X 100%, ITEELERIE 85%~115%2 8], BREFMNARESERE; HRER/NT 85%, BREERINGIN
Rz, WRERAT 115%, BRAEERIEEMN, BARERIE 3. SRKHA, 24 Mo F, HoKE
VBB R TUL R M A BTN, AT HUBEFIN N E 845 RERTID, *%ﬁlﬁ@@aﬁﬁ/ﬁé AR
oA R L AT R A
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& 3. 24 MEMER D BB
No WEYIRTR EFRN (%) No. WEYRTR ERMN (%)
1 FREER 95.1 13 sl 78.6
2 LB 110.0 14 ZEYRTE 108.0
3 EER/RLFR 112.0 15 V) 95.9
4 L) 103.0 16 =R 106.0
5 S Bl 99.8 17 =PRI 88.7
6 ENLE S 120.0 18 =PRI 99.8
7 NS 96.7 19 ZL-RKEFR 95.0
8 ENZAE S 123.0 20 SEREZER 99.4
9 TET/EAREN 80.7 21 D A 88.6
10 ST 88.9 2 DHAKNER 95.4
11 FAEE R 56.1 23 oA ALER 65.5
12 HWYRT 94.6 24 B 96.5
2.3 i, WNRKEREEMR
DI 1.4 HIEBINTHELVARE 8 17, 87 0.5 mL, DHINERRIVESERAR 2. 5. 10

20. 50. 100. 200. 300 pL, f00.5%=KEEEHFE 1 mL, FEIERLENRTIREREXNRmER,

R, UM ESYIREANEALR, EERANLIR, HITEERADN. SREH, 24 MBUERD LT
SEEINERREAT 0.99, &R,
% 4.2 HBMAHR AL S
No.  fAmEE U mwma ) ogmE o) o Ten
(ng/mL) (ng/mL) (hg/mL)
1 REEWR 0.9-128.6 0.9946 88.7-114.6 0.3 1.7
2 I=E=e 1.1-170.0 0.9960 93.3-117.8 0.5 2.3
3 BEBR/XUFR 1.1-158.1 0.9984 94.9-116.0 0.4 2.1
4 EIE] 1.3-188.5 0.9921 93.5-115.2 0.5 2.5
5 R 0.9-140.0 0.9935 85.7-116.9 0.4 1.9
6 EEUNEIES 1.2-174.6 0.9977 83.6-118.3 0.5 2.3
7 YN 1.1-161.4 0.9997 90.6-105.6 0.4 2.2
8 EUNEZAES 1.2-175.0 0.9992 92.0-111.2 0.5 2.3
9  EHT/EARER 1.1-160.2 0.9994 95.8-115.3 0.5 2.1
10 ST 1.0-156.0 0.9973 92.8-113.6 1.0 2.1
11 BEARER, 1.1-158.9 0.9973 93.8-112.0 11 2.1
12 BERTF 1.1-158.8 0.9924 85.1-115.6 0.4 2.1
13 VIR, 1.0-153.0 0.9991 95.9-115.4 0.4 2.0
14 LR 1.0-146.0 0.9993 95.6-115.5 0.2 1.9
15 BRIV 1.0-157.5 0.9911 86.4-119.3 0.2 2.1
16 =P 1.1-158.7 0.9990 95.4-117.9 0.2 2.1
17 =P ] 1.1-158.5 0.9990 92.2-117.2 0.2 2.1
18 RS 1.0-144.1 0.9951 90.2-117.9 0.2 1.9
19 SLE®EFRH 1.2-176.3 0.9917 91.2-1184 0.6 24
20 EFERKEZR 1.0-155.0 0.9987 83.9-109.8 0.4 2.1
21 SRR A 1.1-163.0 0.9990 97.4-116.3 11 2.2
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22 SRRNERZ
23 NI
24 R

1.1-163.9
1.0-145.6
1.1-159.1

0.9987 90.3-118.4 0.4 2.2
0.9942 87.4-116.7 1.0 1.9
0.9986 85.3-116.9 0.4 2.1

2.4 hnFrEIgERIRLE

BARRHEEAFERENTBER, A 3 DINARAKF (50 250 100ng/mL), 1R 1.4 g1&ER
TUEITANE, FATIRE 2 0%, BT IR RN 50, £55R2REA, 24 FhE M A D BV T [EIE A 79.6%~107.0%,
MEXIFRERZE RSD%A 5.3% ~17.0%, BMAEERILEK S,

& 5. AREWERER (n=2)

No. EMER B (%) RSD(%) | No. LEmE [ERZE (%)  RSD(%)
1 AEER 96.6 7.8 13 eV 97.3 6.4
2 LEER 95.1 53 14 A2 R R 96.8 7.3
3 BER/XRWFR 95.8 5.1 15 BV, 99.9 8.6
4 TEAIDERL 96.4 7.7 16 EPS i 92.4 6.9
5 EHER 107.0 12.0 17 EE=D S 96.1 6.4
6 BRBERER 97.6 16.0 18 NEPSIE 99.8 9.0
7 EEYN 79.6 75 19 FE—EHERR 99.9 12.0
8 FEYN A 101.0 14.0 20 FE—RECE 96.7 6.1
9  IHIT/EARER 96.1 8.5 21 SRR A 97.3 17.0
10 SHFH 96.3 53 22 DRHRNBRZ 94.9 14.0
11 BARE R, 86.8 12.0 23 FhoKALBRL 91.2 10.0
12 HY)E T 96.3 8.7 24 ey 97.9 5.4

2.5 HmillE

BN 4 #ep29iEsT) (SEIF) %208 1.4 arZ A U TR, 1.2 st LA, fam TIC EIRE 2,
HZRIEK 6. EREHA, Hm 1 2 ARNEBXNEFENEFSHNE, SERNKREERSATS TN

100.00 -

EAR—B; MR 3 4 R BHHWIN ESIZ5E, 9RHEERSD, BRE5ISES RRSHAMIIE,
12:TIC(+) 1.98e3
h .0077
| ] \
\“ | \
I f |
% ‘ % |
| J\
’ ! ° ° ¢ 9RT(min) » é“té “6‘ ! s 9RT(min)
Mol M2
6.96e4 12TIC(+) 9.62e4
218 & = \ W&

RT (min)

2. @ TIC
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& 6. FatHER

EFF SEMIM BHERRS (ng/mL)
BRI 6.1
1= 199.5
S 1 = NII= 7555, 4452
YN=PIE 521.1
____________________________________________ St-xBlE 318
) HF Er-%B7E 464.8
HYETF 278
BS 3 S L 28
B 13.7
______________________________________________ migHvE 148
B R 265.6
HS 4 L -
s B i1

3. 4ig
ZASCEEAL T RS RZEF R 24 RS IEERAYIRRBERINTTE, AR RE, REMRE, &
BTHAEFRSER IR Z2EFN, ERERMETERZEMFINIIMER,
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LCMSMS 731k 68 #HiE¥)EE

i B AXETHRESHRIEEE-Z BT RIEKARA, BT 68 MEYMERNG %, %A%
FERIEERARRA: EERNLEEER, ERXREIHART 0995, LMRYF; sPMIMEAREEH 6
R, RIS EINIEEFAABNIRERZE%RSD 2 5/VF 0.3%H] 10%, NEBEEE R, & AR NEYHE
WNRHEREFESE,

Xigia: —BMURATRE EYSE

BEYMFRE—LXRATEYN WBEY. HEYSEEE BARENNF RNM™ERN) 85K, 8
EIFEaRasik. KL E2aR. EPRNERES, HPBRSE. HEFSHE. BkiFE.

BYERTENERFIUN 2, BEETURAFBILIERN AL RS B RS DIE RGT LU BR.
IPIRiE. BRES. BT BE R MO E NSRS KESFHRRELEESEBYTSEN,
EYSHSIENFELFS, FTENEERIIERT, MEVSETIREN, SYEMRPIVKRELLR
%, BELREPREEDERHE, AR RRFEDSZRNTTE, MEVFSED S IRRIZET IR
FEEEERE X

ANET HRBESIREEE-Z R FIEKARAR, B1L T 68MIEYE RN 7%, 1% 757520 min
BRI eRitF mEB D, AIHAEXNARSEER.

1. SCISERS

1.1 %8

572 LCMS-8045 =—EIRATRUIBEKA R Y. BIAECEN:

RiEdlgs: CBM-20A B = Ml : DGU-20Ask
W & R . LC-30ADX2 BoiEE2s:  SIL30AC
F R F : CTO-20AC ¥ W 28 @ LCMS-8045

B T/EL:  LabSolutions Ver. 5.114

1.2 3HR%FMH

BHEEEE © Shim-pack GIST C18 (100 mmX2.1mmI.D.,2um, &2# (L&) KRS[BMERA
A 7], P/N: 227-30001-04)

o ooh A8 : A#B-0.5mM ELEE+0.1%FREEKER; B HE-FREZ

mR : 0.30 mL/min

HEEARR D lul

B &4

BFH&EL  ESIH 2 0O &8 E : 35°cC

# O B £ : 10kv D L & E :200°C
EHRE  AS 3.0L/min MmMHBREE © 400°C

MM/ AE | =K 12L/min I 8 B E o 23ms

FlRAESAE &S 8L/min BB R ZREET(MRM)

W #E K . &S 230kPa MRM £ # : JiR2
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= 2. KBRS MRM RESH

. e 1 Pre Bais 3 Pre Bais

No.  WEWEM Chs 2 shET  Fusr O . Q y
58.10* 23 26 22

1 N-BEFEE 486-86-2 205.10
42.10 11 74 14
113.20* 11 14 19

2 T TR 63-75-2 156.05
53.00 10 25 22
148.10* 10 21 25

3 SR 485-35-8 191.05
133.00 10 33 21
95.10* 11 33 15

4 EREEW 92-13-7 209.05
163.10 11 19 15
109.00* ‘10 21 17

5 sEE 84-82-2 194.00
137.00 10 17 23
148.10* 13 31 25

6 =2 519-02-8 249.10
150.10 12 31 26
7 B, 496-28-8 2ss10 O == 3 [
e ' 147.05 15 30 26
\ 120.10* 12 34 19

8 HEAH- 315-22-0 326.10
94.10 12 46 15
98.10* 12 36 ‘16

9 &M= 90-39-1 235.15
70.10 12 53 27
213.00* -10 23 20

10 0= ok 357-70-0 288.05
231.00 15 17 22
247.10% 30 28 24

11 aESR 16837-52-8 265.10
a 205.15 13 29 -19
HEAH-N-E 137.05* ‘10 29 12

12 - 35337-98-5 342.10
% 119.10 -10 32 19
69.10* 14 17 26

13 SR 3238-60-6 128.10
55.10 15 22 21
Y 82.05* 11 25 13

14 55 PR AR 524-40-3 165.00
138.05 20 20 24
\ 188.00* 11 12 17

15 BT 526-31-8 219.05
146.00 11 ‘19 26
). 140.15* 11 26 25

16 LB 17659-49-3 306.05
122.10 -15 229 19
Y A 138.10* 11 23 12

17 REEH 51-34-3 304.05
156.05 11 17 14
100.00* 11 22 15

18 BUZE 24159-07-7 302.05
138.10 11 16 23
\ 120.00* 18 -30 -10

19  BETBEHE 480-54-6 352.10
94.10 10 36 15
70.10* 12 33 10

20 el EEE 509-15-9 323.10
236.05 17 28 23
)T B HH-N- 94.10* 19 50 15

) 15503-86-3 368.05
S 118.00 11 31 10
138.10* 15 16 12

22 S 32434-44-9 302.10
121.05 -16 24 20
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23

24

25

26

27

28

29

30

31

32

33

34

35

36

37

38

39

40

41

42

43

44

45

46

T

HCH

off

I+t

SFh

HYETF

AR

TESeh

TEH-N-|
(&7

5

HERA

KRBT 58

HWRE

= A hel

frt

.
B7

\

R ek

RICER

BB AT,

Z AT

EAS PR

57-47-6

57-24-9

29883-15-6

51-55-8

357-57-3

1358-76-5

2115-91-5

130-01-8

13268-67-2

130-95-0

115-37-7

519-09-5

82354-38-9

548-42-5

148-48-5

130-86-9

304-21-2

93-35-6

475-00-3

38748-32-2

2182-14-1

34316-15-9

564-36-3

466-24-0

276.10

335.05

475.10

290.10

395.05

307.05

264.15

336.10

352.10

325.15

312.05

290.00

327.10

239.10

355.20

354.05

215.05

163.00

572.20

361.05

457.15

348.00

562.15

604.15

121

162.05*
219.10
184.05*
156.05
163.05*
325.05
124.10*
93.10
244.00*
324.00
204.00*
180.05
176.15*
122.10
120.05*
138.00
94.05*
117.95
160.10*
172.10
58.20*
251.00
168.10*
105.05
296.10*
265.10
183.05*
208.10
144.00*
212.10
189.10*
149.10
200.10*
174.10
107.10*
77.10
457.15*
114.00
91.05*
145.00
188.05*
397.10
332.00*
303.95
268.15*
223.10
104.90*
554.00

-14
-14
-10
-10
-14
-14
-15
-15
-14
-11
-16
-15
-14
-30
-10
-10
-18
-10
-17
-12
-11
-16
-14
-14
-17
-10
-12
-13
-10
-11
-10
-18
-11
-11
-19
-11
-20
-20
-18
-18
-13
-13
-10
-10
-20
-20
-30
-30

21
-12
-38
-46
-17
-13
-24
-30
-37
-32
-52
-45
-38

-29
-28
-46
-31
-30
-36
-15
-29
-20
-30
-19
-28
-18
-18
-30
-24
-29
-25
-24
-22
-23
-33
-35
-39

-28
-34
-23
-30
-31
-27
-37
-54
-37

-26
-22
-17
-27
27
21
-20
-15
-24
-20
-19
-16
-17
-19
-20
-12
-15
-10
-29
-16
21
-24
-15
-16

-11
-17
-20
-23
-20
-18
-25
-19
-29
-16
-29
21
-18
-14
-13
-17
-26
21
-30
-11
21
-18
-26



47

48

49

50

51

52

53

54

55

56

57

58

59

60

61

62

63

64

65

66

67

68

Sk

L IaES

BFERE

ETRRE

2752-64-9

20562-02-1

64-86-8

20562-03-2

469-59-0

6900-87-4

71-62-5

302-27-2

60-70-8

7689-3-4

38647-11-9

80-78-4

4849-90-5

6199-67-3

18444-66-1

465-16-7

475-80-9

37239-47-7

313-67-7

11088-09-8

83-79-4

34157-83-0

632.20

868.25

400.10

852.30

426.15

616.15

674.20

646.20

410.20

349.00

359.00

398.20

345.00

576.20

574.20

577.20

329.00

858.05

358.95

868.05

395.00

451.15

572.15*
104.90
98.00*
398.25

358.10*
310.05
97.90*
706.35
114.05*
109.00

556.15*
338.20

456.10*
474.05

586.30*
526.15

295.10*
114.00

305.00*
219.00
127.90*
105.00
98.00*

382.3

282.00*
284.00

499.15*
481.20

497.15*
479.10

433.20*
373.15

268.05*
294.00
178.10*
206.15

296.00*
298.00

206.10*
850.05

213.00*
192.00

201.00*
215.05

-32
-32
-24
-24
-15
-12
-24
-24
-12
-12
-32
-22
-20
-20
-34
-20
-12
-12
-10
-10
-18
-18
-20
-14
-10
-10
-20
-20
-30
-30
-30
-30
-23
-12
-24
-24
-18
-10
-26
-26
-20
-11
-10
-13

-34
-63
-84
-7
23
-25
-83
-69
-32
33
34
-43
-52
-44
-36
-39
-29
-30
23
-49
-55
-40
-46
-48
-15
13
-14
-19
-16
21
11
-15
-12
-14
-58
-42
-15
12
-45
28
23
-25
27
22

-26
-16
-15
-26
-23
-13
-15
-24
-10
-17
-26
-15
-30
-15
-28
-24
-30
-18
-19
21
-20
-17
-15
-24
-29
-12
-23
-16
-23
-16
-19
-24
-27
-12
-16
-12
-28
-29
-19
-30
-20
-18
-12
-21

A CRREEBEFY
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ZR5i1ie
2.1 #REH#RA MRM @i

“17e9 ]
1599—5
1599—5
14e9§
13e9_f
1299—5
1199—5
wes_f
9cea—f
)anea-;
7cea_f
scea_f
snea-f
4BeB;
3nea_§
znea—é
mea—f

DDED-:

41 4244
450

e
46-51<
52-55«
y 4

56-57¢

2.2 &4ER

B LB ESRERY TIEER,

1,68 FEMEE (0ng/ml) B9 MRM B (HIEIRFELE 2)

\xsﬁ‘ia (min)

B 1.2 PR IEMHITNE, ERIMIEEE. LURENBRYS, 1§

RECENILIR, SHIRERLZINE 2 FR, 68 MIEYIERAIERRRA R YKRT 0,995, LMERI.
%ﬁﬁ%ﬂﬁétt S/N=3 (ASTM) IHEMEHREIR, MHRIR 3.

