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% 1Z AOE ZFENEE

1.1 AOE R4ihE(F

BREeEMNTEEREEZENOTAS (AOE AF) BAGKRHAETRHEIESE (SIL-16P). wHEATIERE
iERYEI®RER (LC-20AD with LPGE unit). tI#EiE (FCV-36AH) MBS REEIE RS (Nexera LC-40) 14
o AAFAAEE ZREFESIRMZE (SPD-M20A). £5MEGMIZE (SPD-20A, SPD-20AV) ZRHHaMIZs (RF-
20AXS). FRigtMgs (LCMS-8040, LCMS-8045, LCMS-8050, LCMS-8060NX) o
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1. 372 AOE RFANBERSTFIESGES (EFS: ZL 2017 10854264.7)
1.2 T{ERIR

BT MAF mEVE TS, ot aEEs SIL-16P BUiF, mHRMERELLOIRAERR (LC-20AD) %
BENRESLOIKE, EXFREBEEERGE SPE1 £, BIiroE SPEL KM, H@ERUETR,
Nexere UHPLC RGRAIBE LG EARDITYIE SPE 1 %S UHPLC it £, el BEIENEERA
B, 1£ SPE 1 JERRBIERY, HHERERELLAIRBVERIR 723 ixE UATIAK, FeAEMEZEEE SPE
2 BEMTENDE, A& T —MFmON. BNRFNLERIFHIT.

LC-20AD +LPGE
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LC-20AD+LPGE

e

CTO-20AC

B2 B2 AOE RFTIERIE (a WIEMINE, b AR SPE 2 BAEMNF4)
1.3 2GF4E=

52 ACE RZHFNKIFFBREBVMINIRARIRIDIFERA, TMXESHIEES, MEXEELU
TR
1.3.1 EEEERERBEXIERA
FELBEEFERRADATF ‘mL” $FREREFDNT, BISEARE, PJUERIETRERBE,
EER A B, UHPLC RN Lng/mLARKRILBIEE, ACE RLtD1 40 pg/mLiaR (i
5mlL) FITLAAE®EIELE,

x 100000

1 o

0 -

e UHPLC Analyse = == AOE Analyse

B 3. EVRTE UHPLC RZtH AOE RZEDITXTEL
1.3.2 RIFIREHFHFR
ACE RZECHBRBENHIFRT, TMUREEISCEEFRENR, BEEFENRIFHNEEERE, DM
TRRYRTIEM (KA R EUZ IR FHBFER

800000
600000
400000
200000
0 AL
7.5 7.7 7.9 8.1 8.3 8.5 8.7 8.9
(200000)
BYi8l/min
1mL 2mL 5mL 10 mL 15mL

4. FRHFART BB IEE
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A

1.3.3 7£4&W SPE igit

@A ITSIER, EERDTYIE SPEL R E UHPLC BB E6Y, EMEZEEUT SPE 2 BIET#1THE
BEMETY, Bd-H@EHR, WiR SPE EXXE/A, FIUERELENFEOMNEE, BSI
=,

SPE2

/R

5. ERAMIERER
1.3.4—1H\ZA, BH)ik

AOE RFGTELERERI S SBEMREEIELDEUXS, FENEEMRE T B2 Nexera LC-40 B
BRI B R ARG, M@ TR AR T RN SRR, BIMIBRTRS RS, B
HERRBI D ER,
1.3.5 T &I AT

MELL B4RV SPE 181E, AOE ELEMEZEE DM RSB KB T & KEEROTHNERE. 5%
B4 SPE AMEBFT AL, £/ AOE RLTEIIRFEY 80% DR,

i ERFIRME  SPE m IETEA v ENLOH

wssre (S )
AOE - 30 l

El 6. AOE ALt DT+ an ARy S B4 SPE 75 A F ) T ARIXILL

Bt{&])/min



% 2 & AOE AGTEKERE N REIR

28NZaEEMLEY (per- and polyfluoroalkyl substances, PFAS) @—2% AT &MMNEN &Y,
HEW FEVDEET— TR KRR (—CF) HUWFE (—CFRh—) k. KHANE~FEREE PFAS Uit
FIMERRE, S5EEMERESEMSE, PFASEEFSIANMESRENQEEE FEERS X
o
SRS AIPIEA S (Pharmaceutical and Personal Care Products, PPCP) fEA—ZEHr3 4522 H
JAMIRRE, PPCPs &4y, GIESEMAER. IEA. BER. BZPH. #RA. BIEA. &
R BRFREFE, PPCPs BEEAMINERHFANIMNE, BIKRAHBEIARLETE, X
ERAFEBYNBT KBTI IEH NIRRT TKEIRIRKE, XEFHSEYHEFNIMEK B8 E LUR
EREFTETHRKFR, SWIRAKLEFERBETRSE, R, A, BEE WONAEZRREINAKR
LHEBRHES.

BNSRYENKEAE, BERERE, —RE ng/L~ug/L KF, BRELEEEITION, E4LE
MEEREAEREEZFNEE S SRREEIBNEARN—MDMASR, B R REXRIATTHRAER L
BERSERT, SEUNRERIMFRSEMOMHER, TEBEEZERRATRT “‘mL” RkEFLERHE
o, BERIEFEGNERENR, X325 LC-MS/MS IABEZEA, BIEFREGININEBaitFmaitiE,
RIBFFEAQNR, IEBESHATREBISEN .

KREWRHA A EE AOE RF+LCMSMS D@t EY. PPCPs MBI KM AR S Rk & R E 10
B, HEXEE,
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AOE-LC-MSMS EXH St BKkH 23 HeFmtLEY

BB AXFA B2 AOE RGN —ENRM LU EBRIL T IAK PR YN EB DI A E. &7
EDITEEA 16 min, FEFEEIMAKILEE. EEMDITNETIR. HEFSHREE, TAMETEER
XM RY, KR RENENEEEENITVEREN 0.06%~0.17%2 (8], BRIERLITEIREREXIT
BERETE 2.15%~14.65%]8l, FREREMIRLCIWSLRS, SUEYBTIIREINERE 79.4%~151.7%,
WEEEER,

XHF: AOE+LC-MS/MS & Ea TRAKX

AR
» Online SPE 71 LC-MS/MS TE£LEXA, SRIVIXAKIF B sh LRI E- B R MOz,
< DITEARYIE S DB 32/T 4004-2021 B9 17 M2 @&

R EY(perfluorocarbons, PFASs) E FIRAFIIMIBCF MR, WRRFREKD. RITFRBEME.
KM AR ok, W ATEMREL T REEER. REBH DR KA RmREIEFEF,
HIzHNAMEREMIFRFAY, PFASSELICEEANTS. T, MR, FEohEZE Rt
Lo, PFASSEEMRIRENHNBAEBANBERIBZEM. PFASs—BHAANGKE, RELER
BN HERASN, BEARALEER, =EBENSEER.

LHERFBRLEBLEMEXMEY(PFOAE). eRFEBRNESENeFEEBERA (PFOSE) #
Efrtt 2 RNINA KANEYR” , 2022FEKEENNERETH S R2YELTE,

PFASsE] LA R TIZEE BT, EHM T KMRBEKFEZEIGE, ARKRE, HRAZMPFOAK
PFOSEERWATLRRE (IRAKWGIETLZ) , REANGFETEAIEEHMMAIRAEKF,

AXFASELBNTEEERENARS Z SR FOENEE, BUu—MEFE. RR. EHNEE
MEKFPERMEMN DT E, #EXARSE,

1. SEIEE 5

1.1 1%3%

RILEA AOE RAM = BRI LCMS-8050, BEAREMT:

AT H28  © CBM-20 W &R R . LC-30DX3X2,
Boh#HE2E . SIL-30ACX3, SIL-16P SPE #i&%& . LC-20AD XRX2
H B f : CTO-20AC (AE FCV-36AH +&@i)

Bi% TfEuh  : LabSolutionsVer.5.118 R & ¥ LCMS-8050
1.2 3RFG

BIREIEFM

Big%& M (SPE)
EFEZEXHE  © Oasis HLB Direct Connect HP (30 mm L.X2.1 mm 1.D., 20 um)
SPERI&ER : AJK (B%H#) , B-FEE



SPE MR
#tE R AR

D FIARIERSY 0 mL/min, FIEMEEA A

3000 uL
# 1. SPE BY[a)i2%
BfiEl (min) & (mL/min) RARE (%) RBRE (%)
0.01 14 100 0
2.50 1.4 100 0
251 1.5 0 100
4.00 1.5 0 100
4.10 1.5 100 0
10.00 1.0 100 0
10.10 0.1 100 0

@& (UHPLC)

B 3 #F : Shim-pack Scepter C18-120(100mmXx2.1 mm I.D., 1.9 um, &2 (k£
8) RRBMBERLE, P/N:227-31026-05)
monh M AME-2mM ZEREKARK; BABE-ZBE
i ® : 0.3mL/min
= m 1 50°C
BEMAE @1
7R A I BESER, BABFIIEIREN 15%, BYEIRER LK 2
R 2 BEEREER
B8 (min) 2 (mL/min) EARE (%) ZBIKRE (%)
2.50 0.3 85 15
12.50 0.3 98
14.50 0.3 98
14.60 03 85 15
&R 3UHMRIEB BIREE
B i8] (min) 87 W IBERS =]
2.50 R Oven Valve 2 0
14.00 EYE] Oven Valve 2 1
Bugs &
B TR . ESI- MMEREE © 400°C
E4RMERE :30L/min D L & E :150°C
m#m R m &R 10.0L/min 2 O &2 E :300°C
F S m &R : 10.0L/min B O B £ :-10kv
= 5 I & : +1mm M R M o nEk4
& 4. MRM 2%
D %5 =y FENE e ERET BT Pt
(min)
1 PFBA  Perfluorobutanoic acid 5224 Target  213.00169.00 PFBA-IS
2 PFPeA Perfluoropentanoic acid 6340  Target  263.00-219.00  263.0069.00  PFPeA-IS



3 PFHxA Perfluorohexanoic acid 7.067 Target 313.00>269.00 313.00>119.00 PFHXA-IS

4 PFBS Perfluorobutanesulfonic acid 7.144 Target 299.00>80.00 299.00>99.00 PFBS-IS
5 PEEESA Perfluoro(2- o 7.465 Target 315.00>135.00 315.00569.00 PFHpA-IS
ethoxyethane)sulfonic acid

6 PFHPA Perfluoroheptanoic acid 7.644  Target 363.00>319.00 363.00>169.00 PFHPA-IS
7 PFPeS Perfluorohexane sulfonate 7.797 Target 349.00>80.00 349.00>99.00 PFHpA-IS
8 PFOA Perfluorooctanoic acid 8.171 Target 413.00>369.00 413.00>169.00 PFOA-IS
9 PFHxS Perfluorohexanesulfonic acid 8.374 Target 399.00>80.00 399.00>99.00 PFHxS-IS
10 PFNA Perfluorononanoic acid 8.675 Target 463.00>419.00 463.00>219.00 PENA-IS
11 PFHpS Perfluoroheptyl sulfonate 8.903 Target 449.00>80.00 449.00>99.00 PFDA-IS
12 PFDA Perfluorodecanoic acid 9.160 Target 513.00>469.00 513.00>219.00 PFDA-IS
13 PFOS Perfluorooctanesulfonic acid 9.411 Target 499.00>80.00 499.00>99.00 PFOS-IS
14 PFUNDA Perfluoroundecanoic acid 9.646 Target 563.00>519.00 563.00>269.00 PFUdA-IS
15 PFNS Perfluorononane sulfonate 9.902 Target 549.00>80.00 549.00>99.00 PFDoDA-IS
16 PFDoDA Perfluorododecanoic acid 10.118 Target 613.00>569.00 613.00>269.00 PFDoDA-IS
17 PFDS Perfluorodecyl sulfonate 10.373  Target 599.00>80.00 599.00>99.00 PFDoDA-IS
18 PFTrDA Perfluorotridecanoic acid 10.573 Target 663.00>619.00 663.00>269.00 PFDoDA-IS
19 PFUNDS Perfluoroundecanesulfonic acid 10.817 Target 649.00>80.00 649.00>99.00 PFTeDA-IS
20 PFTeDA Perfluorotetradecanoic acid 11.004 Target 713.00>669.00 713.00>369.00 PFTeDA-IS
21 PFDoDS Perfluorododecanesulfonic acid 11.229 Target 699.00>80.00 699.00>99.00 PFTeDA-IS
22 PFHXDA Perfluoro-n-hexadecanoic acid 11.795 Target 813.00>769.00 813.00>369.00 PFTeDA-IS
23 PFODA Perfluoro-noctadecanoic acid 12.458 Target 913.00>869.00 913.00>369.00 PFDoDA-IS
24 PFBA-IS 5.222 ISTD 217.00>172.00 -
25 PFPeA-IS 6.339 ISTD 268.00>223.00 268.00>70.00
26 PFHXA-IS 7.068 ISTD 315.00>270.00 315.00~119.00
27 PFBS-IS 7.143 ISTD 302.00>80.00 302.00>99.00
28 PFHpA-IS 7.643 ISTD 367.00>322.00 367.00>169.00
29 PFOA-IS 8.170 ISTD 417.00>372.00 417.00>169.00
30 PFHXS-IS 8.374 ISTD 403.00>84.00 403.00~103.00
31 PFNA-IS 8.674 ISTD 468.00>423.00 468.00>219.00
32 PFDA-IS 9.159 ISTD 515.00>470.00 515.00>219.00
33 PFOS-IS 9411 ISTD 503.00>79.95 503.00>99.05
34 PFUdA-IS 9.645 ISTD 565.00>520.05 -—-
35 PFDoDA-IS 10.118 ISTD 615.00>570.00 615.00>269.00
36 PFTeDA-IS 11.004 ISTD 715.00>670.00 715.00>369.00

2. Hampi i

2.1 tRfERREACH

ERNEEGIVERRIDESNIMLERR, REREER, WET-20°CKEPRT.
2.2 PR A IR

[ 4 mL FaPERORMANRERENNREN TIESR. BERAMUELI/EERM 4 mL IRAENRE
fms RIEEE A EENE] A2

3. RIEER
3.1 &BigE



A

3@ ST EIEENELFT, PFASSHIEFM N BEENRMRF. BYERENEER
RN REEAREA, SBOYRAMRRRNEIEERE,

2:213.00>169.00(-) 437e4

1.2e5 -
1.0e5 |
8.0e4 -

6.0e4 -

:::::JLi ]I VA

T T T T T
100 105 11.0 115 120 125 13.0

6.5 7.0 75 8.0 85
RT (min)
Bl s vayinEskeigE (1.0ng/L)
Q213.00>169.00 (- 1.42e4 Q313.00>269.00 (-) 3.18e4 Q 263.00>219.00 (-) 2.55¢e4
,SN=30.28 SN=34.18 SN=15.87
100.00 - 100.00 - Y 100.00 - A
%‘JL %_ \ %_ A j \
0.00 — : o.oo'.“..”f’.“.J........ 000 FE= A e
50 6.5 70 75 6.0 6.5 70
RT (min) RT (min) RT (min)
PFBA (0.20 ng/L) PFHxA (0.10 ng/L) PFPeA (0.10 ng/L)
Q 299.00>80.00 (-) 101e4 Q315.00>135.00 (-) 1.25e4 Q 363.00>319.00 (-) 142e4
SN=76.70 SN=16.29
51.46 - 100.00 - M 100.00 - A
1 SN=4203 - .
% %-| %-|
1446 : L—,”‘-"— 0.00 ”‘.“—“—“J .L’“.‘* 0.00 W\J W
75 70 75 8.0 70 75 8.0
RT (min) RT (min) RT (min)
PFBS (0.10 ng/L) PFEESA (0.10 ng/L) PFHpA (0.10 ng/L)
Q 349.00>80.00 (-) 167e3 Q413.00>369.00 (-) 143e4 Q399.00>80.00 (-) 151e3
SN=17.88 ,SN=7.75
100.00 ) 100.00 - 100.00 - SN=19.55
% % | % -]
o.oo—.".".—.".’“.J.L/.\.—’?/.‘.—.A. 0.00 -, o‘oo.......L\........
75 8.0 85 8.0 85 8.0 85 90
RT (min) RT (min) RT (min)
PFPeS (0.10 ng/L) PFOA (0.20 ng/L) PFHXS (0.10 ng/L)



Q463.00>419.00 (-) 143e4

SN=17.92
100.00 - A

% -

000 W\’\’,VJJ,
85 90
RT (min)
PFNA (0.10 ng/L)

Q 499.00>80.00 (-) 1.67e3
\ SN=25.35

100.00

% -

0.00 .—/\J t.—_./\—
90 95 100
RT (min)
PFOS (0.10 ng/L)

Q 613.00>569.00 (-) 6.57e3
+»SN=7.80

100.00 -

% |

st e

100 105
RT (min)
PFDoDA (0.10 ng/L)

Q 649.00>80.00 (-) 8.49e2
. SN=63.12

0.00

100.00 -

% -

A

000 t—F—"——F—F—
105 11.0 115
RT (min)

PFUNDS (0.10 ng/L)

Q 449.00>80.00 (-) 1.98e3

SN=32.34
100.00 - A

% -]

0.00 4,'\-"—} f/\j
85 90 95
RT (min)
PFHpS (0.10 ng/L)

Q563.00>519.00 (-) 4.19e3
\ SN=18.22

100.00 -

% -]

Lol

000 - 7+
9.5 10.0
RT (min)
PFUNDA (0.10 ng/L)
Q 599.00>80.00 (-) 7.33e2
SN=37.01
100.00 - A
% -
0.00 ,v},
10.0 10.5 11.0
RT (min)
PFDS (0.10 ng/L)
Q 713.00>669.00 (-) 1.80e3
,SN=1249
100.00 -
%_
0.00 -t—————————F+—
10.5 11.0 115
RT (min)

PFTeDA (0.10 ng/L)

Q 513.00>469.00 (-) 1.34e4

SN=14.29
100.00 - r

% -]

Lol

0.00 -——F———— —
9.0 9.5
RT (min)

PFDA (0.10 ng/L)

Q 549.00>80.00 (-) 1.44e3
¢ SN=21.69

100.00 -

% -]

0.00 .—"J \f\—"/\.—
95 100 105
RT (min)
PFNS (0.10 ng/L)

Q 663.00>619.00 (-) 3.66e3
; SN=6.75

100.00 -

% |

wan

100 105 110
RT (min)
PFTrDA (0.10 ng/L)

Q 649.00>80.00 (-) 8.49e2
SN=63.11
A

100.00

% -]

A

000 -—F—————7F777"7—
10.5 11.0 115
RT (min)

PFDoDS (0.20 ng/L)



Q813.00>769.00 (-)

100.00 -

% -

0.00

SN
¢

3.05e3

=12.55

...

115 120

125
RT (min)

PFHXDA (0.10 ng/L)
B 2. 23 MemibaYIELE

3.2 B

EHHF DT —RIIRENIERR, XARNINEES, LXXTJG/—\%%QFE?M%%W, EYIEERS RN

Q 913.00>869.00 (-)

3.04e3

,SN=30.77
100.00 -
| Y
%-
0.00 -t——m—m———7
120 125 13.0
RT (min)

PFODA (0.10 ng/L)
BTRMEIEEMEIRLE (SN)

PRIEEREL NS, SHIRERL, SUEYIREMSEEREAL. KM CEFNERENR 5
R 5 REMESYE
D ey oeE BRR L0 b owam  oom BXR ek
(ng/L) #H R ; (ng/L) M R2

1 PFBA 02-50 09997 9509-10575 |13  PFOS 0150 09912 87.27-108.95
2 PFPeA 0.1-50 09971  93.06-107.06 | 14  PFUNDA 0150 09941 89.26-110.78
3 PFHxA 0150 09976  9249-104.60 |15  PFNS 0150 09966 89.15-105.06
4 PFBS 0.1-50 09971 9233-106.64 | 16  PFDODA 0150 09930 92.06-113.94
5  PFEESA 0150 09963 903510866 |17  PFDS 0150 09935 88.87-112.00
6  PFHpA 0.150 09978 93.60-10812 |18  PFTDA 0150 09954 93.03-112.50
7 PFPeS 0150 09975  95.83-107.25 519 PFUNDS 0250 09912 94.83-115.01
8 PFOA 0150 09987 969110649 |20  PFTeDA 0150 09969 93.36-106.76
9 PFHXS 01-50 09980 94.51-10655 {21  PFDODS 0150 09908 92.78-113.39
10 PFNA 0150 09983  93.88-10488 | 22  PFHxDA 0150 09943 88.73-113.71
11 PFHpS 0150 09995 88.00-11491 |23  PFODA 0150 09917 87.85-114.43
12 PFDA 0.150 09962 93.24-11029 |

33EEE

DRIXY 2.5 ng/mL A 10 ng/mL BItMERRGRIFTT 6 REENE, RENEFREEEMEXNINEREN

0.06%~0.17% = (8], HRVEMZITERIRERAEXNITERET 2.15%~14.65%2 8, 7 EEBRERY,
YRS R IR 60
= 6. BEEENRAER (n=6)
2.5ng/L 10 ng/L 5.0 ng/L 20.0 ng/L

ID Ga=g?| REGEYIE] % fREBEYE] WRE D Ga=x?| REHE  RE  RENE  ORE

RSD% RSD% RSD% RSD% RSD% RSD% RSD%
1 PFBA 0.17 2.15 0.15 2.33 13 PFOS 0.15 8.37 0.11 7.98
2 PFPeA 0.09 2.98 0.06 3.20 14 PFUNDA 0.15 931 0.09 4.75
3 PFHxXA 0.10 545 0.07 5.10 15 PENS 0.15 9.33 0.10 115
4 PFBS 0.11 7.34 0.07 6.15 16 PFDoDA 0.15 551 0.10 3.01

10



5  PFEESA 0.12 237 0.09 488 |17 PFDS 0.17 8.98 0.10 6.71
6  PFHpA 0.11 3.42 0.11 525 118  PFTrDA 0.17 731 0.09 7.45
7 PFPeS 0.12 8.10 0.12 868 |19  PFUNDS 0.17 9.71 0.10 10.69
8 PFOA 0.13 2.69 0.10 832 120  PFTeDA 0.17 4.68 0.10 11.43
9 PFHXS 0.15 5.14 0.10 216 |21 PFDoDS 0.17 7.25 0.09 10.3
10 PFNA 0.13 3.49 0.09 2.42 22 PFHxDA 0.19 1074 0.10 14.65
11 PFHpS 0.16 7.58 0.10 7.14 | 23 PFODA 0.18 8.66 0.11 10.54
12 PFDA 0.16 8.04 0.10 462

3.4 hneRE]UgE

EX B Rk 3 B E M aAl IIAR R, 2 DAFEIMARRE D 5I79 2.5 ng/L #125.0 ng/L, HREFITAIE
3 . MIAERER: BRKFREE 8 MUEY), TR, BRKFRASUEYBITIIIREINERE
79.4%~151.7%2 8], MEXIFRERZETE 0.6 %~16.4%2 (8]

=1 BRKEFRIEMER (n=3)

— _ 2.5ng/L ] 25ng/L
D AW REEE  RSD% | P A

(ng/L) : WERE  [BIKE%  RSD% : WHRE B RSD%

(ng/L) : (ng/L)

1 PFBA 1.42 1.2 447 1223 2.9 30.43 121.7 0.6
2 PFPeA 0.92 2.6 4.01 1235 43 30.86 1234 1.0
3 PFHXA 1.00 53 3.84 1139 2.2 29.07 116.3 45
4 PFBS 1.92 7.8 4.46 101.3 3.7 27.64 1106 5.6
5 PFEESA - - 3.20 127.9 2.8 33.63 1345 8.0
6 PFHpA 0.55 4.6 3.24 107.7 73 30.10 120.4 5.7
7 PFPeS - - 3.30 132.1 71 28.87 1155 8.5
8 PFOA 2.02 76 477 109.9 5.8 28.33 1133 3.5
9 PFHxS - 6.4 3.13 125.2 36 25.98 103.9 4.4
10 PFNA 0.29 111 321 1171 5.8 28.03 112.1 12.0
11 PFHPS - - 3.53 141.3 8.8 31.05 1242 10.1
12 PFDA - S 2.85 1139 2.0 25.28 101.1 3.9
13 PFOS 0.70 8.0 3.36 106.5 5.4 2421 96.8 6.9
14 PFUnDA - - 1.98 79.4 32 20.64 82.6 3.5
15 PFNS - - 2.66 106.5 6.9 26.24 104.9 7.5
16  PFDoDA - - 2.99 119.5 6.0 27.96 1118 5.9
17 PFDS - - 2.55 101.9 7.8 24.69 98.7 8.0
18  PFTrDA - - 3.69 1476 33 37.93 151.7 122
19  PFUNDS - - 2.92 116.6 14.8 27.64 1106 8.0
20 PFTeDA - - 2.76 110.2 14.6 24.79 99.2 6.4
21 PFDoDS - - 3.08 1233 13.5 29.54 1182 9.3
22 PFHxDA - - 2.34 93.5 124 29.54 1182 9.3
23 PFODA - - 2.26 90.4 16.4 28.08 1123 8.6
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Q 213.00>169.00 (-) 5394 Q263.00>219.00 (-) 6.35e4
100.00 - 100.00 ~ {
% | %
0.00 -Y———1+—r++ 1+ 0.00 -——7+—+—+1+—++7
45 5.0 5.5 6.0 6.5 7.0
RT (min) RT (min)
PFBA (1.42 ng/L) PFPeA (0.92 ng/L)
Q 299.00>80.00 (-) 2.69e4 Q363.00>319.00 (-) 5.00e4

100.00

% -]

-

100.00

% -]

e

v

L\»’\V\\

0.00 -t——————— 0.00 -t——
6.5 70 75 70 75
RT (min)
PFBS (1.92 ng/L) PFHpA (0.55 ng/L)
Q 463.00>419.00 (-)
100.00 - 4
%_
0.00 r>7ﬁ“774 Lf%f\“f?fﬁ
85 920
RT (min)

PFNA (0.29 ng/L)

4. 55ie

—_
8.0
RT (min)

2.39e4 Q499.00>80.00 (-)

100.00 -

% —|

L

0.00 L

Q 313.00>269.00 (-) 8.09e4

100.00 - A

% -|

LAl

).

0.00 -r+—+——"+1+—+++7—
6.5 7.0 75
RT (min)
PFHXA (1.00 ng/L)
Q413.00>369.00 (-) 1.26e5

100.00 )

% -]

*JJLM___

0.00 - ——
85

8.0
RT (min)

PFOA (2.02 ng/L)
9.65e3

A

L

9.0

T
95 10.0
RT (min)

PFOS (0.70 ng/L)
B 3. Bk e EsEicE

AXFIAEE AOE RAS =ZEMMRAFIEY LCMS-8050 BXxA, B —MEME. RIR. HEMRBIIAEK

PERUEMNDITT R RAKFMNE B RIRED RS LA, ArETIZE

BRE. BHEE.

FEFRYREE, 2T AR . EEMY. BRERRE, WlLERP] S,

12



AOE-LC-MSMS BEXA S tr4E;ZiR A7k 46 # PPCPs (GB/T 5750-
2023)

HE. AXHADZEACE RS =EMRALIEN LCMS-8050, &% GB/T 5750-2023 (4 EIRAKATA&
W TTER), BT EEIRAKT 46 M PPCPs U757k, ZAGRKIFmES. AMUNOTBESEMN, &
25 min RERFmAYEF. B, DBMNE. SR ERANINEEE, Haat. EEURYE, TF
REKFINARRREREIUEK, 46 fh PPCPs BYMAREINZRIE 68.3~128.5%2 18], AEXY R/ RETE
1.07~7.99%z (8], 7 &P SRIERIF.

KPR AOE R4t =—EMRATEIE(Y PPCPs AESEIRAK

BARR:
< XATEL SPE, AKEHATIERIZ,
& —ETHEEERT 2947 46 # PPCPs, RZXY GB/T 5750-2023 A 39 ## PPCPs I B Y2,

YR AIFER (PPCPs) B—3Hs3Wh, BENMERLDR. BARED. BERSAS.
DIMERFAAF, PPCPsEB@IETESAKAIE Hk, BEFeEK. TUEK. RELERIEEISK,
WIBFREIEREWITIE] BARKSFHNIFRKE, NMEERTR. BT ERBIHKSE X ACRKH
PPCPsBIAMIERENBIR, SEBIXAKHARIREFEEERNPPCPS5H,

FIEIRAKRPPCPILBRVREIEHEng/ LUK, EMBRER, KEFaTbiEaEF 2B EMEZEE
HEE. RE. EREHEHEEDN, BdEEN. &, BEZHINRE, HRAOERS (2 BiERE
WAOMAK) B TFHERN L. 5%, EEESLCMSMSETHBEMGN, KT 23ENE6E, KKEK
EISEvE

BRIGB 5749-2022 (& RAKBENE) RAEWEFRAKPL AN AIFBRIETSE R ERE
E3R, HIWAIRFEF57AGB/T 5750-2023 (A EIRAKARERIR G E) BT LC-MS/MSTUTE £ &R K
FR39MPPCPsHY 75 7%, A FEGB/T 5750-202309 &4t E, FIA &RAOERFRM = E R FIE(LCMS-
8050BXKA, SRMMFAELLSPE, KABMABIMIERIE, BIU—MEE. RIERAIFEKFI6MPPCPALIN T %o
HBEXARSZE,

1. SE388R 5

1.1 {438

52 AOE &4t 5 = EPUMMATFRIBY LCMS-8050 EXFEB 5%, EARRCE !

2 E S8 1 CBM-20A B R Ml DGU-20Asr X2

W & R : LC-30ADX2 B &b £ 88 SIL-30AC

= B & : CTO-20AC SPE % & &R . LC-20ADXR HilR
(RE FCV-36AH +3iEi®) (NE LPGE &#7t)

B8 U0 M FCV-20AH; AOE i # 28 : SIL-16P Bnhiftises

13



w28

1.2 3rFH

RAREIEE M
MEZEENAE
SPE HI/&R:

(ST R S

: LCMS-8045 &3 T fFuf : LabSolutions Ver. 5.118

Oasis HLB Direct Connect HP (2.1 mm I.D. X 30 mm L., 20 um)

ZEEUR A-K, ZFEUR B-REE+ZB+RRAE (1+1+1), FEUR C-FEZ+K
(1+1, & 0.1%FA)

Shim-pack GIST C18 (2.1 mm I.D. X 100 mm L., 2 um,

P/N:227-30160-04, &% (L&) LM AERAE)

SPE i & 3 mL/min o ooh A8 A #8-0.1%FER/K B 18- 25
mo = 0.35 mL/min R 40°C
HOEFE 2 5000 plL B s R0 BERR
® 1 ELEEENIER
o5 (min) ZEUR A ZEURK B ZEUR C ‘}ﬁﬁE' &
(%) (%) (%) (mL/min)
0.01 100.0 0.0 0.0 3.0 0
2.20 100.0 0.0 0.0 3.0 1
221 100.0 0.0 0.0 0.0 1
14.50 0.0 0.0 100.0 0.0 0
14.60 0.0 0.0 100.0 3.0 0
16.50 0.0 100.0 0.0 3.0 0
19.50 100.0 0.0 0.0 3.0 0
R 2 EEEREEBUEA R E A &
BYiEl (min) maiiE A (%) TREhE B (%)
0.00 95.0 5.0
5.20 80.0 20.0
8.20 70.0 30.0
12.20 60.0 40.0
13.20 30.0 70.0
14.20 5.0 95.0
14.70 95.0 5.0
g &1
B F R ESI(#) ¥ O B £ : +05kv
EXFME . 3L/min MAREPCRE @ 400°C
MmFASME - 10.0 L/min H# & KX | ZRMEMMRM)
B OB E : 350°C FIESME : 10.0L/min
DL & E : 150°C MRM & # @ &3

14



X 3. MRM &%k

fREgpYE o Q1 Pre Q3 Pre _

FE  EYWEHK CAS 2 = HEEF  EUEFE CE(V) PIAT
(min) Bias(V) Bias(V)
176.00* -17 -15 30

1 586 61-33-6 11.84 335.00 1S4
160.00 -17 12 14
106.05* 17 22 -16

2 ST 69-53-4 6.77 349.60 1S4
114.05 17 31 -18
243.05* 20 -16 25

3 FEFE K 66-79-5 13.87 402.00 1S4
160.00 12 -15 -14
277.00 13 20 21

4 SUMFE K 61-72-3 14.00 436.00 1S4
160.00 -13 15 12
‘ 157.95* -18 12 30

5 SKIRITE 38821-53-3 7.10 349.90 1S4
176.20 -18 16 -15
158.05* -18 11 -14

6 BEHF 15686-71-2 6.81 347.90 IS4
174.00 -19 17 -16
241.15* 26 -19 24

7 S ]=4173 80370-57-6 10.54 523.90 1S4
125.00 26 55 20
158.05* -38 31 14

8 AR 114-07-8 11.74 734.10 IS8
576.20 -38 20 26
‘ 158.05* 22 29 29

9  HIABE 81103-11-9 13.79 748.40 1S3
590.25 22 21 26
N 174.15* 20 40 12

10 EREER 1401-69-0 12.68 916.40 1S9
101.10 20 52 -19
155.95* 11 10 25

11 FERRESE: 144-80-9 6.45 215.20 IS1
92.10 11 24 -15
155.95* -13 16 14

12 FaREILE 144-83-2 6.88 249.90

92.10 -13 28 14 IS1

156.00* 30 -15 29
13 T BRIENE 68-35-9 6.59 251.00

92.10 30 25 17 IS1
92.05* 26 28 -14

14 FERRFRIEME 723-46-6 7.88 253.70 1S2
15155.95 12 17 -13
TEpR R E R 108.05* -13 -26 -17

15 N 127-79-7 7.26 265.05 IS1
I 155.95 13 -18 26
156.00* -14 -15 26

16 FERRECMW 144-82-1 7.88 271.05 1S2
108.15 -14 24 18
TR — BRI 186.00* -14 -17 -17

17 N 57-68-1 7.83 278.85 IS1
I 92.10 14 31 14

15



18

19

20

21

22

23

24

25

26

27

28

29

30

31

32

33

34

35

36

37

ER RS

10

FERZ RMARR

Fi B M DR Mk

T#f&(e) —H
S

TEpR Sl —H
S

FE R AR Ot e

EEX

B E A
i)

£DEF

a7

H/RB

Pt SBH A
:'Z

A

651-06-9

80-32-0

59-40-5

122-11-2

2447-57-6

526-08-9

42835-25-6

14698-29-4

28657-80-9

85721-33-1

93106-60-6

98105-99-8

148-79-8

103-90-2

298-46-4

54910-89-3

42399-41-7

67035-22-7

58-73-1

6981-18-6

7.94

8.89

11.18

9.45

10.97

11.33

10.42

10.39

9.54

7.37

7.85

8.50

6.77

594

12.44

13.69

11.81

1431

11.13

7.36

281.00

284.60

301.05

310.90

310.80

314.75

261.95

261.85

262.65

331.85

360.30

385.80

201.90

152.10

237.00

310.35

415.00

344.85

256.05

274.90

16

155.95*
92.10
155.95*
92.10
155.95*
92.25
156.00*
92.05
156.00*
92.05
155.95*
160.05
244.05*
202.00
244.00*
216.00
245.00*
189.00
314.10%
231.00
342.20%
316.20
368.05*
299.05
175.05*
131.10
110.20*
65.10
194.05*
179.05
148.20*
43.95
150.00*
35178.00
284.05*
268.10
152.00*
167.00
123.15*
259.10

-14
-14
-14
-30
-15
-15
-16
-15
-16
-16
-16
-15
13
-14
-14
-14
12
12
-17
-17
-29
-29
-20
-20
21
22
-10
11
27
27
-15
-30
-20
-20
-18
17
-19
-20
-17
-17

