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Liquid chromatography—-tandem mass spectrometry (LC-MS/MS)
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ARPERNEEMNNE REBE REKREE

1 3EHE

ARSCPFA IR T i SR B 2R A RO 3 - R IR B E Tk

ARSCAFIE T B R AR IRE . RN STRE S50 B A GRDRE R 5 L GRDRE S ) b B R
F (UBHIEHR A MBRER BZHIH ME,

AR R A MBI R B AR IRy 0. 05 mg/kg, ERRHN 0.10 mg/kg.

2 MSetEs| A

B SCA A P R A SR ) RIS 5 1 AR AR S o AR RT A Y k. Herp, T B BB S
PF o Az B L 0 RRASSE A SO s A H IR 51 SCrF . Hip A (46T A B i) &
FASCAE

GB/T 6682 431 52 56 28 FH /K B AS Al 36 )y ¥

GB/T 20195 shiytakl kel &

3 REBEBMEX
AR SCF B A 5 B E AR TR FIE
4 R

TR R R 00 0y P R TR T 9 A T R PR R AR IR, TR AR ROCRE e, RO € 3 - e BB 0 T E
HE J VT E AR I R

5 A

BRAE 53 A B AU 23 il )

1 J/K: GB/T 6682, —%.

2 WEE. ik,

3 WM. ik,

4 MR,

5 EBRAEW (0.1 mol/L): BUEERR 4.2 mL, FH/KMBZE 500 mL, R,

6 ERERFBEA . BEUPEL 55 mL SEMEW (5.5 45 mL. RA,

7 2% WRRW RS R 2 mL, HFEGEE 100 mL, B4,

8 SUEKWW: BEEK S mL, FKBEE 100 mL, B4,

9 HWIEmZEKEWR. BEHFEE 20 mL 5 5% %K (5.8) 80 mL, R4,

10 1%HRIMROHEE: BIHR 1 mL, HZRIMMBEZE 100 mL, BAIRS,

11 EHRPREE® (0.1 mol/L): BEGEERR 1 mL, MWEREZR 120 mL, HA.

12 0. 1% WRRERK: BERHF® (5.3) 0.5 mL, FKMBEZ 500 mL, 1B,

13 HEEw. BBHE (5.2) 80 mL 5 0. 1R W (5.12) 20 mL, B4,

14 FRUEMEABW (1 mg/mL) . MEMARICER R R A (CAS: 34438-27-2, AT 952%) AR
FiE R B (CAS: 34304-21-7, 201 ANK T 83%) brifE &b & 38 & (P 5 A 4 5 mg. K &
0.01 m@) 43l F 5 mL Z&&MP, HHPE (5.2) BMES. —18 CLULTHRAE, Al 6 ©~H.

or o o on on on o1 o1 o1 o1 o1 o1 o1 O
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515 RAEMMEF B (100pg/mL) . HEMWHERER HER A MBEH %X BIriEMSHERS 1 mL F
10 mL 28R, IHEE (5.2) @A, A, —18 CLURMRAE. A6 1 H.

5.16 WAWHERIIEW | . HERBOE RSP REIE (5.15), HEW® (5.13) Wk, Bk
TR E N 2 ng/mL. 5 ng/mL. 10 ng/mL. 50 ng/mL. 100 ng/mL. 200 ng/mL IR & Fr i &
T

5. 17 RAEWUERIIEW I . K EBOE SRS hrErP B (5.15), 20 WRWEE (5.7) Wik, I
i BB e B 5 8 40 ng/mL. 100 ng/mL. 200 ng/mL. 1000 ng/mL. 2 000 ng/mL. 4 000 ng/mL
PR A PR RPN .

5.18 [EIMARHE A: HA UMK LH - OmIEEREY. 200 mg/ 3 mL, SUHEREM Y #H .

5.19  [EMZIAE B: HORCH R PEIRFESER M- — OB AR ILERY), 200 mg/ 6 mL, SCPEREM Y7 .
5.20 fhALIERE: 0.22 um, HAHLER.

6 u|/igE

VROAH 35— R B TR . PO A RS o5 B TR
SAHER: KN 0.01 g F10.01 mg,
BLAL: BEEART 10 000 r/min,
TR G % .

[ R 2 e

7 U VR

AL

< I - R < B < R PR o I <))
© N o Ol AW N .

~

T

¥ GB/T 20195 Hl&HEM, 2/ 200 g, My fli H 3@ o 0. 425 mm FLAERRE T, TR,
ANBA R, &M, mECERAE, 5 —8 H AR R 58 &b, SRS i (B /N T vk g R
30 Y0 B TRBHEE A . VR S F R .

8.1 #RE
8. 1.1 WA Rk, v 4 talRHRURS B b 78

AT Oy . FRBGRKAE 2 ¢ ORI Z 0.01 @ T 50 mL B0 b, WM A SRR B B 5 )
(5.6) 20 mL, WWHETRS), HA I 30 min, #WHEHRYE 10 min, 10 000 r/min B0 5 min, #EHHFH
I mL FWEW. MASRRRIBW (5.5) 10 mL, WHERS, &1,
8.1.2 R R & EARFER S B ERERMF

SEAT RO By . FRBGARE 2 ¢ ORI E 0.01 @ T 50 mL B8 o, HERINA 2% H R B2 IA i
(5.7) 20 mL, #HEIRS), A 30 min, #WHEYRYS 10 min, 10 000 r/min #.0> 5 min, FIEWE ],
8.2 #ik
8.2.1 ERAMAR. iR 48R0 AE R 75 1