ER
| am=e

-|y=178154.9x+20760.57
-|R2= 09997198 R =0.9998599

3.0e7
| RRAERREETY: BOA (B
| oot 2K (1/0)
-| I BA GRERS)
2.0e7 -
1.0e7 -|
0.0e0
0
iR
{EameEs

1.5e5
1.0e5

5.0e4

Jy=1 152.965x - 1245.942
2.0e5 | R?=0.9966389 R=0.998318
| o gk Eg)
iz sk /0

1 e Bk Rz

100 '
WREE (ng/mL)

0.0e0 4

—
100

WREE (ng/mL)

i3

| WEEE
|y=45242.72x+6565.910
8.0e6 -|R2=0.9993295 R = 0.9996647,
| et BRIA (B )
6.0e6 -| DIEL ERIA (1/0)

| s Bk GRumR)

4.0e6 -

2.0e6

0.0e0 4

o 100 '
MREE (ng/mL)

EE=ES ]
6.0e6 -|y=31676.72x+2681.959
-|R?2=0.9999225 R=0.9999612

1 ot BOA (B25)
- AL BRIA (1/0)
SHIE BA GRIR=)

o 100 '
REE (ng/ml)
B 2. SniEYISERErL%

123

R

5.0e6

4.0e6

] R?=0.9993640 R=0.9996819

1 0 BRI (1/C)

FEH
y = 26412.62x - 4665.784

ROERZEERY: BRA (B5)

3-0e61$§EE¥X1}\(%LJ? )
2.0e6 7
1.0e6
0.0e0 — :
0 100
WREE (ng/mL)
[iagsal

3.0e6

2.0e6

1.0e6

0.0e0

kLR
y=18945.43x+7072.982
R?=0.9969654 R=0.998481

RO BOA (B )
1A BRIA (1/C)
THIE BOA CRITRR)

o 100 '
MREE (ng/ml)



&3 EYFFEINERLER (1/0)

No. aE T B evzmr mmEe R
(ng/mL) (ng/mL)
1 B 1-200 0.9990 86.7-115.7 0.05
2 & R 1-200 0.9998 93.4-105.5 0.12
3 SEEMNES 1-200 0.9997 84.5-108.8 0.08
4 = 1-200 0.9993 92.1-105.2 0.13
5 =k 1-200 0.9996 93.2-105.5 0.01
6 FEEHE-N-EtY 1-200 0.9996 83.1-109.4 0.01
7 FEEH 1-200 0.9998 93.0-106.6 0.01
8 B{ER 1-200 0.9998 89.0-107.8 0.01
9 ]/ E~=E] 1-200 0.9995 85.9-109.9 0.02
10 By EF 1-200 0.9988 84.5-109.8 0.04
11 DR C 1-200 0.9994 90.7-112.8 0.10
12 T8 B 1-200 0.9986 82.9-106.4 0.23
13 O HEER A 1-200 0.9998 91.4-105.7 0.07
14 LEER 1-200 0.9997 98.4-110.7 0.02
15 (EEST 1-200 0.9999 94.0-106.2 0.01
16 REEM 1-200 0.9985 86.5-107.2 0.01
17 BREE 1-200 0.9999 97.1-104.4 0.02
18 TTERF G 1-200 0.9991 96.8-108.6 0.01
19 REfER 1-200 0.9999 96.6-103.4 0.01
20 B 1-200 0.9991 98.2~115.1 0.02
21 SUESHE 1-200 0.9992 86.6-105.9 0.05
22 TETH 1-200 0.9995 88.6-109.7 0.03
23 N-ER ELEFEehs 1-200 0.9995 98.0-110.9 0.01
24 FENHE-N-|E Y 1-200 0.9991 81.9-110.1 0.04
25 FESN 1-200 0.9997 90.2-105.0 0.01
26 ESUNEYNE 1-200 0.9998 96.1-118.5 0.15
27 BRBERBSE 5-200 0.9981 87.0-111.6 0.54
28 N 1= 1-200 0.9983 97.8-107.1 0.24
29 EENE=S 1-200 0.9999 98.5-101.3 0.01
30 BRBELAR 1-200 0.9997 98.5-111.0 0.01
31 PN ==l =D 1-200 0.9998 95.2-102.1 0.01
32 ek 1-200 1.0000 95.6-102.8 0.01
33 =D 1-200 0.9998 95.8-105.7 0.02
34 = 1-200 0.9997 93.1-106.5 0.01
35 pinilig 1-200 0.9999 97.9-104.6 0.08
36 RSt 1-200 0.9995 94.3-113.1 0.01
37 S 1-200 0.9952 83.6-115.1 0.04
38 THT 1-200 0.9998 93.5-105.6 0.01
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39 ST 1-200 0.9990 98.8-104.2 0.01

40 BB T 1-200 0.9953 91.7-1155 0.03
41 ERERL 1-200 0.9966 93.9-114.8 0.01
42 E 19 1-200 0.9998 88.7-104.2 0.05
43 2O, 1-200 0.9997 95.8-106.4 0.01
44 BlZz& 1-200 0.9969 93.5-116.6 0.03
45 SErTRE 1-200 0.9966 80.5-110.2 0.16
46 SRR ) 1-200 0.9982 83.9-109.9 0.03
47 TS H 1-200 0.9989 81.5-106.1 0.11
48 BIF B 1-200 0.9995 87.3-113.7 0.01
49 BIFEHH-N-EL 1-200 0.9959 93.2-111.0 0.03
50 Z AT 1-200 0.9998 91.6-106.6 0.10
51 ERTEW 1-200 0.9994 99.0-111.5 0.02
52 S 1-200 0.9992 97.1-113.2 0.06
53 AEARRHRL 5-200 0.9987 91.8-111.1 0.51
54 =t 1-200 0.9997 89.1-103.5 0.01
55 HERE 1-200 0.9991 85.1-112.2 0.02
56 HBEEB 1-200 0.9994 90.9-112.4 0.03
57 BFRE 1-200 0.9999 97.3-103.7 0.01
58 #EE 1-200 0.9994 89.5-111.2 0.02
59 KRR T, 1-200 0.9994 81.0-108.1 0.02
60 EBCH 5-200 0.9989 90.8-118.4 0.61
61 FAALBR 1-200 0.9984 95.7-116.5 0.01
62 R Bl B 1-200 0.9998 93.7-104.6 0.02
63 IRIETER 1-200 0.9981 83.7-114.6 0.01
64 SR 1-200 0.9998 98.1-105.2 0.01
65 XER 1-200 0.9998 98.1-105.1 0.01
66 £y 1-200 0.9997 86.7-104.8 0.10
67 B 1-200 0.9997 87.2-106.6 0.02
68 SE WL 1-200 0.9975 95.1-114.4 0.02

2.3 REEXR

XF 5. 20 . 100 ng/mL AERENEN SR EGIVE LIFARESNE 6 /R, ZRNBIBEE, H
REBEEMEEmRNESHERIE 3 Fin, RGN EMIEEREXNATERE%RSD 72530/ F 0.3%]
10%, ERNEERRERH.
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RENEEEE
@ 03
°
X 0.2 ol oo ® (. J [ o
ﬁe .og . ..‘ ‘. ..... .oo o % .0.00
E 0.1 e o“. o.o .0.. .o’.o ®
'E 0 . Wﬁ% 0:“0.0.0“.000
i
-0.1
0 10 20 30 40 50 60 70
e5ng/mL ®20ng/mL @ 100ng/mL wenFs
I#EIREEM
a
& o 9 o ° ® °
S g e .0° o .' e % S ..0..
it . ° 0""".0.‘0..°.. .
4 ..’.0 .‘ o 8o
e 3 % 0% oh '!.oo %% %o
£ “. ° 0e% %een ofe ..:‘“ oo "J: o 0:'&.‘
>
[
<2
0 10 20 30 40 50 60 70
®5ng/mL @20ng/mL @ 100ng/mL wamEs

El 3. 68 MEMSREEM
fEMInsight #RicTheE, AJLUURIEIRERIRE LIREFSH, REMNEBE RERRE L SYEITIHIEN
BRAEIE, REFRIS L SYRIRIFTEI MR &

» AR RMERMEY T EHERF LR TFE,.

¢+ [@2 [mE0  [kewEn e Y |
M v hd hd v hd A d
[ 48 ETEHE 5417 0.9015 | ng/mL
M9 anER 5454 0.7965 | ng/mlL
M 49 ETEH-N-Flk. 5514 0.9109 |ng/mL
[ 69 BELR 5518 0.4239 |ng/mL
] 64 SRTE 5.635

ZEEE] += 5.603

M6 B =R B 5.815

(4 15 R 5.885 X

39| B [-R B8THE 5.952 05 | ng
M1 B =R Rt 6.016 152

i 10 SuEF 6030 02292|ng/mL
M2 | B [»R FEH 6.186 0

A6 B [»r 5 6.347

[ 24 FEHEN-S 6.351

Ms8| B =R =EE 6.303

M9 B =R FERTIR 6.531

M8 anEe 6.547

M54 B =R EE T 6.750

M 57 BE=E 6.883

M 62 FlEE 7.001 0.8435 | ng/mL

&S,

it

AXET BRBSVRAEIE- = ERTRY

Insight ZAARIZIRERET

BEXAIOR, BT 6SMIBYIERNNTTE. 7/ARIEES

KK EERNLETERN, &MERY, sPMESREEHROR, NBEEMRY. ZHERPES

BERER, AJNEDPSINRESE,
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3.7 'iREHETISE

BREXEFIBERRTRmPEEN, S —REeakERemPMNEFZNIIERRAEF
EREEAINMARZRH SIS, FREEET, TEZENRYEAESE RRMIENET. b, EAH
MNERZORT (BRI, ERT B-RAHET, iEsERX, BaWEaREAIETEFREMA
Bl —EEBEMERMOINEANNEFm, GFFfE, BiatiRRAFESEIRE, thih, DR
BERBIHER, BEBENK, BRIEXEFXNEHRBEERK, FIEEMLEATYE, SEUSHRMS
BUH. 2EETEER. NERIRR, BHRFETBIZHINR, RAZIHEFTIDANINZ 2R,
HBRESSREETNT IR ERRZTH.

BEEXERAmEEEESREAMHN(REBRREIMEEREENE) (2016 F 14 5) HEAMIEH:
“B+% RUEHEBERERLIMEY ) L2NFREIIEITNME, SEERINEERTRNREME.
REINEHIIFNIEL, ABRBIFNIE, MO REFSIER D DEF. REM. EMEE. B
SHFHNRE, U RHEF RN FNIRS.” ERER MM RBSEFTIN, X
[REMERAENIES. RHERKRE. BIEREFRER®D.

RIEEZINSZME RN E B RIRIEXE TR DR 4 £ B2-RAREGHTIZE. GREREIEESE. ¥
BRRUAMERFEM ERFBERZ, D3N WADA 2B R DL SLEBRILHIF. S3. B2-FnnfAl SO.4E
BRBURIZRZE. BT =E R REX A EES RN Z iR EEA R ETY), BRIERED T IUEE
Bt+a7z, AitErRRIEHEFIBRN, 2T =EURTREREKANGER. =L T RIRM
HEFHNAL R, HEXRIARSE,
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LCMSMS & TREIREIRSIMMEFSE

i B AR SRE=SMRMTREEABN, BT I 83 fXEFIRNER Fo ELE 6 FHENA IR
REBAMFEDITET, REBEEILIEEIRAY RSD 72507E 0.03~0.63%40 0.59~11.75%2 [8le 7 RIXTLLA. B]
FAFRT 3 RIEEHTIO W RRE RV IR LY, RE85) BRI IIAREIMERE 60.0~120.0% 28, ZT574
RERR, HEMY, REES, DMRER, sJUNRES 83 MxEaFINENHERHESE,

KRR —BURRRECAN  HKEF R

BREXETBEFETSXRBTHEBEXETIFRNROHELRY), LHKIRADAREMINRE
ML, WRIEREHEFZIEFET RRPHRAKETIRD, EREEMH. I, EFPRER S
Fo INRIEH BT BIERMII L. sHEYE K. BRtEFIIETRANRNHFEIEREHABERETH
Ay, BREHERREAEFNIZENICR. ERAEBERRHEFIFOT 2021 FR2H 7T (KEFESZRIR
MEXEFIIETRER) (ARKEFIF 20211584 5), BEXRAMBFEENANABEFPEREXEF
BATDRN, BN FRIAER. EEIBEEFIENRERLT=H,

X ER HRBSMRERK A =ZENRMTRIERA RS, BT (RERSRRIEHXETHEIIFE
M) & QOREXEFBERAS) BEXREFBERMB 12022156 5) #EXER, B TIREHRS3MHENIFE
Nt ERE, R ARFESE, FRIET, REES, MR8 afRBERL, NEIMIL AR
(g

1. LIS
1.1 {YERE
B EREMRAEIES = SR FIE B A RS LCMS-8060NX, EIAFIE R

ARG B 288 CBM-40 A = #l : DGU-20A5R

H & R . LC-40DX3 =+ P | . CTO-40C

B oh # % 28  SIL40C X3 i T fE U : LabsolutionsVer.5.118
1.2 S
BEEIERMY

& m : Shim-pack Veloxsp C18 (100 mmx2.1mmI.D., 1.8 um) , B2 (L&) LIS

BRAE, P/N:R227-32001-03

w1 B A0L%FERIKER; B-ZE

HOFE &K R 10pL =+ m . 30°C

o

¥ 04 mlL/min o5t R BEE/K=11 (viv)
OB oA XN BEE, BIERIBIKRENR 5%, BYERERIE 1.
* 1. BELRNEER

i
=

By i8] (min) BT IR S &
0.50 EX B Conc 5
1.00 £ B Conc 30
5.00 R B Conc 35
11.00 £ B Conc 95
12.00 £ B Conc 95
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12.20 R B Conc 5
15.00 =28 STOP
FRig &4
B F & . ESH/- T ME : 3.0L/min
B O B E : *1kv FERME @ 3.0L/min
# O & E . 300°C mM|MARAE ;- 15.0L/min
D L & E :25°C W # = &5
MMABSEE . 400°C H & & X . ZREEN(MRM)
MRM & # : K2
£ 2. MRM &
. . MITE 1 ZIREN =¥ Q1 Pre Q3 Pre
Fs RS AR B \ N N
By BT BT (V) (V)
203.0" -20 -16 -21
132.0 -11 27 -14
1 RS ES Clenbuterol + 277.1
259.0 -20 -8 -21
168.0 -20 =27 21
148.1* -13 -20 -18
2 T R Salbutamol + 240.0
222.1 -13 -10 -18
107.2* -12 -30 -23
3 e datiice Ractopamine + 302.2 164.2 -12 -15 -13
284.2 -12 -15 -13
152.1* -17 -16 -30
4 LS 2NN Terbutaline + 226.1
107.1 17 -29 11
154.0* 22 -16 -29
5 TS Tulobuterol + 228.1 118.0 -26 -28 -22
172.0 -22 -18 -29
107.0 -11 -30 -19
6 BT Fenoterol + 304.2
135.3* -22 -18 -13
202.3* -15 -12 -13
7 AT Cimaterol + 220.2
143.2 -24 -24 -26
236.2* -19 -17 -24
201.1 -19 -22 -19
8 IERES Penbutolol + 292.2
133.1 -19 -25 -12
74.1 -19 -25 -12
398.1 -12 -16 -20
9 IPKRFT Salmeterol + 416.2 380.1 -15 21 -28
232.0* -15 -23 -24
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10

11

12

13

14-
15

16

17

18

19

20

21

22

23

24

If
9
N
3

YN

ARV

RELBIE

HZE/ FE KA

AMEPJAIAA

SLRTBYHA

FIRYHA

PSS

E)1E M EE

B

SEIEER

Propanolol

Prednisone

Prednisolone

Meprednisone

Dexamethasone

Beclomethasone

Fludrocortisone acetate

Hydrocortisone

Cortisone

Zilpaterol

Stanozolol

Trenbolone

Metandienone

Methyltestosterone

+

130

260.2

359.00

361.1

375.2

393.2

409.1

423.2

363.2

361.2

262.2

3293

271.2

301.3

303.3

116.1
183.1*
155.1
147.0*
341.0
343.3"
147.2
357.0
161.0
355.1
373.2*
147.0
391.1%
279.1
147.0
239.1%
325.2
121.0
121.1%
327.2
105.0
163.1*
121.1
244.1%
185.0
202.0
81.1
121.1
95.1*
199.1
165.3*
253.0
121.2*
149.2
93.0
109.2
97.2*
121.0

-13
13
-13
-18
-13
-18
-10
30
20
22
-14
27
-1
-14
-14

-12
12
-26
-13
-26
-18
-17
-19
-13
13
12
-24
-25
-29
-15
-10
-26
-26
-26
-25
-25
-25

-18
-17
-26
-28
-10
-11
-20
19
32
-12

54
11

-31
-28
-25
-37
-25
-18
-25
-24
-35
-15
-27
-27
-50
-37

-10
-25
-15
-15
-30
-25
-25

21
-18
-29
-24
-24
-11
-29
25
21
-29
-12
-18
-25
-20
-16
-12
-16
-16
-26
-17
-26
-30
-22
-26
-18
-18
-16
21
-10
-27
-17
-28
-13
-16
-16
21
-19
-19



25

26

27

28

29

30

31

32-
33

34-
35

36

37

38

REREETH

FIHOER

RERIE

M

it SRR

o/B-EXFE
B

a/B-EXKRE
HE2

ERREH

EARRBIHED

ZERMLRR

Testosterone

Nandrolone

Testosterone propionate

Nandrolone 17-

propionate

Boldenone

Nandrolone

phenylpropionate

Dethyltestosterone

Zearalanol

Zearalenol

Zearlanone

Zearalenone

Acetazolamide

131

289.3

275.2

345.2

331.2

287.1

407.2

289.2

271.2

321.3

319.3

319.1

317.2

221.0

97.0
109.1*
109.3*
239.1
91.1
97.1
109.1*
271.2
257.1*
239.2
275.2
121.1*
1351
93.0
105.1*
257.1
213.2%
253.2
91.1
271.2
91.1
197.2
277.2*
303.2
259.1
275.2%
160.0
174.0
301.0
275.1%
205.2
273.2
175.1
131.1%
83.0%
58.0
80.0

23
21
28
17
23
26
-10
17
23
23
-16
-26
-26
26
21
12
-15
-15
-1
-10
-10
-29
15
2
24
11
16
15
11
11
11
11
11
11
24
23
25

-15
-22
-25
-30
-18
-6
-11
-10
-28
-16
-30
-6
-15
-26
-23
-8
-20
23
-30
11
-15
12
13
10
29
14
17
18
21
19
13
15
15
11
30
19
28



39

40-
41

42

43

44

45

46

47

48

49

50

51

YU B /SR B

B_ERRE

=ER%

RS

ARt EE)

Hydrochlorothiaz ide

Canrenone

Furosemide

Chlorothiazide

4-amino-6-
chlorobenzene-1,3-

disulfonamide

Chlorthalidone

Triamterene

Epinephrine

Clenproperol

Higenamine

Tretoquinol Hydrochloride

Merenolone

132

295.8

341.1

328.9

293.9

284.1

337.0

254.1

184.1

263.1

272.1

346.1

303.1

216.0
179.1
217.0
269.0

107.1*

91.1
187.0
205.0
285.0

205.1%
126.0

214.0*
179.1
215.0
169.0

205.0%

190.0*
145.9
237.2*
168.1
104.1
166.1*
107.1
7.2
245.0*
203.0
107.1*
255.1
77.0
149.1
137.2*
115.1
164.0
83.1%
187.2
911

30
14
14
14
-23
-15
-15
-15
23
23
17
24
19
10
10
21

24
24
-15
-15
-15
22
-10
-13
21
12
13
-29
-29
-13
17
-13
13
-14
-20
11

30
45
26
26
26
52
52
52
15
2
32
30
43
26
21
19

14
18
27
37

-11
-23

13
18
22
‘14
-54
54
-44
54
20
23
21

30
18
14
14

22

-17

-17

-17
27
21
24
25
19
14
18
24

19
14
-15
-15
-15
-16
-18
-13
-23
-19
-17
-18
-15
-26
-14
-12
-17
-16
-20
-19



52

53

54

55

56

57

58

59

60

61

62

63

64

ERR

EHBR

EERATE-S

HhSE{thiR

o
>k
It

KIEM

hEfe

BERT

ESNEE N

(RS

IR

Atenolol

Metoprolol

Bendroflumethiazide

Carteolol

Torasemide

Trimetazidine

Clomiphene

Meldonium

Bumetanide

Formotero

Flunisolide

Exemestane

Toremifene

133

266.9

268.1

420.0

2929

349.2

267.2

406.2

147.1

363.0

345.2

4353

297.30

406.20

225.1
145.0%
190.0
191.1
116.1%
159.0
77.0
289.0%
197.0
328.0
237.1*
202.1
164.0
264.1%
168.1
290.0
181.1
166.1*
100.1
58.1
72.1%
58.1%
59.2
42.1
319.1