-18
-30
-16
-29
-17
-30
-22
-31
-19
-30
-22
-22
-20
-32
-18

-26
-15
-13
‘14
-14
-15
13
-14
13
-14
-29
-26
23
17
23
21
23
18
-19
21
-26
24
24
-30
20
-20
21
12
21
-30
27
-14
-20
-20
17
-26
23
-20
-20
21

IS1

1S2

1S2

IS1

IS1

1S2

IS3

1S3

1S3

1S3

IS5

IS10

1S9

IS6

1S3

IS7

1S3

1S3

1S3

1S3



38

39

40

41

4

43

44

45

46

47

48

49

50

51

52

53

54

55

56

17-“HRES

e

KRR

B RzE] R
1
TR
S

TRE — R

Eiplidie

FE Rz IEm

FERRRIENE

fépz — FAnE
IE 13C6
(IS1)
i iz PR TR A
13C6 (1S2)
FRE I
13C3
(1S3)
KIBEF D5
(14)
IRAIDE D8
(1S5)
X7 B A
3 D3 (1S6)
#7877 D5
(IS7)
18X 13C
D3 (IS8)
IEE T D4
(1S9)
YD 2 D8
(1S10)

738-70-5

611-59-6

127-71-9

1220-83-3

80-35-3

729-99-7

852-19-7

72-14-0

515-64-0

77643-91-5

1196157-90-0

1189970-95-3

15686-71-2

1216659-54-9

60902-28-5

1173020-43-3

2378755-50-9

1190007-20-5

1352879-52-7

6.97

5.86

10.79

7.95

8.64

7.53

12.05

6.80

6.14

7.87

9.34

6.98

6.80

7.35

5.90

13.68

11.75

6.73

8.47

291.10

181.15

277.10

280.75

281.00

268.10

329.20

256.00

279.00

284.70

260.05

294.10

353.05

340.10

155.10

315.00

738.35

206.10

394.10

230.20*
123.20
124.05*
55.05
156.10"
108.10
155.95*
92.05
156.00*
92.10
156.10*
113.10
172.20*
145.20
155.95*
108.05
156.00*
186.00
162.20*

98.15

161.95*
98.10
262.05*

231.20

158.05*
179.10
322.10%
235.00
111.10*
93.05
153.15*
43.90
162.15*
580.20
179.05*
135.15
376.00*
350.00

-20
-20
21
-11
-15
-15
-14
-14

-17
-17
-10

-10

12
12
11
-11
-10
24
-19
-15
-26
-26
13
13
13
-13

-22
-23
21
-31
-13
-23
-18
-29
-17
-30
-15
-22
-29

-15
-24
-19
-17
-20

-30

-15
-28
-26

24

-10
-15
21
-38
-18
-24
-10
22
31
21
-26
-34
23
20

-25
-13
-19
-20
-29
-20
-26
-16
-30
-17
-29
21
-17
-15
-13
-18
-16
-19
-20

-15

-16
21
-29

-16

-16
-19
-22
-24
-12
-10
-23
-13
-17
-28
-19
-14
-18
-25

1S3

1S3

IS1

IS1

IS1

1S2

1S2

1S2

IS1

A CRTEERTF

17



A

1.3 RS RAYECH)

S8 GB/T 5750-2023 (E/ERAKIMERIN ) EREIAR. (EFAFEZECSH 46 7 PPCPs )BE&
figgi® (10 mg/L) # 10 F PPCPs EEAMIRIED K (10 mg/L)o
PPCPs JE&fma&ERE%& (1000 ug/L #1100 ug/L) X 10 # PPCPs JE&Rtr#)BiEl%& (1000 ug/L). BX
REMVERER, LL0.2 mg/mL EDTAERDAT, BehlAE 9 0.2 0.5 1. 50 10. 20. 50. 100. 200.
500 ng/mL B9FRAETAEAR, & ARFAIM 100 L EERIRFER. £ 0.2 mg/mL EDTA BRHIZIR
1000:1 RN _EARFRETER, Fedl 0.2 0.5, 1. 5. 10. 20. 50. 100. 200. 500 ng/L WEMLA
R, R
1.4 #Fmal 5 E

7It]—//ﬁ
£/ 5% PREENGARECH] 46 F4

HIN0.5 mL 50 mg/mL

LB EDTANETR, BIIAS

o mL M
uULARIFR TIER&R
t N, A)
ZR51E
2.1 FREBRAY MRM &BIEE
Q 349.60>106.05 (+ 407e4 Q402.00>160.00 (+) 1.76e4
Q335.00>160.00 (+) RT=11764 2.14e4 +) RT=6.607 e RT=13.796
100.00 - 100.00 - 100.00
] 1 ] 2 . 3
%_- % -] %
0-00----|----|----|- (i Eem————s 000 7
0 o 7 5 12 13 14 15
{REBATIE (min) {REBAGE] (min) {REBRTE) (min)
Q 436.00>160.00 (+) RT-12018>2%¢4 Q3499017620 (+) 403e3 Q347.90>158.05 (+) 415e4
y ! RT=6.967
100.00 ~ 100.00 - 27.18 ~
] 4 ] 5 ] RT=6.670
% | %_- %-
13 14 5o 65 . ! 5 6 7 8
{REBRTIE] (min) {RERRSE) (min) REBRTIE] (min)
Q523.90>241.15 (+) 2.20e4 Q 748.40>158.05 (+ 9.71e5
RT=10578 Q734.10>158.05 (+) RT-11 688 3.85e5 +) RTZ13.753 e
100.00 - 100_00 - 100.00
I 7 ] 9
%- % %-
000 -7 7 0,00- T T 000 ‘=111
9 10 1 12 15 120 128 130 135 140 145

{REGESE) (min)

{REREHE] (min)

18

REERTE) (min)



Q 261.95>244.05 (+)

3.64e6

Q21520515595 (+ 3.99e5 Q 249.90>15595 (+ 246e6
RT=12.892 z @ Rr=g346 ¢ ®) rr-6908 ¢
100-00 N 100.00 - 100.00 -
] 11 ] 12
% -} %_. %_-
0.00 i T T 0.00 T L 0.00 T T
00 25 50 75 100 8
f%%ﬁlﬁﬂ (min) {REBRSIE) (min) {REBRTIE) (min)
Q251.00>156.00 (+) 702e5 Q271.05>156.00 (+) 120e6 Q265.05>108.05 (+) 1.49e6
RT=6.664 RT=7.944
100.00 - 100.00 - 10000+ RT=7.348
| 13 ] 14 15
%_- % -] %]
000 -t—7""—F""7"F""—"7F7+7+7""7"—7— 000-F—— 77— 0.00 Ingy” T T
5 6 8 6 7 8 9 ’ _ 4
{REBRIE] (min) {REBRIIE] (min) {REBRTIE] (min)
Q271.05>156.00 (+ 120e6 Q278.85>186.00 (+) 213e6 Q281.00>155.95 (+) RT=8.000 2.79e6
RT=7.944 !
100.00 - 100.00 - 17 100.00 ] 18
RT=6.182 I
%_- % A %]
0.00 000 -———F—— 1T 0.00 trrmrmm e
5 6 7 8 8 ) )
{%Eﬂ‘ﬂsﬂ (min) {RERRSE) (min) {REGRESE) (min)
Q 284.60>155.95 (+) 408e5 Q301.05>15595 (+) 163e6 Q310.90>156.00 (+) 42466
RT=8.976 RT=11.204
100.00 - 100.00 - 100.00 -
1 | 1 RT=11.043
19 20 21
% %] % A
0.00 -= ———— 0.00 —— =  000-—= —_————
7 10 11 P 9 1 12
{REBRTIE) (min) {REBATE] (min) {REBRSE) (min)
Q 310.80>156.00 (+) 427e6 Q314.75>155.95 (+) 345e5 Q26195524405 ( 3.64e6
RT=9.467 RT=12.892
100.00 - v 100.00 - 100.00 -
’ 22 ’ 23
%- %- RT=11349 %]
0.00 T T 000-—F 7 0.00 T — T
9 10 11 12 13
{REBRTIE) (min) {REBETIE) (min) {%EE‘NED (min)
Q 261.85>244.00 (+ 248e6 Q262.65>24500 (+ 1.20e6
> (+) RT=10418 e > (+) RT=9.547 €6 Q331.85>231.00 (+) RT=7332 5.70e4
100.00 - 100.00 - 100.00 -
1 25 1 26 : 27
%- %- %-
0.00 T T 000 -7 U 0.00 T T
9 10 8 9 10 11 6 7
RERRYIA) (min) RERRYIA) (min) {REBATE) (min)
19



Q360.30>316.20 (+

5.40e5 Q 385.80>299.05 (+ 1.72e5
RT=7794 ) RT=8446 Q201.90>175.05 (+)
100.00 A 100.00 - 100.00 -
% - % - % -
0.00 000 b T 00 s
7 8 9 10

{%EETIEE (min)

5.26e6
RT=6.902

}\3C

{RERRSIE) (min)

Q 152.10>110.20 (+) 247e5 Q237.00>194.05 (+) 5.05e6 Q310.35>43.95 ( 8.88e5
RT=5.900 RT=12422 RT= 13642
100.00 100.00 -, M 100.00 E
31 32
% % -] % -
0.00 —— 000 - ———————————"= 000 — — =
1 12 13 14

Q415.00>178.00 (+)

REERTE) (min)

{REGESE) (min)

8.93e6
RT=11.729 Q 344.85>284.05 (+)

RERRSIE] (min)
3.90e6 Q256.05>167.00 (+

{%%lﬁlsﬂ (mm)

1.51e7
RT 11.050

T

RT=14.311
100.00 - 100.00 - 100.00 B
] 34 ] 35
% | % | % |
0.00 ———— 000 /77— 0.00
" 13 14 15 16
{RERRYIA) (min) {REBAFIA) (min)
274.90>259.10 (+ 1.01e7 291.10>230.20 (+ 541e6
Q > RT=7302 e7 Q > (+) RT=6.935 €0 Q181.15>124.05 (+)
1 00.00 - 100.00 -, Y 100.00 -
38
% - % | %_-
0.00 000 -~ 000t
5 6 7 8

Q277.10>156.10 (+)
100.00 -

% -

{%%E‘Jlsﬂ (mm)

9.00e5
RT=10.798 Q 280.75>155.95 (+)

100.00 -

40

% -

0.00

Q268.10>156.10 (+)
100.00 -

% -

————— T 000
10

T=8669
41

{%%Ejlsﬂ (min)

1.03e6
T=5.879

A%

{REBATIA) (min)
156e6 Q281.00>92.10 (+)

10000-

% -

{REBESIE) (min)
1.35e6

RT=8.004

12
RERRSIE] (min)

1.73e6 Q329.20>172.20 (+)
RT=7.609

43

100.00 -

% -

|

{%EEE]‘IE? (min)
226e6 Q256.00>155.95 (+

RT=12.080

1 00.00 B

% -

0.00

{REBATE) (min)
1.38e6
RT=6.862

I

0.00

— 000 F—=———=
8 10

{REGRSE) (min)

AM

{RERRTIE) (min)

20

{%‘%ET@ (min)



A

ISTD 260.05>161.95 (+) 1936
Q27900>18600 (+) . . 2796 ISTD 284.70>98.15 (+)  pp_5 g3, 144€6 RT=9375
=6. _ 100.00 -
100.00 - 100,00+ ]
1 46 IS1 1S2
%_- % -] %
W W e W
4 6 8 6 8 10 8 10 12
{REBATE) (min) {REBRTIE) (min) {REBAE (min)
ISTD 29410523120 (+) - 485€6 ISTD 353.05>179.10 (+) 112e4  I1STD 340.105235.00 (+) 284e4
100.00 - 100.00 - 100,00 -
] ] ] RT=7.308
IS3 1S4 v IS5
% % RT=6.542 .
000 e ———————— 000 =———rm —_—— 0.00 - e
4 6 8 4 6 8 6 8 10
{REGATA) (min) {REGATIA) (min) {REBATE] (min)
ISTD 155.10>111.10 (+) 431e5 ISTD 315.00>43.90 (+) 177e6 1STD 738.35>16215 (+) 1650
RT=5892 RT=13.606 ¢ RT=11,689
100.00 - 100.00 - 100.00 -
1S6 IS7 IS8
%_- % -] % |
0.00 : —_— 0.00 -——Y—V—7"1T———1 7 000 57—
4 6 8 12 13 14 15 10 11 12 13
{RERRGIE] (min) {RERRTIA) (min) RERRE) (min)
ISTD 206.10>179.05 (+) 393e6 ISTD 394.10>350.00 (+) 1.90e5
RT=6864 RT=8431
100.00 - 100.00 -
] 1S9 ] IS10
%- %-
000 - e 000 -5 e
5 6 7 8 7 8 9 10
{REBESE) (min) {REBRIIE] (min)
1. PPCPs MRM 3% (50 ng/L, v&%) ID SEIZ 3)
AY
2.2 R4

BERL2IM T DS, AERTIARIEIRRE MREISHIMFFOR EANE, URUMEERS 8N
AT P EARRIELE NI ALAR, ENRARERELL RS, SRIRUErL, B0t aYRUErLN
E3Fim. BIESUEYRINRE SARFEEE, LEHEERIEITE46MPPCPSI IR, S EWa iRk

PEARR RIUNRAPT TR

& 4 BEDEXRREAC LR

F e SME BEXRH KER | R P SMEE BAXREIW KUR
5 (ng/L) (r) (ng/L) | & (ng/L) (r) (ng/L)
1 FEEG 5-500 0.9994 2 24 f FRME 0.2-200 0.9993 0.1
2 FEFAM 5-500 0.9984 2 25 IRl i 0.2-200 0.9980 0.1
3 SN 1-500 0.9987 0.5 26 s e 0.5-500 0.9999 0.2
4 SULFEAR 5-500 0.9995 2 27 TR E 5-500 0.9954 2
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5 KIBRITE 5-500 0.9987 2 28 Rana2 1-500 0.9984 0.5
6 PSS 5-500 0.9999 2 29 IR 2 2-500 0.9990 1

7 SRR 5-500 0.9994 2 30 IEER 0.5-500 0.9985 0.2
8 AR 0.5-500 0.9962 0.2 31 XWZEERER 5-500 0.9970 2

9 EREAR=EA 0.5-500 0.9969 0.2 32 FEFEFE 0.5-200 0.9990 0.2
10 TRER 0.5-500 0.9963 0.2 33 =Nl 1-100 0.9998 0.5
11 i 5-500 0.9983 2 34 /R R 0.2-50 0.9982 0.1
12 i fidlidid 0.5-500 0.9997 0.2 35  BEEEHF 0.2-50 0.9987 0.1
13 T R DE 0.5-500 0.9984 0.2 36 AGhIEA 0.1-50 0.9985 0.02
14 TE R ERIE 14 0.5-500 0.9984 0.2 37 BRI 0.05-100 0.9989 0.02
15 T pE B BB IE 0.5-500 0.9992 0.2 38 BHEFIE 0.2-500 0.9994 0.1
16 TR — 0.5-500 0.9998 0.2 39 1,7-“HRESEIEZXS  0.2-500 0.9994 0.1
17 T — BRI 0.5-500 0.9997 0.2 40 Ny 0.5-500 0.9992 0.2
18 HERRXTEREEIE 0.5-500 0.9993 0.2 41  FEPRE)REMEIE  0.5-500 0.9992 0.2
19 Ei-E S 0.5-500 0.9996 0.2 42 IERRPENAE 0.5-500 0.9991 0.2
20 T R M 022 Ik 0.5-500 0.9994 0.2 43 T pR — A 0.5-500 0.9999 0.2
21 FERRIEI”—EBEMIE  0.5-500 0.9989 0.2 44 T Pz Ot e 0.5-500 0.9993 0.2
22  TERRAT_EBREMEIE  0.5-500 0.9993 0.2 45 T P 0.5-500 0.9999 0.2
23 T R R 1 0.5-500 0.9995 0.2 46 & RZ R IE0E 0.5-500 0.9990 0.2

23EEH

%R 1.3 ZREHITERERESR, ELHF 6 R, ERDMFEZRENEMIERRNEEE, 46
o PPCPs BYIREBS[E]FILEEARAY RSD 7258 0.41%7F0 6.14%, HIEXRFRLEZEEM R,
2.4 BRIMARSEIE R A% iz

BiFmR, %R 14 PBDHIESFSAMNAMER, SRR FATNE 3 R EPFRPARIGLE 46
PPCPs. fARtF sl ISR B 46 # PPCPs BIMAREINZETE 68.3~128.5% 2 18], AR EREE
1.07~7.99%2 18], iRBAZNTS A EMIERYT.

® | RSD,%
®10ng/L @100 ng/L

2.5
2
1.5

1

°
0.5 °
) o ¢ o
.0 080,% o o__o ° ° e0_ o
..’» .. o e © o0 09 L K Bl ‘..... ...'TJCé'-T- D
012345678 910111213141516171819202122232425262728293031323334353637383940414243444546

2. PPCPs fREEBYB|EE 4 (L&Y ID SEF 3)

0
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20.0 RSD,%

18.0

16.0 ® 10 ng/L ® 100 ng/L

14.0

12.0

10.0

8.0

6.0 ° o0 ®0 L

4.0 '.:.00. Ge .. .."' .‘. .:‘ :‘ :. ® °

2.0 3 : (R LR o ) 8 ° s °og

0.0 [ ] o o °

012345678 910111213141516171819202122 2324252627 282930313233 34353637383940414243444546
a=x7ih)

& 3. PPCPs I#ERMEE M (L EY) ID SEFEK 3)

200
g0 | MR % ® It#10 ng/L @ JNFKr100 ng/L
160
140
120 ® ° se o : 8e ¢ o * o0
100 o °
80 | o
60

40

20

0

0123456 7 8 9101112131415161718192021222324252627282930313233343536373839404142434445146
w&EMID
4. PPCPs IAREIUWE ((b &Y ID SR 3)
20  RSD,%
18 @ JIF510 ng/L @ Ji45100 ng/L
16
14
12
10
o o0 L ]
‘ e ¢ ™ °
[ J e ¢ ¢ ¢ ®e @ (] L o o
o® $8 oo $e e®000% o8 o
o ® d °
> ° °
° [ ] °
0123456 7 8 9101112131415161718192021222324252627282930313233343536373839404142434445146
L&D

o N B O ®
[ ]
[_J
[ J
o o
( N J
( X}
[ 1 J
e o
| X |
[ J
[ J
[ X )
e o
c®

5. PPCPs INAREI RSD(Th &4 ID SEK 3)
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1TIC(+) 525e4
1.0e7

9.0e6
8.0e6
7.0e6
6.0e6
5.0e6
4.0e6
3.0e6
2.0e6
1.0e6

0.0e0

-1.0e6
5

T T T T T T T T T
6 7 8 9 10 11 12 13 14

{REBRYIE] (min)
1TIC(+) 4.70e5

3.0e7 4

2.5e7 | b

20e7

15e7

1.0e7

A A
00e0 e ) :

{REBRIIE] (min)

Bl 6. £EMAKEm () Sitrtsm (b) BiEE

3. 5518

A H A EE AOE ARG = BRI BIEN LCMS-8050, I —FhEIE. IRIRIVETFIRFAKA 46 Fh
PPCPs 107575, Z77 72X AEL SPE B5%, AKXBEUHEBIAIE, %I57AR LUVAEEIRAKS PPCPs
SR IRERFIESENESE,
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AOE-LC-MSMS Bk EA7kH 39 # PPCPs 5288 (BE&1E )

W E: ALK[FHDZE AOE RFH LCMS-8045 BXFR ARSI 7 IRAKA PPCPs FR BRI A%, 1RIBIL
BT SPE EBIREE, PPCPs W& LKA AERMY (0.1%FERACERKR) M (0.1%RAER) .
P EEFRMESMA L5, KA MRM 31#8&E5, H£947 39 # PPCPs v&Y, AT 17min SERFMRIEL
BEMD BT,

R$BiF: AOE &%45 LCMSMS PPCPs A7k

BARNA:
> ST LSRR, —SHARERRI AT 30 Fh PPCPs 5,
> RFETEL SPE, AABAILERR, HiFERS.

PPCPs 2&mM MAIFEARNEN, TBNAF KR, ED. ®REm. BaMlflF TS, e
HREEASEREF. £, FRIFS TR N LBk AT, EohKERBSRAN™IR. PPCPs K5
ZENIMR S EY) R —AEBRRINENR, EEREREREXE, HRNELEANERMTEIRZ—
KK PPCPs B BBRIREEETE ng/L KT, EIMBHZER, KEFFMIEEEFEEBERZEEREE.
RIE. EREBHEDN, BRdREN. &, BEEZHIIRE, T4 SPE EERARBEBARIEEIN TR
A By BRI TTAFmET A IE, ZRARSRERAKBTKPRE PPCPs B DHTIFEEMNE.

ASAER 52 AOE R4 LCMS-8045 BXARGAZ L 1 IRAKF PPCPs BRI, 1273757 A
T4k SPE SRERAKA, AR TRIMES R, BEmatE. B BB —&k. B5h
, BLARRE, RIEERIDEN, FIN4EE T HERETAERNE], =#&7 DI,

1. LG ER S
1.1 %28
LC-30AD X2 (hizht8#&3R), LC-20AD (FeBREMESRIT, SPEMI®KRER), SIL-30AC (UHPLC B
BI¥ER), SIL-16P (KIATRFHEETh#HESE), CTO-20AC (FEE%E, EBEH&I® FCV-36AH), CBM-20A
(Rge15H28) ; LCMS-8045(=EPURAT RSN ED ESI EB2JR); LabSolutionsVer5.91 (& T EuL),
1.2 &M
BiEgEG (SPE)
i s B/ 0.1%FERACER
##O K& R o 5mL
B Ak i R o 2mL
BigEH (UHPLO)

B ¥ M ACQUITYBEHC18 (3.0 mm I.D.X100 mm L., 1.9 um)
wm om0 AB-01%FRERKER; BIE-ZE

i = 0.4 mL/min

= m o 40°C
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o A X L BEER.
R
B F R :ES, EER
4" MERE :3.0L/min
FlEA /R :10L/min
mH| R R E :10L/min
£ O & E :400°C
B FREE :300°C
DL m  E 1 200°C
MRM & # : k1
& 1. MRM B%§
HIAR =4 1Pre 3 Pre
No. 2 e CASNo, T Q N
BF BT Bias(V) Bias(V)
17-ZREHE ) _ 124.05* 21 21 -19
1 1,7-Dimethylxanthine 611-59-6 181.15
EI 55.05 -11 -31 -20
N o 106.05*  -17 22 -16
2 SR Ampicillin 69-53-4 349.60
114.05 -17 -31 -18
N _ 15595*  -13 15 13
3 TE = sulfathiazole 72-14-0 256.00
108.05 -13 -24 -18
o . 158.05*  -18 11 -14
4 KE Cephalexin 15686-71-2  347.90
174.00 -19 -17 -16
o 155.95* 13 16 14
5 izl Sulfapyridine 144-83-2 249.90
108.05 -13 -25 -17
) ] 176.20* -18 -16 -15
6 SKIRIE Cefradine 38821-53-3  349.90
157.95 -18 -12 -30
—— _ . 125.05* 13 -50 21
7 LIRS Cefotaxime Sodium 63527-52-6  456.00
396.00 -13 -12 -25
_ 42610 -13 20 28
8 ITEX Oxytetracycline 79-57-2 461.00
201.00 -13 -41 -19
R _ . 155.95* -13 -18 26
9 BRZEEEMEIE  Sulfamerazine free acid 127-79-7 265.05
108.05 -13 -26 -17
_ 410.05*  -13 21 26
10 IR R Tetracycline 60-54-8 445.00
154.00 -13 -29 -13
N _ 156.00"  -14 15 26
11 FE A EANE — Sulfamethizole 144-82-1 271.05
108.15 -14 -24 -18
R o 186.00* -14 17 17
12 T ik — FR I Sulfadimidine 57-68-1 279.00
124.05 -14 -23 -19
IR R E 155.95* -14 -18 -26
13 N Sulfameter 651-06-9 281.00
120 92.10 -14 -30 -15
Demeclocycline 448.00* -24 -18 -29
14 HIEIFE _ 64-73-3  465.00
hydrochloride 430.00 -10 -25 -19
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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

SRR

T EER

F&R% 8] R AR

e

REFF

FERZ R MARR

miE»E

FERRS8 — R4

120

i B FR T A

SISHIR

KEfFERZ

AREE

fERRIE &

120

i R 2 R

KIHIEA

H/RB

FE R AR Ot At

RYEZ

i CAES

RPER

RHLBR

a7

Metoprolol

Azithromycin

Sulfamonomethoxine

Disopyramide

Aureomycin

Sulfachloropyridazine

Cinoxacin

Sulphadoxine

Sulfamethoxazole

Ifenprodil

Sulfabenzamide

Erythromycin

Sulfadimethoxypyrimidine

Sulfaquinoxaline

Diphenhydramine

Diltiazem

Sulfaphenazolum

Tylosin

Anhydroerythromycin

Tiamulin

Clarithromycin

Fluoxetine

37350-58-6

83905-01-5

1220-83-3

671200

57-62-5

80-32-0

28657-80-9

2447-57-6

723-46-6

23210-56-2

127-71-9

114-07-8

57-68-1

59-40-5

58-73-1

42399-41-7

526-08-9

1401-69-0

23893-13-2

125-65-5

81103-11-9

54910-89-3

27

268.05

749.55

281.00

339.95

478.95

285

262.95

311

254

325.95

276.95

734.1

310.9

301.05

256.05

415

315

916.45

716.25

494

748.4

310.35

116.10*
133.00
591.25*
158.05
155.95*
108.10
239.05*
194.05
444.15*
154.00
155.95*
108.05
245.15*
189.15
156.00*
108.00
155.95*
108.00
176.10*
105.10
156.00*
108.05
158.05*
576.20
156.00*
108.05
155.95*
108.10
167.00
152.00
178.00*
109.00
158.05*
155.95
174.05*
101.10
158.00*
558.20
192.05*
119.00
158.05*
590.25
43.95*
148.20

-14
-14
22
22
-14
-14
-20
-20
24
-14
-14
-14
13
13
16
16
12
27
-16
-16
-14
-30
-38
-38
-16
-16
-15
-15
-20
-19
-20
-20
-16
-16
26
-26
-38
-20
-15
25
22
22
-30
-15

-19
-25
-30
-39
-18
-25
-16

-24
-31
-16
-24
-15
-28
-19
-26
-17
-24
-22
-38
-13
-23
-31
-20
-22
-30
-17
-26
-15
-35
-25
-52
-29
-22
-39
-50
-31
21
-22

-29
21
-15

-18
22
-28
-30
-26
-16
-20
-20
-20
-8
-13
-17
-25
-19
-13
-17
-13
-17
-20
-17
-14
-17
-14
-26
-13
-17
-14
-17
-20
23
-20
-20
-14
-29
-30
-16
-29
-26
-17
-19
-29
-26
-14
27



508.10* -26 -15 -22

37 B 1B virginiamycin 11006-76-1  526.15
354.95 -36 -18 -10
91.10* -28 -33 -14
38 BRIRIE T AR Tolbutamide 64-77-7 271
74.10 -29 -14 -11
i , 163.00*  -16 16 -4
39 TESEM Warfarin 81-81-2 309.05
251.00 -15 -21 -25
RAEEETF
1.3 MR E

AR BB ITYERHFRHECH 1 g/L FEEER. D3BEMEMSREE, BB
FohBARRIEREA. 7 10 mL 0.1%FEK (V) HIIAN 10 uL BAnRiE&RMNiTaR, BEE, BIX
RN R EAT AR o

EamblE: R—E R IRRA4ERES, HRERLEMAN 0.1%REAR, HEBEI 10 mL
FamaR, MARIRER, 5.

2. ZR5i1ie
2.1 &iEE

(x1,000,000)

09+

0.8+

074

06+

054

0.4+

0.3+

0.2+

0.1

0.0

T B 5 B B B By L By B B B B B e B B R B
40 45 50 55 6.0 65 70 75 80 85 9.0 95 10.0 min

1. 30 MER AR YTEBAK R ENE (EARYIRE 0.25-125 ng/L 2ia)

2.2 1R RS R

A 0.1%FRERIARECH] PPCPs SEGIRAERR, AIARIRER. JIEREHRRE, [ETMERL, W
& 2 Fimo BinEMARRARESREEHF 7 X, I8 7 XDEFRERE, BRTEAAINHERER

(LOD), &R (LOQ) UHEHREREITE,
LOD=t(n-1,099*S

DL—T75 A1 IR

tn009—BHEN n-1, BEEN 9%EN t 0%, n=7 8, ZERN 3.143,

S—n RFATNERIIRERE,
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2. A HAAR IR

\O. e paps SMBE  AAXAEX EE LOD LOQ
(ng/L) (n (%) (ng/L) (ng/L)

1 L7-EREEIEY 4846 1-500 0998  85.0-1126  0.095 0.382
2 SEFEM 5.542 1-1000 0997  92.0-1160  0.207 0.829
3 T R IR A 5635 025100 0995  888-111.4  0.043 0.171
4 LIS 5618 251000 0998  86.8-109.1  0.582 2.326
5 FERRIIE 5804 025100 0996  90.0-113.7  0.050 0.200
6 SKIRRIE 5880  25-1000 0997  855-1112  0.623 2.492
7 kTSR 5.899 0.5-500 0998  90.9-1157  0.122 0.487
8 tB% 5911 0.1-100 0.998  90.0-111.4  0.024 0.095
9 i e FR L0 6.027 0.1-100 0.998  91.0-1085  0.022 0.090
10 U2 6.207 0.1-200 0999  93.3-1122  0.019 0.077
11 B R FRIE 6.365 0.1-100 0995  86.8-111.3  0.024 0.096
12 B R — PRI 6.390 0.1-40 0997  91.3-1138  0.017 0.069
13 BEERNEEEME 6461 0.1-100 0996  87.0-117.1  0.024 0.094
14 IE 78 6.551 0.5-200 0998  91.6-1103  0.096 0.384
15 EHIBR 6.568 0.2-100 0997  89.7-1121  0.061 0.244
16 [EE S 6.695 1-100 0999  92.0-106.1  0.239 0.955
17 Rz e R MR 6.750 0.1-100 0998  89.6-109.3  0.020 0.082
18 KEF T 6.819  0.02-200 0998  87.9-1156  0.004 0.016
19 &BE 6.896 0.1-200 0999  86.9-1092  0.022 0.086
20 TERR R AR 6.931 0.1-100 0998  90.9-1125  0.018 0.073
21 gD E 7.048 0.5-200 0.998  86.5-1108  0.109 0.437
22 BERBTREMIE 7105 0.1-40 0999  90.0-109.7  0.022 0.086
23 it R FR TG A 7.141 0.2-200 0998  88.1-1176  0.050 0.201
24 Y I5HIAR 7.511 0.1-100 0997 9251188  0.023 0.090
25 FERERR 7.588 0.1-100 0997  887-1176  0.023 0.091
26 aR-£3 7624 251000 0999  91.1-1183  0.624 2.496
21 BRE”REEIE  7.650 0.04-40 0997  92.0-1168  0.009 0.035
28 R R 7.649 0.1-40 0997  90.9-107.8  0.024 0.095
29 s huRA 7.662 0.01-5 0996  90.9-1149  0.002 0.009
30 Ho/RER 7.732 0.01-5 0996  90.0-114.1  0.002 0.010
31 T R A 7.740 0.1-100 0.998  88.9-1096  0.024 0.095
32 REEE 7.756 0.2-200 0993  84.6-1144  0.039 0.154
33 BikOBE 8.061 0.1-40 0998  88.6-107.5  0.0054 0.021
34 SUEE 8.117 0.02-20 0999  89.8-1106  0.0051 0.021
35 GRATEAR £ 8279  0.005-10 0997  90.9-1140  0.0012 0.005
36 g7 8.360 0.1-40 0999  89.8-109.7  0.023 0.092
37 EWaAL =S 8.633 0.1-100 0996  885-1147  0.024 0.097
38 FRERE T AR 8.863 1-500 0999  94.6-1055  0.237 0.947
39 HESERK 9.476 0.1-40 0995  86.0-111.7  0.024 0.097
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23E8H
B 0.1%BERACEREEHNER. . S=DFREIKE PPCPs BEIMVERR, ELUHEE 6 5, 1TEBRL
EYNIEEIRAMERAN BAENERE (RSD%). ERUWE 3 P, EREYNRER BMIEEmREIE
SHERZETE 0.06%-0.42%7H] 1.74%-9.96% > 8], X2RE|E M R,
X3 NBEEMEFLER (n=6)
= R e

No. ey f:i? B mﬁ; (’z:fj B ] mﬁ; (Z:jj B ] iﬁ;
RSD% RSD% RSD%

1 L7-ZREHER 5 0.23 3.86 50 0.10 4.07 250 0.24 4.12
2 ERSL Y 10 0.35 5.66 100 0.34 7.61 500 0.42 3.71
3 P iR e 1 0.23 3.86 10 0.29 5.97 50 0.29 751
4 kST 10 0.37 3.58 100 0.36 6.90 500 0.42 4.66
5 FERRILIE 1 0.17 7.18 10 0.23 8.40 50 0.35 9.01
6 SKIBALE 10 0.29 5.17 100 0.32 6.00 500 0.37 5.24
7 Sk IBMERSER 5 0.28 3.73 50 0.29 7.95 250 0.36 6.51
8 T8= 1 0.32 9.96 10 0.30 6.34 50 0.36 4.82
9 it A FR B IR 1 0.18 5.38 10 0.20 3.89 50 0.31 8.28
10 U2 S 2 0.19 6.39 20 0.20 7.26 100 0.26 5.49
11 TR FRIEE — 1 0.13 0.94 10 0.17 4.84 50 0.24 2.82
12 b e — PR 0.4 0.11 4.62 4 0.17 8.94 20 0.25 9.61
13 BEENREEmE 1 0.14 5.35 10 0.15 7.59 50 0.22 9.48
14 UESZS S 2 0.09 7.96 20 0.11 9.31 100 0.18 6.98
15 EFER 2 0.11 1.86 20 0.11 7.11 100 0.17 8.04
16 [OEEES 1 0.09 3.44 10 0.06 9.95 50 0.13 6.08
17 fE AR 8] R AR IE 1 0.11 6.18 10 0.11 8.08 50 0.18 8.55
18 EEFF 0.2 0.07 5.00 2 0.09 5.97 10 0.14 3.11
19 SBH 2 0.11 5.17 20 0.08 8.51 100 0.14 6.56
20 G e ES 1 0.05 5.19 10 0.10 5.56 50 0.16 6.86
21 FEEVE 2 0.10 5.62 20 0.10 5.72 100 0.16 6.30
22 HERRAS_HEMIE 04 0.06 7.13 4 0.10 8.16 20 0.14 8.03
23 b P R T 0 2 0.10 8.63 20 0.10 6.83 100 0.16 7.98
24 ISR 1 0.08 2.07 10 0.08 4.70 50 0.13 4.75
25 KEHERR 1 0.06 6.01 10 0.08 7.97 50 0.15 5.89
26 A8% 10 0.09 5.51 100 0.08 4.37 500 0.12 6.83
21 HRREI”HREMIE 04 0.08 3.72 4 0.08 7.87 20 0.14 6.88
28 it Pz G b 0.4 0.08 5.52 4 0.08 6.70 20 0.14 6.77
29 KgHiea 0.1 0.08 428 1 0.08 8.80 5 0.12 6.70
30 H /R 0.1 0.08 0.84 1 0.08 6.71 5 0.11 4.80
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31 TR RS I DAk 1 0.06 6.79 10 0.08 8.25 50 0.13 4.26

32 ZHEER 2 0.09 4.42 20 0.08 3.93 100 0.11 5.83
33 BkaIBEH 0.4 0.07 2.70 4 0.07 2.48 20 0.10 2.79
34 RYEER 0.2 0.07 2.82 2 0.07 5.92 10 0.10 5.51
35 CEIEAR=ES 0.1 0.07 1.74 1 0.06 1.87 5 0.10 341
36 E=eicpa] 0.4 0.08 6.11 4 0.06 3.25 20 0.10 3.47
37 BABER 1 0.07 4.06 10 0.06 3.65 50 0.11 3.94
38 FRRRE T AR 5 0.08 4.85 50 0.06 4.51 250 0.09 5.95
39 £E5HMR 0.4 0.06 6.23 4 0.06 8.36 20 0.10 6.08
2.5 hNtREI4L

DA —EARIRRVBAIK. REIXAK U RK 10 BRK 2 MBRKFm, R EFEEFR, B
INTEBRR, REDRNRNEMEBENMNRK. . S=DRE, #EDT (n=4), HTEMREE, 4
RUFK 4 PR, BARESFIIAREIERTE 53.2%-160.5%2Z 18]

2.6 SEFRE R

ERZAE, PN TREIRAK. FRAK 10 0 RK 2 MIRBERKFmR, EPBERAEK 7

RIK 1 B RIK 2 BARKE EREEY), BRKFRHTEHER, REN 0229 ng/L.
%= 5. BRKFRIQVLER (n=3)

waym Conc.(ng/L) RSD(%)
EFEBR 0.229 6.78

(x10,000)

1.5 2A208.05>TT6.10(+)
124:268.05>133.00(+)

1.00—?