80.0
121.2*

1493
327.3
321.2*
339.3
223.3
121.2*
279.3
149.2
72.1*
4472
70.2

-15
-26
-20
-19
-24
-29
-24
18
26
24
-25
-20
-30
-11
-15
-11
21
21
-18
-4
-18
22
-20
-17
2
17
-20
-20
-17
-25
-11
-29
-25
-15
27
-20
-18
-14



65

66

67

68

69

70

71

T2

73

74

75

76

1

AT BY

RIEER

EuPNEIES ]

ESERIES

=1

I SETIN

Gk SRl

R

/BRI

e

P E SR

BEMER

Tamoxifen

Fulvestrant

Ethacrynic acid

Deflazacort

Metolazone

Pindolol

Amiloride

Daprodustat

Carvedilol

Aminoglutethimide

Budesonide

Alprenolol

Betaxolol

134

372.15

607.30

301.10

442.20

366.10

249.20

231.10

394.30

407.20

233.20

431.30

250.20

308.30

72.1
44.2*
70.1
589.4*
467.2
159.2
243.0*
2073
1922
4243
400.3
142.2*
259.1*
179.2
1512
116.2*
1722
56.2
172.1*
60.2
117.1
155.1
230.0
76.2*
100.2*
2242
2222
94.20
188.2*
1112
4133
147.2*
1732
116.2*
56.2
722
116.2*
722
98.2

-16
-11

-11
-15
-10
-24
-30
-11
10
13
12
-22
-16
-27
-14
-19
-30
-20
-13
-22
-19
-11
-13
-17
-17

-20
-25
-16
11
-10
21
-16
-16
-19
-13
11
-14
23
-15
11



240.2 15 15 15

78 AT Probenecid - 28420  140.0" 18 23 27
76.1 15 41 11

126.2* -18 -32 -20

79 BLES Bazedoxifene + 471.30 70.2 -14 -54 -14
99.2 -14 -33 -21

121.2 -20 -33 -22

80 CHNSES Olodaterol + 387.20 163.2 21 -19 -19
207.1* -21 -19 -24

375.3 -12 -15 -15

81 NS Indacaterol + 393.30 117.2 -12 -41 -13
145.2* -12 -30 -16

311.3 -18 -13 -20

82 RIDU&IR Labetalol + 329.20 162.2 -10 -26 -22
91.2* -17 -42 -19

132.2* -19 -15 -15

83 MEhANARR Indapamide + 366.10 91.2 -11 -41 -11
117.2 -20 -39 21

C BEEEBRTN

2. H#¥amAnbiE

MEXS g (FEHAZE 0.01g) 15, ¥BE HLB EMEZEUE (&9 6 mL, 200 mg; fEARITAMRRA 5
mL BFEZ. S5mLAEN), DU 15E/s BmERIiE, 10 mL 4Gk, FEFEMNERKR, 10mL BExi, U
ERLR, 40°CRASRT, B 20%FEARESE 1mL, wie, & 0.22umiEE, EVUIE.

3. &R5itie
3.1 tREmIEE

Q366.10>132.15 (+) 1.18e6 Q 471.30>126.20 (+) 3.07e5 Q 308.30>116.20 (+) 9.22¢6
SN=282.55 SN=1563.18 SN=13557.10

| 3.095-_ ]

1.0e6 = - 8.0e6 ]

7.5¢5] 2065+ 6.006 ]

5.0e5 ] ] 4.0e6 ]
] 1.0e5 ]

2.5e5 - i 2.0e6

O'Oeo-|----|----|----|---- O‘Oeo----.----.----.----. O'Oeo-----.----.----.----
40 45 5.0 55 40 45 5.0 20 25 3.0 35

BBAMHAR B85 EMIER
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A

Q 431.30>147.15 (+) 1.62¢5 Q 394.30>76.15 (+) 1.54e5 Q231.10>172.10 (+) 2.13e5
SN=333.65 ¢ SN=1299.24 SN=138.12
1.5¢5] 155 2.0e5]
1.085'- 1.065-: 15&5_:
] ] 1.0e5 -
5.0e4 5.0e4 ] ]
] ] 5.0e4
O'Oeo-uu|||||||||||||||||| O‘Oeo-uuu||||||||||||||||| 0'090_-||||||||||||||||||||
75 80 85 90 95 100 105 11.0 10 15 20 25
= AEEM BRI K& T
Q 249.20>116.20 (+) 2.78¢6 Q 442.20>142.15 (+) 9.06e5 Q 366.10>259.05 (+) 1.66e6
SN=11749.67 SN=1652.86 SN=25306.67
] 8.035_5 1.5e6-:
2096—_ 6.0&5'- ]
] ] 1.0e6
i 4.0e5 - ]
1061 : 5.0e5-
] 2.0e54] 9
O'Oeo-----|----|----|----| O‘Oeo-|----|----|----|--- O‘Oeo-----|----|----|--- ]
15 20 25 60 65 70 75 35 40 45
M3[7E /R P EIES EHEHIR

1. BB 4E7T MRM BiEE (KMEHRRE, T&3)

3.2 miRbIEfi

BT BERZER G ZRNENZEREHXETWNRERFETER, HANUNRIARETHELR
Mgz, WFEBERTHYENERRITEDFERRAE, B0 BrEERINE EERIELTE M, &
SORERAA (RERARIED « IR (BRERTREL . 7&m GRIRED 3 MARMEIRIUERME (Matrix effect,
ME) T Cise HLB. Sic MCX/VESY 83 M &EFIBYEUR, ME HBEARMT: (ME) = (leHR%&
E=BEFUARMN G/ HRRET BAFIMMNE) X100 %, &=2&25%EE HLB B SPE A7ARERT.
HLB # LRI 3, ZREAFRERF T EMIERNN &=, BIERERLEAVERR T TR
BAMIEITEE, DIUEERN IR,

7% 3. 83 X&KL PR R B BT iL

A e IR EFMEL (%)

(g/ke) g4 T E 3N
1 B =T 0.05 75.0 93.0 76.0
2 IO T RzER 0.25 86.0 25.0 99.0
3 B iy 0.25 137.0 138.0 59.0
4 R Ak 0.25 82.0 27.0 150.0
5 TR 0.25 77.0 117.0 56.0
6 EERT 0.25 34.0 23.0 88.0
7 =TS 0.25 241.0 41.0 501.0
8 IS 0.25 194.0 197.0 155.0
9 IOKEET 0.5 238.0 242.0 182.0
10 TEIEIR 0.5 108.0 110.0 96.0
11 e 0.5 44.0 91.0 97.0
12 AL 0.5 76.0 80.0 93.0
13 RER BT 0.5 76.0 84.0 70.0
14 HZEKN 0.5 94.0 98.0 92.0
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15
16
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
42
43
44
45
46
47
48
49
50
51
52
53
54
55
56
57

B
BEKN
AT
S ETAIAL
AIAYFA
TS
iyl
B
SEIEER
B (B) £

=f
B
AR
AERIE I,
FhHOER
i3
it S AR
a-ERRBE
B-EXAFEE
a-EXRRBIHE
B-EXRIREIHEE
FRREEH
FEXRIRBIEER
Z Bz
SRR
HRF R
12 Es
IREEK
SRR

=1

M
A
&

oo

by

pi=n}

[E-6-]-1,3- K AR

SUEER
KRR
5 FERER
"ICAT
ERSHH
HFEIEE
EBER
P& /R
EFER
TRIESR
FEER
FEhiz=K
e SulS

<
(&)

= ©c o o O o 2 o o O o O o
A R = A L L T B N T TE O T S O O T R O T L

100

137

77.0
76.0
53.0
45.0
54.0
83.0
80.0
48.0
66.0
61.0
72.0
104.0
86.0
69.0
54.0
272.0
99.0
210.0
188.0
111.0
113.0
95.0
121.0
42.0
36.0
67.0
137.0
89.0
55.0
7.0
32.0
56.0
87.0
83.0
46.0
175.0
58.0
95.0
67.0
122.0
22.0
118.0
14.0

95.0
93.0
74.0
75.0
72.0
12.0
80.0
42.0
76.0
61.0
73.0
87.0
92.0
72.0
67.0
278.0
106.0
149.0
151.0
82.0
86.0
101.0
129.0
70.0
48.0
76.0
154.0
100.0
50.0
25.0
52.0
62.0
90.4
77.0
20.0
161.0
54.0
43.0
80.0
114.0
45.0
106.0
107.0

79.0
87.0
66.0
59.0
55.0
181.0
53.0
48.0
74.0
71.0
59.0
96.0
83.0
70.0
66.0
161.0
90.0
152.0
217.0
98.0
97.0
85.0
122.0
11.0
3.0
82.0
166.0
102.0
9.0
1.0
24.0
36.0
72.1
44.0
61.0
64.0
64.0
69.0
54.0
119.0
36.0
128.0
21.0



58 KT 1 2205.0  2085.0 472.0

59 PN 20 23.0 73.0 41.0
60 mEME 5 116.0 118.0 121.0
61 LETpoa izl 1 110.0 119.0 117.0
62 RIDURIR 10 124.0 113.0 132.0
63 PSS 10 508.0 386.0 262.0
64 LSO SES 10 110.0 78.0 92.0
65 B%E5 10 584.0 646.0 297.0
66 AEET 10 108.0 112.0 115.0
67 BhER 10 115.0 121.0 111.0
68 Fr[E 8 7R 10 104.0 122.0 110.0
69 [NEKIF 10 18.0 26.0 15.0
70 iR 10 74.0 86.0 88.0
71 REEHE 10 301.0 282.0 186.0
72 RE M 10 144.0 75.0 350.0
73 BRK IS 10 86.0 10.0 80.0
74 I3RS 7R 10 76.0 9.0 48.0
75 IS, 10 73.0 73.0 77.0
76 EHAIR 10 139.0 153.0 142.0
7 kit e R 10 129.0 139.0 140.0
78 AR BE 10 607.0 417.0 231.0
79 R S 10 2181.0  2066.0 461.0
80 fkFa518 10 86.0 96.0 95.0
81 EEW =L /N 10 61.0 53.0 57.0
82 BERT 10 128.0 105.0 105.0
83 HEES 10 1982.0  1921.0 405.0

3.3 Peakintelligence™ ®&iEI&EEH AR5

7 SR U6 8 3 E] AR 49 A0 R AR B9 2 Peakintelligence™ B IR B gE B X, R TEANMOER,
Peakintelligence LHGEEARRD S, BIIER. RIR. EWTHEFIEIEENRD. WToEER
ENIEr] UBERSENRMNER, THELRARFHEERD S, BLOLRAGHRBRONTIEE,
RELERE, IE2

Q 302.20>107.20 (+) 1.24e5 Q 302.20>107.20 (+) 1.24e5
. v v

1.0e5+ 1.0e5 -

5.0e4 ] 5.0e4 -]

0,00 0.0e0-]

T e

15 20 25 15 20 25
BHRRDER Peakintelligence TR &

2. ZnhERZ BRAERDEINT MRM BIEE
3.3 EEHTER
B0 H IR RE R AERR, EEEFOR, ERNENEEN, NESRITAFIR . BEETYRE

138



B el A0 IE EARRIYRSD 22 517£0.03~0.63%400.59~11.75% 7 [8l,
& 4. 83 XEFIRBIEIMIEERES 1EER(n=6)

ws B RTRSD AreaRSD | RS Bir RT.RSD AreaRSD
1 RICRT 0.23 11.75 43 SUEER 0.18 3.67
2 T RRRE 0.18 327 44 KRR 0.18 3.92
3 ) 0.20 3.10 45 SUEER 0.24 6.65
4 Rtk 0.18 3.30 46  FERIEIE 0.19 1.68
5 THET 0.15 6.03 47 BEERZH 0.34 3.28
6 EERT 0.17 4.00 48  mRT 0.18 8.20
7 AT 0.18 2.84 49  EERBHE 019 2.39
8 RS 0.11 1.51 50  BhEERE) 0.18 2.34
9 iz NS 0.12 3.06 51  =EER 0.04 2.81
10 EEBR 0.17 423 52 (= =R 0.16 11.05
11 YN 0.18 5.39 53  EIER 0.21 5.10
12 VA2 0.16 1.94 54 FHEEE 0.08 1.99
13 BREVR R 0.17 4.03 55 REBR 0.22 492
14 HHZERAN 0.17 5.24 56 FEHIZEX 0.19 2.94
15 B 0.17 5.23 57  HhSEfhER 0.63 4.48
16 (EEB/ SV 0.14 272 58 FURTS 0.04 4.15
17 ;I AT AL 0.14 5.51 59 FNEL 0.34 4.92
18 SERI 0.17 131 60  FEfMfE 0.06 7.41
19 BIAYFA 0.17 3.28 61  BSKPARZ 0.05 8.75
20 T 0.16 7.05 62  HIUUER 0.13 1.54
21 T MR 0.06 4.12 63  ENARE 0.21 1.91
22 B 0.08 2.39 64  BLAED 0.15 2.21
23 SEIEER 0.05 2.69 65 BEZES 0.19 2.68
24 B (B) £ 0.03 3.78 66 ALY 0.16 2.29
25 £ 0.05 1.95 67  fEIER 0.05 2.77
26 B 0.05 5.34 68 PAIEIR/R 0.17 1.68
27 ES[izESi 0.03 3.13 69  AEEXKE 0.18 2.10
28 ARERE, 0.03 5.80 70 RS 0.23 5.80
29 E)bzufild 0.07 5.63 71 RS 0.05 2.66
30 KARER 0.03 5.38 72 REEMb 0.14 1.29
31 Bt S R ERR 0.05 3.94 73 BKIEF 0.03 2.05
32 aEXKARBE 0.12 7.41 74 DBIMSEIR 0.20 3.77
33 B-EAKSBE 0.13 8.78 75 KA 0.19 3.07
34 o-EAKABHEE 004 10.63 76 EfhER 0.06 2.31
35 B-EAXABFE  0.04 10.93 7 RAER 0.15 0.59
36 B it 0.06 531 78 EERIEE 0.04 2.45
37 BRAEIHE 0.04 3.49 9 KT 0.03 4.10
38 Z % 0.31 4.50 80  fk#ExIE 0.04 3.30
39 SEIRE 0.21 7.06 81  &E[EgEm 0.04 1.91
40 AR 0.03 4.14 82 wmERY 0.19 1.50
41 RN 0.04 3.72 83 MIEES 0.03 3.89
42 PREEK 0.14 5.58
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3.4 hntwlEldkEe

VLA AR, R TR B RREIMAREINOATE, S PIMRKRE 3 DT, LReTReeE st
B, ENNE, UBERERIMPEEE, HREEWE, BIRRLERIE 3, KEbn BRPninLoiRE
60.0~120.0% = [8l,

80
70

60
50
40
30
20
10
o

mE0%M = m30~60% m30%M T

Bl 3. REERF 83 MudailEl=e

it

AL E A SR LCMS-8060NX =B R RREA B AR YL, I 7 IR RS aE FIBvN G A, ki
ERFR, ENNAQHRIRET, ELCHIEHE, BIMYIRIRENEIMIEEIRFIRSDZ 51£0.03~0.63%
0.59~11.75%, (NEBBEERL . HTNEINRHRARESRAERMIAFdn, KE00 BARINRRINERE
60.0~120.0%2 8l & ARIERIE, DEEFEML, DITRER, ZYED, AJLUARKRZHEFF
M ERTESE,
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LCMSMS N 7E Pl 4 78 7R & 20 B 52 A4 FE i 571

i B XA SR-EMRITREERBN BILT 20 MPRIAEETTINE M E B %K. A RETZF AT 0.1~5
ng/mLSEER, EFBRF 20 MPZAMERTFT, MR, HEXRIMRY>0.997; 20 MPZAEETFIBIG
tHPR 0.003 -0.08 ng/mL, EEFRN 0.01-0.24 ng/mlL. ZHEDITRER, REES, ERATRERZR
BREFST TR EE Eo

KRR —SEURARRECAN  BRAKIEMT a5

PRAFEMTFIR—RTER T AT EMOERE, LN OAYE. SMIERFIRBRIEETTHAVITH. &
LIRS IATEMTF AR E 5IR/R. MEBR. &R, REBERE, BRRXEFIFL (WADA) RH7T
(BRAEBER), PRATHMFTIET PL RMaEF, BERE T B/R. MERR. MERRE 20 M. RILEHR
ERE. 551 BEFHOEABRRKBRMT. RTEAAYSHHIAE, BEAIRE, WX kAP
HRRARRRERFT, XRIRMENEFISRIGITEMERAN L. Alt, EREBE/AMT (KREEFRRIEN
wHILIEERE), WE TR BMPESIE/R. MERR. AR, FEB/RP AT PR R @ 5 R
0.5 ug/kgo EBT, BRAKPRETFIRIILN T ELURIBEIE-REXFUEENE, BRI NARE,

ALY 20 FBRARERBTTIAYRARBIE-REPUENE S E. 277 ARRE. Eif. REES, E45k
RREBIBR A EETFIBITHE,

1. CIEER S
1.1 (YRS
5 EBEWRAEEIE S = SR BB £ 55 LCMS-8045, EAEIE K

Wi & IR :LC-40DXRX2 % 4 & # 2, :CBM-40

Bnhi#Ees  SIL40C XR = EURAFBIEY  (LCMS-8045

£ B F :CT0-40C B ¥ I fE u§ :LabSolutionsVer. 5.113
1.2 S

BREIEFEMYt

B 3 & Shim-packGISS-HP (100mmx2.1mmI.D.,3 um) , && (LBE) LM ER
‘~aEl, P/N:227-30084-02

mooh B AME-0.1%FER S5mM ZEREEKAR; B AE-FEE
m ® : 0.3mL/min HOF 2 10uL
=+ ® o 40°C o R X ok BEE (1:1)

R A I R, BARFIISIRE N 20%, BYEER I Lo
= 1. BEERIYERER

Time(min)  Module Command Value
0.30 Pumps Pump B Conc. 20
5.00 Pumps Pump B Conc. 80
6.00 Pumps Pump B Conc. 80
6.20 Pumps Pump B Conc. 20
9.00 Controller Stop
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Bt & 4

B & X . LCMS-8045 AT ERE © 150°C

B 7 JR : ESIH(1.0kV) MARREHRE @ 400°C

£ ] &% 3L/min ¥ O R E :400°C

+ 1B K & 5L/min 3 % & X  MRM

m#H: K =5 20L/min MRM & # : k2

& 2. MRM B%§
- \ e HIREF BT 1 CE1 BT 2 CE2
75 XA R (m/2) (m/2) (ev) (m/2) (V)
1 EEBIR Propranolol 260.2 183.1* -17 116.1 -18
2 IR Atenolol 266.9 145.0* -26 225.1 -16
3 EHERIR Metoprolol 268.1 116.1 -18 191.1 -18
4 RERR Carteolol 292.9 237.1* -16 202.1 21
5 FAlE8 /R Alprenolol 249.9 116.1* -16 173.0 -18
6 EMIER Betaxolol 308.1 116.1* 20 72.1 24
7 RUEHIR Carvedilol 406.9 224.0 -23 100.0* 27
8 RBR Sotalol 2732 133.1* 27 213.0 -18
9 MZRIR Nadolol 310.1 254.1* -17 236.1 21
10 EIIEP=YIN Timolol 317.2 261.0* -17 244.0 -22
11 BETAKR Acebutolol 336.9 116.1* -23 260.1 21
12 BIEBR Bunolol 291.9 236.1% -16 201.0 -21
13 XEPAR Esmolol 2959 219.1* -18 145.0 -26
14 EFBR Celiprolol 380.1 251.0* 24 307.1 -18
15 YN Bisoprolol 3259 116.1* -19 222.0 -13
16  &|HABR Oxprenolol 266.1 116.1* -17 225.1 -13
17 BINEIR Nebivolol 406.2 151.0* -31 123.0 -44
18 IEIIASZTIN Pindolol 249.0 116.1* -17 72.1 -23
19  WEFRAR Penbutolol 292.1 236.1* -16 201.0 21
20 RAER Carazolol 298.9 116.0 21 222.0* -19
* EEETN
2. R 5i1e

2.1 BEiREEREBIEE

0.5 ng/mL E2FARAER R ENUNE, 20 MRZARFEETFIZEAILEY) MRM BIREIWT, BIEEF R,

T MLSh, BTHZERREFHERBE, BEEE—ENDBEED,

22 F®ER

1 FWI|ER
Q260.20>183.10 (+)

100.00

0] RT=5.102_

4.75e4

RT=5.210

100.00

Q266.90>145.00 (%)

4993
RT=1.419

r‘

RT=0.868| | RT=2,078

23 MILER s EBER
Q268.10>116.10 (=) 8$23e4  Q29290>237.10(+) 1.16e5
(RT=4218 RT=3.187
100.00- 100.00
% %
B R o e 000 =TTV
40 45 5 3.0 35
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5 FEEER 26 EEER 2T FiERE
Q24990>116.10 (+) 1.44e4 Q308.10>116.10 (+) 320e4 Q406.90>100.00 (+) 2.46e4
SRT=5277 ,RT=5323 RT=5.594
100.00 100.00 100.00
%] % %
0-00 _ﬁ"tﬁ'_‘r—m”'l'"h_ﬁ_r 0-00 0-00
50 55 5.0 55 5.0 5.5 6.0
29 PBER #10 EBEE R =11 BETER
Q310.105254.10 (=) 1.17e5  Q317.205261.00 (%) 265¢5 Q336.905116.10 (%) 1.14e5
RT=3.387 RT=4.146 RT=4215
100.00 100.00 100.00
% % L
L A e [ e [ R e —
30 35 35 40 45 3.5 10 45
213 WEER 214 EFER 215 EEER
Q295.90>219.10 (%) 3.74e4  Q380.105251.00 (%) 200e5  Q32590>116.10 (%) 2.16e4
~RT=4.507 RT=4.612 RT=4.965
100.00 100.00 100.00
% % %
RT=4.126
R e e 050 e e 000 A e ey
40 45 50 40 45 50 45 5.0 55
217 MAER 218 B PRE R £10 ¥ AIESR
Q40620>151.00 (+) 493e4  Q249.00>116.10 (<) 14085  Q292.10>236.10 () 6.5085
,RT=5948 RT=3.075 RT=6.149
100.00 100.00 100.00
%] %] %]
R BAEC I S B B L Bt o T
55 6.0 6.5 25 3.0 35 5.5

2.2 KERIHE

1.0.5 ng/mL EBN4R89 MRM & 3% E

=8 EiEER
Q27320>133.10 (%) 5.81ed
,RT=1289
100.00~
%]
0.00 -
1.0 15
ENRWFER
Q291.905236.10 (+) 24365
RT=4296
100.00
%
0.00 e
40 45
216 FBER
Q266.10>116.10 (+) 1.23¢3
RT=4.750
100.00
55
0.00 ST
45 5.0
220 EIER
Q298.90>222.00 (+) 3.92e4
RT=4819
100.00
%
I o B S AT e
45 50

FREZFIR/MR. BIBRERIN, HMBZABRETIIEE —ERERNERINGI (29%-87%), AL, *

FRERILECAT ERZOHITE Bo AXIZIR 1.4 5ARHIIRERTIAR, LUIZERNREFE, #iT4

EINE,

SRS, ERREA, 20 MPZAIERTTIAM RYF, XA R %>0.997, HEWE 89.3%~117.6% (8l
BRAAPRUTFIAT R ILE 2, RIBEIRLE, HEEHMLHRE (S/N=3) MEEMR (S/N=10), #HFR 0.003 -
0.08 ng/mL, EE£PFR 0.01-0.24 ng/mLo

TR (x100,000) T B (x100,000) THI B (x100,000)
[ 5.04 4
1 159
2.04 ] ]
] ] 1.0
2.54 ]
1-0‘: ] 0.5
0.04 . o.c-,,,,,,,, oL
00 o' e 00 0’5 e 00 05 R
EEIEIR EER LR
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TR (x100,000) T B (x1,000,000) T £(x1,000,000)

403 ] 1.5
] 1.0 ]

3.0 ] 1,09

20— 05_ o

1.0 ] ]

O'c;.o' ST ke T Wk T Wk

ENIEN=UN MEZRIR PRI RIR
2. O WEYIIRERLL
& 3. PRAKFEETTIARE LRI R R
f;f e éagt;i/ e *E?éj*ﬁﬁ( ERE WHR  EER
(%) ng/mL  ng/mL
1 EEER 0.05-5  Y=(278847)X + (-8047.59) 0.9979 89.4-106.1 0.03 0.09
2 PRI B IR 0.2-5 Y = (83451.5)X + (-26791.3) 0.9988 91.8-109.0 0.02 0.06
3 ERAR 0.05-5  Y=(486526)X +(-2348.48) 0.9992 89.3-113.9 0.01 0.02
4 REER 0.05-5 Y =(830723)X + (2807.08) 0.9997 89.9-109.2 0.01 0.02
5 MEBR 0.05-5  Y=(87193.1)X +(-1742.09) 0.9995 86.9-110.4 0.01 0.04
6 [ERIUN=TIN 0.05-5 Y =(207191)X + (-4383.99) 0.9993 86.5-113.2 0.02 0.07
T RYEMIR 0.05-5  Y=(160529)X + (-2196.85) 0.9993 91.2-117.6 0.02 0.07
8  RER 0.05-5  Y=(441384)X +(3690.47) 0.9998 96.7-103.1 0.01 0.03
9 M TEIR 0.05-5 Y =(1.29517e+006)X + (-4615.29) 0.9998 91.0-105.1 0.003 0.01
10 PEIGEIR 0.05-5  Y=(1.58637e+006)X + (13331.9) 0.9995 92.2-115.4 0.003 0.01
11 BT BR 0.05-5 Y = (676039)X + (-5382.42) 0.9997 89.8-113.3 0.01 0.04
12 mEAKR 0.05-5 Y = (1.45484e+006)X + (-4526.34) 0.9994 93.7-109.0 0.003 0.01
13 XBEPER 0.05-5 Y = (239428)X + (-2634.99) 0.9990 91.3-116.5 0.08 0.24
14 ZEFER 0.05-5  Y=(1.25011e+006)X + (-6394.04) 0.9989 92.4-115.2 0.01 0.04
15  HEFRER 0.05-5 Y =(133698)X + (-2213.21) 0.9995 83.0-111.0 0.05 0.15
16 SEFBAK 0.05-5  Y=(777888)X +(-4196.29) 0.9997 92.2-111.3 0.003 0.01
17 AR 0.05-5 Y = (304988)X + (-1907.56) 0.9991 91.6-110.5 0.02 0.06
18 P3IRIEIR 0.05-5  Y=(1.09070e+006)X + (-328.447) 0.9998 93.9-109.0 0.01 0.02
19 BRI 0.05-5 Y =(2.93109e+006)X + (-14210.8) 0.9996 96.6-107.1 0.01 0.02
20 RHDBR 0.05-5 Y = (253009)X + (-2664.48) 0.9994 90.6-109.3 0.03 0.08
3. £ig

AL B2 LCMS-8045RRBKAB RS, & T 20MPBZ A& 209N %, HEAF ISR
&R, 7£0.05~5 pg/mLUEEA, 20MRABRUTFILLE RYF, BRFRERY>0.997; B ARFRRTTIBI HFR
#90.003-0.08 ng/mL, EEFR0.01-0.24 ng/mLo
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3.8 BRSNS E D

NFAREAYAN, AT RERREETVRENT R, NETEBNE, MI—RITEEMRE, %
BNHEREERIKT, FAEREINNET, BFEESHNINIET. AINAYEERENEY). B
MY NEBRIAAYTF; RIEXE S ENER, AIEHhEEHANESE: a) 8—YHRAM; b) —£
NERYRFLE; o ZMYRNESHAN; d) WEEBIRIN; WARIBYEA. Wt AKX IA 75 75R 8
KE, TBAMNBIRENZBNENYIER, E0FEEEMIFTEERSERAARSHYIR, BE
ANERLIENSEIERARBYIR, RS ERERNE E 75 AN AN E o

FHit, HYREBREATIFZAINEGANNINR, FERUSTENIFENNESHENGZ, LUK
EEAAFERNEGANEENTERK, TESZEX/ATHRATRITTE (RER®T 75 HIFER
MFZABN BJS 201710) FIBXEEL SN/T 5357-2021 (HORBE P LEIBERNEIN
E RIBEE-FIE/FUEE) FHahEN % ANEEREEE (RERETEREAY) QTOF FikE) R
EHTRERETERMDIIREEEEENT. ABLETHIRERRIFEANNGESHENNABLZE,
HAEXRNMARSE,

LCMS-9050 LCMS-8050 RX
Mm% SRS iEl B B AR X = EMRITRBRBE BN

T =

Uurnri1s

ULTRA FAST MASS SPECTROMETRY
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LCMSMSa R R M 1107 dEER N4

8 B: A°CFIA LCMS-8060NX BEXMRA®EIE =B NRTIERS, B 7R EE®P 110 FIAEERM
ZRN T %, eI REBEREIN, RIVRTREERERF DT, 241t EEUSERE R EFITN,

HERETZITEEXRRRYE, BXRH r>0997, MirFmEEN (n=3) EXRERE RSD /T 5%,
INAREIERTE 81.38% ~ 108.31% (8], HHE R,

Xgin: —SEURTRREAN RERR IBERINEY)

HOHR, EETRIMREANTERTEL I EERR, RtFRERENFREZEM. E0F@
EREBAIFESRHF AR RMMERESEAMIIMANERERRT, EREREEAVIN, LR IHES
&, FREN, AMREERHINZ2RAB TS, BIiRERMPIFENMAIBIEIERMN 5 7EIFE 2
228

BEMESRNT AR ERNAEZEREEERIEE. RESREEA LUENEES. AXNARA
BIREREFUEN, B LI0MAEERIIAYNREEEEERER A, ZAh 28N TREAEMEDINEE,
IEHE N ENRIEE, iR RERBRER 2T, BEEENNBNME.

1. 2I8ER 5

1.1 {8

572 = BEMRATRRECA N LCMS-8060NX, ACEEEMT:

4t iz f 28 ¢ CBM-40A Bz = #Hl : DGU-40S

W & R LC40DXSX2 £ R &  CTO-40C

B = # #F 28 © SIL40CXS i (Y @ LCMS-8060NX

B 3 T /£ 15 : Labsolutions Ver.5.124
1.2 DREH

BIREERNG

(S - . Shim-pack GISTHP (100 mm x2.1 mmI.D., 2 um,
83 (b8) KKBEMEBERAE], P/N:227-30001-04)

vy

o A A-0.1%FER 2mM ZERIZAKBR; B-ZfE

N
=

#HOoE F R o 2uL

m =® © 0.3mL/min /3 = . 40°C

il Al D BREER, BAERRIGIRE D 10%, BYEiZERINE 1 Fim.

x 1. BELRNERES
BYi8l(min) 2 SSENRECY B

2.0 R B Conc 10
2.1 = B Conc 35
4.0 R B Conc 35
4.1 £ B Conc 40
6.5 £ B Conc 40
7.0 £ B Conc 80
9.0 R B Conc 80
9.1 £ B Conc 90
13.0 I3 STOP
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B4

BT HiEX ESIE EHSRAME : 3.0L/min
¥ O R B :300C F RS ME : 3.0L/min
D L & E 150°C mH s mR 15.0 L/min
MAEHRE  © 400°C o S s
H # & R % [ W 25 M(MRM) 5 U & +1.5mm
MRM & # DY)
% 2. LEYEE N MRM &4k
1REZBYE] BFE 1 Pre Bias CE 3 Pre Bias
D wama CAS 2 = ! MRM BF-5 0 R
(min) =X (V) (V) (V)
130.15>71.05* -10 2 -15
1 EhiEs — FRIAN 657-24-9 0.877 *)
130.15>60.10 24 14 26
124.00>80.15* 24 22 17
2 1RES 59-67-6 1.016 *)
124.00>78.10 -10 22 -16
158.15>95.15* -12 17 20
3 2RI 701-54-2 1.328 (+)
158.15>67.10 -11 27 -30
. 240.15>148.05* 17 17 17
4 YT RRES 18559-94-9 1.811 (+)
240.15>166.15 17 -13 -19
267.10>145.10* -19 24 -30
5 RIEE /R 29122-68-7 1.959 (+)
267.10>133.10 -19 27 29
B 158.15>60.15* -12 14 26
6 TH 692-13-7 2.057 )
158.15>57.15 -11 24 23
166.10>148.10* 12 14 17
7 FRET, 299-42-3 3.135 (+)
166.10>117.10 12 20 24
. 230.00>213.00* -16 24 25
8 BFRE 4205-90-7 3.640 +)
230.00>160.00 -16 34 -19
X 330.10>181.10* 24 -33 21
9 S 115-53-7 3.653 +)
330.10>239.10 -13 25 -19
o 206.15>60.10* -15 17 27
10 FZ IR 114-86-3 3.730 +)
206.10>105.10 -15 25 23
218.10>116.10* -15 -13 24
11 R EF 62571-86-2 3.844 )
218.10>75.10 -15 21 -16
389.00>217.10* -15 -33 -17
12 N 43200-80-2 3.838 *)
389.00>345.10 -15 -10 26
384.00>247.15* -15 29 29
13 DRI 19216-56-9 3.949 )
384.00>366.10 -15 27 28
_ 317.10>86.20" -12 23 -18
14 = 751 13754-56-8 4.104 (+)
317.10>272.10 12 20 21
358.10>135.10* -14 25 29
15 Z 5 5IER 122320-73-4 4313 (+)
358.10>119.10 -14 -48 25
. 278.10>58.10* -11 21 25
16 HIE 93413-69-5 4387 )
278.10>121.10 11 27 25
453.05>97.10* -17 -30 21
17 LI IFRLE 949091-38-7 4.428 *)
453.05>113.15 -17 -30 24
274.10>174.10* -19 -19 20
18 SEILR 80-77-3 4.475 *)
274.10>159.10 20 33 -18
233.10>174.10* 17 14 20
19 wE= 73-31-4 4.468 *)
233.10>159.10 -17 25 -19
. 356.00>192.15* 25 28 2
20 BEE 2934-97-6 4536 *)
356.00>176.15 -14 -50 21
21 SUETREH 132-22-9 4.620 *) 275.10>230.05* 20 -16 27



22

23

24

25

26

27

28

29

30

31

32

33

34

35

36

37

38

39

40

41

42

43

44

45

46

47

48

LTHIARAE

ey ckarls

RARE

RESEAMR
EI3

Pt ARE

SEMAIE

FLokErE

SEMERIF

[RMF

ntE5IER

FRIF

N,N-XRZ FREPE
Gi==2lE

SHPRH

=M

N-EFREFEH
#hEA

ftiixhiraE

iy gllline

Rl

itz

R T AR

831217-01-7

458-24-2

224785-90-4

139755-85-4

139755-83-2

642928-07-2

58-25-3

59467-70-8

151319-34-5
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489.00>151.10"
489.00>312.10
505.15>99.10*
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475.00>283.10"
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299.90>241.10
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357.00>119.10
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252.00>125.00*
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309.00>281.10"
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316.00>270.05"
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343.00>239.00
266.10>125.10*
266.10>139.10
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390.00>204.05
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446.00>167.10
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280.10>125.00*
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212.20>194.20
168.10>91.10"
168.10>119.10
220.20>143.10*
220.20>202.10
226.10»152.10*
226.10>125.10
293.90>214.00*
293.90>179.10
262.20>185.10*
262.20>202.10
240.00>148.10*
240.00>166.00
234.20>160.10*
234.20>143.10
304.00>107.00"
304.00>135.00
291.10»273.00*
291.10>231.20
288.00>121.00*
288.00>150.00
267.20~181.20*
267.20>166.10
319.10>203.00"
319.10»301.10
263.10>203.00*
263.10>245.00
214.10>119.00*
214.10>154.10
277.10>203.00*
277.10>132.10
345.00>149.00"
345.00>121.00
321.20>247.00"
321.20>168.10
228.10~118.00*
228.10>154.00
154.10>119.20*
154.10>91.10
358.10>322.10"
358.10>258.00
367.00>292.80"
367.00>348.90
311.00>217.00*
311.00>237.00
291.10»203.10*
291.10>168.10
368.00>312.10"
368.00>294.10
329.30>162.10"
329.30>207.20
291.10~188.10*
291.10>273.10
325.10>237.00"
325.10»217.10
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e 345.10>150.10* -29 23 -17

104 KR A 1346746-81-3 8919 +)
345.10>327.10 -29 -14 -4
) 366.10>132.10* -16 -15 -15

105 MBI MEER 26807-65-8 9.077 )
366.10>91.10 -30 -41 -19
. 310.40>44.00 -15 12 -20

106 BT 54910-89-3 9.078 ()
310.40>148.20 -15 9 -28
. 292.20>201.10* -13 -20 -15

107 AR 36507-48-9 9.515 )
292.20>236.20 -25 -16 27
. 416.20>398.10* -18 -15 21

108 IhEsEE 89365-50-4 9.557 )
416.20>380.10 -18 -20 -28
363.00>80.00 25 27 10

109 BEME 28395-03-1 10.312 )
363.00>207.00 26 21 21
463.10>363.00* 20 26 -28
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463.10>298.80 20 -47 23
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100.00 -
%-
e e

7.0 75 8dlllégll
{REBRTIE] (min)

100.00 -

%

000 - S——F T
7.0 75 8.0 85

{REBATIE] (min)

AT
Q324.10>127.20 (+) 1.74e6

100.00 - M

%

000 - S
75 8.0 85 9.0

{REBATIE] (min)