0.75—?

0.505

9 w

ooo—f

T B e e e A
6.0 6.5 7.0 75

4. BRKPERITERBIEE

3. 45ie

A fEF 5E AOE RAM=BIURARIE LCMS-8045 BXAEIL T IRA/KH PPCPs R ERIE £
Fo RERGKAEL SPE B, KirmeaitiE. N8, TEHEEENTESE—R, EaRREwl, 7
UARKE I RETAIE, RIEMINZERBVERE. %5 7ATE 17 min RFEp B k. BN, B
RSN, EIWRNRTHILIETEE, PTATIRAKE PPCPs 2l
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& 4. RINAREIRE

AR IATRE 1 Bl AR INARRE 2 [l PNAR INARRE 3 Bl
NO. e mE m& R FR PR Bx  NE @A R R FR B K CRER FRK FRK
(ng/L) 7K 7K K1 k2 K (ng/L) K 7K K1 7K 2 K (ng/L) FK 1 2
1 17-Z“HREEIER 5 80.9 1116 784 89.5 106.1 50 105.0  108.9 85.7 95.7 92.8 250 103.5 127.4 96.0 110.7 101.8
2 KT 10 92.7 1112 87.0 86.6 72.2 100 1131 1113 91.8 871.7 65.4 500 98.4 128.5 111.3 105.0 96.6
3 it 1 1073 1166 87.0 1169 89.3 10 1227 1222 85.2 106.6 79.3 50 109.5 127.4 100.9 117.8 94.7
4 KRR 10 100.1 1282 1262 1284 64.1 100 1292 1273 1268 146.0 72.2 500 72.0 129.8 121.8 123.2 120.3
5 TR IE 1 99.3 88.9 974 100.2 108.6 10 97.8 100.5 93.2 94.0 95.1 50 99.8 91.0 99.4 90.6 102.1
6 SLIBHITE 10 116.6 1293 126.6 130.7 7.1 100 1112 1291 1289 1605 88.2 500 92.9 111.8 130.3 128.6 1294
7 SLTRIEASER 5 1189 1094 129.0 84.7 60.3 50 107.0  106.3 1222 81.6 72.0 250 112.3 90.9 120.7 89.3 934
8 TEXR 1 111.3 1051 749 95.0 115.3 10 101.5 101.8 62.1 94.9 118.6 50 119.1 99.6 67.9 101.7 109.2
9 [& Rz R BRI 1 1225 1179 791 110.5 65.3 10 1114 1110 78.8 104.9 67.3 50 100.7 115.6 81.3 109.2 71.2
10 Paif 2= 2 1064 1027 1141 1084  123.7 20 107.7 1074 1081 109.6  105.0 100 105.1 100.1 101.7 103.6 100.5
11 Tea Pz ER IEE — I 1 95.0 1179 927  106.1 75.2 10 103.9 1197 95.2 98.6 53.2 50 89.5 115.6 88.3 92.4 70.9
12 T RR — FRIHIE 0.4 95.2 1005 101.0 1051 1113 4 99.2 99.2 96.6 94.9 107.4 20 89.3 94.6 89.1 88.8 89.4
13 IEREX R E M 1 106.2 1126 719 107.7 67.3 10 100.1  106.0 71.2 96.2 56.5 50 91.0 104.6 7.1 914 65.8
14 MENE 2 1173 1171 1122 1142 89.5 20 1233 1233 1124 1203 93.8 100 116.1 1119 105.7 111.3 98.6
15 EHER 2 1145 1178 1228 1108 1251 20 1167 1185 1168 1114 1280 100 97.9 110.4 108.1 101.2 1295
16 fsER 1 130.3 1242 109.1 1213 1086 10 109.2 1022 98.6 108.8  100.1 50 106.1 89.9 88.9 97.5 84.7
17 T 8] BR S VI 1 1192 941 73.6 93.4 76.1 10 95.3 100.1 71.9 95.3 63.7 50 96.0 99.2 72.5 96.9 64.9
18 REFF 0.2 82.9 935 69.8 79.5 97.5 2 95.6 94.4 73.9 79.1 86.0 10 89.5 99.3 79.7 87.2 94.7
19 FEER 2 111.3 1085 956  113.0 107.2 20 1084 1289 1088 1157 1105 100 108.3 109.2 96.7 104.3 93.5
20 R AR 1 1224 1178 989 116.1 95.0 10 1274 1252 1002 1214 1053 50 128.2 1195 116.2 120.3 114.7
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21
22
23
24
25
26
27
28
29
30
31
32
33
34
35
36
37
38
39

e E
R AR 8 — FREIRIE
i Pz B A
SR
KBRS
ARSE
Fh fizla) — FR G AT
Pz e G
FiBHIPA
H/REfR e
B A O Ak
SRR
AR
SWEER
AR
;T
BIBR
RS T AR
LSRR

2
0.4

10
0.4
0.4
0.1
0.1

0.4
0.2
0.1
0.4

0.4

71.0
102.9
127.2
111.5
127.7

96.2
130.4
100.2
120.2
1155
1177
1283

95.3

95.2
1176
84.5
103.8
112.4
125.7

715
105.5
127.4
109.4
129.0
97.0
128.0
1173
108.0
114.0
110.0
129.9
109.0
114.0
99.0
94.0
101.8
112.2
104.0

80.4
101.1
102.3
121.7
126.7
87.0
118.9
94.4
108.3
105.0
1159
119.7
86.0
84.8
106.4
94.6
80.6
108.0
1154

65.8
108.4
107.3
116.7
133.4

97.6
128.2
81.4
104.6
103.7
114.9
129.0
95.5
93.7
120.0
88.8
929
98.2
95.7

106.1
96.5
99.7

126.8

115.5
83.0

124.5
70.8

108.0

107.0
92.3

127.9

108.3
81.5
95.0
92.0
934

112.3
62.5

20

20
10
10
100

10
20

10
50
4

79.4
105.3
125.2
111.4
130.3
94.9
124.4
128.0
98.5
104.4
104.0
130.4
109.1
103.1
112.5
94.7
98.6
103.9
93.3

86.5
107.9
127.3
106.6
127.2

97.1
1277
130.1
106.1
111.1
101.8
129.9
107.6
108.0
88.1
92.9
924
100.0
99.4

92.9
103.1
105.7
116.1
121.6
87.4
1242
90.6
104.6
100.1
105.4
121.2
89.2
81.7
95.5
93.6
74.1
99.9
103.5

75.0
104.7
113.7
111.4
123.4

98.5
124.2
124.3
108.0
104.8
104.9
129.7

97.3

90.6
108.7
95.7
84.6
95.0
101.3

98.0
99.0
103.1
121.7
117.2
79.5
122.9
74.1
109.9
111.4
97.9
124.1
98.4
5.7
79.9
98.6
75.2
105.8
68.5

100
20
100
50
50
500
20
20

50
100
20
10

20
50
250
20

72.5
1135
125.8

99.6
128.8
96.5
129.1
128.5
91.9
89.7
111.9
1283
102.4
94.5
123.6
90.8
93.7
96.3
98.2

66.8
121.7
124.1
108.2
129.6
96.0
117.8
1253
90.1
85.1
109.2
129.1
101.3
100.0
95.4
80.5
79.5
96.0
86.2

96.5
112.7
108.5
117.5
117.6
90.8
119.8
98.0
95.1
87.2
113.6
122.6
90.2
84.7
106.0
82.7
785
100.5
101.9

78.8
118.6
128.3
105.4
127.0
97.3
1247
131.2
89.7
83.2
122.2
119.6
95.5
90.3
118.8
84.3
89.0
96.8
90.6

97.9
112.3
113.7
1194
123.7
87.0
114.8
88.8
94.9
90.5
95.5
122.3
93.4
83.2
82.2
79.9
67.6
102.2
76.6
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AOE-LC-MSMS EXR1EMsREA7kH 25 # PPCPs 5288 (fRE )

W E: ALK[FHDZE AOE RFH LCMS-8045 BXFR ARSI 7 IRAKA PPCPs FR BRI A%, 1RIBIL
BT SPE EBIREE, PPCPs W& LKA AERMY (0.1%FERACERKR) M (0.1%RAER) .
KPR SA E5, KA MRM 31#&E5, H£947 25 # PPCPs v&Y), BT 18min SERFMIELL
BEMD BT,

R$BiF: AOE &%45 LCMSMS PPCPs A7k

BARNA:
> ST ERESEE, —SHIRERRI AT 25 Fh PPCPs 5,
> RFETEL SPE, AABAILERR, HiFERS.

PPCPs RHA@MMAIFERRNEN, TBVAT RS, ED. RER. BaAfFTlks, e
BB ASERVEF . 0, FRIFETtHE N BN ER, HohkKERBysRLN™IR. PPCPs &5
FIENIMR SR P —HERRVRINTENR, EEREREREXE, ERNEEMNERMFTEIRZ—

IKIEFR PPCPs FRBRVREIBEE ng/L KT, BIBHZER, KiFpMIEEEFT2EYERZEIREE
. R BREREHEEDN, BIERN. &1, BEZEINIRE, E4 SPE EEEAREB AEIEN
TR BT RN AT RETANE, ZRARSRERAKATKTRE PPCPs B DITIFEH LS.

AIfEF iR AOE R4EA0 LCMS-8045 BXAB RGEIL T IXA/KH PPCPs F BRI 75, %7 7EF
£k SPE SRARAEKAE, AXBLD TRIMESE, FixmmtE. Bir)oBMRE N —{&k. 85
t, BOARRE, RIEERREN, FIN4EE T FREINENE, 57 2,

1. CI8ERS3

1.1

LC-30ADX2 (AispiEiaAiR) , LC-20AD (BeBIREMESTT, SPEMIER), SIL30AC (UHPLC Bahits
28), SIL-16P (KIRIR#FF Bnhi#fEes), CT0-20AC (R, Es/E\@iE), CBM-20A (R4THIER) ;
LCMS-8045(=EPUtRTETE(YED ESI BBESJR); LabSolutions Ver5.91 (&3 T1Fih),

1.2 B F

BIEFM (SPE)

BTER D 0.1%RACB Ko
HIFATR ©5mL
E AR ©3mL
BIEFM (UHPLO)
BIiEF : ACQUITY BEH C18 (3.0 mm I.D.X 100 mm L., 1.7 um)
DiDILiE! D ATE-0.1%FERACAR;, BIE-ZBE: FEE (1:2V/V)
TR 0.4 mL/min
R : 40°C
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FERR 5 = D IRE R
R A
BFR . ESI, IERRT
SR ARR : 3.0L/min
FIESm=E 0 10L/min
ISR 10L/min
EZORE : 400°C
BEFREE . 300°C
DL RE 1 200°C
MRM &%k CE 1
X 1. MRM &
BifA =) 1 Pre 3 Pre
No. & %W CASNo. N <
BF B2F Bias(V) Bias(V)
79.90* 21 -26 -11
1 BT Cotinine 486-56-6 177.00
98.10 -10 -22 -15
~ 148.00* 20 -16 -20
2 T BRE2 Salbutamol 18559-94-9  240.00
222.15 -25 -11 21
. 145.00* -14 =27 -23
3 [SIE=PYIN Atenolol 29122-68-7  267.00
190.05 -14 -19 -17
117.00* -17 -17 21
4 ST Cimetidine 51481-61-9  253.00
159.00 -18 -15 -22
Ranitidine 176.00* -16 -19 -20
5 EEET ] 66357-35-5  315.00
hydrochloride 102.05 -16 -35 -17
. y 112.10*  -18 -25 20
6 EF LR Sulpiride 15676-16-1  341.85
214.00 -17 -33 -20
164.05* -12 -20 -15
7 F B LK Carbazochrome 69-81-8 237.05
220.05 -12 -10 -20
_ 215.05*  -15 26 -20
8 AJFEA Codeine 76-57-3 299.90
165.00 -15 -41 -14
126.10* -20 -30 -20
9 MAIEBER Lincomycin 154-21-2  407.00
359.15 -20 -20 -20
175.05* 21 -25 -20
10 IEE T Resorufin 635-78-9 201.90
131.10 -22 -34 -20
113.10* -13 21 -18
11 K& 78 Pirenzepine 28797-61-7  352.15
70.10 -17 -36 -25
230.10* -14 -25 -20
12 il Bactramin 738-70-5 291.05
261.05 -15 -26 -24
R . 316.15* -17 21 -22
13 EaE Pefloxacin 70458-92-3  333.85
290.15 -17 -19 -24
. _ 314100 -17 23 -19
14 HRWDE Ciprofloxacin ~ 85721-33-1  331.85
231.00 -17 -39 21
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129.05* -29 -32 -22

15 *EZ Carbadox 1791337 262.65
130.10 -13 -21 -21
, 25010 17 26 21

16 BEEM Ormethoprim  6981-18-6  274.90
123.15* -17 -25 -20
- ) 316.15* -18 -21 -19

17 BiEE Enrofloxacin ~ 93106-60-6  359.90
342.10 -18 -22 -21
. . _ 105956-97- 34805 -19 22 14

18 MV E Clinafloxacin 365.75
6 305.05 -19 -22 -18
- o 382.10" 20 23 25

19 WEDE Difloxacin 98106-17-3  399.75
356.15 -12 21 -20
o 77.100  -10 -40 11

20 LM Antipyrine 60-80-0 189.05
56.15 -10 -32 -20
N ) 110871-86- 349.15* 21 -22 -21

21 SR E Sparfloxacin 392.95
8 292.20 -19 =27 21
N . , 232.95* -4 30 21

22 ZRRIENE Pyrimethamine 58-14-0 248.90
128.05 -28 -46 -23
, 194.05* 27 21 21

23 REFEF Carbamazepine  298-46-4  237.00
193.05 -26 -35 -18
R Oxidized 284.05* -18 -29 -17

24 R S A S o 67035-22-7  344.85
Nifedipine 268.10 -17 -30 -26
, 369.00*  -14 16 23

25 L IFiNG S Glyburide 10238-21-8  494.00
168.90 -15 -37 -28

RIAEEBRT
1.3 HmaitIiE

RS R MREX BRI E R R AECH] 1 g/L IREBEER. D3EEMEYRREE, BB
FPRARRERE M. 1 10 mL 0.1%= /KK (V/V) ARFIAN 10 L BAFRERMNAITEER, BEE, B
FRERLGREAT A Ro

FmflE: B—EMRRRIK T IIBA 4RI, WIRAERLEIAN 0.1%R0KACER, /EFEE 10 mL
FmBaR, MANRIER, 5.

2. ZR5i1ie
2.1 &iEE

36



(x.000,000)
357
3,0—f
25|

20

s L L

e L B B B B B S
40 50 6.0 70 80 9.0 10.0 11.0 120 min

1.25 MBS EBLAKPEIEE (BFRYRE 1-150 ng/L Z[8])

2.2 Zithsx

FA 0.1%=7KAGERESH] PPCPs JEETMERAR, HIMANRIRE R, WEREHE, SR ERLL, 0
&R 2 Fime. BiNERARIERESLEEHE 7 X, TR 7 NHAFIKERE, R TEATNITERTR

(LOD), EEMR (LOQ) AMmEH HRITE,
LOD=t(n-1099)*S
DL—A 7K IR
th1009—BHEEN n-1, BEEN 9% t B, n=78, ZEN 3.143;
R TNERITERE
= 2. LR

\O Ay { 6.733 MR EXRI e LOD LOQ
A /8] (ng/L) (n (ng/L)  (ng/L)
1 AT 4546  1-400 0.996 86.4%-117.0% 0.245  0.980
2 T RS 5151  0.2-400  0.997 92.7%-117.0% 0.048  0.192
3 R IR 5199  0.5-200  0.997 91.9%-111.1% 0.060  0.242
4 KT 5212 04-400  0.997 94.8%-112.7% 0.091  0.362
5 ERETH 5256  0.4-200  0.998 92.0%-110.9%  0.077  0.308
6 4 5541  0.04-20  0.999 93.3%-105.6%  0.0066  0.027
7 EERE 5960  0.4-400  0.998 91.4%-111.1% 0.098  0.394
8 BIEES 6.084  1-200 0.997 90.4%-112.1% 0.182  0.728
9 MEBE 6.485  0.1-40 0.999 94.2%-109.7%  0.017  0.067
10 BER 6.541  0.4-400  0.999 94.7%-104.4%  0.077  0.309
11 IREFETE 6.609  0.02-4 0.999 94.2%-107.2%  0.0043  0.017
12 EBEFRIEE 6726  0.1-40 0.998 92.4%-108.9%  0.020  0.079
13 EEEe 6.813 05200  0.999 91.0%-108.7% 0.123  0.491
14 HEDVE 6.879  1-400 0.999 90.9%-101.1% 0.204  0.818
5 kBZ 6.914 15600  0.998 92.8%-116.3% 0261  1.044
6 = %ﬁM 6.923 05200  0.999 94.1%-105.0% 0.123  0.493
17 IR 7.049 05200  0.998 94.8%-111.0% 0.114  0.456
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18 wMOLE 7.343 2-400 0.998 93.5%-110.4%  0.467 1.869

19 Wah e 7.363 0.2-40 0.997 90.4%-115.4%  0.057 0.228
20 LM 1412 0.2-400 0.997 87.5%-111.5% 0.038 0.153
21 RV E 1.427 0.5-200 0.997 91.0%-110.1%  0.098 0.394
22 CIREE 8.078 0.2-400 0.997 88.2%-113.3% 0.041 0.165
23 FEFEF 9.305 0.01-4 0.998 93.3%-108.3%  0.0025 0.010
24 At S AT 9.952 0.1-40 0.999 94.5%-105.5% 0.020 0.080
25 | PiNG 11.086 0.2-100 0.999 96.0%-110.1% 0.038 0.150
23EEH

A 0.1%RKKERECHNR. . &=DFREIKRE PPCPs BREMMERAR, HELLHF 6 1, 1HEBN
EYREERNRENEENATERE (RSD%). LERI*E 3 P, BRNEYBIREEBIFIEETRAYE
XTEIRZETE 0.02%-1.03%70 1.26%-10.57% 8], {XZEEM Rif.

®RINBEEMERER (n=6)

. RE . RE . RE
\O. e RE -~ EER  RE -~ EER  RE - IEER
(ng/L) RSD/% RSD/%  (ng/L) RSD/% RSD/%  (ng/L) RSD/% RSD/%
1 AT 2 0.07 5.01 10 0.07 1.72 200 0.07 3.55
2 T RREZ 1 0.24 5.23 5 0.08 441 100 0.25 2.90
3 FrIE R /R 1 0.49 7.75 5 0.20 2.76 100 0.36 5.13
4 FEERE T 2 0.41 5.32 10 0.13 5.04 200 0.31 4.19
5 BB TH 2 1.03 5.88 10 0.34 4.89 200 1.18 4.53
6 EFWAH 0.2 0.39 7.99 1 0.31 2.68 20 0.39 1.34
7 RERLE 2 0.39 7.55 10 0.22 5.01 200 0.17 3.31
8 PIFFEA 2 0.15 5.04 10 0.07 3.07 200 0.10 3.01
9 MEIER 0.2 0.11 4.04 1 0.06 3.34 20 0.08 1.80
10 IEE X 2 0.12 4.34 10 0.04 2.76 200 0.06 1.26
11 Ik & P5F 0.02 0.18 9.25 0.1 0.05 7.38 2 0.07 2.85
12 R T RRIEE 0.2 0.18 9.83 1 0.06 4.54 20 0.05 161
13 ERLE 1 0.20 9.69 5 0.05 1.43 100 0.04 6.91
14 WRWE 2 0.25 7.01 10 0.15 7.68 200 0.03 5.39
15 R=E 3 0.22 5.94 15 0.07 541 300 0.07 161
16 BEEM 1 0.09 8.07 5 0.06 3.72 100 0.05 2.20
17 BEVE 1 0.15 8.84 5 0.08 5.88 100 0.04 2.19
18 ML E 2 0.15 5.37 10 0.06 6.47 200 0.06 2.38
19 WaEbE 0.2 0.12 7.10 1 0.05 9.49 20 0.06 6.33
20 LR 2 0.12 5.55 10 0.04 5.70 200 0.06 1.82
21 EilEpI = 1 0.15 10.57 5 0.07 5.55 100 0.07 3.28
22 ZREWETE 2 0.09 4.63 10 0.06 1.76 200 0.05 2.04
23 REEFE 0.02 0.05 6.87 0.1 0.04 5.88 2 0.05 1.98
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24 A SRR IS 0.2 0.08 6.03 1 0.03 2.30 20 0.05 0.93

25 &5 AR 1 0.07 6.69 5 0.02 2.59 100 0.05 4.56
2.4 hntxMEUL

DRNEN—EARFRBBAK. BERAK. RK 1. FRK 2 MERKER, BERAEEFER,
BINEBIRAR, REDHIALECEARANRK. . S=NRE, #ESF (h=4), FITEEEMMMNTR
[ElURZR, Z5RWFK 4 P, AAMERPINFRLEIWET 62.0%-147.4%22 8]0
2.5 PRI RN

FRZAZE, PR TREIAK. FRAK 10 FRK 2 MIAEBRKFR, EPFEIREK. T
RAK 1O HRK 2 ARKGE EREEY), BRAKPRETAIET. BERMREAEF, WNERIENLR
56

7= 5. BRKFRILVLER (n=4)

x| Conc.(ng/L) RSD/%
Bk 14.957 1.54
EET 0.353 6.63
*EHEF 0.207 1.33
(x100,000) x10,000) (x10,000)
2.5.13:177.00>79.90(+) 716:201.90>175.05(+) 136:237.00> 194.05(+)
~0713:177.00>98.10(+ 50.]16:201.90>131.10(+) -36:237.00>193.05(+)
] ol 4.0
20 1 ]
] 154 3.0
15 1 ]
] 10-] ]
1.0 ] 2.0:
0.5—? 05 1.0+ ” "
0.0 JL o.od—fb—&w—ﬂ/ 0.0 '
BRIy g T T T T T
AET MR % *SFAEF
2. BRKAIG H BRI EIGE
3.4i¢

AN fEF B AOE RAF=FPUMRFTRIE LCMS-8045 BXREIL T IRA/KH PPCPs FREHIE 21N
Fo MRLUKAEL SPE B, RBiFmaibiE. 08, EEEENMESE—IE, EGRIKERN, 7]
UARKREFRETAIE, RIEMINZERBVERE. %T57ATE 18 min WFEpl L. k. BRI, B
FREEMS. EIWERNITEALIETEE, EBERMBIRINIRAEKF PPCPs X &,
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& 4. AP AIAREIER

PNAR IIARRE 1 BIWER/% AR IARRE 2 BIWE/% AR IARRE 3 BIWE/%
NO. da= RE REEIR WRK WRK E e wmER TR TR i3 e wmER TR TR
(ng/L) Rk Rk 1 2 =K (ng/L) 7K Rk k1 k2 . (ng/L) 7K Rk k1 k2 R
1 AET 2 130.1 1216 1133 119.1 62.9 10 110.6 1153 101.0 101.9 68.7 200 103.0 86.6 90.6 93.0 80.4
2 DT BREZ 1 1139 109.9 117.9 113.0 117.3 5 104.6 104.0 106.1 103.9 104.7 100 94.3 95.4 99.7  100.0 99.6
3 [EE=P= %K 1 96.6 97.8 101.0 101.9 113.6 5 110.8 95.0 103.8 1083 1114 100 90.2 84.7 95.3 96.3 106.9
4 FARE T 2 128.4 111.1 111.3 106.9 107.7 10 121.3 102.2 1004  98.2 99.5 200 1155 933 94.6 96.7 89.8
5 EEBTH 2 102.2 95.2 105.3 108.4 1134 10 104.7 85.8 89.3 94.1 102.3 200 103.0 86.2 91.2 97.7 107.8
6 K 0.2 102 90.9 82.8 79.0 97.8 1 101.6 85.9 82.1 83.9 92.8 20 104.8 97.4 89.9 92.4 106.4
7 FERTLE 2 118.8 127.7 111.2 108.6 127.7 10 126.9 1279 95.3 1196 1198 200 111.8 135.2 110.1 1195 1284
8 BES{N 2 107.3 115.0 130.5 136.7 107.3 10 114.3 107.7 121.0 137.0 1148 200 89.3 95.4 109.8 111.7 102.1
9 MaIsHR 0.2 104.9 84.1 81.2 98.9 71.2 1 109.3 91.0 88.0 110.7 75.5 20 100.9 92.0 87.8 110.9 79.5
10 IEE X 2 1133 1152 113.7 111.0 86.1 10 102.9 102.1 1004 1023 94.1 200 100.1 102.8 99.7 1022 97.3
11 ke FEF 0.02 107.8 70.0 106.6 1294 112.6 0.1 89.8 89.5 106.0 123.7 108.8 2 87.3 88.8 106.6 1151 107.6
12 & REIEE 0.2 109.5 125.1 114.9 108.0 107.1 1 109.6 110.2 106.4 1042 1103 20 112.0 100.7 104.4 1055 103.0
13 EaEh e 1 91.9 102.2 50.1 41.0 61.1 5 106.1 106.5 57.2 52.4 64.9 100 102.1 96.9 58.9 59.5 63.9
14 HREDE 2 108.3 89.4 95.3 94.8 94.0 10 114.4 105.9 100.6  101.8 100.8 200 98.1 93.3 93.1 96.5 92.7
15 *E% 3 112.7 103.7 130.3 133.5 123.9 15 83 115.5 1246 1254 1266 300 98.3 89.9 92.5 85.8 88.9
16 B AR 1 102.6 106.3 113.8 1234 121.3 5 96.5 95.0 111.2 1206 1152 100 85.1 86.9 102.0 1057 105.0
17 BELE 1 126.1 1156 121.0 102.0 128.6 5 110 109.6 1183 1016 117.7 100 1133 112.5 1128 1139 108.2
18 RMIE 2 112.6 112.6 86.7 97.8 1124 10 80.7 94.0 954 101.1 106.2 200 97.6 107.0 1056 1114 100.8
19 e e 0.2 101.2 90.1 89.8 96.6 98.5 | 1 93.6 100.3 1104 998 123.8 | 20 1155 123.0 1291 1302 136.1
20 TR 2 110.3 97.9 98.4 113.8 98.1 10 103.2 92.6 92.3 94.3 80.1 | 200 89.0 88.7 86.1 81.7 96.0
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21 R E 1 1106 1005 101.0 1195 80.7 5 114.5 101.9 100.4 1054  80.0 100 93.7 89.9 809 846 76.7
22 ZRRVEE 2 128 1140 1260 1331 1140 10 117.2 104.9 109.6 1187 106.1 200 96.0 90.6 930 964 92.3
23 REAEF 0.02 98.5 929 86.3 97.5 110.0 0.1 90.3 94.0 935  90.0 66.0 2 90.8 102.6 936 926 1010
24 Pt SUBH A3 0.2 95.8 1331 1043 1059 1305 1 84.7 94.6 986 1069 99.8 20 85.1 93.2 1042 1054 104.9
25 & HIZBR 1 108.7 1181 1148 1112 1462 5 102.9 107.1 109.6 1120 13138 100 99.7 110.9 1216 1164 1474
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AOE-LC-MSMS EXF1EM3th Rk 68 FinE ZLEF5HY

B AERDE AOE 5=F MMM RIZY LCMS-8050 B ARSE, B 7Tk 68 it EREH
SRNTE LD 5. 68 FULENEREEMRIIMET 5 ug/l, 4 WREEEXEENE, ZARAEERE
£ #UASTEESER, £ 12 min ARRBEMYIN EE. E%. 2BMNE, KR TKERPRH
Cotinine. 1,7_Dimethylxanthine. Oxolinicacid I Caffeine, &G ERBNINEEE, EBFIREI T 62
L &L IERER T RET, BXRREIYE0.995 LI L, 18FZEEAK 50 ng/L RENIRERER A EAEE N,
AT 6 2%, 58 A MIEEAAENIERERT 10%, RBPAFEAERTNES N, KEERLHREK
BAME = SR B IR RS, ASURIUM G EN ZE D L LAINGKEF BRSO, SIFEKEHR LT
MAERLFSRYIHAITT Do

X5 AOE LCMS-8050 BXF&R4 MAEREMTRY HTK

BARA:
< BT 68 MIAEERR LCMSMS EBE NI 7%.
+ REATELEREE (ACE) 757%, TEBATNSFoIAMESE, EREIMERIT.

BEELIKEFNERE, AMINEEREERES., AMAHMEESHRIE. WRHNENL, K5F K
5%, TIBESHR. KERAKS—RITRNRIBMEEEMEANINEREE, BNBTERMES T
Ko

2022 F 5 B4 H, BSRAATEHA (MERLHSERAEBITHAR) , WHERLI LA
TEFHITLEEE. BRIN ZRIFNMERLEN SN FECRERLNERENIFAMENISEY

(POPs) . W5 WTFH (EDCs) « YA NAIFES (PPCP) . ER (MP) 25, Itb4h, BB
SERISGTTRYIEERMERT. BEAESRIFY. A@. DAEIFER. ANEGERMEL SSRARIMFL
RIS AR BRI,

572 AOE (Automatic Online Extraction) fE4LEIMEZEENARSE LR AEMN BohaIMER R, [V
RAELRMEREERRKARFEH TIMNEE@ONT, BEEMRTRIRRIE, HR/D ARRIESINRSRIR
%, REFEINERENBRE, TXERENREIERASRERIENE, BciviEERS. RBEMNE
fftt?, sESCIIEZERFREYRMN BN,

AN H B B2 AOE R4 A1 = EVURAT BUIE N LCMS-805085 A, B —FPE@E. Rt kgt R
SR DI . HEXARSE,

AL o
1.11%2%

S AOE RS =EIMRTRIEN LCMS-8050 BARS. BMAEERN LC-40D XSX2 HRR, LC-
20AD XR %2R (W LPGE 875) , DGU-20A5X2 TEL&BSHL, SIL-40C XS EEhi#ti¢e, SIL-16P B
188, CTO-20AC #HRfE (WE FCV-36AH +Hi@i@) , FCV-20AH SMESRERLIILIE, CBM-20A RAIEH]
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28, LCMS-8050 =EMUMRATFRIEIY, LabSolutions Ver. 5.118 B T {Fiuk, 68 fiERIEHITAYTIR L
KISHILE Lo
1.2 &M%
RABEIERM:
M EFE B & : Oasis HLB Direct Connect HP (2.1 mm I.D. X 30 mm L., 20 um)
SPE # /&R R : EBURA-K, EZEBURB-BER

& ®E #& . Shim-pack Scepter C18-120 (2.1 mm1.D. X 100 mm L., 3 um,
P/N:227-31014-05, &% (L&) KW=M ERAE)
SPE & ® : 1.5mL/min

EREXREAE:  AFE-5 mmol/L ZZE&/5 mmol/L ZEREK B , B 48-FE2/ 2B
ARIURENAE . AME-0.1%2BR5Z 0.1% BB K , BIE-FE2/JME

= : 0.4 mL/min R . 40°C
B 2 . 5000pL R s R BREVER

if

;
I
=

K¢

LCMS-8050 fBaig&c14:

B F B :ESI(+-) B O B E o 4kVH#), -3kV()
EHRSME : 3L/min MFAEFREE  © 300°C

MRS MR : 10.0L/min A #EE X . ZREENMRM)
# O &R E : 300°C FESRME : 50L/min

DL & E : 250°C MRM & # . Jik1
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& 1. MRM #1234

Product lon 1*

Product lon 2

No. Name v Ret. Time Precursor Product lon 1* Product lon 2 OLre 03 Pre oL Pre 03 Pre
lon m/z m/z m/z
Bias Bias Bias Bias
1 Cotinine AET 1.92 177.3 80.1 98.1 -12 -22 -17 -13 -21 -19
2 Sulfacetamide TERREERS 371 215 156 92 -25 -11 -17 24 22 -19
3 Cimetidine FANET 521 253 117 159.05 -17 -17 21 -14 -19 -17
4 Sulfadiazine T PEIEIE 6.08 251 156 92.3 -18 -15 -16 -18 27 -10
5 Ranitidine ERET 6.17 315 176 102.05 -16 -19 -20 -16 -35 -17
L-—HREEE
6 1,7_Dimethylxanthine % 6.55 181.2 124.1 422 -20 -13 -19 -12 -37 -16
Codeine AR 7.13 300 152 165.2 -16 -55 -16 -15 -41 -14
Sulfathiazole T e 0 7.35 256 156 108.1 -13 -15 -13 -13 -24 -18
9 Sulfapyridine TR IE 7.59 250 92.1 156 -13 27 -19 -13 -16 -14
10 Lincomycin MAIBR 797 407.3 126.1 359.3 -20 -30 -20 -20 -20 -20
11 Sulfamerazine T P R B DR E 8.03 265 156 92.1 -13 -18 -26 -14 -30 -10
12 Caffeine M0k 8.2 195.05 138.25 110.2 -14 -19 -30 -13 -23 -24
13 Thiamphenicol BMER 8.27 372.8 308 228.9 -19 221 -23 -19 -29 -16
14 Piperndilic acid N IRAR 8.37 304.36 286.35 2153 -11 -20 -14 -11 -33 -23
15 Trimethoprim BRE TR 8.59 291.1 230.2 123.2 -15 -24 -16 -11 -25 -13
16 Cefotaxime SLIAMERS 8.62 455.9 125.1 167.1 -13 -47 -25 -17 -20 -30
17 Cefazolin SK 704 D 8.8 455 323.1 156.1 -17 -13 -29 -13 -16 -30
18 Sulfamethoxypyridazine T# B R AR 8.86 281 92.1 156 -15 -28 -20 -14 -17 -19
19 Sulfamethizole T AR R 04 8.88 271 92.1 108.1 -10 27 -10 -14 24 -18
20 Enoxacin RIEDE 9 321 303.2 232.1 -16 -24 -23 -16 -35 -17
T — A

21 Sulfamethazine 5 9.02 279 186 92.1 -14 -17 -17 -14 -31 -19
22 Oxytetracycline TBX 9.05 461.2 426 443.1 -13 -20 -28 -14 -17 -19
23 Cefoxitin BT 9.09 445.35 2153 339.25 -10 -20 -23 -17 -14 -17
24 Sulfameter Eﬁﬁﬁﬂj;ﬁﬁﬂ%“ 9.11 281.1 92.1 156.1 -14 -23 -19 -14 -18 -26
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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

Levofloxacin
Ofloxacin
Norfloxacin
Pefloxacin
Doxycycline
Tetracycline
Ciprofloxacin
Danofloxacin
lomefloxacin
Sulfachloropyridazine
Minocycline

Enrofloxacin
Sulfamonomethoxine

Sulfamethoxazole
Demeclocycline
Florfenicol
Gatifloxacin

Sulfadoxine

Sarafloxacin
Sulfisoxazole
Sparfloxacin
Chlortetracycline
Cinoxacin
Methacycline
Sulfabenzamide
Moxifloxacin
Azithromycin
Sulfaphenazole

Oxolinic acid

Fambe
amvE
ERLVE
EabE
BHER

7N
WADE
rEE
BEIDE

TR AR
KB R
BiENE

g It
E

EﬁﬁiEﬁu%
AXEE
BD%X /\\

TERE P &
s
DRIV E

g

BRI E
+BXR
BV E

RELTER

B ERR
= E
FREHEER

T A e

R Ei

9.12
9.14
9.2
9.2
9.26
9.26
9.34
9.54
9.57
9.6
9.69
9.66

9.68

9.85
9.87
9.96
10.12

10.12

10.16
10.22
10.46
10.65
10.67
10.68
10.69
10.76
11.09
11.18
11.29

362.2
362.2
320.2
334.2
445
4452
3322
358.2
352.2
284.9
458
360.3

281

254
465.1
374.8
376.2

311

386.2
268
393
479

263.1

443.2

277.1

402.2

749.55

3151

262

3182
261.1
302.1
316.2
410.2
410.2
3141
340.1
265
108.1
441.2
316.2

156

108
448.1
240.9
261.2

156

368.1
108.1
349.2
444.15
189
426.2
92
384.2
591.4
156.1
2441

45

261.1
3182
231.1
290.1
154.2
154
231
82.3
308.2
156.2
283.2
3422

92.1

156
430.1
340
358.45

92.1

299.1
156
292.2
154
245.1
201.2
156.1
358.3
158.3
158.1
216.1

-19
-18
-12
-17
-13
-13
-16
-10
-10
-20
-11
-18

-14

-17
-14
-14

-16

-14
-10
-15

-13
-10
-14
-20
-15
-16
-10

-20
-26
-20
oA
21
21
21
-22
-23
-24
21
21

-18

24
17
24
-34

-19

-23
-28
21
-20
-28
-18
=27
-23
-35
-22
-18

-18
-19
-12
-17
-13
-13
-17
-10
-10
-11
-17
21

-14

-12
-18
-20
-14

-11

-20
-18
-15
-31
-13
-16
-15
-12
-15
-16
-13

-19
-12
-25
-24
-30
-13
21
-16
-23
-11
-21
-19

-20

-13
-17
-25
-18

-10

-22
-17
-22
-20
-25
-14
-29
-14
-15
-14
-16



54

55

56

57
58
59
60
61
62
63
64
65
66
67
68
69

Sulfadimethoxine
Clindamycin
4_Epianhydrotetracycline

Sulfaquinoxaline
Nalidixic acid
Anhydrotetracycline
flumequine
Erythromycin
Atrazine_d5
Tylosin
Clarithromycin
Roxithromycin
Chloramphenicol
Ibuprofen
Triclocarban
Triclosan

HaRzis R4
EnE
FMER
E AR
ES
T e e B bk

s
e
=IE

%3]

B

B 7K PRIR 2R
|
IBR

FeIFhIR-d5

FRBR
BLUBHR
g%
=5~
=84

11.33

11.33

1141

115
1255
12.69
12.77
13.08
13.39
13.45
1431
14.49
10.82
15.37
16.81
16.82

311

4253

427

301
2331
427
262
734.5
221.35
916.3
748.3
837.3
320.9
205
313
287

156

126.1

410.2

92.1
2151
410.2
202.1
158.3

179
174.3
158.1
158.2

152

161.2

160.2
35

92.1

823

165.1

156
187
154.2
244.2
83.1
137
7724
590.2
679.4
194.1

126

-16

-12

-22

-22

-28

-18

-30
-14
-19
-33
-32
-19
-39
-29
-36

16
8
13
8

-13

-13

-16

-12

16

23

-19

-17

-18

-14
-20
-11
-18
-16
=27
-32
-30
-28
11

23

A LRTEEBT; 2 MES. ZREN=ZSFENRA TN, HEMRELERINTRN; 3. EEREFNAINE, FRHELE-dS AR, 4 ERaVESERVEGHES.