100.00

%

000 ‘S
75 8.0 85 9.0

{REBRTIE] (min)
BT



Bl 3. BN EBYEEE

Q 355.00>215.00 (+) 2.09e4
100.00 - M
%-
000
7.5 8.0 8.5 9.0
{REBAYE] (min)
100.00
%-
O-OO-"I""I""I""I'
75 8.0 85 9.0
{REBRTIE (min)
eSS R
Q 296.00>269.00 (-) 6.24e3
100.00
%-
000 —=——mm—rtr——
3.0 35 40 45
{REBRTIE) (min)
100.00 -
%-
000 et
30 35 4.0 45
{REBAYE] (min)
SEREE
Q 329.10>205.05 (-) 1.74e4
100.00 -
%-
000 b=———rrrr-"drrrrr-r
50 55 6.0 6.5
{REBAGE] (min)
100.00
%-
O-OO-"'|""|""|""|'
5.0 55 6.0 6.5
{REBRTIE (min)
Ik ZE K
2.2 GRS KRS

Q 285.00>193.10 (+) 1.98e6
100.00 -
%-
000 et
7.5 8.0 8.5 9.0
{REBAYE] (min)
100.00
%-
O-OO-"I'"'I""I""I"
75 8.0 85 9.0
{REBRTIE (min)
HPFEF
Q 183.10>42.05 (-) 400e3
100.00
%-
O-OO-'I'"'I""I""I"'
30 35 40 45
{REBRTIE (min)
100.00 -
%-
000 L e
30 35 4.0 4.5
{REBAGE] (min)
Btb%
Q225.10>182.20 (-) 9.55e3
100.00 -, M
%-
000 ot e
55 6.0 6.5 70
{REBAGE] (min)
100.00
%-
0.00 T T T
55 6.0 6.5 70
{REBRTIE (min)
BB

Q367.10>170.20 (+) 3.67e5

100.00 -
%-
0.00-.|....|....|....|..
75 8.0 8.5 9.0
{REBATIE] (min)
100.00 -
%-
0.00 -~
75 8.0 8.5 9.0
{REBAIE] (min)
185K R
Q231.10>42.00 (-) 104e4
100.00 - v
%-
000 =
40 45 50 55
{REBAIE] (min)
100.00 -
%-
0.00-.|....|....|....,...
40 4.5 50 55
{REBATIE] (min)
ABELEH
Q237.10>42.05 (-) 9.84e3
100.00 -
%-
0.00-.|....|....|....|...
6.0 6.5 7.0 75
{REBATIE] (min)
100.00 -
%-
0.00 bt

6.0 6.5 7.OI - I7I.5I -
{REBRTIE] (min)

5] R Bt 2 ik

MEFueEE (LE: €8, TE: &)

ERL2IM T DS, ERTIBBRIZIRRE MR SHIRF ROR_ENNE, UURSNYIRTRE gL
15, BERRNMPLT, LHIRUERLZ, BORERZUIEARTT. 110 ARERMNAYITERVERZRESEER

ZMEXRRY, BXAMIYKRTF0.997,

B S0 H IR A MR R R IR 3P
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R

HhER— FAXAN
y = 661699.4x + 20921.75
R2=0.9989630 R=0.9994814
ROFEZEREL BOA (E£)
B BRIA (1/0)
FHIEE BOA (RERR)

6.0e7

5.0e7
4.0e7
3.0e7
2.0e7
1.0e7

0.0e0

WRE (ng/mL)
ERER — FAXAN
s
8.0e7 -| T AR
“|y =816995.6x + 144188.1
: R2=0.9972623 R =0.998630

6.0e7 - ROFEMMZSERY: BOA (B )
. _| hoA: BRIA (1/C)
1z Bk Grigmen)

iz
6.0e5 | A&

y=5977.324x+610.9460
R?=0.9988140 R =0.9994068

ROfERHEREL: BOA (B )
I BRIA (1/C)
THUIE B (RIFER)

3.0e5 -
2.0e5
1.0e5 -
0.0e0
0
izl
| FrEER

y=137390.9x+17434.79
R2=0.9993912 R=0.9996956,

| ReLEERY: BUA (B1%%)
1.0e7 -| hoaw: 2k (170
| T8 BA GRES)

——— 0.0e0 4

WRE (ng/mL)

| SERTE (FRMER)
1y=17007.14x+3926.788
1.5e6 -| R2 = 09992295 R = 0.9996147
| ot 2N (B )
| DA BA (1/C)
| EaeE BOA GRidEA)

6.0e7 |

WREE (ng/mL)

17=m
|y =744730.3x + 1431573
R2=0.9974569 R=0.998727

| R EY: BRA (B4 )
- DAL ERIA (1/C)
| TR BOA (RERR)

4067 7.5¢6- 4067
i 5.0e6 | ]
2.0e7 - ] 20e7
000 ———— 0.0e0 : : 0.0€0 4 ,
0 50 0 50 0 50
WREE (ng/mL) MRE (ng/mL) WREL (ng/mL)
T RREZ (B T
& & R
LE 1506 ]7%E |
1y =373868.9x + 39341.43 - | y=14914.46x+15045.49 1y =16287.30x + 7231.181
1re=0.9989209 R=09994603 1R2=0.9995205 R=0.9997602 1.566 2209998904 R =0.9999452
3.0e7 | igunsssen. BA (2545 13€6 < g gl (8% 1306 | Bt o E25)
1 hni: 26k (1/0) 1 ot: B (1/0) =0 ot B4 (170
| B R 1.0e6 2| S ik GRIR) 1 0e6 | ZHEE BN GRS
20e 7.5€5 755 -
10e7 ] 5'°e5'5 5.0e5 -
2.5e5 - 2.5e5 ]
0.0e0 : : 0.0€0 S 0.0e0 4 ——
0 50 0 50 0 50
WREE (ng/mL) MREE (ng/ml) RE (ng/mL)
FREEDR, ARE SRR
4. BWRAYIRERL
% 3. B YIREX R HR
EPEY PR HEXER T PR
D BT B . D BTN ) -
(r) (ng/mL) Q) (ng/mL)
1 EhER — FRXVAN 0.9995 0.02 38 FHHIFE Y 0.9997 0.20
2 JRER 0.9994 2.50 39 N,N-3 2 R E A 7R ER AR 0.9997 0.20
3 SRR (mig) 0.9996 0.50 40 FaT 5 0.9998 0.20
4 DT REEZ 0.9992 0.02 41 SUREFE ¥ 0.9999 0.20
5 FAIEIE /R 0.9997 0.02 42 1 0.9998 0.20
6 T 0.9990 0.02 43 N-E2 & BB FE7n i Ee 0.9999 0.07
7 FREEE 0.9995 0.05 44 (UPYEATEIS 0.9998 0.30
8 BRE 0.9998 0.50 45 el =S 0.9998 0.30
9 SR 0.9999 0.50 46 F i 0.9996 0.16
10 A IR 0.9998 0.05 47 [icgiagezele)z] 0.9999 0.08
11 FHEEF 0.9999 0.50 48 BRI T AR 0.9987 0.50
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12 Uy S

13 RS

14 “8RA%
15 ZIE5IER
16 SHLASE
17 BRLTHbARIE
18 SEILER
19 BER

20 TREE

21 SEIBH
22 £THIARSE
23 S EAuee
24 HIHIABIE
25 RESEFEABIE
26 FaIIARIE
27 REFHABIE
28 k=)

29 BRI
30 LR ERE
31 F[EMANEE
32 R
33 Ot A& HIER
34 BIDFEE
35 SEme
36 ZEichas

37 EREL

0.9997
0.9999
0.9997
0.9998
0.9998
0.9995
0.9995
0.9998
0.9997
0.9996
0.9994
0.9994
0.9999
0.9999
0.9999
0.9998
0.9998
0.9999
0.9998
0.9999
0.9994
0.9999
0.9998
0.9998
0.9999
0.9999

0.20
0.25
0.38
0.25
0.20
0.80
1.00
0.20
1.00
0.50
0.15
0.20
0.20
0.30
0.25
0.40
0.40
0.05
0.10
0.10
0.50
0.10
0.20
0.10
0.25
0.20

49
50
51
52
53
54
55
56
57
58
59
60
61
62
63
64
65
66
67
68
69
70
71
72
73
74

PRSI ARIE
PRI
YT
BERSER

PR+
Ve
TEHIZR R

{A AR E
[E B
IS
=¥

BT FRER I E

[eZHF
185 R
AR FaARIE
ERAMT
JEBHF
BT
Intg5IR

FERMTT

Rz BORMT

SRMEE
Btz
KEBLE%
BREEAK
FIXB%

0.9989
0.9980
0.9996
0.9987
0.9997
0.9996
0.9971
0.9979
0.9999
0.9999
0.9995
0.9972
0.9997
0.9998
0.9976
0.9996
0.9985
0.9972
0.9997
0.9999
0.9997
0.9989
0.9973
0.9977
0.9992
0.9987

0.15
0.15
0.08
2.50
0.08
0.40
0.10
0.10
0.50
0.10
0.20
5.00
0.20
0.15
0.15
0.25
0.80
2.50
0.05
2.50
0.30
2.50
8.50
8.50
0.40
8.50

2.3 BEE

BY 25 ng/mL tEMRBR, ESHE 6 R, REEIN RSDWIINTF 1%, EMEFREY RSD%IY/NF
50/07 éi%m%'é 40

& 4. BB AY)IRE NS 8 M IEEARBIIEE E

i SR REETIE]  IEER D S RERIE @R
RSD% RSD% RSD% RSD%
1 L — FA AN 0.20 0.80 | 38 Hhita¥ 0.10 131
2 JRER 0.53 3.10 | 39 N,N-3% 2 BR B Fa 75 PR 0.12 1.51
3 [UFIRER (RER) 0.60 1.70 | 40 GRS 0.11 1.76
4 T Rz 0.50 246 | 41 SUBETE¥ 0.11 0.92
5 P /R 0.56 135 | 42 =We 0.12 0.87
6 TN 0.32 089 | 43 N-52 25 B B Fa 7R g 0.12 1.24
7 FRER IR 0.20 148 | 44 (UbPSATE ]S 0.11 1.96
8 BIRE 0.08 322 | 45 15510tk ik 0.09 2.73
9 S, 0.09 2.18 | 46 A M 0.07 2.66
10 KZ AR 0.11 220 | 47 icfiet:zelef] 0.06 3.52
11 RIEEF 0.12 338 | 48 FRIREE T AR 0.05 2.18
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12 PritsfE 0.09 2.07 | 49 BRI HARE 0.04 3.23
13 IS 0.12 1.52 | 50 RS R 0.04 2.68
14 —ERA% 0.11 223 | 51 1BSIFTHF 0.05 3.05
15 THEFIER 0.11 214 | 52 BRI 0.05 3.36
16 XHIAFE 0.11 2.74 | 53 TG 0.05 2.19
17 LI hARIE 0.11 323 | 54 BT RAR 0.04 3.51
18 SEILE 0.10 2.06 | 55 IETIZRHR 0.04 2.17
19 BER 0.11 252 | 56 PR HARE 0.04 3.47
20 TIEE 0.12 1.96 | 57 e B 0.04 2.65
21 S[AEBH 0.13 246 | 58 1851 AR 0.05 2.88
22 £IHARIE 0.12 2.53 59 e = 0.04 1.78
23 BAX RAVLiLZ 0.13 1.64 | 60 BT R 0.05 1.74
24 RHARIE 0.13 1.37 61 e E 0.04 3.54
25 RESZAMARIE 0.13 139 | 62 155 EER 0.04 0.74
26 FEHIARIE 0.14 203 | 63 AEFEMABIE 0.04 143
27 SEFMALIE 0.10 0.70 | 64 EHRMT 0.04 1.76
28 S =] 0.09 0.63 | 65 JEIE T 0.04 2.29
29 BRIRME 0.09 0.70 | 66 ERAT 0.05 2.93
30 LRI E 0.09 082 | 67 by ESlES 0.04 1.40
31 FEMARIFE 0.10 277 | 68 ERAMT 0.04 2.77
32 [EHF 0.11 343 | 69 Bt R BT 0.04 1.20
33 Mt A5 51/ BR 0.09 0.74 | 70 SRIEE 0.11 327
34 BIDFEE 0.10 193 | 71 Bt 0.09 4.64
35 TEMe 0.09 113 | 72 KELZ 0.13 3.29
36 cEicpas 0.10 317 | 73 BREEK 0.09 3.73
37 [T 0.10 0.82 74 BB 0.11 424

2.4 EHRESH RIS
B mBERREFSRORR, R 14 HRMESE, FIHE 3 0 EVIREX 25 ng/mL B9 110 7H
ABERINAIIAREE S T, FHYEIERTE 81.38 - 108.31 Zj8], EBEM RSD%/NF 5%, LERM
5. B 5
X 5. OB ITERERESM

14 RSD 14
D A5 RS A5 e
1 EHERTHIWAN 104.02 069 | 38 ZHHIFE¥ 10032 130
2 JHER 99.36 293 | 39  NN-WEREFMAMEE 10377 152
3 RN (RN 103.56 086 | 40 [UZMe 9775 175
4 TR 103.34 245 | 41  SRHFEHE 99.93 0.91
5  RIEER 102.93 095 | 42 =m¢ 101.17  0.86
6 TN 101.60 091 | 43 N-BABREFEMEA 100.59 1.4
T FREM 103.02 138 | 44  fiAfdE 95.86 1.95
8 HRE 103.78 375 | 45 &Nt 10473 274
9 EEW 102.05 250 | 46 Fm¥E 9890 263
10 EZWAR 99.78 257 | 47  7H7nHERE 10325  3.50
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11 REEA 98.78 314 | 48 EHXBETHR 9754 219
12 AL 100.21 1.09 | 49  MHAIIERAE 9692 321
13 DRPRER 100.67 1.68 | 50  BEFEME 8742 275
14 —ER% 102.99 223 | 51 185IFHAE 89.86  3.01
15 ZI85IE 102.38 223 | 52 EESESE 8157 332
16 XHDEF 103.44 237 | 53 HEEE 93.12 217
17 BRLTHIAREE 108.31 369 | 54 HHLKER 10043 348
18  SEILE 98.24 224 | 55 I8HIEHR 86.69 2.11
19 #BEX 98.50 1.88 | 56  fhkHBARIE 9447 339
20 ZTEE 102.60 194 | 57 BB 9580 265
21 SR 106.29 244 | 58  1HIER 99.26 266
22 4IHBERIE 101.97 252 | 59 [BEMFE 90.92 175
23 ZEAIEA 102.92 1.64 | 60 BT IRERTAER 8225 152
24 fRHIFABHE 99.14 136 | 61 [BEMF 89.32 347
25 REREAEMPBIE 98.61 138 | 62  18%|IEER 98.80  0.63
26 PEHIABIE 104.07 202 | 63  FBEFAEHIALIE 9097 139
27 SEFEHEIE 100.70 070 | 64 E{MST 9223 172
28 AR=S 100.67 063 | 65 IEBHIF 89.50 222
29 BHERME 101.08 070 | 66 EEMST 90.60  2.77
30 HLRERE 100.38 082 | 67 IHIEHIE 10158 114
31 SEMAREE 102.84 276 | 68  ELMST 98.27 234
32 SRMF 101.76 343 | 69 EERERMMT 99.74  1.02
33 MigSIER 99.51 074 | 70 SR 96.13 324
34 BULFEH 97.92 193 | 71 Bit¥ 89.82 4.64
35 XNEMe 99.18 113 | 72 B 81.38 3.9
36 FHEEF 95.79 316 | 73 BREX 97.72 372
37 EpBk 99.54 083 | 74 RBXBLZ 8591 275

B AY TR R REE EER

120.00 5.00
4.50

100.00 4.00

80.00 350
{ ’ | 3.00
60.00 = » 2.50
L ’
40.00 ’ g ’ 20
: N / /] 1.50
20.00 § 1.00
0.50
0.00 0.00
E _FEEZHEsMEBEER s O EOE B R M X 0 40 3 I B B B w B k2B K A
XA RE N YRR R HRERY Do S EREHR AR DR DM
BEHOEIXTETEERNRKEER I HANER EZEREIRRI o oah K i 2 X ERF K
I & = oy BREEDXDIN EREEENE @WNNLE S E D 2
B - & o & ¥ i 0 i
O il ik ] i iig S R DY @
oy H H =S i
- [l B B
I = =
=z

O em— T FRRSDY%

5. B IAREIRENRBE LR
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3. £ig

ACHA LCMS-8060NX BEUEE B S = BRI RIS R4, B 7 RERET 110 MIEERINZY)
W& A, FamaiERAEEER] LN, SaaWRERNQNTGZE, 5T RNRERBISEE
Lo HEAFHNMERETZAERRE. BE. AIF, sAIHBAXEITIARSE,
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LCMSMSHEMERE mR42FIEE RN

i B ASGEN T —MIRRONFRERF 42 FHIEEARINCEYREREEIE-BERRL L. HFRERE
G, FRESAEREEED (100mmX2.1mm, 5 um) 98, U2, 20mmol/L ZE5%H 0.1%
R AR ITMEMEH TR E SN, RAZRNMNENENNE, IMHEES. SARKRA: 42 HEFEY
JFAfE 10~1000 ng/mL SKRESEREIRNLME X R RYEF, 1BXEAE () AT 0.99; RHRMEEMR 2559 0.5~10
ng/g A 1~50 ng/g; 42 MUFEMRETBERTF 3 NARINKFETHESBIWET 80.6%~136.8%, HEXT
FOEREN 0.41%~13.44%, ZF/ERIERER, WNBZTE . #i/D. HERES, SRATREEFIE
AR E Y BRRRTFENEE 2.