1.3 ARG E

1A ATAER R RN B KZR/REE, -20°C/%)
BiaK: 28 (8:2) ELHIAINAREMEATIEAR, TRMNBIFE, BS ug/UES LIERBIEEZIBKEEEAOER EML TEAR,
MEE M, AOE LM MNMRERIINERS, TESKES595.00 ng/L. 10.0 ng/L. 20.0 ng/L. 50.0 ng/L. 100 ng/LF1200 ng/L, AIARHIFI4FALE-d5BII04R

AR50 ng/Lo

RRTF. £ RERMRRECHI6ST I E R IH

46

SIS ug/mURE TIEA®K, -20°C

NN
I/

RRTF. HX LR

N=PAN
/e m

ARA0.1%

ERAOERTMIEAY LT



A

1.4 HEEaibRAE

SEUt Nk IFam 20 mL, ERKIFHIREE IR AERIET B e LIRERYKIFERAERER AT pH
B9 2.0£0.5, ZA/EMA 10 mg 2= ZERMMEAF] 1.0 pl EIREIETAR, BRYS, HEAERRF
o

1 HRITRENENPERRIEER, MTER. B0, TRBAEHYN SRR,

2. 71 EDTA MEMRAASRINET, Mt ESIFEEaaSRENMETERANEITES, NRE SPE &
2. BR5HE
2.1 NBRHEEE

FEIEARMRSIESRG T, DFRIERE, FE 50 ug/L 68 FinERERSRYITEYRTE LCMS-8050
BIEHEER, WE L

(x10,000,000)
3.5

3.0
25
2.0

1.5

1.0

25 5.0 7.5 10.0 12.5 15.0min

(x100,000)
4.0—77:Chloramphepicol TIC(-)
178:Ibuprofen TIC(-)
179:Triclocarbam TIC(-)(0.10)
180:Triclosan TIE(-)

2.0-

1.0- A

0.0- J\
L e B B B B B .

10.0 11.0 12.0 13.0 14.0 15.0 16.0 17.0 min
B 1. 68 5 R &2 LCMS-8050 Ml i E (50 pg/L, IERI, E£; AR, T)

B 68 MIERLISRY) 5 ug/L MEARENERNBREE (WE 2), FRENEYEERE
SIN H&7F 10, BEFEESBNHEER, ONFEEXZIELNE: 1. EERPANIK. EERams
E. FERRIEIRAMIE; 2. B —REMEIE. miRE " RERE; 3. ZEARKETER. BKIIAER; 4.
GIEER. WA,
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177.3000>80.1000 1.33e5 215.0000>156.0000 8.59e4 253.0000>117.0000 1.33e5 251.0000>156.0000 2395 315.0000>176.0000 7.90e4
Q ; ® oN=292 = Q ” ) snoqgser 8994 Q i ) GNaasgs 10 Q i (+)/SN=255.29 e Q ; ) sN=11639 "0
1.2e5 7 80e4 1.2e5 4
2.0e5 -
1. 4 1 E 6.0e4
0e5 6.0e4 0e5
80e4 ] 8.0e4 ] 155 ]
4.0e4
6.0e4 3 40e4 6.0e4 - 1.0e5 4
40e4 ] 40e4 ]
20e4 50e4 ] 2.0e4 1
2.0e4 4 20e4 |
0.0e0 0.0e0 T 0.0e0 0.0e0 J 0.0e0
1 2 3 3 4 5 4 5 5 6 7 5 6 7
Cotinine Sulfacetamide Cimetidine Sulfadiazine Ranitidine
Q 181.2000>124.1000 (+) SN=22298 431e4  Q300.0000>152.0000 (+) /SN=199.66 6.95e4  Q 256.0000>156.0000 (+) SN=26167 444e5 Q 250.0000>92.1000 (+) SN=545.67 296e5 Q407.3000>126.1000 (+) SN=37265 5.36e5
4.0e4 5.0e5
6.0e4] 40e5 25e5
4.0e5
3.0e4 4 3.0e5 -] 20e5
4.0e4 - 4
1565 3.0e5
2.0e4 A 2.0e5 -
10e5 2.0e54
1.0e4] 2024 1.0e5
L e 50e4 10e5 4
0.0e0 0.0e0 0.0e0 0.0e0 0.0e0
6 7 60 65 70 75 80 6 7 8 7 8 9 7 8 9
1,7_Dimethylxanthine Codeine Sulfathiazole Sulfapyridine Lincomycin
Q 265.0000>156.0000 (+) 267e5 Q195.0500>138.2500 (+) 1.75e4  Q372.8000>308.0000 (+) 1.48e5 Q 304.3500>286.3500 (+) 146e5 Q291.1000>230.2000 (+) 438e5
SN=404.67 SN=24.88 SN=416.12 SN=17216 SN=438.67
2.5e5 4 3
15e4 13654 13e5 ] 40e5
2.0e54
1.0e5 1.0e5 - 3.0e5 4
1.5e5 4 1.0e4
7.5e4 7.5e4
Se 20e5 ]
1.0e5 -
0e4 4| 0ed
50e3 5.0e: 5.0e: y A
5.0e4 2504 25e4] —
0.0e0 0.0e0 | 0.0e0 - 0.0e0 -t 0.0e0
7 8 9 7 8 9 7 8 9 7 8 9 8 9
Sulfamerazine Caffeine Thiamphenicol Piperndilic acid Trimethoprim
455.9000>125.1000 1.18¢ 455.0000>323.1000 .25e4 281.0000>92.100( 443e5 271.0000>92.1000 4.66¢ 321.0000>303.2000 3.19e5
Q455.9000>1251000 () ¢ _ggp g5 11865 Q495.0000>323.1000 () g 5,557 525e4  Q >Ely) _ es Q ” ) n=ag036 60> @ > ) sn-11697 219€
7 SN=1301.53 SN=1334.87
3
5.0e4 | 3.0e5
1.0e5 - 40e5 SN=1007.77 4.0e5 -|
40e4 ] 2.5e5
80e4 ] 3.0e5 305 2065 ]
3.0e4-
6.0e4 o 1565
2064 - 20e5 4
40e4 4 oe 1.0e5 ]
1.0e5 4
20e4 1004 R s 504 ]
0.0e0 0.0e0 0.0e0 0.0e0 0.0e0
8 9 10 8 9 10 8 9 10 8 9 10 80 85 90 95 100
Cefotaxime Cefazolin Sulfamethoxypyridazine Sulfamethizole Enoxacin
Q 279.0000>186.0000 (+) SN=28116 391e5 Q461.2000>426.0000 (+) SN=32658 291e5 Q 445.3500>215.3000 (+) 366e4  Q281.1000>92.1000 (+) 288e5 Q362.2000>318.2000 (+) 5.82e5
7T 7 g Sl SN=591.50
4.0e4 - =95+ SN=B3.07
25e54] 25054  SN=52162 6.0e5 3
3.0e5 4 E
20e5 30e4+ 20e5 ] 5.0e5
4.0e5 4
2.0e5 1.5e5 | N 1.5e5 -
20e4 3.0e5
1.0e5 | 1.0e5 4
1.0€5 4 10641 2.0e5
50e4 ] 50e4 3 1.0e5
0.0e0 0.0e0 0.0e0 0.0e0 0.0e0
8 9 10 8 9 10 9 10 8 9 10 8 9 10
Sulfamethazine Oxytetracycline Cefoxitin Sulfameter Levofloxacin
Q 362.2000>261.1000 (+) SN=22092 7.12e5 Q320.2000>302.1000 (+) SN=12141 3.29e5 Q 334.2000>316.2000 (+) SN:116.271'7765 Q 445.0000>410.2000 (+) SN=90.91 443e5 Q445.2000>410.2000 (+) SN=9932 3.75e5
6065 3.0e5 1565 4.0e5 -|
.0e5 €.
25e5 3.0e5
2065 3.0e5 -
.Oe.
4065 1 1.0e5 2065 ]
1.5e5 2.0e5 -|
] 1.0e5 1
2.0e5 5.0e4 1.0e54] 1.0e5
5.0e4
0.0e0 0.0e0 0.0e0 0.0e0 - 0.0e0
8 9 10 8 9 10 10 8 9 10 8 9 10
Ofloxacin Norfloxacin Pefloxacin Doxycycline Tetracycline
Q 332.2000>314.1000 (+) 3.72e5 Q358.2000>340.1000 (+) 1.63e5 Q 352.2000>265.0000 (+) 142e5 Q 284.9000>108.1000 (+) 342e5 Q458.0000>441.2000 (+) 5.50e4
. SN=14345 SN=14271 SN=54.65
, SN=23256 7 7 7
SN=381.09
15e5 1365 5.0e4
3.0e5
13e5 1.0e5 ] 3.065 40e4
1.0e5
2.0e5 7.5e4 | N 3.0e4
754 20e5
5.0e4 - 20e4
1065 50e4 1.0e5
2504 25044 1.0e4
0.0e0 I 0.0e0 0.0e0 -t 0.0e0 0.0e0 1
8 9 10 9 10 9 10 9 10 10 11
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Ciprofloxacin Ciprofloxacin lomefloxacin Sulfachloropyridazine Minocycline
. 16.. . 281.0000>156.0000 4.69: 1 108 7! Al . 8 X . K
Q 360.3000>316.2000 (+) sne2st ‘33 10e5 Q >151 (+) e5  Q254.0000>108.0000 (+) /SN=238.29 2.75e5  Q465.1000>448.1000 (+) /SN=42.1 0 2.72e5 Q374.8000>240.9000 (+) /SN=195.76 1.68e5
] SN=148224
305 . 25e5 ] 25e5 15e5 |
2.5€5 025
2.0e5 - 20e5 13e5
2.0e5 4 3.0e5
1.5e5 1.5e5 1.0e5
1.5e5 4 205 7504
1.0e5 - 1.0e5
1.0e5 4 50e4
5.0e4 1.0e5 50e4 ] 50e4 5ed
0.0e0 T 0.0e0 0.0e0 0.0e0 0.0e0
9 10 1 85 90 95 100 105 110 9 10 1 9 10 1 9 10 11
Enrofloxacin Sulfamonomethoxine Sulfamethoxazole Demeclocycline Florfemcol
Q 376.2000>261.2000 (+) SN=33824 2.11e5 Q311.0000>156.0000 (+) 594e5  Q386.2000>368.1000 (+) SN=11452 263e5 Q268.0000>108.1000 (+) ezt 2; 91e5  Q393.0000>349.2000 (+) SN 31678 2.32e5
SN=891.14 7 =341
20e5] SN=73659 25e5
5.0e5 - 2.0e5 4
2.0e5 1.5e5
1.5e5
4.0e5 | 1.5e5
3065 13¢5 10e5
1.0e5
1065 1.0e5
2.0e5 - b
] 5.0e4
5.0e4 1005 50e4 50e4
0.0e0 0.0e0 0.0e0 0.0e0 0.0e0
9 10 11 9 10 1 9 10 11 9 10 11 9 10 11
Gatifloxacin Sulfadoxine Sarafloxacin Sulfisoxazole Sparfloxacin
Q 479.0000>444.1500 (+) 1.68e5  Q263.1000>189.0000 (+) 5.36e5  Q443.2000>426.2000 (+) 3.32e5 Q277.1000>92.0000 (+) 297e5  Q402.2000>384.2000 (+) 1.63e5
SN=61.23 SN=168.37 SN=3891 SN=483.36 /SN=230.33
50e5 3.0e5 15€5 9
15e5 2553
13e5 4.0e5 2.5e5 1.3e5 4 [
2.0e5 -| 1065
1.0e5 3.0e5 2.0e5 - E
7.5e4 15€5 = 75e4
2.0e5
5.0e4 1.0e5 1.0e5 3 5.0e4
25e4 1.0e5 504 5.0e4 25e4
0.0e0 0.0e0 0.0e0 0.0e0 -} 0.0e0 1
10 11 12 10 11 12 10 11 12 10 11 12 10 1
Chlortetracycline Cinoxacin Methacycline Sulfabenzamide Moxifloxacin
Q 749.5500>591.4000 (+) SN=42468 337e4 Q 315.1000>156.1000 (+) /SN=1 3216 1.86e5 Q 262.0000>244.1000 (+) /SN=287.43 1.60e6 Q 311.0000>156.0000 (+) SN=49353 5.19e5 Q425.3000>126.1000 (+) /SN=G98.36 5.88e5
E 50e5
3.0e4] 1.5¢6 5065
155 e
25e4 : 136 4.0e5
4.0e5
20e4 1066 3.0e5
1.0e5 3065 ]
1.5e4 ] 7.5e5 ’
2.0e5
1.0e4 50e4 -] 5.0e5 | 2.0e5 4
5063 ] 25e5 1.0e5 1.0e5
0.0e0 0.0e0 0.0e0 0.0e0 0.0e0
100 105 110 115 120 10 11 12 1 100 105 110 115 120 125 10 11 12
Azithromycin Sulfaphenazole Oxolinic acid Sulfadimethoxine Clindamycin
Q 427.0000>410.2000 (+) 9.38e5 Q301.0000>92.1000 (+) 519e5 Q233.1000>215.1000 (+) 1.89e6  Q427.0000>410.2000 (+) 848e5  Q262.0000>202.1000 (+) 143e6
SN=690.86 SN 47379 /SN =375.89
SN=377.32 8065 15e6 SN=479.26
] 5.0e5 -
80e5 15¢6] 13e6
E 6.0e5
6.0e5 ] s 10e6
3.0e5 4 1.0e6 -|
4.0e5 4.0e5 7.5e5
2.0e5 -
5065 ] 2065 5.0e5
2.0e54 1.0 Oe.
.0e5 | 2.5e5
0.0e0 0.0e0 - ] 0.0e0 0.0e0 0.0e0
10 11 12 m 12 12 13 14 12 14
4_Epianhydrotetracycline Sulfaquinoxaline Nal|d|><|c aC|d Anhydrotetracycline flumequine
Q 734.5000>158.3000 (+) /SN:45.01 1.07e4  Q221.3500>179.0000 (+) /SN:349.88 207e5 Q916.3000>174.3000 (+ SN 1658598264 Q 748.3000>158.1000 (+) /SN:395.47 5.59e5  Q837.3000>158.2000 (+) /SN:601.98 2.76e5
2.0e5 -
1.0e4 50e5 25e5 3
8.0e4 -|
8.0e3 4 1.5e5 | 4.0e5 2.0e5 4
6.0e4 |
6.0e3 ] 1505 ]
1065 ] 3.0e5
40e3 4 40ed 20e5 1.0e5 ]
2063 30244 20e4 1065 504
0.0e0 0.0e0 0.0e0 0.0e0 0.0e0 T
12 13 14 12 13 14 12 13 14 15 14 15
Erythromycin Atrazine_d5 Tylosm Clarithromycin Roxithromycin
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3209000>152.0000 (- 1.13e4 Q 20500005 1612000 (1 269e3 Q 313.0000>160.2000 (- 217e5 Q 287.0000>35.0000 (- 285e3
Q g 0 SN=62854 " ° Q g ()(SN:13.81 3 Q i ()(SN=341.08 e Q g 0 Sh=tios? ©

1064 25e3] 20e5 25¢3

20e3 ]

8.0e3 ] 1.5e5] 2063

6.0e3 ] 15€3 1 153

E p 1.0e5 - ]
40e3 ] 1.0e3 1 1.0e3 -]
] 5.0e4 | ]

20e3] 5002 502

0.050:"‘”“HH‘HH‘HH‘HH_“0.0e05' e 00e0 e 000 e
95 100 105 110 115 120 14 15 16 16 17 18 16 17 18

Chloramphenicol Ibuprofen Triclocarban Triclosan
2.5 ug/L 68 MFETSRATEFMMANR (Atrazine_d5, 50 pg/L) B9 MRM BiEE]

2.2 AOE &1 ERER
2R 13 MEINSRERSITVEAR, USBRISHINKELL AR, BARYIEERS NARIEER
EE AT, LIBRFRLE-d5 AR ASFINRERL, FrREmRELEX AR, AT 0.995,
LMERERAEXRIBINE 2,
AR IEER 62 T L SYIHHT AOE N ERAHFIAMERE,
% 2. ACE EWIE s IS

RT Linear Range ) y Correlation
NO. Analytes ] Calibration Curve o
min ng/L Coefficient
1 Cotinine 6.05 5-200 Y =(0.0272660)X + (0.0632715) 0.9994
2 Ranitidine 6.3 5-200 Y =(0.0574494)X + (-0.131790) 0.9997
3 Cimetidine 6.29 5-200 Y =(0.0814581)X + (-0.214608) 0.9997
4 Codeine 6.43 5-200 Y =(0.0478022)X + (-0.141166) 0.9994
5  1,7_Dimethylxanthine 6.42 5-200 Y =(0.00505336)X + (0.0133455) 0.9988
6  Lincomycin 6.47 5-200 Y =(0.238829)X + (-1.17274) 0.9977
7 Sulfathiazole 6.58 5-200 Y =(0.122725)X + (0.310443) 0.9990
8  Cefotaxime 6.63 5-200 Y =(0.0269097)X + (-0.0511858) 0.9999
9  Piperndilic acid 6.48 5-200 Y =(0.0543492)X + (-0.543490) 0.9981
10 Trimethoprim 6.54 5-200 Y =(0.223850)X + (-0.474193) 0.9996
11 Sulfacetamide 6.49 5-200 Y =(0.0728960)X + (0.0484416) 0.9991
12 Enoxacin 6.58 5-200 Y =(0.173644)X + (-1.59764) 0.9973
13 Sulfadiazine 6.56 5-200 Y =(0.178137)X + (0.264585) 0.9989
14 Caffeine 6.63 5-200 Y =(0.0173055)X + (0.0418883) 0.9997
15  Levofloxacin 6.61 5-200 Y =(0.152439)X + (-0.756228) 0.9997
16 Cefazolin 6.67 5-200 Y =(0.00829067)X + (-0.00149800) 0.9983
17 Norfloxacin 6.63 5-200 Y =(0.127308)X + (-1.30080) 0.9961
18  Sulfapyridine 6.68 5-200 Y =(0.206219)X + (-0.132238) 0.9998
19  Ofloxacin 6.64 5-200 Y =(0.148983)X + (-0.658171) 0.9994
20  Danofloxacin 6.69 5-200 Y =(0.0946975)X + (-0.818742) 0.9990
21 Pefloxacin 6.6 5-200 Y =(0.115787)X + (-0.543868) 0.9994
22 lomefloxacin 6.71 5-200 Y =(0.0329370)X + (-0.208243) 0.9985
23 Ciprofloxacin 6.67 5-200 Y =(0.168663)X + (-1.62406) 0.9976
24 Sulfamerazine 6.78 5-200 Y =(0.140800)X + (-0.438966) 0.9998
25  Tetracycline 6.73 5-200 Y =(0.227635)X + (-1.31752) 0.9988
26 Enrofloxacin 6.74 5-200 Y =(0.0495902)X + (-0.114096) 0.9980
27 Oxytetracycline 6.68 5-200 Y=(0.113074)X + (-0.611592) 0.9984
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28  Doxycycline 6.77 5-200 Y =(0.285034)X + (-1.81831) 0.9974

29  Sulfamethizole 6.84 5-200 Y =(0.114300)X + (0.187256) 0.9986
30  Cefoxitin 6.9 5-200 Y =(0.0194618)X + (0.0488543) 0.9978
31  Sulfameter 6.86 5-200 Y =(0.207726)X + (0.0877207) 0.9993
32 Gatifloxacin 6.86 5-200 Y =(0.0849841)X + (-0.497339) 0.9984
33 Sulfamethoxypyridazine 6.85 5-200 Y =(0.377864)X + (-0.0776646) 0.9998
34 Sarafloxacin 6.9 5-200 Y =(0.178550)X + (-1.06415) 0.9994
35  Sulfamethazine 6.9 5-200 Y =(0.240092)X + (-0.757603) 0.9996
36  Demeclocycline 6.91 5-200 Y =(0.111922)X + (-0.187866) 0.9992
37 Sparfloxacin 6.96 5-200 Y =(0.0983297)X + (-0.445109) 0.9987
38  Azithromycin 7.03 5-200 Y =(0.00898615)X + (-0.0365580) 0.9962
39  Sulfachloropyridazine 7.06 5-200 Y =(0.146153)X + (-0.104704) 0.9999
40  Moxifloxacin 7.04 5-200 Y =(0.0975673)X + (-0.637873) 0.9992
41  Sulfamethoxazole 7.12 5-200 Y =(0.112943)X + (-0.0322483) 0.9999
42 Sulfamonomethoxine 6.86 5-200 Y =(0.340965)X + (-0.420869) 0.9998
43 Sulfadimethoxine 7.18 5-200 Y =(0.201847)X + (-0.576956) 0.9998
44 Methacycline 7.16 5-200 Y =(0.172749)X + (-0.956458) 0.9992
45  Chlortetracycline 7.14 5-200 Y =(0.126798)X + (-0.531322) 0.9998
46 Sulfisoxazole 7.19 5-200 Y =(0.0616994)X + (-0.0398258) 0.9997
47 Minocycline 6.85 5-200 Y =(0.0577133)X +(-0.201744) 0.9983
48  Cinoxacin 7.28 5-200 Y =(0.174136)X + (-0.135990) 0.9999
49  4_Epianhydrotetracycline 7.36 5-200 Y =(0.110824)X + (-0.0497507) 0.9988
50  Clindamycin 7.24 5-200 Y =(0.320014)X + (-1.14878) 0.9996
51  Sulfabenzamide 7.36 5-200 Y =(0.111079)X + (-0.229649) 0.9997
52 Oxolinic acid 7.51 5-200 Y =(0.549604)X + (-1.56725) 0.9996
53  Sulfaquinoxaline 7.53 5-200 Y =(0.167875)X + (-0.101365) 0.9996
54 Sulfaphenazole 1.47 5-200 Y =(0.148006)X + (-0.258409) 0.9997
55  Sulfadoxine 7.48 5-200 Y =(0.270654)X + (-0.722342) 0.9996
56  Erythromycin 7.86 5-200 Y =(0.00209759)X + (-0.0171887) 0.9988
57 Tylosin 7.95 5-200 Y =(0.0870320)X + (-0.293358) 0.9977
58  Nalidixic acid 7.98 5-200 Y = (0.485193)X + (-2.70551) 0.9981
59  flumequine 8.09 5-200 Y =(0.677893)X + (-3.33020) 0.9984
60  Anhydrotetracycline 7.8 5-200 Y =1(0.162447)X + (-0.434661) 0.9999
61  Clarithromycin 8.39 5-200 Y =(0.143916)X + (-0.487755) 0.9993
62  Roxithromycin 8.42 5-200 Y =(0.0797952)X + (0.409847) 0.9972

2.3 AOE bHESHERE

128 1.3 H8, FBEMB/KES 50 ng/L #REA®R, AOE EL L 6k, EE AOE LMD ARERY
EMIEERNES S, 62 HBERYEREREBEEA RSD ¥/ F 3%, Bk Cotinine, Ranitidine, Azithromycin,
Erythromycin 4b, HZR 58 M¥)BIEERAY RSD 37T 10%, SRISEIEZRPARR Lk 4 MBI AOE 114k
RIME AN EE M RIT.
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&3 EEMMH (n=6)

R.T. Area RT. Area
NO. Analytes RSD RSD NO. Analytes RSD RSD
% % % %
1 Cotinine 2.79 54.49 32 Gatifloxacin 0.04 6.55
2 Ranitidine 0.27 13.84 33 Sulfamethoxypyridazine 0.07 4.02
3 Cimetidine 0.39 6.21 34 Sarafloxacin 0.05 7.39
4 Codeine 0.21 3.43 35 Sulfamethazine 0.11 331
5 1,7_Dimethylxanthine 0.23 7.67 36 Demeclocycline 0.13 6.92
6 Lincomycin 0.1 5.95 37 Sparfloxacin 0.05 6.6
7 Sulfathiazole 0.35 3.68 38 Azithromycin 0.09 13.72
8 Cefotaxime 0.09 3.21 39 Sulfachloropyridazine 0.16 3.29
9 Piperndilic acid 0.07 7.9 40 Moxifloxacin 0.05 10
10 Trimethoprim 0.09 3.63 41 Sulfamethoxazole 0.23 2.54
11 Sulfacetamide 2.16 5.74 42 Sulfamonomethoxine 0.12 8.57
12 Enoxacin 0.06 5.51 43 Sulfadimethoxine 0.11 5.26
13 Sulfadiazine 0.34 2.97 44 Methacycline 0.13 4.94
14 Caffeine 0.07 7.64 45 Chlortetracycline 0.08 3.74
15 Levofloxacin 0.05 3.29 46 Sulfisoxazole 0.41 241
16 Cefazolin 0.17 7.01 47 Minocycline 0.25 5.44
17 Norfloxacin 0.05 4.82 48 Cinoxacin 0.04 231
18 Sulfapyridine 0.21 321 49 4_Epianhydrotetracycline 0.09 2.61
19 Ofloxacin 0.06 2.08 50 Clindamycin 0.05 7.08
20 Danofloxacin 0.06 4.07 51 Sulfabenzamide 0.16 2.82
21 Pefloxacin 0.06 6.44 52 Oxolinic acid 0.03 2.84
22 lomefloxacin 0.06 5.43 53 Sulfaquinoxaline 0.08 3.83
23 Ciprofloxacin 0.05 5.46 54 Sulfaphenazole 0.16 427
24 Sulfamerazine 0.09 5.86 55 Sulfadoxine 0.06 343
25 Tetracycline 0.11 3.8 56 Erythromycin 0.25 20.96
26 Enrofloxacin 0.05 6.34 57 Tylosin 0.07 6.77
27 Oxytetracycline 0.03 3.12 58 Nalidixic acid 0.04 33
28 Doxycycline 0.06 4.68 59 flumequine 0.02 5.45
29 Sulfamethizole 0.13 2.01 60 Anhydrotetracycline 0.12 2.39
30 Cefoxitin 0.13 7.41 61 Clarithromycin 0.02 7.5
31 Sulfameter 0.15 493 62 Roxithromycin 0.03 44

2.4 RZG7%BEZE (Carryover)

TRAKZBHEM, TRNEHERESRERDNG, AEPNMTEEBKERPEZHD, NE 3
HTEELTS, A RATYINEE RSB EBEETFIIETIREREZRERERIEEmRN 20%, *RHA
MEE 3 HTEBHBARIRBOIWAR, inEHARRRSE 3 HTENEEEENE 3,
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50 x100,000)

\
5.0

50 x100,000)

5‘.0 6.0 7.0 8‘.0 9.0 min
B3 AGABERTAFREEE (L FHRMERER (Gng/l); T FZH=0&EBKEFR)

2.5 EERERIST

Bt R okiFm, B 1.4 SEPHIE EVUNE, KLPrFERONLERANE 4 Fim. FE N KSEPRFRH
@t Cotinine. 1,7_Dimethylxanthine. Oxolinicacid #1 Caffeine, "RE2%5792.50. 1.29. 14.74 1 11.64
ng/Lo

2:177.30>80.10(+) 16:181.20>124.10(+) 61:262.00>244.10(+) 17:195.05>138.25(+)

1000017730598, 10(+) 1500-16:181:2042.20(+) 7500006 1:262.00>216.10(+) 2000017:195.05>110.20(+)
] 100(}5 500000 ]
5000 ] ] 10000-|
] 500 250000 ]
e " L = e————
5.0 75 5.0 75 6.0 75 5.2 75
Cotinine 1,7_Dimethylxanthine Oxolinicacid Caffeine
4, T T KL R R i E
)
3.45i1E

A H A EE AOE RAEM = BRI LCMS-8050, I —FhEE. RIRAVH KA 68 Find:
REFTSRMEL DT A, WEBNERERKEFRELRN, W RMEPSHTERLER SR
YIEIT T 340
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AOE-LC-MSMS BEXA SRRk 9 #H3NErRLb &

. AXHARERERe BTELEEZEE AOE REM =B MR FIEN LCMS-8050 BXA, BT
TR 9 MBI RSN DT R ZAGRKIFmESR. FUHNITEESEMN, £ 15 min A5EKLE
. B DBNNE. MAXERERF, AXESSETYINEER, X AEBRUEIFCHNITE
EEBMYR, BTREFELEMEFEEIZRNERMA, 9 MNELXUSYEERYAIAE 1 ng/l. 7
1~200 ng/L ZIESERINLERXIERY, RPS=MREEEERY, RPS=DREKFIMFLREEE
B, BADBIEIETT 89.0~118.7% 18], H/EEMAIE,

KPR AOE R4t TEAEEZEEN WEYZE TRAK

AR
< RPEL SPE, RABILATLIERIZ,
& REXEIREE, I MWELUEYIREERYRLEER 1 ng/Lo

WErZEEY) (Bisphenol compounds, BPs) BiIs—XEERMNEREAELEMIYIR, BIEEREN
B EERERENX A D ARENE MY, BEaMER FMENEZRME Y — EINNBMELEYE
ZEEWE AL B B. W) F LINOWED AF 55, FENVATEREGIR. BmEE. RAKRANF. BeE
FHE. KENMRLI, WMXUEMEIMIETE. kFETHE. EMTBERERAALNEA, &
ETONBEANMEALRNE TZYR, MMEmTHENEERA. BERAR. BURA. DOER
% T8 RENREMERNEERRE, Alib, WBWEKEM5IRETELZHNXE,

BT RAKPNBECEEERERE, FEXRARREN. EEZENERMENERINIES X,
WAEKFFHTIRNESEN 2L, BRIEIEESR, BEEME, EENEK.

AAHF B R AR 2 BohEL&EREE AOE RS =F ORI LR, &I 7 —Me] LUEFRINE
IREKFNEIR N EMN TG E, ZHARIEEE, HRRFTLIREIA L9, aI#EEXDImARSE,

1. LIEERS

1.1 1428

572 AOE 5 = EMUMRATRIZN LCMS-8050 BX RS, BIAEEN:

ZAiEdl2s: CBM-20A Bt S Ml : DGU-20AsgX2

W &R R . LC-20ADXRX2 Hop#tiEss:  SIL-20ACHT

# B # :  CTO-20AC SPE @R : LC-20AD HikIR
(RE FCV-36AH +i8i3) (NE LPGE 871)

AOE ##¥88: SIL-16P Bnhi#ti¥ss B T/Euh:  LabSolutions Ver. 5.120

1.2 &M%

RS

RAREIERM:

E 48 Z BX #£ : Oasis HLB Direct Connect HP (2.1 mm I.D. X 30 mm L., 20 um)
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SPE W R: ZEEUR A-KAR, ZEUR B-RE+ZBE+FRE (vv/v,1/1/1), TLEEZE
e SEIE

& i £ : Shim-pack GIST-HP C18-AQ (50 mm>X2.1mm.D., 1.9 um,
P/N:227-30807-01, &2 (L) LM ABRAT)

o M RO ARE-0.05%%= K B AB-FEZ =+ m . 50°C

M R & 0.3mL/min 2 0 4000 uL

B A I L BERR, BIMERBIRERN 20%, FEAEFIER 2

*® 1 ELEEEEER
A&l (min) ZEURA (%) ZEE B (%) AR (mL/min)

0.01 100.0 0.0 3.0
5.10 0.0 100.0 3.0
8.00 100.0 0 3.0
12.00 100.0 0 3.0
12.10 100.0 0 0.1

R 2 BERBREM

B8] (min) == PUS s =]
5.00 xR B Conc 20
7.00 £ B Conc 80
8.00 £ B Conc 90
9.00 x B Conc 100
12.00 xR B Conc 100
12.10 x B Conc 20
15.00 28 STOP
FRig &4
BFHERX o ESI() # O B E :300°C
EWXSRE ;. 3.0L/min DL B2 E :250°C
MHMSAEZE © 10.0 L/min MBELREE  : 400°C
FEBSmE 0 10.0L/min 2 O B8 E : -35kv
Hi#E®RRX | ZRNMENMRM) MRM & #{ . JI5R3
& 3. MRM &
. o~ e o Qlpre Q3 Pre
Fs RS Z R g CAS 5 REET FYBET W) CE W
212.15* 16.0 19.0 21.0
1 SNER A BPA 80-05-7 227.30
133.10 17.0 26.0 14.0
265.05* 12.0 23.0 18.0
2 SNER AF BPAF 1478-61-1 335.15
197.15 13.0 36.0 20.0
274.15* 30.0 21.0 28.0
3 XWER AP BPAP 1571-75-1 289.25
211.20 14.0 26.0 14.0
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105.15* 14.0 21.0 11.0
4 W F BPF 620-92-8 199.20

93.15 13.0 22.0 17.0
212.10* 29.0 20.0 22.0

5 W B BPB T7-40-7 241.05
226.30 12.0 19.0 10.0
108.05* 12.0 26.0 21.0

6 WEn S BPS 80-09-1 249.10
92.05 12.0 36.0 17.0
223.20* 10.0 31.0 25.0

7 Wy Z BPZ 843-55-0 267.25
145.10 10.0 37.0 15.0
198.20* 16.0 19.0 20.0

8 WEn E BPE 2081-08-5 213.25
195.15 16.0 43.0 21.0
147.20* 13.0 29.0 15.0

9 WEy C BPC 79-97-0 255.35
240.15 10.0 19.0 11.0
10 B ARFR  13Ci1-BPA — 239.25 224.20* 17.0 19.0 10.0
11 B B AAR  °C1-BPB — 253.20 224.25* 10.0 18.0 11.0
12 WES F AR 3Ci-BPF — 211.30 99.10* 10.0 22.0 10.0
13 WEH S AR 1Ci-BPS — 261.15 114.10* 20.0 30.0 20.0

x CRTIEEBEFXY
1.3 H#mai i8S E

BY 0.22 um SEESIEEAKES 10 mL, 0N 100 uL 1%=KA®K, 10 ub AisTIEES®R (HH
13C,,-BPA, 13C1,-BPB, 13C1,-BPF 1 13C,,-BPS SREEH 50 pg/L) , FENFE SR,
1.4 R ERHISF
D RIENOMINER KW EMIINER R, BRERE, BEHINKS ug/mUEBEIIER, WET-20°CKFEHR
7. RS TIERARERERBRRSMETER, KRESSRL. 20 5. 10, 20 50. 100%1200 pg/Lo
VERBFZEN10 mLUEB4i/K, AIAN100 uL 1%E AR, 10 uLRr LEA R 10 pl EikvnE TIEa&, Ad
BIRERRLZAR, REDF)91. 20 50 100 200 50. 10081200 ng/L, FFLEMDH.

2. ZR571ie
2.1 EERBFEMRMEIEE

12D EHEHRTNE, 1 ng/LHIRERMZA R FPOFNE XL EYNS/NYATI0, REER
%7, HEEEEK, SUEYHIMRMEIEEN FELFT.

Q22730521215 () 7.58e3 Q33515526505 (-) 1.22e5 Q289.255274.15 () 598e3
RT=9.282 RT=9.445
; SN=424.63 1 SN=402.23
1.3e4 1.0e5 - ]
10e4 RT=9.160 : 40e3
SN=86.03 7.5e4 |
75e3 b ]
50e4 -] E
50e3 : 2.0e3-
25e4 ] -
2.5e3 ] J
0.0€0 ] 000
LI L B B L T T T T
6 8 10 12 6 8 10 12
BPA BPAF BPAP
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Q24105521210 (- 282e3
RT=9.326
: SN=69.73
2.5e3 4
2.0e3 ]
15e3-
1.0e3 ]
5062 -
0.0€0-
T T L B B
10 12
BPB
Q213.25>198.20 () 344e3
6.0e3 -]
- RT=9.075
40e3 ] SN=63.39
2.0e3]
000
T T T T
6 8 10 12
BPE

Q 249.10>108.05 () 134e4
RT=6.541
134 SN=106.57
1047
7.5e3 4
5.0e3
2.5e3 |
0.0¢0 ]
T T T
6 7
BPS
Q25535514720 (1) 7.69e2
1.5e3 -]
b RT=9.472
10e3 SN=10.26
50e2 ]
0.0e0
——T T T
6 8 10 12
BPC

El 1.9 MUE L NS EERAR MRM BIEE (1ng/L)

Q199.20>105.15 () 5.892
RT=8.921
SN=19.26

40e2 4
20e2
0,00 4

SR B T

6 8 10 12
BPF

Q267.255223.20 () 2.24e3
4.063-:
3.0e3 RT=9.526

] SN=2543
20e3
1.0e3
0.0e0 ]

T T T T T

9.0 95 100
BPZ
=
2.2 Z&146H

B 12 FRDFHHITNE, UKERREN RS, EAREBERANNER, LNITREESIR
EHE, PREREALMEEN 1~200 ng/L, AMXARY, BXAHII KT 0999, EWER
89.8%~115.4% (8], HXRHMESHINRK 4

23 FEBERE

12 1.2 PO MEFHHITIE, EREFPE=NREREIER, 23ELHENE 4 X,

R A MMEN LU EYRERLER

Fs Ga=x7) HEXRHR HEHRE (%) T4
1 BPA 0.9998 96.1~104.9 13C1o-BPA
2 BPAF 0.9993 92.5~105.8 1C1-BPB
3 BPAP 0.9998 92.5~108.7 1C1-BPB
4 BPF 0.9997 95.1~110.1 BCu-BPF
5 BPB 0.9998 93.6~104.9 “C1-BPB
6 BPS 0.9995 93.6~111.6 13C1,-BPS
7 BPZ 0.9995 91.1~109.6 13C,-BPB
8 BPE 0.9995 89.8~115.4 13C1,-BPF
9 BPC 0.9992 90.4~110.5 13C1,-BPB

2N

WRRRE, REBNEMEERABENTEREIR 5 Fia, RSD%DA7E 0.05%~0.28%7#1 0.31%~7.58% 2
8], SKINLEREKER, AN AERE RFIEEE,.
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&= 5. RENEMIEERES LR (n=4)

EREEQ ng/L) FREE(50 ng/L) BIREE(200 ng/L)

FE B (R EBE A BER (R IR wERE  BER

(RSD%) (RSD%) (RSD%) (RSD%) (RSD%) (RSD%)
1 BPA 0.22 5.00 0.07 1.53 0.13 0.96
2 BPAF 0.24 142 0.06 1.04 0.15 1.25
3 BPAP 0.24 2.45 0.05 1.22 0.16 2.38
4 BPF 0.28 2.82 0.15 2.77 0.07 1.89
5 BPB 0.25 7.58 0.07 1.26 0.14 3.50
6 BPS 0.18 3.53 0.05 2.02 0.18 1.82
7 BPZ 0.23 498 0.06 2.08 0.17 2.49
8 BPE 0.22 4.26 0.06 142 0.13 0.31
9 BPC 0.27 5.65 0.06 574 0.15 1.80

2.4 hntREIULERSCIE

BURAIAEER, TIN O FWE R AYRA TIER, I8 13 42, SEIRESY 2. 50 A1 200 ng/L &9
HRMFER, SMKFEENE 3 R, NHEESMNERENBRBELRNR 6 fir, DWEE
89.0~118.7%= i8], RSD%7E 0.91~5.39% 2 |8],

7 6. IIFREINZELE R (n=3)

_ MARREE(2 ng/L) MARREE(50 ng/L) ARRE (200 ng/L)
B5 B Tohmw  reow  EEEw%  RsD%  BIKE%  RSD%
1 BPA | 1066 507 | 1021 122 979 3.09
2 BPAF | 90.9 391 | 1016 142 1 1095 0.95
3 BPAP |  107.2 239 | 981 141 | 1077 1.36
4 BPF | 1107 449 | 1052 217 | 1046 334
5 BPB | 1015 414 | 1044 091 | 1066 1.36
6 BPS | 1041 15 | 976 115 | 994 1.33
7 BPZ | 941 539 | 919 267 | 1021 237
8 BPE | 1021 525 | 1035 1.79 103.5 1.60
9 BPC 1187 2.61 89.0 402 | 964 1.34

3. 4ig

AXF AR AOE ARG =BMEMATLIEN LCMS-8050 BXAE, B —MEIME. RIR. EHfH. SR
EBVIR KR WEN U S YRI5 7%, ZAERBAINEE BRIIRERL, SAHDEEBXIERT,
LEBEN 1~200 ng/L, HEXFRBIHKRT 0.999, FE=NREKFHFGERIESLRS, RENEMEER
EEMRYF, MinEWRSERH, SYREWERTE 89.0~118.7% i8], FHiZEMAIEE, BILUNIRAKFANE
KU EYINRHEIENESE,
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AOE-LC-MSMS BXR1& MR KR 7 FhRZ557% 2 (EPA543)

B ALLWEASE AOE R4 LCMS-8050 BXFARIL T IXAKREMREAXBINTG %, AXEE
EPAS43 757%, KA MRM &, BT 7 MARBRNG E. AFEHFERN 2mL, SEBEXIERF,
BXRBIYRT 0995, M MRELAFRBVEIMEMRNVEEE R, BENRERE (RSD%) D5I7E
0.03%-0.08%70 2.13%-7.85% 2 (8], 1FmBYIIFREIMEERTE 80%-130% 28], PIFEMRF.

KA. 7£4 SPE KIERUERF LCMSMS K25 TRAIZK EPAS43

BARRFR:
* SRATELL SPE R, DT ARIE EPASA3 JEMENR,
< T MBIRDITH EFSRRY, HEAEES.

EEMRITIURRRE, tRKEFENIBSREETE, BL5IERRBUTRI ZEN. HIEFE
MsRYMELEZ, MASERR, BEFAENBERNEANES, HELERXBRBES. ERES.
SIMMEMERMEIF T, WHIRERBEN SRR L AR POERRE A E 2RI LR E S TUEME Ko

EENARIEARE, REmWEFIETERBZHNVAIRENRS, ERE, RTEEEFIE
PRANEHREBLESA T, XEXRAH ZER, MUSHEMERTESR, RIS AKEREMES.

ASfER &i2 AOE R4l LCMS-8050 BXAB RGEIL 7 IXA/KAR-CI R AL BRI 5%, £4 SPE
WERAXRERS R FREFE, ML TIRESE, ZRAGKARERESE. B0 BN RSN —
. Bopfe, B ANIRE, RIESERREN. FIV4EE 7m0 ENE, #5720,

1. SE3EER5
1.1 {438

LC-30ADX2 CARzptRN&RIR) , LC-20AD (BcBREMEESETT, SPE #I&R3R), SIL-30AC (UHPLC BEf
WEEER), SIL16P (CKRIFRFRME BEhi#ifes), CTO-20AC (IH8%E, ESEH&EE), CBM-20A (R4EH!
28); LCMS-8050(= =ML EIE{VED ESI EBESJR); LabSolutions Ver5.91 (3 T {Euh) o
1.2 RER

FREAR: DRIFREN 3-FFEKIEAT. RN, LRI, KRS NMEE. REMM KRB A
B 1 mg/L NEHRER, HBEOASRESRRARN 100 mg/L. BMERIEE, BIRBEHIKETE 0.4-1.0 ug/L
B TIERRE . AEWMTMEUNZE-d3. B -d14. kiEf-d3 iR, BB HIBRERER,
EWEIERIEE, AIBERFIRERT 0.32-0.8 ug/L BIin LA RER.

HFmblE: B EREBUKG, 1O 2.0 g/L FUAmEg. 7.75 g/L Trizma 48 %&A 200 mg/L |k
& (BT B EIERR) , IR LTSRS A,
1.3 3ths
BiE&H (SPE)
| i &0 A20 MM ZERERAGRIR, B-ZHAE

m ® O 2ml/min
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# B

g

BIELHE (UHPLC)

D 2mL
3 1. SPE BY (&)
Time(min) Module Command Value

0 Pumps Pump C Flow 2

0 Pumps SV(Pump C) A
4.00 Pumps SV(Pump C) B
4.00 Pumps Pump C Flow 2
4.01 Pumps Pump C Flow 4
6.00 Pumps SV(Pump C) A
11.00 Pumps Pump C Flow 4

=) P # : InertSustain AQ-C18 (2.10 mm I.D.X50 mm L., 1.9 um)
Jmoooh M8 ANE-20 MM ZERRIKAWR, BAE-Z8E
m 0.4 mL/min
= &1 40°C
ol A R BEERE, BAEMBIKREN 10%, BEiEF &K 2
R 2 BEEEEIER
Time(min) Module Command Value
4.00 Pumps Pump B Conc. 10
4.10 Pumps Pump B Conc. 10
9.00 Pumps Pump B Conc. 95
9.10 Pumps Pump B Conc. 95
9.11 Pumps Pump B Conc. 10
11.00 Controller Stop
A 4.0min HBRYNAR, DA
Prig S
B F & :ESIH) MEFHAE : +3mm
EHXSME - 3L/min MARBRE  © 400°C
MASRZE  : 10.0 L/min A # KR A ZREEN(MRM)
% 0@ E : 300°C FESME : 10.0L/min
DL & E : 200°C MRM & # : 03X 3
3+ 3. MRM &#1
N P BB CAS No. gikE YR Q.l Pre CEW) Q.3 Pre
0. F Bias(V) Bias(V)
352K 238.15 163.15*  -12.0 -15.0 -15.0
FHydrogcarbofuran - 9285 a01s 18120 20 120 -170
5 RARTR FenamiPhos 31979437 320.15 233.05* -16.0 -25.0 -22.0
sulfoxide 320.15  292.20 -16.0 -16.0 -29.0
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B . 336.15 266.10* -10.0 -19.0 -29.0
3 EBREEN Fenamiphos sulfone  31972-44-8
336.15 188.10 -10.0 -28.0 -21.0
o , 30420 217.05° -150 230 210
4 LR Fenamiphos 22224-92-6
304.20 202.10 -15.0 -35.0 -20.0
. 308.25 70.10* -15.0 -23.0 -11.0
5 i Tebuconazole 107534-96-3
308.25 125.05 -15.0 -33.0 -20.0
) 353.25 133.20* -13.0 -21.0 -18.0
6 RELAH Tebufenozide 112410-23-8
353.25 297.25 -10.0 -8.0 -29.0
» ) 398.15 314.00* -20.0 -12.0 -20.0
7 HEik Bensulide 741-58-2
398.15 158.10 -20.0 -23.0 -29.0
225.10 165.10 -11.0 -13.0 -29.0
8  BRME-d3 Carbofuran-d3
225.10 123.05 -11.0 -22.0 -22.0
R 166.00 88.10 -18.0 -10.0 -15.0
9  kZE-d3 Methomyl-d3
166.00 106.10 -18.0 -12.0 -20.0
» ) 412.20 315.90 -20.0 -13.0 -22.0
10 HiEREE-d14 Bensulide-d14
412.20 141.00 -12.0 -35.0 -28.0
RAEEETF
2. &R 5518
2.1 &ikE
(x1,000,000)
1.25- % 8
1 3 =
1.00] 2 5
] 2 @ 5
075 & -E‘ % g
(0]
) 2 J 3e
X g s &3
1 [ (5] 8 2
025 % [\“' E f\ 8
)
000 N /\ A
4.‘0‘ H ‘4.‘5‘ Y ‘5.‘0‘ Y ‘5.‘5‘ R ‘6.‘0‘ Y ‘6.‘5‘ Y ‘7.‘0‘ Y ‘7.‘5‘ Y ‘8.‘0‘ Y ‘8.‘5‘ Y ‘9.‘0‘ Y ‘9.‘5‘ Y ‘10‘.0‘ Y ‘10‘.5‘ ‘ ‘n“in‘
1.7 FhRATEBAKhEERE (KA. AR, tEE.
RLLHTIN 100 ng/L; LR, TxMAZ. REAH 40 ng/L)
2258H

BURE 2.0-5.0ng/L 78 20.0-50.0 ng/L A&, FATERE 6 51, ITREBIRMLEYIBIEERMIRE R
[EFENS AT RE (RSD%) W05k 4 Fim. PITEERKRAE, M RE TR E Rt SYIRIRE B R IEER
BUABXT ERZETE 0.02~0.08%70 2.80~5.94% /8], (MZBEEM R
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®4ANBEEMERER (n=6)

Conc. Level 1/% Conc. Level 2/%
Analyte

Conc. RT. Area Conc. RT. Area
3-Hydroxycarbofuran 5 0.07 5.87 50 0.04 4.42
Fenamiphos sulfoxide 5 0.08 3.67 50 0.03 4.42
Fenamiphos sulfone 5 0.06 3.95 50 0.04 3.03
Fenamiphos 2 0.07 2.13 20 0.05 3.15
Tebuconazole 2 0.07 3.67 20 0.04 3.19
Tebufenozide 2 0.05 2.29 20 0.03 2.67
Bensulide 5 0.05 7.85 50 0.05 6.04

2.3 &%tk
FoHlfmERhLR, AR KZE-d3. iEiEE-d14 "RE 80 ng/L, BXMEFT-d3 MREA 32ng/L. 3-FFEMKIE
(3-Hydroxycarbofuran) . ELEIAN (Fenamiphos sulfoxide) . ZEEHEN (Fenamiphos sulfone)
HEEE (Bensulide) SKE A 2.0 ng/L, 5.0 ng/L, 10 ng/L, 20 ng/L, 50 ng/L # 100 ng/L, kB
(Fenamiphos). kMg (Tebuconazole). RELM (Tebufenozide) JREZ 0.8 ng/L, 2 ng/L, 4 ng/L, 8
ng/L,20 ng/L 1 40 ng/L, WEREEHE, MiinErLk,
R 5. LA BIR

Linearrange ) ) Correlation Accuracy
Analyte Linear equation .

(ng/L) coefficient (r) (%)
3-Hydroxycarbofuran 2.00-100 Y =(0.00112044)X + (-0.000550424) 0.9993 89.6-107.2
Fenamiphos sulfoxide 2.00-100 Y =(0.00603660)X + (0.000549186) 0.9992 90.7-105.5

Fenamiphos sulfone 2.00-100 Y =(0.00259273)X + (-0.000644612) 0.9986 88.2-115.9
Fenamiphos 0.80-40.0 Y =(0.0280999)X + (-0.000451548) 0.9999 89.6-111.9
Tebuconazole 0.80-40.0 Y =(0.00347445)X + (0.000546394) 0.9993 84.5-118.9
Tebufenozide 0.80-40.0 Y =(0.0891728)X + (0.000239535) 0.9964 84.0-114.4
Bensulide 2.00-100 Y =(0.0169713)X + (-0.00345877) 0.9994 94.8-105.4

2.4 PR
2% EPASA3 IR (DL) B AZE, BIinEHAREREEEEHTF 78, 1B 7 REFIKRER
%, BRTEAUTERER, MERENEERIIR 6 Fin, A7 AEHRHE EPAS43 K,
DL=t(1-1,099%S
DL—73 71 IR
tn1009—BHEN n-1, BEEN 9%EMN t 9, n=78Y, 1ZEN 3.143;
S—n RHATNE R ERE,
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& 6. AR

DL(ng/L)
Analyte ——

This article EPA543
3-Hydroxycarbofuran 0.47 0.99
Fenamiphos sulfoxide 0.35 0.60
Fenamiphos sulfone 0.45 0.63
Fenamiphos 0.13 0.13
Tebuconazole 0.16 0.47
Tebufenozide 0.20 0.26
Bensulide 0.40 0.64

2.5 hmn#REId
BRI B RS, TN S RIERE B RRE R 2.0-5.0 ng/L 1 20.0-50.0 ng/L, FHEEM
i, FIHBEEEMMMREWRER, SLRMNEKT7NER SR, 7R MIRRIUERIIE 70%-130%2 8,
R 7. IR SR IATEIRE  (n=6)

Added to Mean measured ]
. Intra-assay Extraction
Analyte sample concentration
RSD% recovery%
(ng/L) (ng/L)
5 5.490 9.06 109.8
3-Hydroxycarbofuran
50 54.73 6.49 109.5
) . 5 4.631 5.79 92.6
Fenamiphos sulfoxide
50 48.20 3.93 96.4
. 5.105 5.49 102.1
Fenamiphos sulfone
50 50.69 8.23 1014
) 2 2.486 8.17 124.3
Fenamiphos
20 24.82 8.33 1241
2 2.136 6.87 106.8
Tebuconazole
20 23.16 6.95 115.8
2 2.100 1.7 105.0
Tebuconazole
20 19.10 8.21 95.4
5 4514 7.93 90.3
Bensulide
50 44.44 5.33 88.9
& 8. BRKEFERANAFEWE (n=6)
Added to Mean measured ,
) Intra-assay Extraction
Analyte sample concentration
RSD% recovery%
(ng/L) (ng/L)
5 5.550 5.24 111.0
3-Hydroxycarbofuran
50 54.77 7.81 109.5
Fenamiphos 5 4513 8.82 90.3
sulfoxide 50 46.64 7.49 93.3
5 5.666 9.24 113.3
Fenamiphos sulfone
50 60.48 6.33 121.0
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2 2.215 9.67 110.7

Fenamiphos
20 22.01 8.39 110.1
2 2.273 6.02 113.7

Tebuconazole
20 25.81 7.08 129.1
2 2.082 8.52 104.0

Tebuconazole
20 22.11 8.77 110.6
5 4.683 4.52 93.7

Bensulide

50 4441 1.73 88.8

2.7 PR R
fERZTZE, WIAIREERKER, EPREMAEIRHR, MERNE 9 ME 4 Pix.
& 9. KIFAFRINER (n=4)

Analyte Conc.(ng/L)
3-Hydroxycarbofuran N.D.
Fenamiphos sulfoxide N.D.
Fenamiphos sulfone N.D.

Fenamiphos N.D.
Tebuconazole 7.03
Tebufenozide N.D.
Bensulide N.D.
(x10,000) .
2,0-5:308.05>70.10(+) 2
15:308.05>125.15(+) N
157 §
1 2
10
05
O_OE:A«Aamﬂkk Ln— LN
‘7‘0‘ ' ‘8.‘0‘ o ‘9.‘0‘ o ‘10‘.0‘ o

4. BRKIF BRI H REEM BIEE

3. 4ig

AXEA SR ACE REM=BMRATLIE LCMS-8050 BXAEIL TIXAKR 7 MAZAABHESHKN
Fik. RARZKAEL SPE B, BiFmpiiE, 7B, EEEENTEEE—, EaREKRIERIN,
BILIR KRBT A, RIS RAVERE. 1Z757A7E 11 min R5Epl L+, ##k. BN, 5§
BOrmVEE . BRI ENLMEE, IR TIRAKPREGZAERN,
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AOE -LCMSMS BXF1& M7k B &R Z54845R(CJ/T 141-2018)

B ALRWMEARETLE SPE AETIRFEREN LCMS-8050 BXARLTEEIL 7K 11 MR TEBAKINT
Fo BRIERARIEFM (0.1%FEACER) L£iF, #HFAEIRN 5 mL, FAE 14 min TFERELEEM
DNEANIE. B EELETEE: KR, KEA. FRHDE 4.0-160.0 ng/L; BER. A RE 200.0-
8000.0 ng/L; EREXIIAME. F3EHE 500.0-8000.0 ng/L; SHIMmEE. XM, KEF. 2,48 20.0-800.0
ng/L REM R, HEXRIIART 0999, 11 MARAPNBRHENESBRTED SN WHE 0. 44-
76.01 ng/L; EE8MR 1.76-304.04 ng/L, {HERERIF, 11 MREKREBNEIFMEEREXNERER
0.02%-0.14%7%#1 0.41%-3.92% 2 (8l 11 FRRZGAIINAREINLZTE 58.9-111.2% 2 (8],

KA. 7£4 SPE KIARUERF LCMSMS KZGLER IF1RK

AR
* £F CJ/T 1412018 1TdkAR™E, BIKBPRBIEARBI DT 3 7%o
& BT EFEBILER B, RE, DITBER.

AXZZETI7AR (CJ/T 141-2018 ESEMKOKBARER L 5E), ZAnERENIRAAKI T B BT E,
FIKBATIRTINE . NN EKRITWAIRINTER, FASREL SPE RFREF RS LCMS-
8050 BXARAEEIL 7 KPRAGHEBRINTG %, 2 EFBEL SPE SREEARKA, KARLD T HI
BISE, BiFrmanihiE. B0 BHRIERN—&L. Bk, B ANRE, RIEERREN, R
7878 7 A om0 IEEY 8], BE T DT,

KPR REFLEREBEN ng/LAKF, EIUEHER, KFptER2EMERZIREEE. K4E.
BREBEHEDNT, RIEEN. B, BRZEMIRE. T4 SPE EERARBAEEINRIAETFmE0H
HEHF TN RALIE, ZRASRERAKA T KRREGZEDITERAEMNE,

1. RBEEMH
1.1 %3
EARFEE RN LC-30ADX2 (CmshiBiiRE), LC-20AD (BBBRERES T, SPE #&E), SIL-16P
(RERHAFEBEESR), CTO-20AC (HHEFE, EEsE+@iEd), CBM-20A (R&KiEHISE) ; LCMS-
8050(=E AT F1E Y AC ESI BBESJR); LabSolutions Ver5.91 (&g T {Euh) .
1.2 &M
BNt
BB 0.1%FBBRKAR
HEEARR 5 mL
BARR 3mL
®iEfE: Shim-pack Velox PFPP (2.1 mm 1.D.X 100 mm L., 2.7 um)
mEiE: AME-0.1%FRERAKE R, BIE-2BE
IR 0.3 mL/min

65



8 30°C

AR AT BEER, B ABFIERE 30%;

0-4 min, 30%; 4-6 min 30%-50%, 6-8 min 50%-90% 8-11

min 90%
PRG54
B F R :ESI(+-) DL & E : 250°C
EZMH4RME . 3L/min MAESEE . 400°C
MASRIE © 10.0L/min H # 8 X . ZREENMRM)
# OB E : 300°C FIES MR . 10.0L/min
MRM = # : D5kl
% 1. MRM &%
No. 2R EvEt) CAS No. BT FYET CE(V)
) 126.90" -13.0
1 KRR Dimethoate 60-51-5 331.15
99.00 -24.0
165.15% -12.0
2 PR Carbofuran 1563-66-2 222.10
123.00 -22.0
108.85* -17.0
3 HEHE Dichlorphos 62-73-7 220.85
78.75 -28.0
\ . 174.05* -17.0
4 PRI Atrazine 1912-24-9 216.00
96.00 -25.0
] 125.00* -18.0
5 BRE NI Parathion-methyl 298-00-0 263.80
231.75 -19.0
‘ _ 126.90* 13.0
6 =RV iy Malathion 121-75-5 331.15
99.00 -24.0
5 _ 264.00* -10.0
7 Dot Parathion 56-38-2 291.90
235.90 -15.0
A 199.00*  -11.0
8 NER Bentazone 25057-89-0 241.05
106.90 -26.0
197.90* -21.0
9 =374 Dursban 2921-88-2 350.00
96.95 -32.0
\ 161.05* 13.0
10 2,457 2,4-D 94-75-7 218.75
124.90 27.0
_ 34.90* 27.0
11 EiEti) Ptachlorophenol 52918-63-5 264.60
37.25 26.0
*RIAEEET
1.3 AR R ECH

DAE 11 MR EmEE, A 0.1%FRACEREFITNRIRERRES

1.4 (it R &
EN—RE(RARBIIK A,

TAKARIERR, $ZIRIARR
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2. ER5itie
2.1 fREmBIEE

6000000-1: T 7% 331.1500>126.9000(+) CE: -13.0(2.00)
R xIHiE 291.9000>264.0000(+) CE: -10.0(50.00)
13: %5k 241.0500>199.0000(+) CE: -11.0(5.00)
50000004 FHERE 350.0000>197.9000(+) CE: 21.0
J6: 5 230.0000>198.9500(+) CE: -10.0(2.00)
7S 222.1000>165.1500(+) CE: -12.0
I8: ik 220.8500>108.8500(+) CE: -17.0
4000000-J9: T4 74 216.0000>174.0500(+) CE: -17.0
10: F ST 263.8000>125.0000(+) CE: -18.0(50.00)

111:2,4-3i 218.7500>161.0500(-) CE: 13.0

3000000
2000000
1000000-| \
, /k I
00 25 50 75 C100 125 min
2. 11 MRZEETVEAREIEE CKE 16.0-2000.0 ng/L)
2.2 tRfEph sk

B 12 PRDMFHEHITNE, DUREARALNR, BEMRLEANLER, THEIEEE, XAIMPER
UAMERZ, ERUE 3 iR BiEMARMKRIESESHR 78, R 7 XEFRERE, ERT

HAIVTERERE (LOD), 2R (LOQ) MOEIRHRITE, FERI&K 2 Fir.
Area(x10,000,000) Area(x10,000,000) Area(x10,000,000)
2.0 2.
25
1.0 1.
0.0F——————— 0.0-fF——————— o.olt—F—
0.0 0.1 Conc. 0.0 0.1 Conc. 0.0 5.0 Conc.
KRR iR ER
Area(x10,000,000) 5 Area(x100,000) 50Area(x’IO,OOO,OOO)
2'5_. 2. 2.5
00— E— 1Y) A—
0.00 Conc. 10 Conc. 0.0 0.5 Conc.
[SIESEAvR=] FAEST IRk SRR
Area(x100,000) Area(x10,000,000) Area(x10,000,000)
25 5.01
1.0 ]
2.51
0.0 v v v v | v v v 0.0 v v v v | v v v O.C- v v v v | v v v
0.0 0.5Conc. 0.0 0.5Conc. 0.0 5.0 Conc.
PRtz NE SR
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Area(x10,000,000) Area(x100,000)

2. 5'(}:
2.5
0.0-F————1— 0.0-H—————
0.0 0.5Conc. 0.0 Conc.
2,478 A RED
3. 11 P2t R £
&2 ANEML. MHRNEEMRER

sty LLMSEE PR - LOD LOQ
(ng/L) (n (ng/L) (ng/L)

RER 4.0-160.0 0.9996 85.0-109.1 0.78 3.12
IR 4.0-160.0 0.9999 92.5-104.9 0.44 1.76
R 200.0-8000.0 0.9996 91.3-109.0 16.20 64.80
(EESEaTp=- 4.0-64.0 0.9992 93.3-110.2 0.47 1.88
REXHES  500.0-8000.0 0.9999 94.9-105.8 16.03 64.12
SRR 20.0-800.0 0.9998 95.0-103.9 2.92 11.68
SRR 20.0-800.0 0.9999 95.8-104.0 2.41 9.68
KB 20.0-800.0 0.9996 86.2-106.1 1.84 7.36
=30d 500.0-8000.0 0.9999 92.9-107.0 76.01 304.04
2,4-78 20.0-800.0 0.9999 90.0-103.7 3.32 13.28
HESE 200.0-3200.0 0.9998 96.7-103.2 473 18.92

23 FEEER
TR 1.2 o FMANE, ERE. P SRERSGIVERRKESHFINE 6 X, IHEBRLEY
IEERAMRE N EENERE (RSD%). BAEERIE 3, Bk E¥BIREE B8 H & EARAVARRT &

fRZETE 0.02%-0.14%70 0.41%-3.92% [8], ARFEAZNBEE RIFHEZE,
&I BEENER (n=6)

RRE IR BRE
E RE RT. Area RE RT. Area RE RT. Area
ng/L.  RSD%  RSD% ng/L.  RSD%  RSD% ng/L.  RSD%  RSD%
RE 4.0 0.05 2.11 16.0 0.05 2.78 64.0 0.08 1.63
K g 7~ 4.0 0.02 1.19 16.0 0.02 1.72 64.0 0.13 0.47
R 200.0 0.04 2.11 800.0 0.02 1.03 3200.0 0.12 1.40
[EIESEaTR=1 4.0 0.02 3.92 16.0 0.03 2.16 64.0 0.13 1.50
BB IRk 500.0 0.05 1.73 2000.0 0.04 0.91 8000.0 0.11 1.30
SRk 20.0 0.03 3.48 80.0 0.046 2.13 320.0 0.12 1.74
X 20.0 0.02 2.92 80.0 0.04 1.54 320.0 0.09 1.02
REERR 20.0 0.04 2.78 80.0 0.04 0.69 320.0 0.14 0.88
E=37d:] 500.0 0.03 2.57 2000.0 0.03 3.70 8000.0 0.10 3.53
2,4-78 20.0 0.03 1.45 80.0 0.06 1.06 320.0 0.13 147
) 200.0 0.02 041 800.0 0.05 2.10 3200.0 0.10 0.64
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2.4 SEEREE R

¥ 1.2 POMFHEEKE. BRKEIRAKERSITNE, ERFRE, BRKPREMSHDE, KE
79 13.0 ng/Le IRAKARKERZ, BXRKPAFALZEIEEIE 4.
200000033 T 2 0000056.0000(%) E: 286
1750000
1500000-
1250000-
1000000-
750000
500000
250000~
0
650 675 700 725 750 775 800 825  min
4. BRKAFRHRDERG H B E
2.5 htREIR=E
EN—E ARV ER, D3EFIMELECENNE. P SRENFRIITRAR, ZZRI0REIU

K, FmIir@EEILE S, REIWERSERIET 4P, B&R4 R, HmEPEY 11 MAZREIWE N 58.9-

111.2%

5000000
4000000-]
3000000
2000000

1000000

13: 7% £k 241.0500>199.0000(+) CE: -11.0(2.00)
7RI P} 222.1000>165.1500(+) CE: -12.0
18:FH: 220.8500>108.8500(+) CE: -17.0

10: AL 263.8000>125.0000(+) CE: -18.0(50.00)
11:2,4-i 218.7500>161.0500(-) CE: 13.0

T hRik 331.1500>126.9000(+) CE: -13.0(2.00)
2:% i 291.9000>264.0000(+) CE: -10.0(50.00)

4:75 51 350.0000>197.9000(+) CE: 21.0
6: 74 230.0000>198.9500(+) CE: -10.0(2.00)

O:Fi 44 216.0000>174.0500(+) CE: -17.0

7000000

6000000
5000000
4000000
3000000
2000000
1000000

0

17:WkiE} 222.1000>165.1500(+) CE: -12.0

B3Rk

1T, R 7% 331.1500>126.9000(+) CE: -13.0(4.00)
2% B % 291.9000>264.0000(+) CE: -10.0(50.00)
3. k) 241.0500>199.0000(+) CE: -11.0(2.00)

4:75 560 350.0000>197.9000(+) CE: -21.0
6: 7 it 230.0000>198.9500(+) CE: -10.0(2.00)

8.7 % 220.8500>108.8500(+) CE: -17.0

O:FiT 547 216.0000>174.0500(+) CE: -17.0

10: LT % 263.8000>125.0000(+) CE: -18.0(50.00)
11:2,4- 218.7500>161.0500(-) CE: 13.0

0.

)\m[\n& L

RAK
5. KEEMAREIERE (INARAREE 4.0-500.0 ng/L)

1
5.