KiBiF: SIREGE-BEKEE;, ®REm;, ZRNEN; IBERINY

BRERERITIRERIST20MHLE0FNR, HEARZE, BREFNKFERNES, ATXRERD
TR EF. RERITWEF T20HLE0FNE2IELER VRAEME:, FNAFRNEARTZERT
BIEA. EMsmmREME, R,

HEMBAALE, EfTWAIE AR,

BRIRERPIDERNCFYRBIRIRIN AL IR R Y, REIBEUFRMADREEZBORE . AL,
PEAEFERESS. PRIESE. LEPZE. FEMEADERRZS. MBIPERMUFITRIRN T EEEE | S HIEE.
SRBAEERIE L. ERBIEA. IMAIMNOEEURERIE-FUERKAZES, SXREEIE-LILAT $TiE
BERFIE AN SRR EE- TR /FEGNEM IR %, BRMERNF RIS ERR, ITEFRE
XEnmAnShEBELRTE e X TRERIPENNAA TR A, BEMEENED FXARINYIRA
AINFECRMEH, AT 2B R BEM LUK E M L RERIEERINAUER,

FENTERIMERM_EIEE T 6RE2MIRE R B ILAIBEMINCEYRIENBITY), XAS
MRIAEIE-BERKEZRILT — M eEEME. EENMREMPA2MIEEIANLFYRNGE, BTFE
B dm Al

1. SE3eERSY

1.1 %3
22 = SR BIEY LCMS-8045 BXA R4, BB N
W & 3R . LC-30ADX2 £ & Bt S M DGU-20A5
B oh# fF23  SIL-30AC = e # . CTO-20AC
RAEIEH ZE ¢ CBM-20A & 3 T #E U5 : LabSolutions Ver.5.97

B ¢ . LCMS-8045

1.2 ShFH

RIS

& & # : Restek-Ultrall PFPP (100 mmX2.1mm, 5 pm)

Mmoo M AME-20 MM ZRREERKAREE 0.1% (ARRD#) BER; BIE-ZBE
m ® . 0.3mL/min
=+ |® 1 40°C

HEERIRR 1L
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B I BRENER, BAERIEAEIELLEIN 10%, BYEIRER LR Lo
x 1. BESBRNERER

B8] (min) 857 IR (=]
3.00 £ B.Conc 20
8.00 R B.Conc 75
10.00 R B.Conc 95
10.10 £ B.Conc 10
12.00 =88 Stop
LCMS-8045 R &1
B F R :ESI(+ B OB K @ 4kv
EXSRME . 3L/min MMESRRE ¢ 400°C
MM RE ¢ 10.0L/min H# B8 X . ZRNBE(MRM)
# O 8 E : 300°C FIES MR . 10.0L/min
DL B E : 250°C MRM &= % . &2
x 2. MRM v 2%
. U .Y Q1 Pre Q3 Pre
No. AR CAS {REGBYIA] EET  FYET ) )
Bias(V) Bias(V)
. 124.95* -30 -24 -22
1 EhER A HRRR 106650-56-0 10.393 280.15
138.90 -14 -15 -26
EhER N-BB AP 124.95* -20 -25 -20
2 84467-94-7 8.589 266.2
R HHER 138.95 -22 -14 -22
ZHER N, N-WE 124.90* -13 -20 -22
3 84484-78-6 7.389 252.2
ERPRfR AR 152.90 -13 -9 -18
_ 129.05* -21 -29 -23
4 SRR RO 616202-92-7 5.003 196.05
144.10 -20 21 =27
319.20* -14 -13 -23
5 BFEM 96829-58-2 2.530 496.4
160.00 -14 -12 -30
224 .95* -16 -20 -24
6 BAER 77-09-8 1.098 319.1
141.00 -16 -40 -26
\ 148.10* -13 -13 -29
7 PR e R 299-42-3 3.734 166.1
133.05 -13 21 -24
" 60.05* -12 -15 -23
8 EhER T —AN 1190-53-0 3.605 158.15
57.05 -13 -24 -22
71.05* -14 -21 -29
9 EhEe — BN 657-24-9 3.327 130.15
60.00 -14 -14 -24
- 60.10* -10 -17 -23
10 ERERA 2 AR 114-86-3 3.859 206.15
105.05 -10 -26 -20
o 199.05* 21 -13 -20
11 FERMT 79902-63-9 1.446 4193
285.05 -21 -11 -20
- 230.15* -13 -28 -23
12 5 135062-02-1 1.528 453.25
162.05 -13 -20 -30
. 135.00* -10 -26 -24
13 SR T 18T 122320-73-4 1.412 358.1
94.05 -18 -40 -18
14 IEH T 21187-98-4 1.219 324.1 127.05* -16 -18 -24
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15

16

17

18

19

20

21

22

23

24

25

26

27

28

29

30

31

32

33

34

35

36

37

%
o
oy
=
=i

FREREE T AR

FHEH

FERHF

ERER DML IR

R P RE

ISP

LRz

TRIEIE

B

MRER

PRHIARE

SRAMAIF

HGREERR
PEHIARSE

AEFHAIE

£I3ARAF

ARLLHARAE

33342-05-1

64-77-7

62571-86-2

88150-42-9

39562-70-4

72509-76-3

19216-56-9

4205-90-7

76-57-3

509-67-1

3811-25-4

13754-56-8

54910-89-3

151319-34-5

52485-79-7

21829-25-4

59-67-6

139755-83-2

642928-07-2

139755-85-4

371959-09-0

831217-01-7

949091-38-7

1.329

1.151

1.339

4.635

1.337

1413

3.247

4.161

3.350

10.545

4.331

4.507

6.961

1171

5.310

1.263

1.715

2.123

2.543

1.583

1.387

4.259

4.184

528.25

271.15

218.15

409.15

361.15

384.1

384.15

230.15

300.2

399.2

214.15

317.1

310.2

306.15

468.2

347.2

124.1

475.2

489.2

505.15

460.2

467.2

453.25
164

110.00
403.05*
385.95
91.00*
154.95
70.05*
115.95
237.95*
293.95
315.05*
329.00
337.90*
351.95
94.90
247.00*
212.90*
159.90
215.10*
165.05
114.00*
381.15
153.95*
196.00
86.05
272.00*
43.95
148.00*
236.05
263.95*
54.95
414.05*
315.00*
254.05
78.00
79.95*
58.00
100.00*
113.05*
98.95
99.05
129.00*
283.00
311.10%
127.10
297.05*
297.10*

-16
-26
-26
-13
-14
-11
-11
-20
-20
-18
-19
-19
=19
9
I
-26
-27
-14
-14
=1l
-19
-11
-11
-15
-16
-16
-15
-15
-15
-23
-13
-10
-10
-14
-14
-24
-23
-14
-14
-24
-24
-22
-23
-13
-13
-13

-20
-20
-27
-17
-29
-26
-22
-16
-20
21
-23
-24
-25
-17
-26
-23
-30
-23
-29
21
-26
-29
-20
-17
-28
-17
-10
-24
-28
21
-29
-22
-27
-29
-30
-24
-19
21
-17
-19
-24
-30
-22
-24
-30
-30



166.10 -13 -52 -30

R 312.10% -23 -42 21

38 Ph ki BRE 224788-34-5 1.349 460.25
284.05 -23 -37 -30
. 151.00 -24 -46 -28

39 EhER o HhARE 224785-90-4 2.157 489.25
312.05* -14 -40 21
- 112.95 -24 -31 21

40 PRACIIHARAE 856190-47-1 1.580 505.2
299.00* -24 -40 -30
. 134.95 -19 -20 -26

41 [UB%E:(EIS 171596-29-5 1.124 390.2
268.00* -19 -14 -18
. 262.00 -20 -32 -27

42 [EMAHBAE 385769-84-6 1.087 391.15
269.10% -20 -15 -29

FORTEEBTF
1.3 iREEERNECE

DRVEIREA2MIEE R I EM R EMRLIO mg (BAE0.1mg), EFIOmMLAEM, BFREES,
FCER ] mg/mLBITEE SRR ; BREFRRZEL ug/mLT-20°CEYtRT; BAPERRHINEIRENIRE
TIER, HLEHEER,

1.4 HRAREA*

EFFTEEERLY10mg, EFTISMIBRZERLER, MMALOMLFE, BAZE30min, RHNEER,
3500 r/min&.03 min, BX_EE®RL mLUEH0.22 umiEiE, JERESCCMERB4ARAWT, 200 uLFEE
278, BEBEFRR, ®REE,

BRI FRGIE: NEBE6m, B ERGEFETRERAR, LVRIERTBERAREREA2MM
FYFCREIVERR, BINEREESIES K,

2. £ER5ihe
2.1 &igE

KEAFSSEE T C18 i, & IFE C18 M LIREIRSS, M PFPP EOFHEHE 5 MaART, BEAKEN
SRIERNMABE FRMIEA T, AL Restek-Ultra Il PFPP 7&AEEEIT, KA 1.2 FmARBIEBE LR /5
%, BEIR 42 MUFYIRM S B FREIREWE 1P,

3.00E+07
2.50E+07
2.00E+07
2
‘@ 1.50E+07
£ | Y
E | Al
1.00E+407 - I ol
NI (Y
| } I
[ | [ I I
5.00E+06 - n I ] fa)
N n WY KA M\
AN /\
1 W W AVAPR i %
0.00 onie- [ " L g — T T T T T T 1
0 1 2 3 4 3 i} T 51 2 10 11 12
t/min

L 42 MR S B FRE
2.2 Z4ER
12 14 FRR AR RVEFRSIERR, USUEYRNSIEEEER () WHEFEREKRE (X,
ng/mL) #HITEIIHE, 42 M LFYIBRVEIERIIIHFIZRAAREAER (r2) 05K 3 Fim. ER&KEF, 42 Mk
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FYFE 10~1000 ng/mL FERECENSBEEERRERIFNLEXRR, HXRH P HYE
0.9903~0.9997, = HHERPRMIRTIRERENEESIESDRK, FEHHPR (limits of detection, LOD)
FEEMR (limits of quantification, LOQ) . £5RF*EA, 42 F{LFHFIRY LOD & 0.5~10ng/g, LOQ 9 1~50
ng/g, BEREHEIRENFERIIYITAVENE K,

* 3. RS, RHBRMEER

se ey HITEE Fofenzs ey R EER
(ng/mL) (ng/g)  (ng/g)

1 EhER PR AR HhPR 10~1000 y=78 054.6x-171 586 0.9983 0.5 1

2 EhER N-EB A FR PR fp EhBA 10~1000 y=69 306.1x+104 384 0.9988 1.0 10
3 EHE N, NSWERAMARERA  10~1000 y=18 554.6x+195 736 0.9952 5.0 10
4 BB EEM 10~1000 y=11815.1x+11828.1 0.9982 5.0 10
5 BF|F Mt 10~1000 y=15586.4x+26 171.7 0.9994 0.5 1

6 EREL 10~1000 y=17 488.0x-80 553.2 0.9997 0.5 1

7 PR 10~1000 y=91950.3x+21 20340 0.9907 1.0 10
8 EhES T AR 10~1000 y=123 947x+4 742 940 0.9924 0.5 1

9 EhEL — RN 10~1000 y=42 987.8x+1 259 590 0.9922 0.5 1

10 EREATR Z XN 10~1000 y=113 464x+4 884 600 0.9911 0.5 1

11 FERMT 10~1000 y=1477.54x+4 577.10 0.9982 5.0 10
12 g5 10~1000 y=215630x+6 878 780 0.9996 0.5 1

13 ERER T AL B ER 10~1000 y=134 866x+4 139 280 0.9929 0.5 1

14 BT 10~1000 y=27296.7x-392 677 0.9995 0.5 1

15 185 EER 10~1000 y=15039.9x-192 157 0.9995 5.0 10
16 FRIRHE T AR 10~1000 y=3304.91x-37 776.8 0.9989 10.0 50
17 FHZF 10~1000 y=6 945.56x-669 41.7 0.9996 10.0 50
18 KER ST 10~1000 y=10 526.3x+259 934 0.9989 5.0 10
19 [EEfHITF 10~1000 y=1597.96x+16 429.5 0.9981 5.0 10
20 IERHF 10~1000 y=9228.80x+72993.8 0.9966 5.0 10
21 RN AL 10~1000 y=66 061.2x+2 576 920 0.9903 0.5 1

22 BB RE 10~1000 y=2944.74x+45751.0 0.9932 1.0 10
23 Al4FA 10~1000 y=3477.02x+89 840.4 0.9934 1.0 10
24 BREE 10~1000 y=53039.8x-40 537.6 0.9957 1.0 10
25 ERER SR AR 10~1000 y=71140.3x+1 008 360 0.9956 1.0 10
26 s — | Rk 10~1000 y=153 185x+844 475 0.9977 1.0 10
27 B EraT 10~1000 y=37021.1x-208 802 0.9996 1.0 5

28 H P 10~1000 y=9 259.29x-36 263.8 0.9992 1.0 10
29 TRIBIE 10~1000 y=14 929.4x+132 475 0.9972 5.0 10
30 REZR 10~1000 y=53 814.8x-365 761 0.9987 0.5 1

31 JRER 50~1000 y=1126.79x+3 641.12 0.9957 50.0 100
32 FEHIARE 10~1000 y=16 532.7x+539 519 0.9911 1.0 10
33 SEFEHIERIE 10~1000 y=26 074.7x+730 380 0.9926 1.0 10
34  MBBRESSAMARIE 10~1000 y=16 102.4x+367 181 0.9938 1.0 10
35 AREFEHIARE 10~1000 y=6425.55x-39 678.9 0.9995 1.0 10
36 THBARE 10~1000 y=25242.9x+311 344 0.9960 1.0 10
37 FARLTHIARIE 10~1000 y=20524.2x+335 229 0.9954 1.0 10
38 AR ARIE 10~1000 y=57512.4x+971 623 0.9941 1.0 10
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39 EHEL (AR AE 10~1000 y=38 123.6x+525 248 0.9961 1.0 10

40 BRACIIHARAE 10~1000 y=15 336.8x+465 020 0.9904 1.0 10

41 (%S E]S 10~1000 y=2 135.78x+2 895.78 0.9977 1.0 10

42 EMIATIAF 10~1000 y=678.36x+3 320.78 0.9972 1.0 10
23 B

PEEY 1 pg/g BEMVEBRR, ERE—KREFMA NES 10 XK FTLRUNTNHERESE, 23t ERE

B 8140 S IS E AR AU ARST AR R 45 SR 2RPH, 42 Tk W FRREEETIE] RSD 4 0.059%~0.287%, IEEFI RSD
79 0.536%~2.640%, F5iEiREMIBAE,
2.4 hn¥xEIY

U BFmAELR, 23EEIRERE (30 ng/g) FRERE (600 ng/g) MEFREMRE (1000 ng/g)

IMNIKFEREEIVERRK, B IENRREY, B KFEM 6 RFITRK, E4:3d. ERER, S
HERPFREWEYRBEIEAEN R ERZE (relative standard deviation, RSD) 3#/\F 15%, #EEZRE
B3R, 42 FELEY BRI EICE R 80.6%~136.8%,

RSD 79 0.41%~13.44%, 7 ZB9REHIRE#EN

EENKo
& 4. BERIARRER (n=6)
= 30ng/g 600ng/g 1000ng/g | P& 30ng/g 600ng/g 1000ng/g
wEY Ga=x7|
=1 (%) (%) (%) =1 (%) (%) (%)
1 EhELFE R AEPA 104.1 109.9 108.2 22 LA RTE 83.1 96.8 97.5
L N-R P 4
2 136.3 106.3 96.4 23 AIREA 98.7 112.9 111.6
Zil:=2
EHEA N, N-WE .
123.8 110.1 1111 24 fE/RAIE 88.5 99.6 96.1
FRPafRHRER
4 R R B 102.1 101.8 100.6 25  HERSAABM 99.2 1132 1119
5 BRI F)th 1134 108.5 100.1 26 HERZER% 99.3 103.7 99.3
6 FRER 101.3 109.9 108.2 27 HEREIT 93.8 98.6 90.6
7 FRETR 81.9 98.4 99.2 28 HRERE 103.9 105.1 99.9
8 EHERT AN 90.2 91.1 81.2 29 THRIEIF 103.5 99.6 87.6
9 FhEL — FR AN 96.6 105.9 103.0 30 BT 1112 105.9 98.9
10 EREAE 7 XA 103.6 109.1 110.4 31 MHER 120.3 107.5 97.6
11 FEMT 80.6 103.2 98.9 32 P ARAF 105.6 102.2 99.6
12 S R IES 86.8 101.9 94.2 33 REAMAREE 109.5 100.9 99.0
13 LT IR 98.4 98.0 100.7 34 *ljjf%@é%%% 102.5 101.2 104.2
SPEHARAE

14 BEIFFEs 1174 108.1 100.1 35  FREFEHIARAR 112.8 106.3 98.6
15 185 R 136.8 106.3 93.5 36 LI ARAF 1225 107.5 99.9
16 FRHE T AR 9L.7 108.5 102.0 37 ARLIHARAE 109.1 102.8 103.5
17 REEF 132.6 106.6 99.4 38 Pk HBRAE 114.2 103.3 97.9
18 FERastT 105.4 103.6 93.5 39 EHRERARIE 106.5 99.8 97.6
19 [EBf 119.9 107.9 113.7 40 FRASOtARIE 100.5 102.7 104.4
20 FER T 1335 103.6 93.9 41 [UB%SATE |2 89.9 101.4 100.5
21 FRER IR MLRR 1252 98.8 93.4 42 FEMERIAF 90.2 104.5 110.6
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2.5 GPRtEamtS

IR ERTR, 23l T R IR IR B RIS B Z 0 dne DITEERERA ERHRERT,
3IMFRIEEHMARIAE, EELERDHIN 5.5, 9.4 M 7.9mg/g; 2 HNFEHFERPANENEL, TE2LERD
A9 74771 586.0 mg/g; 1Mt AR, TEERN 18.6 mg/g; ULERIIWNENRKIERE,
3. 4ig

AR T LC-MS/MS BURTFEFNE REmRT 42 MIBERINUEMRBI DN TR, %7 7EF @
AINEEE, DTEETE . AL ERES, sEREN RERTIFERINYIRATINEZR, LT
AT, RIBATT AN AER D=V R ECARE RN, IR EFEY I SOER RS E SR
HEARZEERLD, s milERIIRD RN RMEERE,
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LCMS-QTOFRETHE R i am P IEEARINZS )

B B A A S2ESMRIEEE-IRAT VTR EIRERAEY, 45 (RERIBERIM QTOF FiEE)
BT — MR EPIBE IR RRIBE S F. X 7 MEARBAEERMYSHITEE D, HEs
SRR ET7MERPRBEL 13 MRIN0EY, AR SERELRES. FR%ZAGE, FJ@d—i
PF, RIERFTEAEAAIBNEMRTTE, EREWHRISE.

KPR TR WTRYE RERFIE N RER  FEEA

BERRNARE, BRESHNATIRE, FEEFEERBFRR®R. N TEXNGE, MoNEETE
SE—ERERAPIDENMNSMAYLURZIEERIMR, KIPBBRERKBABE, AMKHARAXMEM,
FIRE R R E S ™ ER SRR R,

N RERPIFERNDN —BEREXE NERKERMNE, B, AT RERIMLEES, &
N E—LRRERREMBNVERES BRI NG %, TEERENEMR. Hit, IFEFE—
MRE. BRBIKNTS ERES PUEXS Z A AR U AR E AR I 1T .