25 10.0
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& 4. TR ERER (n=4)

— Ak

i RE RE ERE R E HRE =ARE
HE [E]Ug HE [E]uk RE [e]uk HE [E]Ug E [E]Uk RE [B]Uk
g/ %%  (ng/)  F% (g/) %  (ng/)  F% (g/l)  F%  (ng/)  E%
RR 4.0 59.2 16.0 63.1 64.0 80.2 4.0 71.5 16.0 102.6 64.0 99.7
RPN 4.0 73.5 16.0 65.2 64.0 85.4 4.0 74.6 16.0 94.5 64.0 102.2

HER 200.0 1012  800.0 98.6  3200.0 102.0 200.0 100.0 800.0  100.5 3200.0 1029
(aESZaTh= 8.0 72.6 16.0 4.6 32.0 88.9 8.0 85.5 16.0 87.0 32.0 922
BEYmEE  500.0 102.0 2000.0 1022 40000 1034 5000 1046 2000.0 101.0 4000.0 103.1
Siubnbk 20.0 65.0 80.0 63.3 320.0 81.7 20.0 1112 80.0 92.0 3200 101.2
X Bk 20.0 82.4 80.0 1043 320.0 98.3 20.0 88.7 80.0 107.4  320.0 106.0
KER 20.0 90.3 80.0 80.6 320.0 92.2 20.0 95.0 80.0 1044  320.0 1074
St 500.0 589 20000 107.1 4000.0 101.7 500.0 108.1 2000.0 1085 4000.0 106.0
2,4-78 20.0 106.9 80.0 94.6 320.0 99.4 20.0 108.2 80.0 96.8 320.0 99.8
hRE 200.0 1032 800.0 106.8 1600.0 1045 2000 1062 800.0  109.7 1600.0 108.2

3. 45ie

ZXZEITIR (CJ/T 141-2018 WEHAOKBARERILSE), FIRSEEL SPE KA R
LCMS-8050 BEXARLTEIL 7 KRR ATABERICN T 7%, ZFFEE 11 MRAMEMEIECERNLE R,
HXRIBIIART 0999, 11 MRANERERMEERTE DN RHR 0. 44-76.01 ng/L; EEIR
1.76-304.04 ng/L, £55REREA, 11 MRZARINBHLHRMEERYHEH BN T ERER, BEEREF,
11 MARANRE I EIFMIEERROETERET 0.02%-0.14%H 0.41%-3.92%2 /8], NEEBERIF. 11
TR ZYHYAAF INAREIURTE 58.9-111.2% 28], ZFARIIIAREIRRER R, RRAGEA TR, K&
MFRRITI XS KRKEGTZEB Do
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AOE -LCMSMS EXB S hIFIRKPREEANRE

B AXFIBSE AOE ALM =BT RIEN LCMS-8045, I T HIBEKPRERANDH 5.
ZAZEHEREE. AUNOMBESEMN, £ 15min ATl EF. BE. DBEMNE. XA EFERBIAIER
ICHINIRAEEE MR, BT REALEMEZEISENERYN, EIERM FRMEEAAFIIE:
LEYEERXE. BEEMRE; [ P S NEREKFEIFRRERLEKRE, SADEWEE 1.0-
114.8%z (8], FiEEHRIS.

K5I AOE RH:-LCMS-8045 BxFE HBEERZS HFIBK

BARRR:
< %ﬁﬁﬁéi SPE) **%T&m%fiiﬁ$%o
S B AREIME. SPE HERMG, IMAIRSREELRENRA ML,

BB NRAZ IEMERR, BERERE. RE%EE. FRRES, BARW. 8. RE. R
B, W2 R. BENBENENHFERNCERRERMATEFTERINKRAIEL, BT EEER
—HRIK, BERKERKRGREFEMR, XLEKEREREERION TIEHERRAMEE,

BN AFPRER KA ETBRATVEBIE A, THEEE-FUEEKAZURBREEE-TRIEERAES.
RTaERSR, KETSYREFER, FEHEFBEEERRKREN. BREZEREFRMESE, WX
BKEFHITIRIEEN AL, BRIEIRER, HENEK, MUEHTARNXBTFARD, EH%, FHIEX
FA 3% 75 TOXE LURIEAF a9 B 281 o

A fER DR BREEERASM=ENRATFEBRARS, BiL 7 —Me] LUERNERRKPR
B RAGINTTIE, 2R REREE, HRELERR LMD, EXRFERACNFEREBHNZE R

1. LIEERS

1.11%88

572 AOE A4 5 = EMUMRATRIB(N LCMS-8045 BXFB A S, AAEEEN:

A El2E: CBM-20A Bt S #l : DGU-20AsrX2

Wi & 3 . LC-30ADX2 BohitiEss:  SIL-30AC

# R F . CTO-20AC SPE %I&3R: LC-20ADXR %k 3=
(ME FCV-36AH +i8i3) (NE LPGE 871)

TRES LRI | FCV-20AH, AOE #1¥23: SIL-16P Bnhifttfes

KM 2s : LCMS-8045 BETEUL:  LabSolutions Ver. 5.118
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1.2 3RFG

RARS M

RABEIESM:

EFEZE B XBridge C18 Direct Connect HP (30 mm LX2.1 mm1.D., 10 um)

SPE HI/RSR: FEUKR A-S%EREIGER, ZEEUR B-BE+JBE+RARE (v, 1/1/1),
TELLEEZEER MR 1

B 3% & :  Shim-pack GISTC18 (100 mmX2.1 mmI.D., 2.0 um,
P/N:227-30001-04, &2 (L&) LRBMERATE)

SPE 7 &R 3 mL/min Jooh B 0 AME-2mM &k B B-FREE
Vi =® : 0.3mL/min i BT 40°C
#HoEFE B8 2000 pL R BBEERE, JERRARRILER 2
* 1 ELEEENER
BtiE] (min) ZEUEA (%) ZEUR B (%) R (mlL/min)
0.01 100.0 0.0 3.0
2.50 100.0 0.0 3.0
2.51 100.0 0.0 0.0
7.50 0.0 100.0 0.0
7.51 0.0 100.0 3.0
9.00 100.0 0.0 3.0
14.00 100.0 0.0 3.0
R 2 BESA &M
BtiE] (min) shE A (%) mehiE B (%)
0.00 15.0 85.0
2.00 15.0 85.0
8.00 5.0 95.0
9.00 5.0 95.0
9.10 15.0 85.0
14.00 15.0 85.0
Bug& M4
BFuHuEX : ESI+ ¥ 0O & E : 300°C
B O B £ :45kv DL &= E 1 100°C
EHRE  AS3.0L/min MAHBREE © 400°C
mHpSEA/E  FK10L/min MEHMAUE | +41U
TS M/E  RS10L/min A#EE X . ZREENMRM)
it # S @S 230kPa MRM & # @ 0I&R3
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X 3. MRM &%k

= . s = e L Qlpre Q3 Pre

525 e R EZR CAS S RIAEF FYETF W) CE W
L . 191.05 -22 -16 -18

1 Rk Cypermethrin 52315-07-8 43290
181.10 -16 -40 -16
— . 280.90° -26 -17 -30

2 REHEE Deltamethrin 52918-63-5  522.80
181.10 -26 -41 -18
125.10° -13 -13 21

3 SR Fenpropathrin 39515-41-8  350.20
97.20 -13 -31 -19
191.05 -10 -17 -11

4 K& %8-D5  Cypermethrin-D5 — 438.15
127.10 -16 -29 -22
N 280.90° -26 -17 -29

5 JREHEE-D5  Deltamethrin-D5 - 527.85
185.10 -26 -41 -18
L Fenpropathrin - 125.10* -11 -13 -11

6 & %EE-D5 — 355.25
D5 97.10 -10 -32 -15

A CRTEEB TN

1.3 Hmai 5%

BN mUFIRAKEEGIINS mLEFEE, BOVEIZ0.22 umigiz, SAEIRERL: 1000t BIINAAR TIER
(HhE & %8-D5. 'R&%ES-D59100 pg/L, B&EHEE-D5910 pug/L) FENFmMRAPFEN,
1.4 BRI

DREBMEESRNATERR, BIBHRE, ERES IR, MET-20°CKERRTF. BUEGT
TERAB B ERHER A AEFIELFR, ERasslE. KREREREDH10. 200 50, 100, 200,
500, 1000 pg/L, EF&EFEE L. 2. 5. 10. 20. 50. 100 pg/L. FE30%FREZHARFIZAR1000: 14Kk N
N ERTRETERMAR TIER, ECRIRVERZSAR, FOM.

2. ER5iTie
2.1 fRAEH REY MRM &5 E

3:350.20>125.10(+) 248e5

20e5]
15e5]

1,0e5-; )

50e4

0.0e0]

T T T T T T T T T T T
1 2 3 4 5 6 7 8 9 10 11
RT (min)

1. HEEERE MRM ®1EE
(1: 20ng/L &4 B8, 2: 20ng/LREHEE. 3: 2ng/L BEHE)
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2.2 ZHSEEI SR
¥ ERRSIERIITIEAR, & 1.2 PROMFHERITIE, CRANEEE. LURENESR, 1B
EIRLLENINELR, SRIRVERLZ, HRUERAEENE 2 Rk 4.

Area Ratio Area Ratio Area Ratio

| s RERE
7| y=0.0002224021x +0.0003514428 y=0.006367385x-0.004364187
0.20 -|R2=0.9988695 R =0.9994346 R2=0.9999016 R=0.9999508
-| Curve Fit: Default (Linear) Curve Fit: Default (Linear)
| Weighting: Default (None) Weighting: Default (None)
0.15 -| Zero: Default (Not Forced) Zero: Default (Not Forced)

FRESOEE
y=1.282189x-0.9371766
R2=0.9970361 R=0.9985170

Curve Fit: Default (Linear)
Weighting: Default (None)
Zero: Default (Not Forced

120

100

80

0.10 60
] 40

0.05 - 20

00 48— ———————— — — .
0 500 0 500 0 50
Conc.Ratio Conc.Ratio Conc.Ratio

KBRS REKE &%
2. 3 MBS R R HRL

R4 3 MHEEEERARERLER

FS Ga=x? Z45BE (ng/L) EHE (%) EXRER T2 (ng/L)
1 &8 HE 10-1000 94.0-107.3 0.9994 3.69
2 REHEE 10-1000 94.2-111.8 0.9999 0.38
3 BEEhE 1-100 91.2-106.4 0.9985 0.05

23 BEEXE
NEPE 3 MRENHERSESIVETESRESNE 6 X, HPREHREN 2. 10. 50 ng/L, |E
%Bs. REFEIREN 200 100, 500 ng/L, ERNBIBEE, RENEMIERRNEEMERNRK 5
Fimo HBERNAREEMEERBIENTERERS 0.14%7H 9.94%, ERNEFHFEBERH,
& 5 REMNEMIEEREE MR (n=6)

RE 1 RE 2 KE 3
Fs ga=x7 R.T. Aera R.T. Aera R.T. Aera
RSD/% RSD/% RSD/% RSD/% RSD/% RSD/%
1 KEHE 0.06 9.94 0.14 4.44 0.05 2.68
2 REFE 0.10 9.84 0.08 4.07 0.03 2.40
3 HEHAE 0.08 5.97 0.05 3.14 0.05 3.12

2.4 hAREIME RIS
BRIk ISR, TIARELERBEEIVERESE SR, ERRSBEIMIREDFA 20 100 50 ng/L;
SERHE. REFEMTREDFIH 200 100¢ 500 ng/L, %R 1.3 FITLIE 3 17, BEEERLGFIINT
Bl ZELERTE 81.0-114.8% 28] (LR 6).
7= 6. IIATEI R R (n=3)

_ L RERE | oA 1 | AT 2 | 4T 3
FS 2% IS . . !
| (ng/U | EMKE%  RSD% | EIKE%  RSD% | [EI4E% RSD%
1 AERE | N.D. L1021 173 1 1079 49 | 1020 2.06
mERE | N.D. | 9.8 876 | 1002 145 | 810 3.04
REE | N.D. L 1148 294 | 945 387 | 813 1.07
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3. 4ig

AHFEE AOE RAM =B MURITHIBN LCMS-8045 BXA, BII—MEE. PR, £, SX&
BRI RKPRESSE RN 7%, RHERBRINEAESRIUERE, SEDLMBAXMERI, &t
BRFBHHIRT 0.999; E=TREKFHNHGERIELES, RENBMERRYRRAE T REFNEEM,
RSD 735!Fi8:d 0.14%70 9.94%. INAREIMSLILH, EYIREIWERTE 81.0-114.8% (8], 5 AEMAI 5.
B AIREER. REES. DITRER, BLUVIRRKPREERANARINRHERFNEENSE,
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AOE -LCMSMS BEXB S rFIRKPBE NN ES

1 B 4O B SE AOE R4 = EMUMATFRIEY LCMS-8045, I THIE/KE 6 FENBERANDH
Fit. ZRASRIEREE. BUMOMEEER, £ 15 min ARENBRAN LF. FE. 2B/
Eo AAEFERBMEFCHANNEEZEEMMYIR, BTFREALEMEZERSEZNERMN, fEIEM -
TSRS AT EYEREEXE. EERRT; |, P 8= NREKFINRERE REIE,
RLADBICIRERTE 81.2-112.4%2 18], F535 T 5o

R AOE R4E-LCMS-8050 BX A AHEERZ IFIEK

AR
< REBEL SPE, ARARELATAERZ.
< WA TEL SPE F5M4, KRR RENHREEFMN,

ENBRRTE—LERNSHAEINGRRET, mMEZ, ANE, ERRER, TZATHhEE
YIim. RE, BBEZEMA. BRETE, SHETERENGIHERERSENHESE. KZHWait
BREDBRY. B, [ ZERNENERRTeMEIEZENME.. RENEL. KR, MHR. BHR
B FEWMBL BERF

AREMMARKE, MENENBRBRFNARESRARAEETET —ERE, FIKBERENBERES
FABfEZ AR ARV AR 3 TRARPHEB VB R ABIN AR T A AR ERIEN R
EREFESHMEDR, FHit, HRERMREMNKRTBENBKASERNTTE, NTIFNEKRES
RfeZFRAABIFEEEZNE N,

X AER HRBSMREE A =ZENRMTIEEKA RS, BT —e LUERNEKERT 6 ME
MBEREINTTE, 2T ARERE, BT RRARKE AT,

1. SEIEE5
1.11%3§
572 AOE RA5 = LA RIZN LCMS-8045 B R4, EAEEN:
T Hl2E . CBM-20A Bt = Hl . DGU-20AsxX2
W & 3R . LC-30ADX2 B &h# £ 28 . SIL-30AC
# & | . CTO-20AC SPE % & 3R . LC-20ADXR W% ZR
(RE FCV-36AH &) (NE LPGE 871)
TRES TR IE . FCV-20AH, AOE # #£ 28 . SIL-16P Bnhiftixzs
M 2 LCMS-8045 &3 T fEus : LabSolutionsVer. 5.118
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1.2 D&%
eSS
TR EIL St

[E] A5 FE BN A
SPE HI&R !

(EETN -

2]

,
S
=

=
=
E=S

g

=2

BRi& &+

BEFriR
B OB K
EHRAL
A=A

F e S

.

PE A& & :

XBridge C18 Direct Connect HP (30 mm LX2.1 mm I.D., 10 pm)

FEEUR A-2%FREZACER, FEUR B-FEE+2B+ERE (v, 1/1/1) 7

LLEFRFEENRA IR 1

Shim-pack GIST Phenyl (100 mmXx2.1 mmI.D., 2.0 um,
(£8) LRBIMERAE)

P/N:227-30207-04, &

3 mL/min nonh 4 A FB-5mM BEREE+0.1%ERER 7K
B 18-F iz
0.3 mL/min =+ & . 40°C
2000 pL B R BEER AR IR 2
* 1 ELEEERER
BiE (min) ZEUR A (%) ZEUR B (%) TR (mL/min)
0.01 100.0 0.0 3.0
1.50 100.0 0.0 3.0
1.60 100.0 0.0 0.0
7.50 0.0 100.0 0.0
7.60 0.0 100.0 3.0
9.50 100.0 0.0 3.0
14.50 100.0 0.0 3.0
=2 BEER
BYiEl (min) TEE A (%) TEhAE B (%)
0.00 55.0 45.0
1.50 55.0 45.0
7.50 5.0 95.0
8.50 5.0 95.0
8.60 55.0 45.0
14.50 55.0 45.0
- ESI+ B OB B 350°C
: 0.5kV DL = E 1 200°C
: ®S3.0L/min MAREE  400°C
: =5 20L/min MESFAE : +31
C ®S5L/min 3B R . ZRHEET(MRM)
. S 230 kPa MRM & # : &3
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X 3. MRM &%k

1pre 3 Pre
Qlp CE Q

Fs S FR EpE= CAS 5 BIAEF FYBEF W W)
) 109.05 -11 -17 -17

1 HER Dichlorvos 62-73-7 220.90
79.05 -11 =27 -30
) 199.05 -16 -10 -19

2 KRR Dimethoate 60-51-5 229.90
125.00 -16 -21 -21
o 12705 -17  -13 21

3 DRIk Malathion 121-75-5 331.10
99.00 -17 -22 -16
. . 236000 22 15 26

4 PRz Parathion 56-38-2 291.90
264.10 -20 -10 -17
» 126-75-0/ 89.15 -19 -34 -22

5 IR Bk Demeton S/O 259.10
298-03-3 61.15 -13 -15 -15
125.10° -18 -19 -23

6 EREIHRE  Parathion methyl — 298-00-0 264.10
232.00 -20 -18 -23

115.05% -16 -18 -19
7 EEE-D6 Dichlorvos-D6 — 226.95

94.95 -15 -33 -16
205.05* -12 -10 -20
8 RER-D6 Dimethoate-D6 - 236.00
131.05 -12 21 -11
o , 127.05* 17 13 21
9 ShIkREs-D6 Malathion-D6 = 337.00
99.00 -12 -23 -16
. _ 23805*  -15 17 23
10 XPHiEE-D6 Parathion-D6 == 320.05
124.05 -11 -31 -11
. 89.05*  -10 13 15
11 AK#-DI0  Demeton S/0O-D10 — 269.05
61.05 -10 -36 -24
ERESIHRE-  Parathion methyl- 235.00* -10 -18 14
12 — 270.00
D6 D6 130.95 -14 -18 -22
F CRAEER XY
1.3 #HmaibIEss %

ER10 mUARAKFERE O, 130.22 umighE, FA/E#EIR1: 100089ELBFIMMARARTIER (HAREEIR-D6.
RR-D6. SHIFRHE-D6. XHHREE-D6A10 pg/L, MIREE-D10. FESHHRRE-D69100 ug/L) FHEAF @R
o
1.4 BRI

DRI ENET SR, BIEWRE, EfEaIIPR, MET-20°CKEFRT. BURS TIFR
RZBZEmBETAEFELIER, HPHER. KRR, DM UHREEKEDHIN1. 20 50 10,
25 50¢ 100 pg/L, AIMRBE. EREXIHRREE910. 200 50 100, 250 500. 1000 pg/L. fEAHACARFIZ
FR1000: 1R IIN LA TAERMANIR LIER, EHIRVERZLA R, T

2. &R 5518
2.1 tRE# M MRM &ikE
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3
3 2
2.0e4 /L_\/A 4
- LA I N S RO B N R B N S R B B N R R
45 5.0 5.5 6.0 6.5
RT (min)

1. BYBERE MRM BIEE
(1: FRR. 20 BB 30 R 4: BENHRE. S, 6: X
2.2 ZiER SRR
R ERBSERITIEAR, 2 1.2 PRDREHHITNE, ERRNEEE. LURE LT,
EIRELEAMNLAR, SHIREfL, ERVEMAEREIE 2 &k 4.

Area Ratio Area Ratio Area Ratio

RES 10 J BEe 1.0 o rogse
]y=0.09833090x +0.07986862 4y=0.0009724624x-0.001329879

]y=0.09483281x+0.07686088 1
8] R2=0.9995930 R =0.9997965 ] R2=0.9998944 R=0.9999472 08 R2=0.9995675 R=0.9997837
 Curve Fit: Default (Linear) .

7] Curve Fit: Default (Linear) 7| Curve Fit: Default (Linear)
| Weighting: Default (None) 1 weighting: Default (None) ] Weighting: Default (None)
~| Zero: Default (Not Forc ] Zero: Default (Not Forc 0.6 -| Zero: Default (Not Force

04

0.2

0 L T L T R | 0.0 — T
0 50 100 0 50 100 0 500
Conc.Ratio Conc.Ratio Conc.Ratio

IS R S

Area Ratio Area Ratio Area Ratio

| PR | oL

4y=0.007117362x+0.03071294 1y=0.08974651x +0.05077089 y=0.1186462x +0.08930924
R?=0.9995480 R=0.9997740

6|2 =09999082 R =09999541 8- R?=0.9992634 R=0.9996316 100
°| Curve Fit: Default (Linear) ] curve Fit: Default (Linear) Curye F?t: Default (Linear)
| Weighting: Default (None) 6 -] Weighting: Default (None) Weighting: Default (None),
7.5 -| Zero: Default (Not Forc

-| Zero: Default (Not Force -| Zero: Default (Not Force:

w
o

N
wn

o
o

B p B B 1 v v v v [ 0 ) v v v v T v v g g T 1 v v v v v v g g T
0 500 0 50 100 0 50 190
Conc.Ratio Conc.Ratio Conc.Ratio

FRENT iR Subfibh X B
2.6 A NBRARUERL

& 4.6 MAVBHUERLER

Fe A SRR e o) HEERR EER
(ng/L) (ng/L)
1 RR 1-100 82.3-102.3 0.9998 0.03
2 TEE 1-100 90.2-104.1 1.0000 0.29
3 Za]ysdied 10-1000 93.7-113.9 0.9998 2.18
4 FRE IR 10-1000 84.2-102.3 0.9999 1.75
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5 DRI 1-100 92.1-101.8 0.9996 0.06
6 XS 1-100 87.4-101.8 0.9997 0.16

23 REERE

WEPE 3 NRENENEBRABRGIVELIFARESNE 6 X, HRHER, KR, DHHEE. X
MBHRER 2. 10, 50 ng/L, WREE BEXMESRES 200 100, 500 ng/L, ERNBHBEE, RE
Y EIAIE EARMIEE MEERIRK 5 Fim. 6 MAENBKARENEMNIEERIAENVERERS 0.17%0

7.69%, ERNUBREEERM,
xR 5. ZENEMIEEIRES LR (n=06)

RE 1 RE 2 HRE 3
Fs a7 R.T. Aera R.T. Aera R.T. Aera
RSD/% RSD/% RSD/% RSD/% RSD/% RSD/%
1 KRR 0.17 7.67 0.09 5.63 0.08 3.01
2 MR 0.11 2.79 0.07 2.60 0.09 2.67
3 ARk 0.06 5.24 0.06 2.39 0.05 5.13
4 B E XS Rk 0.06 7.69 0.07 3.76 0.06 1.66
5 Sk 0.03 4.68 0.04 3.21 0.04 1.24
6 X3 0.04 571 0.04 241 0.04 1.29
2.4 hnrEI SR 258

BURKIEm, MABIBAKAGREMEREREAR, EPEHHE. TR SHURE. XSREINARE
%059 2. 100 50 ng/L; AIRES. EESTRESRESSI 200 100, 500 ng/L, IR 1.3 TITRIE 3 #),
ENBERGTIIINARCIUNRERTE 81.2-112.4% 2 /8] (IR 6).

% 6. IAFEINRLE R (n=3)

BORE AT 1 | AT 2 i AT 3

Fs B FR | : :

| (ng/) | BIKE%  RSD% | [EWRE%  RSD% | [EIKE% RSD%
1 FR N.D. L 852 641 | 901 512 | 975 2.16
2 HEE N.D. 897 475 1 967 308 | 939 1.24
3 RRRE N.D. L 1124 434 1 972 9.09 | 1005 5.74
4 ESTH S N.D. 812 953 | 960 244 | 997 2.39
5 OEEB 0 ND. | 885 475 1 950 470 | 1015 2.12
6 sEEBE 0 ND. | 889 619 | 930 139 | 1020 0.90
3. 418

AXFAEE AOE RFM=FETURITEIEN LCMS-8045 BXA, BII—ME/E. TR, HEif. =X
ERIFIRKR 6 MBNBKRANGE. ZAEXRBANEEERIRERL, FH) \éil“_iﬁﬁéélﬁﬁﬁi
ZMERXREIYART 0.999; E=TREKFHNGZERIESKLIH, REMNEMNEBERHYRIET BIFHNE
E1%, RSD O3 AFEBE 0.17%F0 7.67%. IMNAREIULSEILH, SYREIURERTE 81.2-112.4% 28], T3 74/HEH
Pl5E, ZITARERE. REERS. DTRER, sIUANRKRENBRGRIRHRIFNEENSE,
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% 3 £ AOE RISk

{9 R

it
a0

i (7 R

EKPERINZE T BXEFBEIIHNERRATER, BINERSMIREESKPHNERNRENR
WEBRE, HNABNKFRETE, sPRNEHNESEKRE (ng/l) HENZKERKE ARRA
RACENSRUE (B Z5E8/3/1000 BER). BEFBUELR, ALVKTMALUSESmin A
i3, @R LURIE S KEMBI DT, HITHRENR, BBIARE RS IIET, HERAkT, BHET .
I, BIDHEDKEKAFERNNER, CrLUVERZEES@ERE. XMRTES.

BKERENEZNRAERZ BT RERBNFRERES. BEMRIEEIE-HIKRE

(LC-MS/MS) HARBEBRR. 80, RBESHNE, HERNENEIN (MRM) BIUIE & ZREE R
THMSARRIAERR, BREBVIDTEERATR, AR KESLRLNINE, FEEHED
7 (JD/Y JY02.10-2021 KA 21 MEmMRAEY S I TRIUE). ID/Y JY02.15-2023 7K RIRFEIKES
= 71 M5 SRR R A ETIRI) FHARE, HEF (UD/Y JY02.10-2021) WR T EL[EHE
FE-RAESIEREEAE, BREMIRERNINGEZ— B AOE R4, XAELEMEFEI-KAE
BIBEKARA, PISRIKIFRIRTIEN BAR DR D BN Bsifusem, ReFmA AR, RIEDA
ERREE,

AEWRTHAGR AOE RF+LCMSMS BXADTEES/KPERRAEYIBINAIREM A RXE 5
B, HEXARSZE,
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AOE-LCMSMS EXR S Mok t¥rh 70 #piEtE B (Ciain R
AJET

B A A BEARIRE BEhTE L EMEZER AOE RAM=FELRITHIEMN LCMS-8060NX BXA, B
T 0 MEEMEY RS R B TIDR G E. RRAGRKEREE. UMD ITSESER, £ 20
min RAEMLEF. B, DBNUE. MAXRERER, KAARSSEMIBIRHIR, &RAERBRITE
T8, EBFIREIT 70 MEMELMERXMERY, EXRBIIE 0.99 Ll SHREHN 10 ng/L BIBIEHF
m (A Cotinine . Caffeine J&E N 200 ng/L) EENE 6 R, BIUERTE 77.5%~116.9%= (8], RSD 7£
1.94%~13.70%z 8], REANZBBRIEFHNEEN, HEEHP SR,

Ki#iA: AOE R4t ELLEMEZEEY R E YRl i

AR
& RAAXEIRHEE, 70 FEM09H B RIEFATER IR,
% Peakintelligence™r] IE AR RERIR D RN T BIBIEIRFINEE, ReEKFUELHERS.

FEHEEMEYIR (Psychoactive Substances, PSs )@Yt AKX EE R G = A say e ainsER N —
KW EM. PSs EBERBIEEEMABRENMUENIARER, BEARRRE, WEES 2.
S SR RSN AT ESHIE AR B ENX K,

BARA PSs B H BN BB R E S EAN BEEM AR EM,. PSs #IRB/E, PSs AEAE =M=
FECETIZHE Y, REHFAHISASR, HRELUET N ESKPH PSs REREIRIRFEIR PSs
HENRSENENE . SERAERL, SKOTAAR. FERE. ZWMER, UK RAFEZEE PSs /Y
KIOHZEREUNFERENREERES, FRNEALBEEHITION, NFTESRILTE. REMEREA
REARNAS L2 UM SREAEBEENE

ASER B EARINE BEITELEMEZEE AOE RAM =B RISEE, BT —Ma] LUERNE
KEEFR 70 MBS E MMM SN 7%, & ARIEEE, HERRTTIERIE LMo, aIEEXD
NAE =

1. LEES

1.1 %3

57 AOE 5=EF MR HRIEN LCMS-8060NX BEFB &£ %, BMEIEN:

R HIES: CBM-20A B S Ml : DGU-20AsrX2

Wi & 3 . LC-30AD X2 AOE ##¥gs:.  SIL-16P Boh#itas
# & % . CTO-20AC SPE 3/&3%:  LC-20ADxr

(NE FCV-36AH +3&i®) (NE LPGE &71)
g TfEuh:  LabSolutions Ver. 5.120
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1.2 D&%
REEESM:
M E B

. Oasis HLB Direct Connect HP (2.1 mm I.D. X 30 mm L., 20 um)

EN

83

SPE % & . EBEURAKBR, FEURB-FE+IBRARE (viv/v,1/1/1),
£ ZEUR C-50% R EEAGAR (0.1%FER) , TELEMEZEREHEHIE 1
B g = : C18 (100 mmx2.1mml.D., 1.8um)
oo M A01%BRERKAR; B-ZiE
#HOFE KRR 0 1000 pL HOF A R 0 1000 pL
moO= : 0.4 mL/min m ® 0.4 mL/min
AN BERR, BERBREN 3%, NEERTR LR
=& 1 ELENEEEIER
BfiE (min) ZEUR A (%) ZEEUKR B (%) ZEUR C (%) FRER (mL/min)
0.01 100 0 0 3.0
3.00 0 0 100 3.0
5.00 0 100 0 3.0
7.00 100 0 0 3.0
10.00 100 0 0 3.0
10.10 100 0 0 0.5
12.10 100 0 0 0.5
R 2 BEFRRBEME
B8] (min) BT YISEL ey &
3.00 £ B Conc 3
8.40 R B Conc 35
13.90 £ B Conc 100
15.90 R B Conc 100
16.00 = B Conc 3
20.00 =528 STOP
FRiE& G
BEFEX  ESH E[AME : 3.0L/min
# O B £ @ 1kv FiEAME : 10.0L/min
2 OB E :350°C mARME : 10.0L/min
DL & E : 250°C W E | &S
MFAESREE  © 400°C B3R R ZRMET(MRM)



X 3. MRM &%k

= - e o Qlpre Q3 Pre
Fs FRASZZFR Byt AR T IR T W CE W)

) 80.0 -25 =27 -29

1 AET Cotinine 177.1
98.0* -24 -24 -16
215.1* -19 =27 -20

2 B Codeine 300.2
199.1 -18 -28 -18
105.1% -20 -23.0 -16

3 34T — S ERXRR MDA 180.1
163.2 -20 -14 -29
105.1% -13 -24.0 -17

4 34 MR -FERFEXRR MDMA 194.2
163.1 -13 -16 -15
150.1% -22 27 -29

5 kA Cocaine 304.3
182.2 -21 -21 -17
= 105.0* 19 -30 17

6 XRRERT Benzoylecgonine 290.0
168.1 -15 -20 -16
165.1% -19 -40 -30

7 ngnde Morphine 286.1
201.1 -11 =27 -21
165.1% -17 -43 -29

8 06-F 7 BrhomE 06-Morphine 3282
211.0 -17 =27 -21
. 91.1 -18 -23 -14

9 REEXRR Methamphetamine 150.1
119.1 -17 -16 -19
. 136.1 91.1* -15 -20 -14

10 ENEN]: Amphetamine

21 119.1 -17 -15 -22
125.1% -28 -28 -22

11 KR Ketamine 2382
207.1 -28 -15 -20
125.1% -15 -23 -22

12 ERRRER Norketamine 224.1
179.1 -26 -15 -29
105.2% -16 -25 -17

13 RN Etomidate 2452
141.1 -13 -11 -23
\ 95.0 12 -25 -18

14 MIERREEER Etomidate acid 2172
113.0" -25 -11 -18
110.0" -11 -23 -19

15 kA Caffeine 195.0
138.1 -11 -21 -24
58.2* -30 -25 -23

16 5% Tramadol 2642
246.2 -14 -12 -24
N 105.0% -16 -30 -18

17 e Methadone 3102
265.2 -16 -16 =27
(2E)-2-T 2 &-1,5- " FE-33- 234.2 -18 -32 -23

18 iy A EDDP 2782
ZAREMIE T 249.2* -18 -25 -25
~ ~ 105.1* -14 32 17

19 4- KRR E-N-KZ BIRIE 4-ANPP 281.2
188.2 -18 -18 -18
o 105.1% -17 -40 -17

20 IKRe Fentanyl 3372
188.1 -18 -25 -18
. o 56.1% -12 -30 -20

21 EXCESZKE Norfentanyl 233.2
84.1 -15 -20 -14
o 111.0* -20 -40 -18

22 FEKE Sufentanil 387.2
238.1 -20 -22 -23
. - 84.0* -15 -19 -29

23 ERZEZBS KR Noracetylfentanyl 2192
136.0 -11 -18 -23
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24

25

26

27

28

29

30

31

32

33

34

35

36

37

38

39

40

41

42

43

44

45

46

47

ZESKRE

WEKE

4-RAERERRR

TIRRE TR

B 7aER

ERREELE

2-(E8)-2-FENC-1-5

3-[1-(URME-1-5)IF 2B E

belipas

BT

REWE

YEe

=S Sipas

FmatIEs

HopEE

Acetylfentanyl

Remifentanil

PMMA

Pseudoephedrine

Methcathinone

N-sec-Butyl pentylone

Dipentylone

Mephedrone

Fluoroketamine

Norfluoroketamine

2-MDCK

Bromoketamine

2-FXE

Tiletamine

DMXE

2-oxo0-PCE

3-OH-PCP

Diazepam

Bromazolam

Etizolam

Estazolam

Nimetazepam

Troparil

Dezocine

85

3233

377.2

180.1

166.2

164.2

234.2

250.2

178.2

222.2

208.1

218.2

282.1

236.3

224.1

2322

2182

260.3

285.2

353.1

343.1

295.1

296.2

260.2

246.2

105.1*
188.2
113.1*
317.3
121.1%
149.1
133.1"
148.2
131.2%
146.2
118.1
160.1*
100.2*
205.2
145.2*
160.2
191.1*
109.0
109.1*
1911
105.2*
187.2
169.0*
172.1
109.1*
163.1
179.1
151.1%
105.1%
187.2
911
173.2*
86.2*
107.1
154.1*
193.2
205.1*
325.1
259.1
314.17
205.2*
267.1
221.2%
250.2
82.1%
84.1
147.1
97.1*

-17 -37
-17 -23
-19 -30
-19 -18
21 -22
-22 -15
=27 -23
-19 -15
-19 -22
-19 -17
=27 -25
-28 -18
-16 -23
-16 -16
21 -22
21 -15
-11 -14
-12 -30
-24 -27
=27 -14
-25 =27
-15 -14
-18 -32
-19 -20
-16 -28
-16 -17
-11 -13
-11 -19
-12 -31
-12 -15
-26 -31
-15 -14
-30 -13
-30 -32
-19 -27
-18 -31
-24 -44
-18 -30
-22 -25

18 =27

15 -39
-16 -26
-20 -35
-19 -25
-14 -31
-17 -28
-14 -19
-14.0 -17



48

49

50

51

52

53

54

55

56

57

58

59

60

61

62

63

64

65

66

67

68

69

70

71

IREEIE

%R

=1

4-FZEN-FEN-ZFREER

FZREA

FR g%

N-(1-8E-33-ZHRE-1-arT-
2-5)-1-T E-1H-05| 4 -3- R iR

/

3,3-THRE-[1-(4-E-1-5)-
1H - 13|03 EREERZ B T B
3,3-ZEE-2-[1-(4- T BZ)M3I%-3-
F B A T BRI
2-[1-(4-8 T &)-1H-03|%-3-E
SE]33ZRETRFEE

2-[1-(5-FLE)-1H -05|0%-3-FREr &

H]-33-“RETHRFE
3,3-ZHRE-2-[1-(5-FE) I 0k-
3- REREE]TRE

LRI

3-EAEERF

25 RS

B LE

T AEME

UKEE FREE

RIFHIER

ARIT

#EBR

Pethidine

Methaqualone

4-OH-MiPT

Lidocaine

Xylazine

SC-109

SC-0818

SC-104

SC-0905

SC-105

5F-MDMB-PICA

5F-EDMB-PICA

LSD

3-FPM

Diphenoxylate

Phentermine

Buprenorphine

Methylphenidate

Amfepramone

Noscapine

Thebaine

Papaverine

Oxycodone

Cotinine-Ds3

86

248.2

251.2

2332

2352

221.1

3311

344.2

358.2

361.2

363.2

377.2

391.2

324.2

196.1

453.2

150.1

468.4

234.1

206.2

414.2

3122

340.2

316.2

180.1

70.1
220.2*
91.1*
132.1
86.1%
160.1
58.2*
86.2
90.1*
164.1
201.2*
286.3
213.2
298.3*
213.2*
298.3
144.1~
216.2
144.0*
218.1
144.1*
232.1
144.1*
232.1
208.1*
223.2
135.1*
1151
187.1*
379.3
911
133.1"
101.2
396.3*
56.1
84.1%
100.2*
105.0
205.1*
220.1
58.1*
266.0
202.1%
324.2
241.2%
298.2
80.0
100.9*



72

73

4

75

76

1

78

79

80

81

82

83

84

85

86

87

88

89

90

91

92

93

94

95

1SMHE-D3

B -R78HR-Ds

PIRRER-Ds

PAI#FEA-Ds

ARZ-Ds

EXRCEIBISKIE Ce

3,4-T R — |\ EKRL-Ds

Ob-B2 Z A HE-Ds

MnPIkEEl-Ds

AR RILE-Ds

34-T R A EREEXRM-Ds

A-REEREEXRIL-D;

N-#EBHA-Ds

ZRZR2-Ds

A +E&E-Ds

B De

ABAIT-Ds

Morphine-Ds3

Methcathinone-Ds

Pseudoephedrine-Ds

Codeine- D3

Amphetamine-Ds

Noracetylfentanyl-3Cs

MDA-Ds

0%-Morphine-Ds

Caffeine-Ds

Methamphetamine-Ds

Norfluoroketamine-Da4

MDMA-Ds

PMMA-Ds;

Norketamine-Ds

Ketamine-Ds

Norfentanyl-Ds

Fluoroketamine-Da

Benzoylecgonine-Ds

Tramadol-Ds

Thebaine-Ds

LSD-Ds

Cocaine-Ds

Papaverine-Ds

Noscapine-Ds

87

289.2

167.2

169.2

3031

141.2

225.2

185.1

331.2

198.1

155.0

212.1

199.2

183.1

2281

242.0

2382

226.1

293.0

267.2

315.2

3274

307.2

346.2

4173

165.1*
201.1
131.2*
146.2
136.2*
151.2
215.2*
165.0
93.1*
124.1
84.0*
142.0
110.1%
168.2
165.1%
211.0
141.1*
1131
92.1*
1211
113.1*
195.1
107.1*
165.1
121.1*
149.1
129.1*
211.1
129.0*
211.1
182.1%
84.1
113.1%
195.1
105.0*
171.1
58.2*
249.2
61.1%
266.0
208.2*
281.2
153.1*
185.2
208.1*
330.2
208.1*
223.1

-29

-30
-20
-22.0
-26.0



105.1* -15 -32 -18

96 4-KEEE-N-KZEIRIE-Ds 4-ANPP-Ds 286.3
188.2 -19 -19 -18
. 105.1* -17 -40 -17

97 K E-Ds Fentanyl-Ds 3423
188.1 -18 -25 -18
(2E)-2- W E-15-"HE-33-7K 234.2% -18 -32 -23

98 N EDDP-D; 281.2
EMErEIE-Ds 249.2 -15 -25 -24
o 111.0* -14 -37 -18

99 #F55KE-Ds Sulfentanyl-Ds 3923
238.1 -14 -22 -24
R 105.0* -20 -29 -18

100 %IDER-Ds Methadone-Ds 3133
268.2 -21 -16 =27
N 154.1* -19 -29 -14

101 HI754-Ds Diazapam-Ds 290.2
198.2 -15 -33 -18

x CRTEEEFX

1.3 Hmal IR %
FA5 mUEST S IREKAF 1245 mL, Z5H LIS IMALS mLBEOESR, BIIAS0uL5 ug/URENITA
R, RITES], MNEE/ AR, oM.

2. ZR571ie
2.1 Peakintelligence™ @il 5 sE B AT

ASRL0 B I E R B E AR ZPeakintelligence™EIBIE R gE B £, EAMEMRERERE FEREF
@b, FANRDIEXEREREIAR D S E1E BERIERIR D HEBLFIEEN BERHTEIRR D
HIER, FEXLRARBFERDSHAFoHITIRG. MPeakintelligence EFIKEEMIRN S, BIAE
5. R, TR EMYEIEIENTRD, BN ARNREMONIES, B TERE, LEL

Q136.10591.10 (+) 1.06e5 Q136.10>91.10 (+) 1.06e5
SN=1.68 SN=5.46

1.0e5 1.0e5

8.0e4 8.0e4

6.0¢4 6.0e4

4.0e4 4.0e4

2.0e4 2.0e4

0.0e0 0.0e0
N E B

55 60 65 70 7.5 55 60 65 7.0 75
JWAR> . Amphetamine (1 ng/L)

Q194.20>105.10 (+) 8.24e3 Q194.20>105.10 (+) 8.24e3
] SN=1.75 ]

8.0e3 8.0e3

6.0e3 6.0e3

4,063 4,063

2.0e3 2.0e3 SN

0.0e0-} 0.0e0-}
T e
55 60 65 70 75 80 55 60 65 70 75 80

RTINS MDMA (1 ng/L)
1. £ AT (k)M peakintelligence(A)FR9 45
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2.2 i g E

Q238.20>125.10 (+) 8.65e4  Q264.20558.20 (+) 1.09e5 Q 278.20>249.20 (+) 1.08e5
SN=78.30 SN=26.66 SN=155.07
8.0e4+ 1.0e5 1.0e5
6.0e4] 8.0e4 8.0e4
h 6.0e4 6.0e4 |
4.0e4 B
] 40e4 4,0e47
2.0e4| ]
] 2.0e4 2.0e4 ]
0.0e0 e e e 0.0e0 A e O'Oeo:---.----.----.----.----.---
675 700 725 7.50 7.75 800 725 750 775 800 825 850 AR A
Ketamine Tramadol EDDP
Q 387.20>238.10 (+) 1.24e5  Q219.20>84.00 (+) 6.41e4 Q 377.20>113.10 (+) 3.93e4
SN=94.55 SN=25.33 SN=31.84
1.295-: 6.0e4
1A0e5-: 5.0e4 3.0e4-:
8.0e4 4.0e4 1
6.0e4 3.0e4 2T
4.0e4] 2.0e4 ]
E 1.084-_
2.0e4 1.0e4 ]
0,00} 0.0e0 0.0e0-}
S ————— L e, et An BN Sl
950 975 1000 1025 10.50 10.75 600 625 650 675 7.00 775 800 825 850 875
Sufentanil Norfentanyl Remifentanil
Q 166.20>148.20 (+) 3.42e4 Q 234.20>160.10 (+) 4,694 Q 222.20109.00 (+) 1.96e4
SN=5.47 SN=40.77 SN=10.79
v
3.0e4] 4,004 ]
1 1504
1 3.0e4 -
2.0e4- ; 1
] ] 1.0e4 |
2.0e4 - ]
1.0e4 -] ] ]
] 1.0e4] 5.0e3
O‘Oeo-l----|----|----|----|----|-- O'Oeo_.|.......................... 0.0eO-
550 575 600 625 650 675 825 850 875 900 925 B U S

650 675 700 725 750
Pseudoephedrine N-sec-Butyl pentylone Fluoroketamine

2. 28 BARY MRM BB (1 ng/L)

2.3 &1%EHE
FERTEENS mLBAK, ANGEMESR, EBERREZSI1. 50 100 20 50 100. 150 ng/L%&

SR AR (HARCotinine. CaffeineikE 535920, 100, 200. 400. 1000. 2000. 3000 ng/L) ,#%1.2
D FEEITUE, ARERIF @ ERAEN R REATHEEB FXIEERL AN LR, iR
ERIERF EMIBRENBLIR, SHIRERSE, RUEXRRL, HXEFIYATF0.99, EHETE
70.3%~119.0%2 [8], HEXHRHEFSEILKA,

=4 REMAESE (NE 1/0)

Fs =L HERE axzar oemE o ) R

(ng/L) (ng/L)
1 Cotinine 20~3000 0.9999 92.2~107.5 Cotinine-D3 20
2 Codeine 1~150 0.9996 88.5~106.4 Codeine- D3 5
3 MDA 1~150 0.9998 93.6~107.2 MDA-Ds 10
4 MDMA 1~150 0.9982 90.2~108.7 MDMA-Ds 5
5 Cocaine 1~150 0.9991 93.6~104.0 Cocaine- Ds 5
6 Benzoylecgonine 1~150 0.9989 83.9~113.8 Benzoylecgonine-Ds 5
7 Morphine 1~150 0.9986 93.2~106.6 Morphine-Ds 5
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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
4
43
44
45
46
47
48
49
50
51
52
53
54
55
56
57
58

0f-Morphine
Methamphetamine
Amphetamine
Ketamine
Norketamine
Etomidate
Etomidate acid
Caffeine
Tramadol
Methadone5
EDDP
4-ANPP
Fentanyl
Norfentanyl
Sufentanil
Noracetylfentanyl
Acetylfentanyl
Remifentanil
PMMA
Pseudoephedrine
Methcathinone
N-sec-Butyl
pentylone
Dipentylone
Mephedrone
Fluoroketamine
Norfluoroketamine
2-MDCK
Bromoketamine
2-FXE
Tiletamine
DMXE
2-oxo-PCE
3-OH-PCP
Diazepam
Bromazolam
Etizolam
Estazolam
Nimetazepam
Troparil
Dezocine
Pethidine
Methaqualone
4-OH-MiPT
Lidocaine
Xylazine
SC-109
SC-0818
SC-104 100
SC-0905
SC-105
5F-MDMB-PICA

1~150
1~150
1~150
1~150
1~150
1~150
5~150
20~3000
1~150
1~150
1~150
1~150
1~150
1~150
1~150
1~150
1~150
1~100
1~150
1~150
1~150

1~150

1~150
1~150
1~150
1~150
1~150
1~150
1~150
1~150
1~150
1~150
1~150
1~150
1~150
1~150
1~150
1~150
1~150
1~150
1~150
1~150
1~150
1~150
1~150
1~150
1~150
1~150
1~150
1~150
1~150

0.9997
0.9982
0.9961
0.9994
0.9995
0.9992
0.9977
0.9993
0.9986
0.9997
0.9999
0.9997
0.9994
0.9990
0.9997
0.9994
0.9950
0.9955
0.9998
0.9979
0.9932

0.9963

0.9969
0.9960
0.9970
0.9944
0.9968
0.9992
0.9986
0.9995
0.9962
0.9949
0.9988
0.9999
0.9995
0.9998
0.9995
0.9998
0.9991
0.9950
0.9992
0.9998
0.9980
0.9975
0.9994
0.9914
0.9986
0.9979
0.9976
0.9950
0.9991

90

92.8~107.5
83.4~110.8
86.9~116.4
94.6~110.5
95.2~104.2
94.0~105.9
81.5~110.7
78.4~117.8
96.1~106.6
93.4~104.5
97.0~103.4
92.1~109.2
91.1~106.9
89.8~108.0
95.8~103.3
84.1~106.8
84.4~109.1
80.6~118.3
95.5~104.5
79.2~110.3
87.5~111.1

90.4~118.2

70.9~116.2
75.8~114.2
90.2~115.0
85.1~110.8
86.1~113.5
88.2~111.0
75.2~111.5
88.6~106.1
84.0~115.5
86.5~111.0
86.8~110.5
92.0~106.4
95.2~106.8
89.9~109.5
94.0~103.0
97.4~104.5
84.6~108.8
79.1~114.2
95.2~103.5
96.0~104.8
90.8~108.6
70.3~117.1
90.2~106.9
86.3~118.6
82.0~118.7
84.6~111.9
89.3~109.2
84.6~111.8
84.9~101.8

06-Morphine-Ds3

Methamphetamine-Ds

Amphetamine-Ds
Ketamine-Ds
Norketamine-Ds4
Diazapam-Ds
Diazapam-Ds
Cocaine-Ds
Tramadol-D3
Methadone-Ds
EDDP-D3
4-ANPP-Ds
Fentanyl-Ds
Norfentanyl-Ds
Sulfentanyl-Ds

Noracetylfentanyl-**Cs

Norfentanyl-Ds
Sulfentanyl-Ds
PMMA-Ds
Pseudoephedrine-Ds
Methcathinone-Ds

Methcathinone-Ds

Methcathinone-Ds
Methcathinone-Ds
Fluoroketamine-Ds

Norfluoroketamine-Ds

Ketamine-Ds4
Ketamine-Ds4
Ketamine-Ds4
Ketamine-Ds
Ketamine-Ds4
Fluoroketamine-Ds4
Ketamine-Ds4
Diazapam-Ds
Diazapam-Ds
Diazapam-Ds
Diazapam-Ds
Diazapam-Ds
06-Morphine-Ds
Benzoylecgonine-Ds

Norfluoroketamine-Ds

Diazapam-Ds
Methcathinone-Ds
Fentanyl-Ds
Thebaine-Ds
Fentanyl-Ds

Norfluoroketamine-Ds
Norfluoroketamine-Ds

Fentanyl-Ds
Fentanyl-Ds
Fentanyl-Ds

[, BN E, B, B, BN BN NG BN G B BN NG BN C S EE S N N © E S B N B E ) G N G B )

—
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59 5F-EDMB-PICA 1~150 0.9982 85.8~117.4 4-ANPP-Ds

60 LSD 1~150 0.9994 84.4~111.7 LSD-Ds 5
61 3-FPM 1~150 0.9974 86.2~112.9 Norfentanyl-Ds 10
62 Diphenoxylate 1~150 0.9939 70.6~103.4 4-ANPP-Ds 5
63 Phentermine 1~150 0.9959 77.3~114.1 Amphetamine-Ds 5
64 Buprenorphine 1~150 0.9965 83.6~117.1 Sulfentanyl-Ds 5
65 Methylphenidate100 1~150 0.9972 74.5~119.0 Fentanyl-Ds 5
66 Amfepramone 1~150 0.9915 85.5~113.1 Methcathinone-Ds 5
67 Noscapine 1~150 0.9978 80.3~109.6 Noscapine-Ds 5
68 Thebaine 1~150 0.9989 93.4~109.0 Thebaine-Ds 10
69 Papaverine 1~150 0.9950 95.0~104.0 Papaverine-De 5
70 Oxycodone 1~150 0.9915 80.2~112.2 Methcathinone-Ds
24 ESHXR

BEERE NS ng/UEREIREARRKR (HHCotinine  CaffeineiRE 100 ng/L) , BEEMEER, EZRNY
BNEEM, IEERMOKRT: & ERYHRSE (B M IEERRSDS 5 1E 1£0.02%~0.83%F
2.48%~14.08% 2 |&l,

= 5. REWEHNIEEREE 45 R (n=6)

s S454 REERYE] &M@ s Sy REBEYE]  IEER
(RSD%)  (RSD%) (RSD%)  (RSD%)
1 Cotinine 0.08 3.30 36 2-FXE 0.04 8.99
2 Codeine 0.04 8.17 37 Tiletamine 0.03 8.33
3 MDA 0.05 11.67 38 DMXE 0.04 10.23
4 MDMA 0.05 4.77 39 2-oxo-PCE 0.04 1141
5 Cocaine 0.04 9.45 40 3-OH-PCP 0.05 10.99
6 Benzoylecgonine 0.03 10.76 41 Diazepam 0.03 6.66
7 Morphine 0.34 2.48 42 Bromazolam 0.03 5.81
8 O®-Morphine 0.04 7.12 43 Etizolam 0.03 8.84
9 Methamphetamine 0.04 5.04 44 Estazolam 0.03 10.36
10 Amphetamine 0.04 10.45 45 Nimetazepam 0.03 821
11 Ketamine 0.05 7.10 46 Troparil 0.04 12.47
12 Norketamine 0.04 11.59 47 Dezocine 0.83 5.79
13 Etomidate 0.03 10.61 48 Pethidine 0.04 8.22
14 Etomidate acid 0.09 11.53 49 Methaqualone 0.03 6.25
15 Caffeine 0.03 10.42 50 4-OH-MiPT 0.07 9.16
16 Tramadol 0.04 10.66 51 Lidocaine 0.04 1161
17 Methadone 0.03 3.55 52 Xylazine 0.04 6.29
18 EDDP 0.03 2.59 53 SC-109 0.03 12.33
19 4-ANPP 0.03 9.84 54 SC-0818 0.02 5.46
20 Fentanyl 0.03 4.52 55 SC-104 0.02 5.44
21 Norfentanyl 0.04 7.35 56 SC-0905 0.03 6.01
22 Sufentanil 0.03 3.12 57 SC-105 0.02 2.54
23 Noracetylfentanyl 0.04 2.72 58 5F-MDMB-PICA 0.02 7.03
24 Acetylfentanyl 0.04 7.46 59 5F-EDMB-PICA 0.02 6.53
25 Remifentanil 0.05 10.63 60 LSD 0.04 8.70
26 PMMA 0.04 5.95 61 3-FPM 0.05 9.03
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27 Pseudoephedrine 0.04 6.18 62 Diphenoxylate 0.77 14.08
28 Methcathinone 0.05 3.03 63 Phentermine 0.03 9.22
29 N-sec-Butyl pentylone 0.03 5.66 64 Buprenorphine 0.03 10.58
30 Dipentylone 0.03 13.58 65 Methylphenidate 0.04 12.55
31 Mephedrone 0.04 6.55 66 Amfepramone 0.03 771
32 Fluoroketamine 0.04 13.94 67 Noscapine 0.04 11.56
33 Norfluoroketamine 0.03 .17 68 Thebaine 0.04 8.69
34 2-MDCK 0.04 9.85 69 Papaverine 0.03 9.81
35 Bromoketamine 0.04 1131 70 Oxycodone 0.04 10.78

2.5 nAREUE RIS
= AIMEKER, IMNEEESR, BEEEREN 10 ng/L MEITHFm (H Cotinine . Caffeine
REF200ng/L), BEEME 67, I RBVEMENBEELRINK 6 FTR, [BIURERTE 77.5%~116.9%
28], RSD T£ 1.94%~13.70%22 [&l,
R 6. IIAREINERLE R (n=6)

152 Sy FHEIER RSD me B4 FHEIER RSD
5 (%) (%) (%) (%)

1 Cotinine 95.9 2.14 36 2-FXE 93.9 431
2 Codeine 104.0 3.37 37 Tiletamine 102.0 3.72
3 MDA 99.1 8.04 38 DMXE 82.5 6.42
4 MDMA 93.4 4.45 39 2-oxo-PCE 97.6 10.8
5 Cocaine 96.7 4.68 40 3-OH-PCP 87.8 10.6
6 Benzoylecgonine 99.3 6.30 41 Diazepam 101.5 1.94
7 Morphine 94.1 3.09 42 Bromazolam 89.9 3.57
8 0O6-Morphine 98.6 6.81 43 Etizolam 112.7 2.33
9 Methamphetamine 101.6 5.82 44 Estazolam 97.2 3.38
10 Amphetamine 95.4 13.2 45 Nimetazepam 95.8 5.80
11 Ketamine 92.6 5.10 46 Troparil 87.3 12.6
12 Norketamine 100.6 4.62 47 Dezocine 90.5 12.0
13 Etomidate 101.0 2.89 48 Pethidine 81.5 9.28
14 Etomidate acid 4.2 10.76 49 Methaqualone 105.6 5.07
15 Caffeine 96.9 2.60 50 4-OH-MiPT 775 13.70
16 Tramadol 100.7 533 51 Lidocaine 116.9 5.58
17 Methadone 89.9 4.22 52 Xylazine 78.0 3.24
18 EDDP 98.4 2.51 53 SC-109 109.6 11.70
19 4-ANPP 105.9 2.35 54 SC-0818 89.2 3.30
20 Fentanyl 97.8 742 55 SC-104 90.7 9.54
21 Norfentanyl 89.3 11.1 56 SC-0905 115.2 7.01
22 Sufentanil 95..2 2.32 57 SC-105 106.1 12.00
23 Noracetylfentanyl 102.9 2.05 58 5F-MDMB-PICA 98.7 12.30
24 Acetylfentanyl 108.7 10.4 59 5F-EDMB-PICA 114.6 6.82
25 Remifentanil 105.7 11.1 60 LSD 97.1 5.29
26 PMMA 97.0 2.62 61 3-FPM 109.1 9.67
27 Pseudoephedrine 84.4 5.66 62 Diphenoxylate 84.9 132
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28 Methcathinone 853 11.3 63 Phentermine 110.8 8.25
29 N-sec-Butyl pentylone 101.0 7.59 64 Buprenorphine 1014 4.45
30 Dipentylone 1114 4.76 65 Methylphenidate 106.9 7.87
31 Mephedrone 102.2 7.64 66 Amfepramone 1014 4.07
32 Fluoroketamine 102.3 4.30 67 Noscapine 107.6 5.69
33 Norfluoroketamine 94.7 12.3 68 Thebaine 92.3 4.98
34 2-MDCK 94.0 7.89 69 Papaverine 97.6 4.59
35 Bromoketamine 107.1 8.04 70 Oxycodone 116.7 6.82
3. 43¢

AXFBEE AOE AL = EMUMRATFRIZ(Y LCMS-8060NX BXF, EBIiI—FfhfEE. HE. HHf. 85X
BE AR 70 M E M A SR 5%, & A ERBARITEEERIIRERLZ, 7£1~150ng/L
(HAA Cotinine. Caffeine JRE /3 20~3000 ng/L) RESEEIA, 70 FERILEMEEXERY, HXREHY
ATF 099, EEEBEREN 10ng/L FIEHESR (A Cotinine. Caffeine JKE R 200ng/L), EENE 6%,
[CIWERTE 77.5%~116.9%2218), RSD 7E 1.94%~13.70%28), FkAEHBIEE, B LURKBFEHEEEY) R
RSN ERIFNESE,
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AOE-LCMSMS EBX 1SN A ;&5 7K R U & K FFERF [0 & A FFES

8 B AXXFIBEE ACE AL LCMSMS BUkEKA, BILT A& 5K NS KFEN N S AMERERY 2
W Re R EXRBANEEE, WNAENGE. BEERIGLIRER#ITESR, SRER. &H AL
MR, SAMBEXRHIYE 0996 UL, | . S=DREKFIMFERERLCIWRLEE NS, FT0
i 3R, BAEDBIMARLEIRERIE 86.1%~111.9% i8], FATNE="RBIETEMETE 1.33%~5.93% 28],
Pabryi:3: EIE N

Xi#iA: AOE R4t R ARMEY NS ARFER £7E57K

BARRRA:
& SISO SRFRENAN D SR MER AL AOE+LCMSMS 347 75750
S XFERBES, FRIMERER. RER, DINERER.

RFRHEFSERENRASENTENERZ—, HFUSAME (THC) ZEEASHEELEMD, BEfE
ANHZIpR, FHR NG EZMEEIRR. THCTE AR XEBRVEL T LRSS~ 11-52-A9-
PUSRFRENA] 8-F2-A9-TUSKFRED, SARH—F A NIFEMERTISRFRER(THC-COOH)MR/VERY 8, 11-
—FR-A-TUEARRED, HAp THC-COOH 2 THC TEARBIEZRE Y, THC REAEYIMEE AMESHE
RN KA,

BKPERINE T BXEFBEIIHINERRATER, AEMNESKTERIRE, B5Ksmi
M ARG ZIFERNERRR, ESRARZEREKEBREMY 8. B, REDSmIRLRI
RERMR, TEFEBEIEEEREAN D EEMEFEDRERA, HS5LC-MS/MSEAREKAE, =Bt
MREE. BRI ELQNPRIGIETERNEINNBERNER, EHEBIEREERDTRS
(ACER%) , ZAZRBHFmAILIE, BESMRERIENE. g, SUELEESEER, MK
THEEEKFREE EFON, AKRBEUFERD T,

ZASCH FBAOE RG] = EEPUARAT BB (Y LCMS-80508k A, B —FpfaifE. PRk, /EMBRYAE S 5/KH
SARME IS ARFERI D75 7%. HAEXARSE

1. LIEERS
1.1 %3
RIS E AOE RAES =EMRTFIB VKBRS, BEREKEN:
Zaidlgs: CBM-20A Bt S Al © DGU-20As X 2
Wi & = . LC-30AD X2 Boh#FEs:  SIL-30AC
W &R FE . LC-20AD (RE LPGE 87r) By tEes:  SIL-16P
H R % . CTO-20AC (NE FCV-36AH +i& i T {Fiuh: LabSolutionsVer.5.97

1)
i % X  LCMS-8050
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1. &% AOE &4t

1.2 BiR%&H

BiEEY (SPE):
EFEZENE  © Oasis HLB Direct Connect HP (30 mm L. X 2.1 mm |.D., 20 pm)
SPE &SR © A-K, B-BRE2/Z2RE/FAEE (1/1/1, v/v/v)

SPE M&E : 3mL/min
%

pEi Y =3 : 2000 pL
% 1. SPE BY[E)i2%
Time(min) Module Command Value

0 Pumps Pump C Flow 0.5
0.01 Pumps Pump C Flow 3
3.00 Pumps SV(Pump C) B
5.00 Pumps SV(Pump C) A
8.00 Pumps Pump C Flow 3
8.01 Pumps Pump C Flow 0.5

BiEgFG (UHPLC) :
& 3% # . Shim-pack Scepter C18-120 (100 mm L. X 2.1 mm1.D.,3 um)
o M AMB-0.1mM ZERER+0.1 mM &LiRAKAR; B AE-ZBE/FREE (1/1)

m o 0.4mL/min
=+ B 1 40°C

B 7 I0 0 BRERRR, BABRIISIRED 80%, BYEliEA Il 2
R 2 BESRIYEER

Time(min) Module Command Value
3.00 Pumps Pump B Conc. 80
5.00 Pumps Pump B Conc. 100
6.00 Pumps Pump B Conc. 100
6.10 Pumps Pump B Conc. 80
9.00 Controller Stop
LCMS-8050 Bais&14:
g F B :ESI() B O B £ @ -35kv
EWHSMR  3L/min MPIEHEE @ 400°C
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DL B E :200°C A # K A 0 ZREENMRM)

B OX@E : 300°C FI1E S mE : 10.0L/min
MRM = & : Q53 m#HES/E 0 10.0L/min

K 3. MRM &%k

e o Q1 Pre Q3 Pre
No. B RIAET YEF ) CE(V) .
Bias(V) Bias(V)
245.35* 15 27 11
1 THC 313.10
191.25 11 27 20
248.40* 11 27 16
2 THC-IS 316.20
194.35 11 28 21
191.90* 17 32 20
3 THC-COOH 343.10
245.30 16 27 11
194.35* 16 31 12
4 THC-COOH-IS 346.10
248.35 17 29 11
1.3 fREBRECH

DU AN SARFMERITESR, BREHRRE, EFEGITER, BMET-20°CKEPRT-
DHMANIER, BRERR, EfIBESNIRIER, REN 10 pg/L, MET-20°CKERRF. BUES
TERAREUBREHET AR RERL TIER, KEDH) 050 10 20 5. 10¢ 20, 50. 100 pg/Lo
RBAk 5 ZBE#%R 7: 3 LLHPRSHAFNRERARREAR, RROEMETIE&RIZER 1. 1000 Lo
F, %08 1:1000 BYLEBIAINAR TE&RAD 1:100 BIEEBIIIN 30%MV ZERIA R, FESENF@mPRE,
1.4 #mpFasth i

REMIBREE S KFm, BMET20°CKEPRT. MiElel, MARIER, B4 mIESZARIIA
6 MLZRREGYS, AEIPTFEIER, HEMBEFM, RR1: 100089EEAIINMAR TIE&RA1:100LL 5
JAN30NBIZERIZA R, BESENFmRPE,

2. 5R5¢ie
2.1 AOE L##-ZEEURTRE

ST TR S K RE ARG Bohi#iEes (SIL-16P) BUF/EH SPE MikRHEIXZE EIMEZEEE SPEL
£+, MEARMEFIOEAFERE SPEL IRMI, £ 3 min BB H@IRMBIR, BEXREEIERAXA
BEDRRRE BAR AT SPEL %ERRE) UHPLC Dt L, SEREBIBIERNEREMDE. £ SPEL FkiAIE
By, ®mHEMESELAIEBERR D EEEVATIMK, FeREEZEEME SPE2 BVBEMFHE, H&T
— DRI
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Max intensity 0 %

b i ﬁsa'ﬁé_mc
| SPELL#¥. &M {
: t  SPEL¥EHt. OB 150
1 i |
: | 0
0 10 20 e.‘lp Py <o &0 70 &0 90
(x10,000) RS
{1:THC 313.1000>245.3500(-) CE| 27.0
5.0792:THC-COOH 343.1000>191.300p(-) CE: 32.0
1 i THC
4.0 II
3.0 E
1 i THC-COOH
2.0 :
1.0 i /\
0.0] i
0.0 10 20 30 40 50 60 70 80 min
2. AOE iR EAF2EBURIE 45 R
2.2 MRM ®&igt[E
Q 313.10>245.35 (-) 5.08e3 Q 343.10>191.30 () 2.25e3
- v - v
100.00 " THC 100.00 ] THC-COOH
%- %-
000 b 0.00
5 6 45 50
RT (min) RT (min)
3. THC A THC-COOH tm&a#& (0.5ng/L) MRM &i%E
2.3 &1%EHE

AR L3 ECHI S RERSIVERR, UNINASHIAERLZ, AERLINE 4, HMEERN TR
™, FISRUEHZEE XA RY, ZIEEXRIIIART 0.996, HEHFHETE 90.6%-112.5%2 8,

Area Ratio Area Ratio

10.0 4| THC o J THC-COOH Y

2|y =0.09068295x -0.01021851 y=0.04304445x-0.0007989148
JR?=0.9938204 R =0.996905 R2=0.9950817 R=0.997537

7.5
Curve Fit: Default (Linear)

IN

-| Curve Fit: Default (Linear)

w

5.0 | Zero: Default (N

N

251

0.0 4

Conc.Ratio (ppm) Conc.Ratio (ppm)
4. THC 1 THC-COOH #r sk

R A IRELLER

P R TR Ho LR
e xR =
(ng/L) (%) (ng/L) (ng/L)
THC 0.5-100 0.996 92.7-112.5 0.10 0.03
THC-COOH 0.5-100 0.997 90.6-107.9 0.38 0.12
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24 NBREE
R 1.3 PREHE. P S REMERR, ESHE 6 X, EROMAFFRENENIERRNES
M, SRINTERS Fim. REEIFIEEFRES AR ERZE (RSD%) 25/ F 0.14%7H 3.12%, N2BHEERE
Rto
x5 BEMNI (n=6)

RE REE BER RE  RENE BER O RE  RENE BER

a=x
ng/L.  RSD%  RSD% ng/L  RSD%  RSD% ng/L  RSD%  RSD%
THC 5 0.03 109 20 0.03 211 50 0.06 1.27
THC-COOH 5 0.14 312 20 0.13 199 50 0.14 1.01
2.5 B RNFR3E

&S KFm, 2R 14 PBRBEFRIE. A 8= FRERENNFFE, ZF@TATIE 3
Ro MAERETR: NIRRT 86.1%~111.9%2 8], FATIE = RAABTERETE 1.33%~5.93%~
8], WA EEMRLE R,

# 6. BIMRRBLER (n=3)
BRKRE  IARRE (5ng/L) IARARE (20ng/L)  IARARE (50 ng/L)

=7
(ng/L) [BIE% RSD% [El =% RSD% Bl =% RSD%
THC N.D. 86.1 331 105.0 4.05 111.9 2.45
THC-COOH N.D. 913 5.93 89.6 1.33 87.2 3.36

3. 5518

A 578 AOE RH = BIERATBTIB(Y LCMS-8050, I —FhEE. RIR, /A S5 KA
SARMENNN ERFERE R DRI 05. % ERBRIERIRERZ, SEDEMEEXERT. ).
. S=DREKFRILNGSHERE, RENEMERRYERIAL T REFNVEES. MAREEERES, &
YIPEIRIE 86.1%~111.9% (8], HAEMRIER, 2 A RIFERE. REES. DTERER, BJUAR
LTI AR IS KR RMAVI IR (R U EENEE,
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AOE-LCMSMS BEXF9 RS KP 7 #FKREEYKR

B AXFARE AOE RGHM =E MR FIEMN LCMS-8060NX, I T/5KF 7 F5 KEXMBN D
WHE. REFAREREE. FUNOTEESEN, E22min AFmNEF. B5%. 2BMNNE. %5
EXRBAAIVEEE, 7 0.05-10ng/L BSEER, FREBIRYIFLMERRAZLIIE 0999 UL, &HIERYF;
SPAREARES T 6 X, RENEMEERBIENATERZE (RSD%) D 57E 0.02~0.04%70 1.00~5.10%
zlel, BEEMRY; P R="KENIIFEIWEE 63.0 ~89.3%2i8], 1T 3 D IRF @AV AR R
#(RSD%)TE 0.55~10.60% 28], 7 %EMPISE, FIATLFriFmaviill.

XHiE: AOE A%-LCMS-8060NX BXA 757K S REEYR

BARRA:
<+ B SKELSmAY AOE+LCMSMS S 57%o
S AFERBES, FRIMERER. RER, DITERER.

SRR ERENEA L, HEEEE. MEAFERNERLBELENFESGHZM. UTKE
KYFANKFESERXBXE, EE—EERANERTHA, ERAEARREL, 55T ELRIF]
Ao BT ZEYREEE. mME. TRR. BEXME, BRNSFERES TUEE IR —RXER,

AHE, FREXYF—ER™REERRMMEFERES, T018FRFTHTETEREL, K
ERAFAR WHERERPRHTER ERTHIR. AF4H10, A%, EREERREZERZ. EX
AmnBEEERRERM (KTRETREXRDRIIN GFAREMEES MG o E S it g4 B 3
AE) , FREXFWELIE.