ASCER B2 LCMS-9050 83 R IR & E-LUARAT YT (8] SRERAIE(Y, BT —MREBRPIEER
INPRREMERI DA T 7R T ME@ BT T DA, BIRRIBE B mPRIIEERINR S, %5 A EWHPI &,
BRI BV AR (S Bl

1. SCISERS

1.1 {¥2%
5# LCMS-9050 B R A& ORAT ST B ButE AN, BAEEEN:
W & R :LC40BX3X2 % 4t 7 %l 28 :CBM-40

B oh # & 2 SIL40C YITESIEIBTIEAY. (LCMS-9050
= R F :CT0-40S £ % B S Ml :DGU-405

B 3% T {F 14 :LabSolutions Ver. 5.118; LabSolutions Insight Ver. 4.0SP2

1.2 SrFH

RAREIEE M

3% & GIST-HP_CI18-AQ (150 mmXx2.1mm., 1.9 pm (8% (L&) =
WesmBRAE, P/N:227-30807-03)

oo M AME-SMM ZERER (0.1%FRER) ;

B#8-2H5
m ® . 0.3mL/min
HOE MR R 1ul B 40°C

KB A N L BESR, BARFIEREN30%, HRER IR
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=& 1. BEARNERER

Time(min) Module Command Value

0.50 EX) B.Conc 15
9.50 R B.Conc 75
20.00 £ B.Conc 95
30.00 R B.Conc 95
30.10 £ B.Conc 15
30.00 Eantilier Stop

S s

B F R :ESI+/-) MARRERRE @ 400°C

E4SAR : 3.0L/min DL B E : 250°C

MFRSRE ¢ 10.0 L/min # O &R E : 300°C

FIESmE ¢ 10.0L/min H # & X : MSScan(m/z 100 -1000)

DDA MS/MS (m/z 100 -1000)

1.3 Hmaiti2
1.3.1 RBUARESH!

DAECE LT 3 FERUARE 500 mLo

IREUAR 1. 28 BEZ: 10mM ZB&%=10: 55: 35

REUAK 2: ZB5: B 10mM 2% (& 0.1%H8) =10: 55: 35

REUAR 3. ZB5: BEE: 0.2%=2 &K% ®=40: 30: 30
1.3.2 HMmAREE

EVEEmubft4l, #REN 0.3 g, BT 50 mL BEMA, 23NN LERERVREE, #8A 10 min BEEAE,
BERLANEER, NRIRHREEZE, B9, MEI®K, BEEREE, S&ERE.L0 (10000r/min), E5
REN E5E& 1 mL, EF#HFE/NAP, SWERD A LR =MZEURIZE
2. ZR5itie

DAER DDA(+H-) R B MERET =M AERINEIARHITRE, 45 (REDRIFERINZE
&Y, R Insight Explore NI EIEETIEE, WE MERPNIEERINHITIRRFE, HIBLIESD
Bur:

i

SABHRLEY, FRESENRISH

¥4 DDA BUIES A Insight Explore B, £ “EditMethod” TR “Compounds” FIRAFARINEE]H

2.1 SALEMER
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*E’HE%//J“?JD%E’J%WU\& m/z TD Bo

I :
Shortcuts c@m-.du- i :
= i thi [Flag 1D | Harre i Stats {Typs.
.r.. '. ?. -
b [@0undng __[Target
Eda @ Perding il’tg«
:jsﬁmmds-d»g--mm' '
g E L
- E al) (um-so« Idersficaion D\anteative (MScibeary fme«mdl (Groups Spectrum | Curtor Pacarmeters | |
Edit Method | E! [EH compound [myz 1]RT i) [uinit | Growp # [Type i ISTDG-wp vreemsu«rmm-m Protess End Time imin) [Qua » ||
L - hd 4 Tl T o T b =
@ 4 Coesistve | I = 1 Defauh [Defe |
i N il Defuit Dol | |
Ikagrate Baich i - : D-I-A:: |
« 1] Defuuk | Dels
= Integr, n I . 1= - |
[" o Manus!inegraie 1] Defauit | Dol
E 1 Dubinck {Dals
Integrate Sample Ll Defaut | Defs
2 vt | D
1
1] Dt |
Y —— -1 . ‘. D'!'“".
3579267 0] 0,000 | 1] Default |
[ i 108 1) Dabuk
1] Defauit |
1 et | -
B Kl Default
1
- |mmEe aes2on 1]
2o lhEm (3262326 . 1]
1
1
1
o -
TEY SOT LI T 179307
1R ol M 1 1139305

1. Insight Explore TR EE

2.2 SANFRRZRFILRE
£ “EditMethod” T FEY “(MSn)Library” A7 (REBRIEERINZRAIEZE). WE 2 Fia, 0
TT%TLDDEPﬂE%mJJD%E’J_Q& K?EFT BEIIRE TIERERNFIARE FELM

B Labso e =
B Compoud Ut ) x|l sample Results - mET |
= Flags |Flag ID 2 9N EMI | Type | IsTDG A Flags | Data Filename Sample B
[=] T A4l r A4l r = r ]
@1 e - |@Pending | Target EE |Sam-1-3 GIST-H_. |Sam-1-3
= = 0 | OrPending | Target | s : 2
a3 -y - i T. fAc | m le 2 seT
| [ Edit Method Settings - Quantitative [s] b
: .E' e o e
B = 2 Search with (MSn)Library Function  Algorithm: | Insight v -
| Quantitative 3
|| Uibrary File Nome: Min.SE mTok  MoxHits 5|
Integrete Gstch b imadzu- m&_g& - [ Exclude compounds of same CAS®
<
Eé E Manual Integration %15 = [ Search with same Precursor lon
1[5 b v i
Integrate Sample P! |_| |_ [ Search with same Collision Energy
@ - [ Specify a Range of Collision Energy
Q
E &4 |{= i [us m' o - 100
Integrate Compound 7q

E4 Use the Relative Threshold of Intensity

&g
% 54 Advanced Settings Threshold: [n_o_ _]
=44

Integrate Result 11 Ignare Isotopes of Precursor lon
? 4 Exchide Range: -2 -Is
1q
& od [ Reverse Search
Edit Tables
Scan with Polaris
— = shiva Polecky

2. Insight Explore 2R &iE]
2.3 448 “Flags”
£ “Edit Flags” TURN4R4B4 RHIEBKIE, ME3FR, AXFRINT B MERKE, SRR “Lib
CompoundName” F1 “Min. Library Similarity Index” JFR#EERE—RHENER, 28 “NE
FRE o
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Shorus
e
View
Edit
Edi Methed -
% Compound [miz RT | Wi, Library Simacity index | Lib. Compound Mame |
¢ o =]
[310.1413 | 000 | )| =] |
bk ooy W [280:1827 | 0001 | 0 =] |
0.0 ] =]
2521514 | 0,001 | 0| smmq- x |
2321308 | 0.001 | ] =] Fame T
Ietetadle Swple 319.0965 | 0,001 70 | r
195.0877 | 0.001 | 70 [=] ati
% umm_‘: 0001 | ] ER Mo structure data avadable,
| Ll =N
i Sk gl o @ |
1o} 8T
T = | o
B [
Integrate Resub 7/ 2 | »
L] = % .
70 =l N(\‘ 8 ] “_NH
BT} | g | e I
v 70| 2 | o
. ,.o.. E -
Edit ! .
- [ 51 I5TD Peak Area (i)
=z — EEIwED) limmm(m |
i Y 58] Bt o
4] e 10 50
0S| wol e kel S Ol

2.4 HERERLSRIAA

SIS NBEIRFER “Search Library”

3. Insight Explore ZRHEE

o WIE4FTR, HEBNSANBN="83EHT

AN

5] Labsolutions Insight (Admir) - (RIRGE_POS_SELEITSIER iproc

- QHG-POS Jem)

wmm

oy NI i o[ Componrd s |

| X

Found AT |Flag ID
i hd

5523 $CR

5518 SCR
5.581 S(I

T

LRI, LEEEARTFT0, # “Lib. SI” REHE®BER, BZ

BAER AR —

4. Insight Explore X & El
BRERNNESAR, MEMYIRHAZM “HMEN-EREFEALIE

#rSEY

ZERTAE, “FlagID” B/RTName; “FEHIABIEN-E 1L

ERY, LEEATT0, BESHIEEFEREM—, BgBFlagER.

TRFEA SRR R EE T
TREERA BRI SR IR,
— bR SR T BUEE T

medm WI-!WWG!-IQIMLI:M'

DDA_POS L6 009

B mg‘ BID

;_w,__“m“ﬂ

Sunl!dl.ﬂ'..ﬁunl!

£ |Sam-2-1 GIST_ |Sam-2-1_ .'lSI!
Sam-2-2 GIST. |Sam-2-2 LSL P

[ Sam-2-3 GIST_ (Sam-2-3 1511
-3 3 L5,

[Sam-4-2 GIST_ |Sam-4-2
_|Sam-4-3 GIST... | Sam-4-3

(b, 5i[Flog Result [Statws
T hd

= Compound Details - Sam-1-2 GIST-HP_C18-AQ 1.9um 2.1x1(

L R hmoa_mwm - RUEN-S R

TMS() RTIE 9176526 16.T72-70N 3615 BIMMSMS{« {461 15651 CE180-520 AT 15 620-8. 848 1703
Background L Peak L Semoothing Level (3 |, asiiu i
MS| FRILLEL.
Q481.1946+/-5 Doom i . 80204 § 3003 MS1 Jﬁ ;l D= ture data avadable,
Thes MS *}TEH'RI%%I}IL. 25059 i
i 50e2] 2312008
2048 nsen ] 2504 |d
< i 8 ‘ 2 7 e O
00e0 F : - ; =l e pTezs i: 2 w'
° 5 W B A » 10u53 s \‘wg:;‘m MS @ /CI{
— [T
uttuélé N $ ﬁ ﬂBE“E i 115634 e s @ |, ®
Mo product ion scan chromatograms avalable. Set :alenm ; ’Q.r’ “”’" s 'ie‘ 26115700
20 0 o L 20 ) 50
sl MO SRS REnr (2]} CE-300 RT3 927 STH 100e7
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* Compound Detad - Sam-1-1_ GIST-H8_C18-A0 1.fum 2. 1x100mm_ M1 Scans O0% 505 L6007 - BELIEN-Bscm

3
e #
D

5. Insight Explore R #4&E

2.5 HmER
MA ERAINATHERE, TMFARRER 2 R,

7= 2. 13 ML aYE T MERTRIGHER (ERE)

Fe LaMET BBl HR2 HE3  HE4  HR5  RE6  RRT
1 FEARIE 2769373 2714488 2717451 3384771 8664063 8483894 19569747
2 fIAHIIE 1921641 1767011 2562125 1450922 N.D. N.D. 1392645
3 R Ef (AR AE 13431 12999 31523 ND 789323 765683 15615
4 N-E 2 ELHARE 189833 N.D. N.D. N.D. N.D. N.D. N.D.
5 N-ZE B EFEHARIE 515718 438505 364713 355004 N.D. N.D. 417011
6 NHEmd N-Z5 BRE PRI ARIE 63472 58470 54230 98954 1417040 1342914 76381
7 FTEFAMIRIE 84509 77690 152554 116668 2711682 2596266 96092
8 FAHIERAE N-| 1) 3089885 2948318 2977523 2316950 54638 77938 2534576
9 W EBRFaARIE 25523 23882 25478 95905 219525 227367 26553
10 5 2 B By N.D. N.D. N.D. 73844 N.D. N.D. N.D.
11 HESSFMERIE N.D. N.D. N.D. 19930 N.D. N.D. N.D.
12 EREIREEFAMIBIERETR N.D. N.D. N.D. 14699 50303 49254 N.D.
13 SEFAMIRIE N.D. N.D. N.D. N.D. 15201 15492 N.D.

SN Fmskkbthe

3. &ig

A AR 532 LCMS-90508B SRR & I TUARAT ¥ITE Bl FBEX A, FEE (REBMRIFERIN — RS
) RN T MR B RAF P AEERNNET RS, SRER: TMRERFATEME L 13FAEEAINY, Fh
BEMENMEMN ZRER SREELE R, @I 7 MrEmFARBGNIRIIE, %755 USRI —5iE
B, PR ETYNESERE, IERBRTAENIEEANNY), BE—ENEFENAME, HEXAR
2E,
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LCMS-QTOFIRIEHE= (R an P 26FhIEE RN

T AXHASRREBIE-RT TEIRE (Q-TOF) MWRERmAPIEERINAEIERTUES 2454
FTEMD . AFISREFIFIET BRI, B, B EER, SIREEFEDIT. RABHESFIR,

EFBETFEN, #IBRREMEA full scan MS #1 DDA 23, RIBEBMNANERE, ERMENNIMAETIIR.

BIELZT LabSolutions Ver 5.95 #i4f2#T, Formula Predictor BMHEIA T 26 FAEERINKLEYIHI MS1
—RIERRIEES. REBHE. REHRESER. BAEEESE (10, 200 30. 40§ 50V) THEFR
WEMN ZRFIEESH, #/8 ACD/Labs Ver2012 L 26 FMAEEARIMU AN _RFLE, BTE
SRHY) — R FUEE B iR ITERITE D thoh, 3T 26 F Bir b &ML B E LU INAREIRE# 1T T E X,

FRER, 26 MUEEVER I HERXECEARLXEXRAZARE BXEAY r HARTF 099, FYBIUKE
75.8%~128.4%, #HEEMKRMEE,

KBIE: RAEEE-FURIT YTRBERE Q-TOF IBEAM RERSR

EELFNTRNAE, MINTRERENFREIER. T DABNRBELFEZEEN K
7. ERmMET FIRE, —EIREA BATREEELRT, ARERRPIPERIIEENF R X
ERERAERARL, SHMAENTRRN, WANBNEFRRENRANL2RE. BRBLFRNE
BB T RNNCEREES . BEARCERENEL) . PR RIBEGT. BBAERAYF.

ERTZHREEESR (RERARKEEER) B&H7T 138 SAE- (REEM® 75 MIEEARM
WEFEYPRIRRIN) TR, 2018 F58 14 SRS~ (REmTHBIFRYRINE) Rt BRI AFHRITE
NIgSXM, BE T HELILEBRRAPERNGYIIE,

KX SZRIMAVERN, BY 7 ET BRBSIRAEIE-TURAT ¥ afRE LCMS-9030 AYRE R
FEERANINEEREN R MEAYIE ST E, MS1 —REREEREIERERE, MS2 —RISEHA BT
ECHREE . NRERPEIEERNNDRES ZBIIRHESE,

1. SRIEERSY
1.1 {38

FREBERRBEIEN Nexera RG--FURIT ¥ITEHBEIBIEY LCMS-9030, Nexera R4iEFE LC-30AD X2

(HI&3R) , DGU-20As (TEZMSAN) , SIL-30AC Brhi#tFes), CTO-20AC (1HE#8), CBM-20A (R41EH!
23) o FUEXREMDMTE LabSolutions Ver5.95 (TEih) 5T BB DHTHE ACD/Labs Ver2012 5
%o
1.2 H#mE&E

SERNEREATN 138 SAE- (REEMP 75 MHIEERIMEFELMIRN) 78, FFEX0.1 g R

fa (AFSGRESIF), B 1 mLBa4ACARE, IxiE 1 min, & 10 min, fOA 4 mL 25, 5 10 mi
n, BX1 mL _E&%&, 12000 r/min 8.0 5 min, 0.22 um BIURZEEEID EEHED .
1.3 DREHF
& F G

MoptE: AFE-0.1%FERACER; BHE-0.1%FERIAE MR 0.4 mL/min
B1%1E: Phenomenex Kinetex C18 2.1 mm I.D. X100 mm L., 2.6 um
m: 40°C
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WEEAFR: 2uL  (Co-injection, #liZk=15uL) SRR AT BEER, Wkl

& 1 BERREMF

B iE] 873 SIS (=]
0.30 = B.Conc 10
4.00 = B.Conc 40
5.50 £ B.Conc 95
7.50 £ B.Conc 95
7.60 £ B.Conc 10

B & %

BTR: ESI(+) EOBME: 45kv
MIARSURE: 10.0 L/min - FIESME: 10.0 L/min
DLEBERE: 250°C IIFBUERE : 400°C
BOET 7 IMRERUERES (Nal), 7¥2>30000, FIEIRZE<2 ppm.
HigE . MS £33 m/z 100-600. MS/MS(DDA)HE m/z 50-600

Z14S: 3.0L/min

BEIRE: 300°C

2. £R571ie
2.1 EERIR

RIBFNEYNERE, EREBFREIETRIESHNML. 26 FIEERNLEYIIRER K
IMHH]ED FBFIE, 26 ML aWIlERRELLE RN TR 2, ERhEHBlIESHARAMIEE NED
SAE, D BARHIA, DHRHBRIEREERY{E) 5.52 min, FBkFAHBABIERVIREERYIEIA 5.98 min, BJILASIHL
TEEMNEES R, KU, BBREHBIEEARTPENB TR, B 7 HBER, KNNEHEREFRM
BIEBARDEEE, —RIEHRELARR, BIERENEBAETUX D, FASEMN Formula Predictor
TR 26 MBERCEYIIEICM+HLE, SSNIM+H]*SIERERNRE<2 ppm, KT EEMN—RER
(<5 ppm)o 26 FBEARMELEYIH—RIZINE FREWE 1 Fixo

%2 26 MIBEFIMLAYNRENE. BHRASN. RENRFEE

=X DFR CAS 5 £REBBY(E]/min EIR[M+H] JOMM+H] R ZE(ppm)
1 1BH A K C23H2sCIN30sS 10238-21-8 5.76 49415110 494.15093 -0.34
2 R Z AR CioH15Ns 834-28-6 1.55 206.14002 206.13980 -1.07
3 =HERT M CeH1sNs 1190-53-0 0.79 158.14002 158.13974 -1.78
4 SRR TR Y ER CigH1sN303S 155141-29-0 3.02 358.12199 358.12235 1.01
5 BHIFF4F CisH21N303S 21187-98-4 5.55 324.13764 324.13773 0.29
6 1B HIIEER CarH33N306S 33342-05-1 5.98 528.21628 528.21609 -0.38
7 =R IES C24H34N40sS 93479-97-1 5.84 491.23227 491.23198 -0.58
8 ERER ARSI Ci9H20N203S 112529-15-4 3.54 357.12674 357.12672 -0.05
9 =yl C21H27Ns04S 29094-61-9 529 446.18565 446.18521 -1.00
10 AR T AR C12H18N203S 64-77-7 529 271.11109 271.11070 -1.46
11 IV CigH26N204S 26944-48-9 5.65 367.16861 367.16840 -0.57
12 S RIS CarH36N204 135062-02-1 533 453.27479 453.27521 0.93
13 HIEER Fath AR AF C22H30N604S 171599-83-0 4.03 475.21220 475.21220 0.01
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HBREERR
PR ARF C23H32N60sS 3.98 505.22277 505.22266 -0.21
15 Dt tARIE C22H2sNs04S 224788-34-5 552 460.20130 460.20171 0.89
16 R[UEMIAARAE C21H18N4O4 385769-84-6 4.79 391.14008 391.13961 -1.20
17 ARETHIABAE C24H32N6Os3 949091-38-7 3.63 453.26087 453.26020 -1.48
18 REFAMARIF C23H32N604S 642928-07-2 4.05 489.22785 489.22763 -0.46
19 AR PAARAE C22H2sNs04S 371959-09-0 5.98 460.20130 460.20135 0.11
20 £THARIE C2sH34N6Os3 831217-01-7 3.75 467.27652 467.27611 -0.86
21 EhEL (AR AE C23H32N604S 224785-91-5 3.46 489.22785 489.22715 -1.44
) N-Z5 R AL PR AR
3F Ca1H2sN604S 139755-82-1 6.01 461.19655 461.19647 -0.18
23 AEEHARAR C24H34N604S 1391053-82-9 4.57 503.24350 503.24317 -0.66
” RAEEREM
RHBAE C24H23N30s 1353020-85-5 5.08 434.17105 434.17077 -0.65
- ERERBAB
3F C23H30N6Os3 147676-79-7 3.37 439.24522 439.24452 -1.59
26 N-Z EHMABRIE C23H21N304 1609405-34-6 5.38 404.16048 404.16011 -0.93
3
|

— 1516, ——

[
(o]
N
(]
\\\\H‘ H ‘

1 26 MLEYRRIEFRE

CE: 1ZET TN 2 BERZUVIN. 3 DREDKTIER. 4 ZRERKMACIE. 5 HEROMARIF. 6 HEAMARTIER. 7
ARLIMBARIAE. 8 LDMIARAE. O MIEEREERE MR, 10 HBERFEMARIR. 11 RERFAMAIE. 12 REEISHAIE. 138
BMAARIR. 14 EREXREMERRIE. 15850, 16 BRET AR, 17 IH85IR. 18 N-ZEMEAARIE. 19 Dt tARIE.
20 185IFFH . 21 ARTIRAR. 22 #8FIARR. 23 185IEMR. 24 ABARFAMABAE. 25 18 FIMEER. 26 N-XFREFHMATIF)

B DL BRI, BT 26 MIBEANLEMRIEET R, &F Formula Predictor 73 FZUFUN
MR USRI ET—RBHAELE. FURFELRLEEN, [0 70 2L, PILFIENBAIFER
4. LIRS HEER 9B, 2 /8 &2 Formula Predictor M ITBEE R RFELEHIE D, K EIRESTHE 5 ppm,
WETTRAMN C. Ho O No SO ClLBIRFTTED D579 3000 1500 120 120 1, fIERIUA+H, B 2a
BRI N E—RIRIEFRE, B 2b NEURFELLSECENLEERS D ERER, CirHiN:O6S H
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BE—, BRIFNN 9560 73, SIETIEMRAITTRAM—E

(x100,000)

1:528.2163(+)
1.50]
| a
1.25+
1 ™
] ©
1.00— »
i te}
0.75]
0.50
0.25-]
0.00 AL
—_ 7 7 T T T T T T T
0.0 1.0 20 3.0 4.0 50 6.0 70 8.0 9.0 min
Sharituts = Spectrum - MS[ESI+) Seans: 3367 - 1[C2T HI3 N3 OGS+ H]+)
File ME(ES=) Scand: 3387 &b
View b
1.000¢5
. R
Specirum 55004
SIR219348
00000 |’|\!F\S}Tﬂ SX5215104
Cale Mr 10003 ‘ |
530217805
20004
E 3000+
Predict 4 .
528216283 529.215355

q 504 506 508 510 512 51 516 8 520 52z 524 526 528 530 ) 5id 536 53k

Setings = Formula Predictor - 528218076 « MS(ESI+) Scan=; 3387
EmaE0TE | B oo
Frear Margis: Caleulats (S50 Score  Pred. (M)| Fred myz| Meas mfz| Diff mOa) Formula (M) lien | D {ppm} | bso Score | [T
= - s v ¥ d A i i v A i v
[ | [pam W . . — T (BTN 08 S .
& Fxed addects | 3 | 090 $27.10344 | SIAXITAI0| SIHIIEOTE | 1544 C28 HIO NT O2 6 (iMeHe | aam|  a1Te| 180
1 14D 527.306073 | 520314250 | 520218076 1425 C11 W35 NT 02 MM~ 14577 097 FIm)
DBE Hange: |2 3000 | 4 | ans] sereoesas| 52B216100| S2A216078 0024 | €19 H29 NG O3 Iparle | _caoasz|  aveal gt
Blactron ione: ddvacced |8 | aims | aara0eaa | sdwriisce| swaieove| _LATE CIZH2ONIOLE (MM | 46918 | L 140
- £ € | 3143 527209659 | S20R16835 | 520216676 055 | €35 Ha9 N O4 e 66| aam| 220
Eoi cenlimions ‘ . 7 658 SITI0R1TZ | SIRI1M4E| 520216076 0678 C11 HIZNIT 011 5 Ml 11884 1905 10
B tima Bemeets | 5 | 2353 52721099 528218272 520216076 2195 C36 Has Ny Ml | aasse|  wea a0
HE Ratics o3

B Apply Mitragen Rule
Max resubtse (500

2 BIEF—RERNEFRE (a) BURFELLEEREE (b)
NF—REMERBANCESYET LA ZRERER BFE—T I Hit, 1B 26 MEFYIAIE
BrEAERMERET (100 20, 30, 40 50V) H#HITWE, REZRLEEMFNEREFER, &8
i ACD/Labs 2012 I KBV —RAIERE. BRZEREFTRESHEEYNEM. 2F. BHD
FE. CAS 5. —LIFHARWIER. TEMERE TR LT miitE. PHZIIHN " FIEFL TE 3 Fi
7TNo
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2 ACDySpectrus DB: Database Window - [DAILLEGAL ADDITION DATABASEVLLEGAL ADDITION.CFD)

Database View Hecord Search Lists Plates QOptions ACD/Labs  Help
St or er| IR A My, B ST o fad | 2] & & | 4 17 § | 8
Tde | Tabde | Deloud e Recoed]
i | [ | =0 [ Seuctre | Epectum [ Fomua | P 1 HGI | Dintases File I CAE 1) Hame 1
‘ ‘ 1 1 »TL, A, do cgiygtleg | 185 ERE Le 115704 ER=#TR
2 .\“0; | I HggCls 54, 00 hHEE
& |
T | Ik gty |3 $34-25-8 EREZR
ek .
o A | Cagtiv 2 -5 BT
b, |
ot | [ | cogiptyns | 413,49 5T 4 155141280 SRRIRNN
[ b1 \0;( L l | ©ygHz Ny038 323, 4105 arngi-Ee-d i
..l].’ 1.
1 . e Chol CantiaaangE 527, 8304 1U2-05-1 w
e o [ THa308
JUTTIY T PRYPRPIN |
- | [ il oy eg0sE 490, 8158 BATE-BT-1 BHER
Iy N
B . e |. | . | eyt BELEE 34 112528164 sEuENE
2 O, coe CoytgrNgigh 45 5252 26064-61-9 BRES
o I R FT
U'-\‘ | St | " I iy gyt 270, 3478 Ba-77-T wEETE
[e;‘;- i a’tl_ T L. [ 3688, 4750 P8644-45-0 hHES
& o5 | I P— o 135082-02-1 LT
e CenedL . '
A
et b I e (e s s makzsEe

£y |

Lo ll.|

BEFATETL
(i3] A BT Last Updated: 06112018 1532 | Single DB

3 26 MARERMUEYN —RLUEERE (E5D)

RixmpytE A B 5 R SIBERRER B 75 B #TIAS, ACD/LabVer2012 BAIRIELACLER, o
BIKERS D, i, “RILESH>60 BAEERNY A AIE NEITT. B 4 N85 |ERRRY kg LE
R, PJUREEEBAFIER R SEELERY, K85EHR —RILESD 9 70.38 70, FEUILRILHER
mPEERTIEER, 2MEREE 2002/657/EC ME . SfEABNHRIEN, 8B FRILERER NEMS 7.
M &2 LCMS-9030 @ £13#+DDA RIVR S —RBIBHRE LA — Rt h BFER, BYERARES 16
PEMSED, TEREEMER, FAIKRNLIMERE R FHITRERE SR EFIL.

uuuuu

_%._,v\r,,a
T LLL L Ee i
15| EERR '
i ‘ . 181 .08
R EILACEE R
; L | I. 1 Il | | - | L

B4 IR AR R AR
2.2 4455

L2 RERAF, £ 26 MEARER (0.2899~1.2546 mg/mL) #&HFREH 1000 BHURERERR, 1ERR
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EHZRERESR L8, BELE_MEHEE L1 (0.002~0.010 ug/mL) o EAIRDEME DM, U—RKIE
IBERRXNREMAIT AL, HHETEEIS, ERER, ERELETEEN, 26 METKEMAMEXAR

9, XA rIKRTF 099, LLS/N=10 it BEHZENEER. tnERLAE. LEBEXRELEERT TR
3 P
& 3 26 MIBEAMEEMIREHENRE SR
=X i REREER SMSEE RIEER R 2R (ug/mL)
L SIPNG Y = (127577)X + (-3246.92) 0.0080-1.0260 0.9990 0.0085
ERERZE Z WA Y = (1.24740e+006)X + (6861.64) 0.0085-1.0875 0.9994 0.0013
EhERT AN Y = (420338)X + (8902.94) 0.0083-1.0580 0.9973 0.0004
SRR T Y ER Y = (2.35986e+006)X + (43425.9) 0.0085-0.5441 0.9942 0.0004
5 FE4F Y =(820275)X + (15841.9) 0.0087-1.1077 0.9965 0.0003
TR EER =(232757)X + (-2294.26) 0.0074-0.9444 0.9998 0.0025
ESIES Y= (71031 3)X +(-3142.47) 0.0196-1.2546 0.9986 0.0262
RN B Y = (3.04098e+006)X + (12422.5) 0.0080-0.2556 0.9980 0.0004
SIS Y =(178298)X + (-3075.83) 0.0084 -1.0754 0.9998 0.0053
BRI T AR Y =(373754)X + (3157.70) 0.0088-1.1248 0.9984 0.0014
B AR Y =(634501)X + (-4994.64) 0.0077-0.4935 0.9999 0.0019
S SIS Y = (2.76461e+006)X + (51262.2) 0.0083-0.5338 0.9915 0.0002
HMIHAER FEHUERE Y =(206052)X + (-4344.84) 0.0153-0.2441 0.9957 0.0146
HMGREERS
FEHARIE Y =(20008.3)X + (-2601.21) 0.1287-1.0299 0.9940 0.0361
REHARIE Y =(2.53527e+006)X + (8896.53) 0.0055-0.3523 0.9985 0.0001
SEMIAAIE Y =(305600)X + (-6606.66) 0.0160-1.0216 0.9998 0.0053
BRI AR Y = (539834)X + (-2375.43) 0.0086-0.5477 0.9995 0.0023
SEFEAIE Y = (740037)X + (-6431.58) 0.0070-0.9004 0.9999 0.0013
AR FaHARAE Y = (1.45120e+006)X + (16732.7) 0.0061-0.7757 0.9966 0.0002
£THbARIE Y = (730542)X + (485.243) 0.0049-0.6282 0.9990 0.001
ERER AR Y =(310957)X + (-218.165) 0.0040-0.5104 0.9976 0.0025
N-Z5 BB EL P R
IE Y = (864945)X + (-2598.04) 0.0031-0.3956 0.9999 0.0014
AEEHAE Y = (203136)X + (-3623.76) 0.0091-0.2899 0.9966 0.0275
RARAEEREM
AHBIE Y = (245975)X + (-5543.24) 0.0132-0.4224 0.9980 0.0216
EREREHA
I Y = (410408)X + (-6828.31) 0.0108-0.3446 0.9984 0.0056
N-Z B AMAARIE Y =(272124)X + (432.948) 0.0064-0.4111 0.9949 0.0014
23 ESHEE

TRERZ L6 RIZIRETARMHEE A 6 R, ERITEANEEN, SRR S AR, BT ZRXANE
PEMELREISS, LI T —ERENEIRE, HRUEYIIRENE RSD<1.6%, HEBY RSD<5%.
& 3 26 MABERMEEYBIRE B RERAY RSD

ZFFR {REBBYIE] (min) fREBBYIE] RSD% 3 RSD%
&Iz BR 5.760 0.22 2.15
BB Z AN 1.546 3.83 1.16
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HERT A 0.790 3.53 1.59

SRERT 1R T ER 3.020 1.54 0.90
BHIFFHS 5.554 0.24 1.68
&5 IEER 5978 0.20 0.81
R IES 5.841 0.21 3.47

ERER ARSI 3.541 1.06 0.50
Il 5291 0.24 1.55

AR T fix 5291 0.27 3.00
&R K 5.652 0.23 1.39

S RIS 5.329 0.23 1.54
HIH5ER PRt AR AF 4.030 0.60 3.78
HBEREERREEHRBIF 3.979 0.58 3.95
Dh i ARE 5.520 0.23 1.69
[EMAHLAE 4.793 0.57 0.92
BRLThARIE 3.625 0.86 1.54
REFAMAAF 4.045 0.62 0.67
AR PaARAE 5.976 0.20 0.65
£THARIE 3.745 0.76 121

EHEL (R thARAE 3.455 0.93 3.35
N-Z& R E Pt ARE 6.012 0.20 0.83
AEEHARAR 4.574 0.60 321
AR AR EMAHLAE 5.084 0.37 4.54
ERERIRHARAE 3.367 1.08 1.28
N-Z Bt X BRIF 5.377 0.22 1.97

2.4 BERFEEE R
DA RRpERE E A 0= B an, A0 L5 A0 L7 RERVEAR, EEHERF 6 3, 047 26 MAEERMFmAY
BIWRAGEE, BIRIREIERYKT 70%, 6 FTEERER RSD /T 4%, BAELERIK 6.
*® 4 TAIFHEWRERIAEEE

R L5 EIHZE% R RSD% L7 EIHRZ=% EFR RSD%
RN 97.8 0.5 97.7 0.5
EEAE 2 3N 1103 1.0 93.7 1.2
EHERT A 98.3 0.7 100 0.7
SRR TS5 ER 96.2 0.7 100.4 14
1BHIFFHS 92.8 0.7 96.8 0.4
15T 98.3 0.8 98.7 0.5
R IES 103.1 0.9 101.9 0.6
EREAMLAR TR 96.4 0.7 95.4 1.8
IS 95.9 0.4 100.8 0.8
T AR 97.5 1.2 101.8 0.7
1B 5K AR 105.3 0.7 98.3 0.8
S ESTIES 97 0.3 97.5 0.6
MGER T HIARAE 75.8 2.2 1284 1.2
MGERFEREFARARIE 78.7 3.9 87.1 13
REHARIE 92.1 0.7 95.5 0.6
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RUEEARIE
AREIHbARSE
SRAMARIE
ABR AL ARIE
LTHIARAE
R et AR IE
N-Z FRE P HIARE
RAEIMARIE
P2 RE X REMIKARIF
ERERRMABIE
N-Z EMXARE

100.5
87.2
91.9
93.7
92.6
87.2
93.4
91.9
109.4
110.4

88

13
14
1.2
0.7
0.9
2.7
0.7
1.7
0.4
1.7
1.2

103
919
97
96.6
96
955
95.1
97.3
109.5
111.9
93.1

13
0.7
0.4
0.5
0.9
13
0.8
0.7
0.8
0.9
0.5

2.5 SEpRHEmINE

RREEANIDERINAY A FIRIEE, FREX 0.1g, 1ZER 1.2 #1THF MR, BIE—RIENE FRELHEER,
FILIE R 2 &Y 5SS ER PR AR IR E Y Bl —2, K—RFIEES A Formula Predicor 2%, S0 &S
D FN CoHoNeOsS, SPMAIF—E; RURFELLSEIRERLLRY, 59 98.65 72, WE 5 Fim.
AT H—TWHINZARFEIRERNNGER, REZRFUEEERRBIIAARENNERHITRRLE, 4
RUE 6 Fir, B RIEES EFBERFRHARIFILEC RYF, ABMOAE 77.13. Ak, BIUMIEZA FIFRIEE

2R FHARR,

(x1,000,000)
20-1:475.2122(+)
1.75
a
1.50
o]
1.25 8
1.00 el
0.75-
0.50
0.25+
J
2‘5 ‘3}0‘ 3‘5 ' ‘4‘0‘ 4‘5 ‘5.‘0‘ 5‘5 6‘0 6‘5 ‘7}0‘ 7‘5 8‘0 o ‘8‘5‘ o ‘9}0‘ o ‘9.‘5‘ ' ‘rr;m
4 Formuda Prean:
e
= o |
=) ;

E 5 EtFrmi—RiREFRE () MRMURFELLEEREE (b)

181



: Iy
I\/l}f % jz,"}

N T PR R
=) pHRaE
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e ¥

P
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2
i
'z' e _1444;pn

Sty WOLTTI3

E 6 FiF MM RAEFEORSER

3. &g

AR ER Q-TOF I T 26 MRS AN E 5. FRBERMEEY—RISHRELL. &’
BiYiE. BURFELFER, G -REEER, KU T7TERFNRERANBERERS 26 MAEERINE
MBI TR 26 MEMRYE 0.0031~1.2546 pug/mL SEERAM BRI, #HXFEH>099, FHEU=
75.8%~128.4%, Z73EPNR. HlE, DITRES, NRBRPIEENNFIMRHESE,
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MR FEENBEMSEMNENI—ER

RS 1 MZE 5 G l[Bg= N EANVAS e SENNE
1 IS FEEH A BEE BIASEERB  LCMS-8050RX BJS 201917
2 EEBNREIMAS 2E INEEEY T 25 19 ik &) LCMS-8050 BJS 202209

FREEM. 2@ ABAFFE 7R aaer LCMS-8040
X BRI F) LCMS-8040
3 RAEZE S —
FETRAERE. & ffE. AEREEM
R GCMS-QP2020 NX
;AT
#ERFIS T 22 Fh LCMS-8050 BJS 201901
4 EEBhRRIMAEZE
RN 11 Fh LCMS-8030
5 AEBHPE M Bz hIRRSE 5 fh LCMS-8050 BJS201808
6 ARSI FEHIARAFSE 90 FhARAEZE LCMS-8050; LCMS-9030  BJS 201805
7 1R T 3 EEEE. SLNENNSES LCMS-8045 BJS202303
8 TRESE —HEWE 18 Fh LCMS-8045 BJS201714
9 LEPZ RS NS MESE 22 Fh LCMS-8060NX T/GITU 012-2021
BJS201713.
FRESR B SS 63 fhigi= LCMS-8050
10 FRAEREZE T/CCAA 73-2023
IE—FE. BERR. CIELEED LCMS-8040
PRI ML 7 FhaE — A LCMS-8040
11 EERZEX ghy XObE. SRELZME
LCMS-8040
AIAR
REEREE 24 Y LCMS-8050
12 EYEESE
AREE 68 FiE) S = LCMS-8045
RIS 86 fh LCMS-8060NX
13 B NMEF
PRI IREE 20 FhR52 (ABEEF LCMS-8045
—HNYANEE 110 F LCMS-8060NX BJS 201710
FafRERRESE 42 Fh LCMS-8045

14 2 iy

J & ISP F am TP AR AR INZSY) LCMS-9050
BRI 26 MAEEAINEY) LCMS-9030
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p7

P11

P14
P19

P22

P27

P34

P39

P44
P61

P71
P76
P83

P90

P98
P103

P108

P113
P119
P128
P141
P146
P162
P169
P174



A (B F AR AL B IE: 800-810-0439

400-650-0439

FARTELN REERE S BT AR T RAL QA BERES M) TR EKIR S HIRR,

FMERERNE. SHHEMAR.

BRACWER(PE)ARAT /BREEB)BRAT

FERBARPMEENANS, URREDE, BRHRX0HE
FREBBIMYNA R BIRIRIG IR, FAMIBERRHSE,
WRETHOARBITER,

ENRIBHEA: 2024

http:/www.shimadzu.com.cn

=
IR EAAX A AET 168 FEAFAEIAE
HRER4EED: 100020

#iE: (010)8525-2310/2312

Py il=!
SR B E AR L6TS LA ERMEEFPOLLE
HBEL4RES: 110016

BiE: 024-23255577

AR
FERHRL—EE56 S R HARES01
HBEL4RES: 710065
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