A3CH A BiRAOE R 3 (2 B ohEHRZ BN 17 R 4%) A = EPUARAT B IE X LCMS-8060NXEX A, 2 37 —7if
B, RE. EH. SRBESKPZREIRERQNGE, HEXARSE,

1. L1885

1.1 1438

572 AOE A4t 5 = BMURITHRIEN LCMS-8060NX BXFB &4, BIAEEN:

AR CBM-20A B S Ml DGU-20AsX2

Mo R . LC-30ADX2 Enh#iFee:  SIL-30AC

= R f& . CTO-20AC (WEFCV-36AH +i@i)  SPE #Wi/&R3R: LC-20ADXR BWRER (RE
LPGE &7t)

AOE ##¥28: SIL-16P BnhiHifss ®IE T {Eut:  LabSolutions Ver. 5.99 SP2

1.2 DY

A B A

BEfAZEENME  © Oasis HLB Direct Connect HP (30 mm L. X 2.1 mm I.D., 20 um)
SPEWIRER  : AJK, B-50%ERESKE 0.1%ER, C-HE: ZE: BEE (111, VAN
SPE JiiX : 3mL/min

99



. Shim-pack GIST C18-AQ HP (100 mmX2.1 mmI.D., 3 um,
P/N:227-30765-03, &2 (L

) KRB[BMBRAF)

REAE . AFE-0.1%FRER/K B HE-285
TR 0.4 mL/min
e : 40°C
BIEE © 1000 L
Vi ﬁ%f R
LCMS-8060NX FRigsefs:
B F B . ESIH 2 O B £ 0.5 kv
EXHEMZE : 3L/min IMESREE . 400°C
MASMIE : 15.0L/min H# & N . ZRNEEI(MRM)
# O&R E : 350°C FBEAME © 50L/min
DL & E . 200°C MRM = # . &1
= 1. MRM Ltk 2%k
Fr 1 Pre Bias 3 Pre
e PIFAA  CASNo. skEy  mmy oD 0
= V) Bias (V)
188.15* 22.0 -11.0 -24.0
1 4 J|TEZKE 1 244195-31-1 369.30
105.10 22,0 -26.0 -39.0
188.15* 22.0 -11.0 -24.0
2 BEKE 2 101343-69-5 371.25
105.10 22,0 -24.0 -37.0
188.15% 22.0 -10.0 -24.0
3 RGBS e 2 82003-75-6 335.25
105.20 22,0 -24.0 -34.0
188.15% 22.0 -11.0 -23.0
4 PNEEAY N 2 101345-66-8 375.25
105.20 22,0 -25.0 -38.0
188.25* 22.0 -11.0 -25.0
5 XEES KB 1 122882-90-0 365.25
105.20 22,0 -25.0 -40.0
188.25* 22.0 -10.0 -24.0
6 STHS AR 1 119618-70-1 351.10
105.10 22,0 -25.0 -37.0
188.25* 22.0 -12.0 -23.0
T S K 1 3258-84-2 323.25
105.10 22.0 -23.0 -36.0
8 SAZER-D4 (RAR) 1 242.10 129.05 13.0 -28.0 -20.0
9 E7VEF-D3 (RAR) 2 313.15 268.25 22.0 -15.0 -10.0
A TRAEEBT
1.3 RS RINVELE
DRSS KERY AR ERRK, BIBEHERE, GRS IIER, MET-20°CKEDRRF. 75EAMR

AR, BB, BN IER, RENSug/L, MET-20°CKERRF. BUES TIERAIBUEZE
AR ARGIRERETER, RED5179 0.05. 0.10 020 0.5 1. 20 5. 10 pg/L. TEEBLAKHIZR
1:1000 BIEEBIIIANRAR TIER, AZAITRAERIROER L TIERIZAR 1:1000 LEAIFRE, FHIRAR 1:100 BILL

BN 30%8Y 2 BRIRA R »

EAENF SRR,
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1.4 ¥ RAIbES &
ER 10 mL757KFFE D, 1 0.22um iBER, #A/GI%HR 1:1000 AYLLAIINNPFR TAE&RAN 1:100 DO 30%
WZBRIAR, BANFERERI,

2. 5R514ie
2.1 iRAE R MRM &L

Q 323.25>188.25 (+) 481e5 Q351.10>188.25 (+) 416e5 Q365.25>188.25 (+) 2.32e5
RT=8987 RT=9.549 RT=9.860
10000 100.00 10000 -
% % %-]
000 e 000 = 000 -
85 9.0 95 9.0 95 100 9.5 10.0
RT (min) RT (min) RT (min)
ZESRE STHSXE XS K IE
Q 375.25>188.15 (+) 3.19e5 Q335.25>188.15 (+) 4.07e5 Q371.25>188.15 (+) 4.08e5 Q369.30>188.15 (+) 2.82e5
RT=9.396 RT=9.267 RT=8.997 RT=9.665
10000 - 10000 10000 100.00

R

%-] % %

0.00- ; - - 000 - - T 000 : - - 0005 - -
90 95 100 90 95 85 90 95 90 95 100
RT (min) RT (min) RT (min) RT (min)
KIES R RIFEHRS K E BISKE 4-FTEBSXKE

1. 35 A MR MRM @3B (1 ng/L)
2.2 &143EE
2R 13 EFRSREREERR, USEMYRENELIN, BAYIEERSHRIEEIR9M)ME
fr, URTRELGINRERLZ, PIEREREEMEXRARY, SMBEXRFUIAREIZE AT 0999, &MEHE
KR AT ILFR 20
=2 RORELE Y

F LMSEE EE2MR
. ga=x? HXAHR FEE%
= (ng/L) (ng/L)
1 = = 0.05-10 0.9999 98.1-103.3 0.02
2 STHSXE 0.05-10 0.9998 93.9-111.1 0.01
3 RS K E 0.05-10 0.9996 89.4-114.0 0.01
4 CREE V=) 0.05-10 0.9998 96.2-104.3 0.01
5 AIHI S K E 0.05-10 0.9997 94.9-107.7 0.01
6 BEKE 0.05-10 0.9996 94.0-108.6 0.01
7 4| B KE 0.05-10 0.9999 91.0-103.8 0.01
Area Ratio Area Ratio Area Ratio
ZBHAR | eTEEAR | mEESAR
y=0.5607678x+0.0086699 4-{y=0.4557371x+0.0042669 y=0.2564076x +0.0030789
R?=0.9997743 R E .9998 2-{R2=09992327 R¥0.9996

| Weighting:

ault (1/0)
2 2'_ Zero: Defadlt (Not Forced) 1 -| Zero: Defadlt (Not Forced)
0 04 04
0 5 0 5 0 5
Conc.Ratio (ppt) Conc.Ratio (ppt) Conc.Ratio (ppt)
SR STHSKRE KBRS K E
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Area Ratio Area Ratio Area Ratio Area Ratio

sk | FtsEE AR HISAR
3-]y=0.3446652x+0.0015566 24 |y=04836246x+0.0071621: 4 ]y=04594141x+0.0039640
1 R2=0.9997554 R 0.9998 |R2=0.9995002 R #0.9997 9996

| curve Fit: Defayt{Linear)
-| Weighting: i@fault (1/C) Weighting: ault (1/C)
2 -| Zero: Defadlt (Not Forced) 2 Zero: Defadlt (Not Forced)

2_: Curve Fit: Defaylt(Linear)
| Weighting: [ggfault (1/C)

0 0
Conc.Ratio (ppt) Conc.Ratio (ppt) Conc.Ratio (ppt) Conc.Ratio (ppt)
P RIEA Y N = RGBS K RBEKE 4-JTHSKE

2.5 KK FRUERRLL
23ESH
AR 1.3 ZRECHIE. . SRERERR, ES8HE 6 X, EROMAEREFEMERRNEE
Mo FREXRYIFRIREITEIMIEEFIIR RSD 257 0.02~0.04%70 1.00~5.10% 8], #HIEXRAFEEE

M RFo
=3 EEMNR (n=6)

FE RSD% (0.2 ng/L) RSD% (1ng/L) RSD% (5ng/L)
i BB

= RT. Area RT. Area RT. Area
1 V2 N = 0.03 3.19 0.02 2.67 0.04 2.33
2 BTHI KR 0.03 5.10 0.02 3.72 0.04 2.28
3 TRBRSSKJE 0.03 3.38 0.02 2.51 0.03 3.36
4 P NIEEA Y N = 0.03 3.27 0.02 2.05 0.04 4.69
5 RGBS KE 0.03 4.40 0.02 1.00 0.04 3.25
6 BIKE 0.03 2.59 0.02 3.58 0.04 2.36
7 A-JmIBES KR 0.03 391 0.02 2.26 0.03 4.02

2.4 pOAR[EISE3E

BU57kIFmm, IR 1.4 PEPGIEFSMIIEER, = DKFIMRREL TR 4 Fin, S5
TE 3 Ro MALRER: HREEYFHINAREIUERAE 63.0 ~89.3% (8], HEXAREMETE 0.55~ 10.60%
2z 18], WEBRATTEEMRE R,
R4 BERIAFERRER (n=3)

A FaRE #R (0.2 ng/L) mx (1 ng/L) osr (5ng/L)
g W (ng/L) EIKZE%  RSD%  [EIRE%  RSD%  [EIRE%  RSD%
1 ZHSAR N.D. 87.0 10.20 87.0 2.10 89.3 0.55
2 STHIAE N.D. 63.0 5.15 69.4 1.25 672 1.23
3 RELS AR N.D. 82.0 1.09 83.6 0.95 84.1 2.72
4 P ) N.D. 68.0 484 74.1 4.10 67.1 121
5 AEBS AR N.D. 89.0 6.81 83.9 1.88 84.3 1.10
6 BISKE N.D. 66.5 5.15 70.6 1.70 72.1 243
7 L EmTESAR N.D. 72.5 10.60 78.5 1.70 80.1 0.85

A NDRRARIEH,
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A

3. 45ie

ANFFAEE AOE ARG =FERFFFIEN LCMS-8060NX, EIZ—FhEE. R, Eif. SXHE
A5 KERS RESBRBIRNTG %, 2 EARARINEESE, WIEHIERA: A& EEME. 105
EIWRRYF, FHEEHRISE, BJLUSKPESTRERY MR RFNEENSE,
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AOE-LCMSMS EXE:N;5kh — RE G REGERISELIFN

B AFIBSE ACE A =B MURMLUIE(Y LCMS-8050, I 7 AE/S/KP ZREBREEESL
BLFINEB DT FE. ATFEE 14 min RTER 7 MBS L. B DRANE, &mAERT
MR Y FBIMIRIIET 0.05 ng/Le DRIERT HELMERXME. HEHEREE LR, et
BXRMRY, HEXFRHAE 0995 KU, . F. B=REKFIREIWCHEEEE K,

K##id: AOE+LC-MS/MS SRR LIF E£IE5K

BARRRA:
<+ M AOE RIS /KIF R 7 MR EHAIFIELE R RAEA D,
<+ BATIMRET 0.05 ng/L BRREHAIF B RBEEEN T %o

EORERERHAMEF BERTHNE —LBHAMm, BT ORISIEHEIIER. BRERL]
BEBREWER. BERLAERNLEY), RABREAFERLINIER, WEEAFERKX

=
—2%

=%

2
hE.

SRS NI F RN F MmN AR, BNERSMIBEE S KPS @AEE =80k
E, HNABNHFRUTE, sIRIENSmRE (ng/L) HEANZXKERNEMSRIVHEZ (B0 &
FE/H/1000ER). XM /AR UM X EZ ik ARV FE, Ea UATFRNEREZKENRESIE
5, WRIBAREBIEDINT BaiEE, TUWED, IS EEER, ARSHTERIELTIM.

AXHA BZAOER LM =B UE T LKA, By —MEE. RE. ERHREESKPEEE
IRB DA 3 7o

1.3c3888 53

1.1 13§

AL &7E AOE ARFA1 = U F1E LCMS-8050, EMAACET:

AaEHlgs: CBM-40 Bt S M @ DGU-405X 2

B oK R O LC-40D X3 BohiftiEss.  SIL-40C X3

W & ® : LC40DXR (NE LPGE #7T) Bnh# LS SIL-16P

OB 8 . CTO-40C (NE FCV-36AH +iEiR) B T{Eus:  LabSolutionsVer.5.113
R & ¥ : LCMS-8050

1.2 &M

G E RSty

BEEMHY (SPE)
M ZE B  : Oasis HLB Direct Connect HP (30 mm L. X 2.1 mm I.D., 20 pm)
SPE W& 3R : A-JK, B-BBfz/ZfE/RAE (1/1/1, v/v/v)
C-0.1%FRE8 50% FEZ/KA R
SPE MR : #EmE~0.5mL/min
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O 2 . 3000uL
R 1. SPE BaEligF

Time(min) Module Command Value
0.01 Pumps Pump C Flow 3
2.80 Pumps SV(Pump C) C
5.00 Pumps SV(Pump Q) B
7.00 Pumps SV(Pump C) A
11.00 Pumps Pump C Flow 3
11.01 Pumps Pump C Flow 0.5

7 FCV-36AH @i tiEet a9 2.8 min
‘Big%&H (UHPLC)
B & M : Shim-pack GISTAQ-C18 (100 mmX2.1mm1.D., 1.9 um, &E (L&)
SLIRESMBIR AR, P/N:227-30807-02)
osh AR ARB-0.1 %FRERACAR; BIE-ZBE

m ® . 0.4mL/min
=+ | 40°C

B I BREER, BAERIGIRE N 8%, BYEIERIIE 2
= 2. BER AT a2

Time(min) Module Command Value
2.80 Pumps Pump B Conc. 8
6.50 Pumps Pump B Conc. 185
12.00 Pumps Pump B Conc. 100
13.00 Pumps Pump B Conc. 100
13.10 Pumps Pump B Conc. 8
14.00 Controller Stop
Tt
5 F R :ESH MARREE  350°C
Z S5 MmE :3.0L/min D L B E :250°C
mH S om & 15.0L/min 2 0O &R E :400°C
F & SR ZE :50L/min ¥ O B E : 05kv
MRM & % @ K3
7 3. MRM £#1
o o o Q1 Pre Collision Q3 Pre 3
Fs La=x? RAEF FYEF _ , ENEn
Bias Energy Bias
86.15* -10 -15 -18
1 5-MeO-MIPT 247.25 B[-~A-D3
174.20 -10 -19 -20
160.30* -10 -22 -17
2 5-OH-DIPT 261.20 MDMA-D5
114.00 -19 -15 -22
174.15* -20 21 -12
3 5-MeO-DIPT 275.20 MDMA-D5
114.10 -19 -16 -22
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58.10* -18 -15 21
4 5-MeO-DMT 219.25 MDMA-D5
174.20 -16 -16 -19
159.05* -19 33 -16
5 5-MeOQ-DALT 271.15 A &[&A-D3
110.40 -11 -15 -12
160.20* -12 -29 -18
6 4-Acetoxy-DIPT 303.25 MDMA-D5
202.20 -12 -20 -22
58.00* -13 -16 -10
7 DMT 189.20 MDMA-D5
144.10 -14 -16 -10
165.10* -10 -13 -29
8 MDMA-D5 199.15
107.05 -10 24 -18
185.10* 22 221 17
9 B+&EF-D3 307.10
153.10 -15 -26 26
A CRIAEEBF
1.3 R RECH!
131 EMER
T4 ERER
Fs & T H CAS &
1 S-REE-N-BE-N-BEREAR 5-MeO-MIPT 96096-55-8
2 5-2ENN-—BREER 5-OH-DIPT 36288-76-3
3 5-BE-NN-—_SREGR 5-MeO-DIPT 4021-34-5
4 5-REE-NN-ZHEARR 5-MeO-DMT 1019-45-0
5 5-BE-NN-—IEREGR 5-MeO-DALT 928822-98-4
6 4-ZBEENN-ZEREGR 4-Acetoxy-DIPT 936015-60-0
7 N,N-—EREGEL DMT 61-50-7

132 AR
NHBEREEmESIVERR, BRERE, KBRS IHER, BET-20°CKEFRE. DHlNE

mPRATER, RRERRE, EfRRESTER, BMET-20°CKEHRT.

BURE LIFRAREUZFEREARFIRNANERERETIER, BREVMRBKREMRRA 0.05
ng/mL. 0.1ng/mL. 0.2ng/mL. 0.5ng/mL. 1.0ng/mL. 2.0ng/mL. 5.0ng/mL. 10ng/mL, RIrRKE
79 10ng/mLo TEEBLAEKFINN 30% L BB RIEARECER pH 299 7 VEARERKR, MAMERERLET(F
AR 10 1000 LLBIFRRE, RO,
1.4 LR AT R0 IE

ERBRRAMENATESKERIO ML, MNA30%ZBEZKAR100 uLBT pHALAT, IMARIRE

&R10 UL, BEEE0.22 umigkRia, EAFRIRERE,

2. SCIG4ER
2.1 &itE

BRREY AR EMARIURE (0.05 ng/l) NEIEEWNT, EYMRNRBES, ERE (S/N,
ASTM) HREEEXK,
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Q 189.20>58.00 (+) 362e4  Q261.20>160.30 (+) 387e4  Q219.25>58.10 (+) 2.98e4
SN=9202 ¢ SN=9062 SN=104.78
100'00__R1 94.04 (65.83- 122.25) 100'00'_R1 78.64 (55.05)\ 102.23) 100‘00'_R1 106.19 (74.33 - 138.05)
%- %- %-
0.00-...,....,....,. o.oo-.,....,....,.. 0.00-.,....,....,...
6.5 70 75 6.5 7.0 75 6.5 70 75
RT (min) RT (min) RT (min)
DMT 5-OH-DIPT 5-MeO-DMT
Q247.25>86.15 (+) 852e4  Q27520>174.15 (+) 133e5  Q303.25>160.20 (+) 640e4
¢ SN=13478 . ¢ SN=39.05
100'00__R1 70.18 (49.13|- 91.24) 100'00'_R1 109.66 (76.7% - 142.56) 100'00__R1 4462 (31.23) - 58.00)
% %- %
o.oo-.........../\‘.., 0.00- ——— o.oo-T‘.‘T—.‘.JLﬁ"T.*T‘.
80 85 90 85 20 95 85 90 95
RT (min) RT (min) RT (min)
5-MeO-MIPT 5-MeO-DIPT 4-Acetoxy-DIPT
Q271.25>11040 (+) A24e4
,SN=7573
10000 |R1 8885 (62.19] 115.50)
%
o‘oo-...,...J.\‘,....I
85 920
RT (min)
5-MeO-DALT
B 1.7 MEREYRERERLERMES (0.05ng/L) NEEEMERL
2.2 BfkhsE
R 132 PBONEFH—RINKRENERR, RBANEEE, URBIRYRENESLIR, BIr
MIEEIRS NARIEERRLL DR IR, LEIRERL, ZEMYNRERLSE. BXA. KRR
EREREILR 5
= 5. REMLLSER(1/C? 10tR)
Fs A= RERYE  MAXRHR?  LMEEE (hg/L) FEMAEE (%)
1 DMT 6.865 0.9986 0.05~10 96.5-105.8
2 5-OH-DIPT 7.078 0.9994 0.05~10 96.0-102.0
3 5-MeO-DMT 7.093 0.9984 0.05~10 95.1-106.5
4 5-MeO-MIPT 8.333 0.9985 0.05~10 96.0-106.5
5 5-MeO-DIPT 8.838 0.9946 0.05~10 86.4-108.5
6 4-Acetoxy-DIPT 8.853 0.9967 0.05~10 89.9-105.9
7 5-MeO-DALT 8.868 0.9955 0.05~10 90.6-108.3
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23BEE
DHIHE. . ERERNIVERSRBIET 6 RBEENE, RENERBEEENINEREN 0.01%~0.05%
28], BEAREZEAANITERETT 0.39%~11.28%2 (8], HESEERK, HIEERIMFER 6.
* 6. BEENRER (n=6)

0.2 ng/L 5 1.0ng/L 5.0 ng/L
F= ZFR . fREZBYE] IEEmFR  : REERYE EERR ;. REEEYE & mER
. RSD%  RSD% : RSD%  RSD% © RSD%  RSD%
1 DMT L 0.03 101 | 004 223 | 003 0.39
2 50H-DIPT | 0.04 190 | 004 079 | 004 1.53
3 5MeO-DMT | 0.2 106 | 005 089 | 004 0.88
4 5MeO-MPT | 003 091 | 002 109 | 002 0.29
5 5-MeO-DIPT | 0.02 106 | 001 274 1 001 115
6 4AcetoxyDIPT | 002 213 | 001 436 | 001 0.86
7 5-MeO-DALT | 0.01 1128 | 002 368 | 001 1.09
2.4 hntxRE]UL

BAETE Sk Em, BIR 1.4 PBDSIESRMINAED, [B0S 3 MKFIIRREN TR 5 ik, &
REFATRE 4 0, MAERER: BRFFIMARLEWERE 70.40%~116.70%218), HENTREMET
0.91%~5.70%2 [8)o

[T EFMTERER (n=4)

F e | BERIRE | MARREE0Sng/L | MARRE LOng/L | AMARKEE5.0ng/L

g i | ngL | EgE  RSD | BIKE  RSD | [ERE  RSD

1 DMT 0278 | 7280 175 | 8220 091 | 80.68 0.64

2 5O0H-DIPT | <LLOQ* | 10180 328 | 11670 243 | 10360  0.84

3 5MeO-DMT | <LLOQ | 70.40 188 | 8320 110 | 7744 172

4 5MeO-MIPT | <LLOQ | 8100 617 | 9460 170 | 9864 5.70

5  5MeODIPT ! <LLOQ  79.80 217 1 92.40 182 | 8352 1.60

6  4-Acetoxy-DIPT | <LLOQ | 80.60 266 93.00 233 1 8252 3.35

7 5MeO-DALT | <LLOQ | 79.60 359 | 10110 483 | 95.82 1.32
*LLOQ # 0.05 ng/Lo

11:189.20>58.00(+) 6.32e4

6.0e4 DMT

5.5e4 -

5.0e4

45e4 4]

4.0e4

3.5e4

3.0e4 -

2.5e4

20e4 /

15e4 4 ‘

1.0e4 - ~ i /

503 AL WSOV NAY /\/\/ \/\\/\J

0.0e0 -

T T T T T T T T T T T T T T T
5.00 525 5.50 575 6.00 6.25 6.50 675 7.00 7.25 750 775 8.00 825 850 8.75 9.00 9.25 9.50 9.75

RT (min)
2. BRI KF mEEE
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3. 45ie

A H A BRe BohE&EIREE AOE ARGt 5 = ERATFIEMN LCMS-8050 BXA, BII—MfEE.
PR, EWRETESKFR T MBREMESmONTIIDIT A%, £/E75KEmRNGERERIRFSBRIE LD
i, BIMESRBERRE. BREE. HEFEREKREA, ZAEAMEEX . EEME. BIRERRE,
NSRS, &b, AAEMMERRRR, Eas@80N, HAREBEUMNAREE,
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AOE-LCQTOF BXHiREmE L ESKPSFINHEY

BB 2o0R 52 B ELERZIUREBIREA R F-TURF $TREIREKEN, 45 CEES
¥) QTOF SR HIERE) B 7 HE/S/KPFSYAYNRRIBES E. FBZFEW 3 mEESKIFRF
SYHYHITEMDN, ERER. ZM5kERIAHER 160 21 M 32 MLaY), FrBHEYIRI MS1
it mE/NF £5ppm, “RIEERBBESDHIKRT 540 EAZAE, hEd—sitr, HRERTHE
N EM TS, SREWRISR,

KPR DUIRAT WITRYIE SREXRIE (Y E5E757K YA

AR R
<+ MA CEESY QTOF SN¥FIERE) FISKIETE S KPSYAYIBIREEE
* RITEREREMNY, REES, REMEMES.

SmiVZEEEEEARNSOER AHSLTAETREREM. FILIFEF S maER KA
PR SIERER, NSRBI AN RSN —EZTF,

BAREENNKAR T BXESENERRATE, Bl EREESRSmIREN LIERLXES
mHERE, SRIEMMETBSER, YT ERIENMUEBREEEXKEANENSM, BB EEMm
LI ER, BEESMEERBESE, X3S5=ZENRTRENDITEN, YITNERERE BRI 2.
Pt ERES. —REEERESSR R, FBESMEMD .

AIAEF 52 LCMS-9050 B S RURIB EIE-FURAT $ITRTBISREXFUR(Y, B T —MXIEE5KFSY)
AYPRFEENEN DT E. X3S KFE@HAIT T O, FAIREBEHFRPHNSYEY), ZHEERT

e
=

FEo

1. 2I8ER5

1.1 1Y%

5’2 LCMS-9050 BRI EBIEMRIT YITAYEFUREKAN, REEEN:

W & R LC40BX3X2 A 4t 2 &l 28 :CBM-20

W & 3R :LC-40DXR (NE&E LPGE £7r) B of ¥ #F 28 :SIL40CX3
B =h # % 28 SIL-16P £ & B = Ml :DGU-405X2

# B F :CTO-40C(HE FCV-36AH +iEiF) YATEYIEIFIIE(Y.  :LCMS-9050
3 T {F 5 :LabSolutions Ver. 5.118; LabSolutions Insight Ver. 4.0SP2
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El1. LCMS-90501X 28 &

1.2 iR&EHG
miEgFG (SPE)
FEZ B : Oasis HLB Direct Connect HP (30 mm L. X 2.1 mm I.D., 20 um)
SPE ¥R : AK, B-FRER/ZKE/EREE (1/1/1, v/v/v)
C-0.19%FRER 50% RN AR

SPE ME : #FI\MERA 0.5mL/min, FIIAMEE A
#HOFE 2 2000 uL
7 1. SPE BY[8)i2%
Time(min) Module Command Value

0.01 R C Flow 3
2.80 £l SV(C) C
5.00 £l SV(Q) B
7.00 = SV(C) A
11.00 R C Flow 3
11.01 x C Flow 0.1

7 FCV-36AH +@ifEimeY a) 7y 2.8 min

Big%&MH (UHPLC)

B 3% M : Shim-pack GISTAQ-C18 (100 mmX2.1mmI.D., 3 um, &% (L£#&) =
WM ABRAT, P/N:)

o B AMB-0.1%RERIGAR; BIE-ZME

m ¥ . 0.3mL/min
=+ B 1 40°C

B A I BREDRRT, BABRISIREN 5%, RYEERILE 2
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2. BE ARz

Time(min) Module Command Value
2.80 R B.Conc 5
22.00 £ B.Conc 98
25.00 £ B.Conc 98
25.10 £ B.Conc 5
30.00 =588 Stop
FRIEFM
B F R : ESI(+) MR SREE  © 400°C
EZ=mE 0 3.0L/min DL & E :250°C
MAFSCRE 0 10.0 L/min B O &R B 400°C
FESmE 1 10.0 L/min A # # X : MSScan(m/z 100 - 600)
DDA MS/MS (m/z 50 -600)
1.4 ¥ RATRbIE

1.4.1 FF Az

e Sz Sl
s MIN30%Z Ba%% N
SEE RS, U asi ob RS
KGATRL00 L
10mL
. S BTa EsAE
1.4.2 Bzt bl
X MA30%Z B g7k
TSN E R LT R
. ER100 uL, SBAR WD
- TE&R1O pL

B3, izt anfc!

2. ER5itTie
21 8EH

18 M CEZESY QTOF BoMRIEE) FHLEYEH ficHm, KaYMEENETR. TREFAY
F. BREERESEE 5 EFDT, DHRTPIENEYNRELLRE, FrEEaYRIRELREY

NF 2 ppm, (REBEEIFIEERRAVAERRERZE/ T 0.54%71 6.06%.
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=« & 3 3t ¢ - et
o0C1 #QC2 =»0QC3 aca e Qcs
4. A RESSTHRE L RE
% 3. RS RERENEMEEARREE (n=5)
REedE EER REAHE  EER
Fe =Xy - == =7 -
RSD RSD X RSD RSD
1 2]z} 3 0.54% 2.96% 10 ZIDER 0.05% 1.14%
2 O6-B 7 BLmmHE 0.06% 1.95% 11 RSy3oN 0.06% 2.27%
3 BRERRE 0.07% 1.50% 12 FHhih# 0.02% 6.06%
4 ElRSP 0.05% 1.57% 13 HPE* 0.02% 1.50%
5 EIEEN 0.03% 1.62% 14 FREETE 0.05% 2.59%
6 ARG EET 0.03% 1.45% 15 SUHETE# 0.05% 4.52%
1 MDA 0.02% 1.68% 16 VEme 0.11% 3.76%
8 MDMA 0.07% 2.51% 17 (EF= 0.07% 3.94%
9 SUZER 0.04% 1.64% 18 KEE 0.03% 1.58%
2.2 REE
21 10 ng/L Bid=tEm, FrBYIRsguiet, HHMBERZRFIEE, H1TIEEKRRMIA.
1:328.1543+/-3.0ppm(+) 147e4
2.5e4-§
2.3e4-§
2.0e4-;
1.8e4-§
1.5e4-§
13e4-§
1A0e4-§
7.5e3-§
503 ]
25e3 -
0.0eOE A fm k I A
o 2 4 e s o T a2 T TqaT T T e T T4 T T
RT (min)
[ 5.10 ng/L Bz mBIEE
2.3 5KHEm AR

£ DDAIRIUY =075 K EF st T 047,
Explore R MVHL BIEETNEE, WE MFmPHNSYLHYHIT

+ AN
S
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2.4 HFmER
MAERGRNHTHERSE, 3MDskiFmOFMELLC. 21M32MEEY), FrEKEYIBIMSIETE
EefmE/VTE£5ppm, “IEEIBEMERDHIARTS4. BRI RA:

1:206.1539+/-6.0ppm(+) 251e3

3.0e5 |
2.5e5 -
2.0e5 -

1.5€5 |

1.0e5 |
5.0e4 | L l
0060 AV N R A .- "

T T T T T T T T T T T T T T T T T T T
0 1 2 3 4 5 6 7 8 9 10 1 12 13 14 15 16 17 18 19

RT (min)
El6. J57k a1 P Y BRI E F BiEE

1:216.1011+/-5.0ppm(+) 4.09e3

4.0e5 -
3.5e5
3.0e5
2.5e5 -|
2.0e5 |
1.5€5 -

1.0e5 |

5.0e4 - ‘! A
0.0e0 L AN A K A A A
& 7 8 s 10 ' '

T T T T T
0 1 2 3 4 5

T T T T T T T
11 12 13 14 15 16 17 18 19

RT (min)
El7. 55K 2P A BRI E F BiEE
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1:409.1370+/-5.0ppm(+)

4.0e5 |

3.5e5 -

3.0e5 |

2.5e5 |

2.0e5 |

1.5e5 |

1.0e5 |

5.0e4 |

0.0e0

A A

2.65e4

M A

0

E18. 5K a3 MY IR NS F BB E
R A =k ERBERRER

T T
17 18 19

RT (min)

TSI AR-1

JERN SR

J5IKIEaR-3

- MSI  MS2 - MSL M2 MSI  MS2
s wa : sy _— m/z BE 26 - m/z = : =G  REBEE m/z e
B o ) RE =LV vdu! . RE iV ke (min) RE AEA
: ™Y om T ool ®
1 ZRETE 1/ 4663 1170 68 | 4 4689 0.39 95 & 4.683 1949 95
2 ZFRIAN a 5.139 1.998 94 a 5.169 0.615 95 a 5.16 1.845 9%
3 HIKEE J 6040 0782 100 J 6030 -0357 99 7N 6.023 1.826 100
4 no v/ 6439 2062 100 @ 4 6428 1643 100 ! 4 6.424 1328 100
5 FRET N.DX - - J 7051 0395 92 a 7.047 1817 98
6 F#ER | ND. - - -}/ 7683 1565 93 | ND. - - -
7 WZEEER |/ 7.865 1.249 83 | 7866  -0.132 9% 1/ 7.844 1.052 94
8 SHER J 8057 1458 62 J 8064 0729 92 a 8.053 0781 94
9 06-F 7 BhomE a 8312 0.213 67 a 8313 1.798 71 N.D. - - -
10 MR {8487 0461 99 | /8490 0205 99 | J 848 1589 99
11 REXFR ¢ J 8531 0933 8 ! J/ 8526 0733 93 | 8516 0.866 100
12 S NIehE J 8729  0.001 97 Jo 8723 1315 99 . 8.719 2366 99
13 s@UF | ND. - . - IND - - L/ 9064 0945 63
14 SEE 0 /9161 0798 75 | /9180 4746 54 | ND. -
15 RELMH 0 ND. - 3 - 1 ND. - A 9.830 1534 71
16 RMEER N.D. - - - N.D. - - a 10359 2.940 67
17 mekmE | ND. - E - IND - - b/ 10412 230 66
18 SEWH | ND. - - - I ND. - - 1/ 10512 2399 T4
19 EBEEFE 4/ 10409 4727 84 i ND. - - 1 ND. -
20 Ot R P N.D. - - - N.D. - - J 10787 186 718
21 AT J 11020 1498 60 N.D. - - - J 11031 1987 66
2 B R BK ! N.D. - - - 1 ND. - -0 11237 2107 97
23 BB EF N.D. - - - N.D. - - J 11294 -1007 73
24 BEDE N.D. - - - J 11616 2094 100 J 12308 1972 65
25 HIGHA | ND. - - - 1/ 11916 2537 70 | ND. - - -
26 EDDP ! N.D. - by 12730 1330 77 0/ 12692 2229 68
27 (GBS N.D. - - - J 12849 1015 74 a 12.837 2.443 93
28 ESIT N.D. - - - /o 13593  0.032 79 a 13.318 -3.610 66
29 ®EE . ND. - - - ND. - -0 13843 2431 97
30 B AR J 14616 1665 86 Y 14625  1.509 89 a 14.612 2.55 88
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31 FEE A 14679  -0.925 99 Yy 14685  1.527 97 a 14.658 1.620 79
32 RS 1 ND. - - -1 ND. /15901 4200 60
33 s J 16785 0148 100 N.D. L/ 16811 2598 T2
34 WEME | ND. - . -0/ 17024 1419 94 | ND.

35 EapZL ! N.D. - - - 1 ND. - - -/ 17940 169 76
36 R ERIRRY N.D. - - - N.D. /18609 2635 66
37 D AR N.D. - - - N.D. /19099 3015 85
38 A5 EiE N.D. - - - N.D. J 19720 183 75

ED NDRTAREE

3. &ig

ZAXH A &2 LCMS-9050 BEURAE IR IR WTHYERIEEAN, E5 CEAESY QTOF @0
FRiEE) PUESY 3 EESKIFRPSYAYETHE. ERETR: =5KERDIHEL 160 21 0
32 MeEY, FMBKEYN MS1 BRfEtRE/NTF £5ppm, Z“HIEEIMNBMERDIIAT 54, ZHEA
USRI —3Hdts, RRTARBIINEILETRE, BB —ENKMNBNE, HBEXARSE,
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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

B3E: 029-62737878

SEAF
BEAFHFUEIZISHRIFH14HE
HRERED: 830002

BBiE: (0991)230-6271/6272

R
HBNTH R S 220 SHSAEIIRE 5 DABE20/22011

ERER4RED: 450007
EBiE: (0371)8663-2981/2983

fH: (010)8525-2531

fEH: (024)2325-5577

R (029) 6273-7879

fEH: (0991)230-6273

£ (0371)8663-2982

Habic)
SRR BN 180 S EBE RS HB2R
HREC4RES: 200233

BiE: (021)3419-3888 fEH: (021)3419-3666

FRER

AR IR AR~ ASX = BR38SEH - IRMES T
#BERRD: 610063 BEE122
B (028)8619-8421/8422 16 (028)8619-8420
R

R EOX 2 S W AR S27TEBE
HBEL4RES: 210005
BiE: (025)8689-0258

BX
ERMAHXKER2S RETARE601
HREC4RES: 400011

BiE: (023)6380-6057

EN
BN R ARSI AE6 S ETAT L3 E 1122
HRE4RES: 430060

BiE: (027) 5908-0488

fEH: (025)8689-0237

fEH: (023)6380-6551

f£E: (027) 5908-0470

r

INHRAXERER230S BERAE

HRERED: 510656

B3iE: (020) 3718-3888 f&HE: (020) 3718-3804

B
BT A 432 S RIBATENS 908%

BBEI4RES: 650021
BiE: (0871)6315-2986/2987

sl

f£H: (0871)6315-2991

AITEUXEEHEEMEtE1sSEHMRAF LEXR3-BE—1#%

HBEI4RES: 518057
B3E: (0755)8340-2852

50
HEE KD T EBXRKAERISSSEEROTIAMKIIISE
HREC4RES: 410005

5B

EAARARIEEER01028F

SUITE 1028,0CEAN CENTRE,HARBOUR CITY,

TSIM SHA TSULLKOWLOON,HONG KONG

BiE: (00852)2375-4979 f£H: (00852)2199-7438

f€H: (0755)8389-3100

et B REVERR

604-8511 REPHPRXA ./ RERETL
BgiE: 81(75)823-1111 f£HE: 81(75)811-3188
URL : http://www.shimadzu.com

FBPFIEHNRB R, @RS &R REIRI RS &RE (EPTEY
AMEITHET. ABPERTAE M ITEM @ iRE 24,
FHRPFAERNEMABNGES. BRNFIERIFAST SREEFFE.