R HHEE 5 mL, 7K 5mL &AL B AHAE A A (5. 18), KATA MW (8. 1. 1) #hk:, FREm 4
M ZE . AREZKER (5.9 5 mL #dE, 1T 1 min, BH IXHMRIMOEE (5.10) 5 mL
e, W 2 min, HERFEHE® (5.1 6 mL W, T 1 min, WHIRK T 40 CFAIK T, #EHf
JTA 1 mL BIEW (5.13), #75 1 min, WHERA). HMALIERE (5.20) JEFM,
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8.2.2 FRmFFEEEEFE S B ERERMF

B 2 mL # W (8.1.2) i [ AHZEICHE B (5.19), WAER W, WIERS,
(5.20), M,
8.3 ERICERRERIIBRNGF
8.3.1 ERAMRB., R4 R FANAE R 78 1

Bz (ke #2281 M 8. 2 B A AR T, WHBIURAMIERIIAER 1 (5.16) % 1 mL & #
AW, BECH RS E 43 2ng/mL, 5 ng/mL. 10 ng/mL. 50 ng/mL., 100 ng/mL. 200 ng/mL
A 2 o DG e A 1 R NI T
&32 N F R & (A #LF0 R A B4R #HR i F

2R, 1% 8.1 F1 8. 2 AR B A AL M, MER B BUR S AR MER Y TAEW T (5.17) &

50 ;zL Jnas B S WO B 2 ImL, EC OB S B2 43 5 2 ng/mL. 5 ng/mL. 10 ng/mL. 50 ng/mL,
100 ng/ml. 200 ng/ml 3% 5 Ve 5 o 5 50 1% 0 1

id AL U R

8.4 ME
8.4.1 BEBESEEH
WA EIESH KT

a)  EIEHE: Citl, K 100 mm, W4 2.1 mm, K2 1.8 pm, BPEREAH Y& ;
b) A 35 °Cs

¢)  WiE: 0.3 mL/min;

& HEFER. 5 oul;

e WEIM. AMN O IVHERIAI (5.12), BHINHE (5.2), BT LE 1,

R OBERBERF
B 1] A B
min % %
0 90 10

1.5 50 50
3.3 30 70
3.5 ) 95
4.4 5 95
4.5 90 10
6.0 90 10

8.4.2 RiksE&H
Fii% S % R
a)  HETE. MBI AR, EE TR (ESIT);
by K Z RN (MRM) ;
o WEZEHE. 3.0 kV;
d O BEFEERE. 150 °C;
e)  JBLAFIAIEEE: 500 °C;
D HEALA W 150 L/h;
g) Eéﬁ§uJ—mawﬂ£= 1 000 L/h;
Z IR (MRM) B 5-xf . #EfLHE LRiE e 2 HE K 2,
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®2 ZRNMEN (MRM) BFX., #ABRERMEERENS EE

s W o HEFLHL R il 18 AE &
T 004 4 Bk o
m/z A\ eV
785.8>1 089. 0° 22
BRHHEZE A 30
fLiG = 785.8>95.1 30
790.7>1 089. 1° 22
Bhi%&EB 30
790.7>>95.0 30
B

8. 4.3 JE 5T VT LA M 2R 50 ¥ YRR I )

A1, TEALER IR AESAE T . A0 ICHE ST DE e b o R AU (8. 3) ANAFRBW (8.2) LALLM, &
PLEEE A FURRLEE R B LT VT e AR 1 75 0 A o 3 7 (0 (BT LR S AL
8.4.4 Ei

AR S 25 IRFEVA IR (8. 2) LB DCBC AR VA TR (BT EE W B AH YD) v R I 4 1) £ B8 1 (]
FEXI R 22 N AE 2. 5 %0 2 . MRHEZR 2 R M B 7 0, e 1 181 o 5 00 490 5 1 B 14 AE X B T
5 R vk R R L R VS IO AR E R AR (8. 3) HhORF I I SE PE B AN B R, B A A
1T 3 RE MV R, DR ) Sk R i v A AR X R BRI

3 EMNENEXNBFFENRARLTRE

My R H A
PO S YIS >50 >20~50 >10~20 <10
I KAV 22 +20 425 430 450

8.4.5 E=

D 35 J5 DG A v 2R 91) I8 RO e VAR R R AR bR, (O I T RO AR BR . AR T 2, HOAH G R Y
AMETF 0.99, RFEE W (8. 2) 5 FE VT FE A i 1 W - 15 DU 40 1 o) 1 (L 259 7 A ASC e K6 0 A 4 1 S 1T PN
W LR PRI E, B E TS . B R R E R, AR (8. 2) R AN B i) R R R 5 3 R DT C AR
TEVR TR ot vk FE AR 22 ANt 30% .
9 RIEEIFEAAE
9.1 BAEMAHB. REFLINFE R 7R

TRFE PRI B & DU A w0 F . BUE I Z RS T3 (mg/kg) Fx, ZARHERARX (D

A RS ER A R (2) HE.
o1 XVXV,

A
o —— HRMEMZSE B AR R P R ER A B ER B R ENEE, RO s
ZJF (ng/mL);
\% WA EE, B Z T (mL)s
V, — BRI EBIE, B0 82T (mL);
Vi —— AR R I IS AR R B, S 2 T (mL) s
m —ﬁﬁﬁﬁ%ﬁ’]%ﬂl{ﬁ, i{ﬁj‘]ﬁ (g);
1000 — 0 5 RAL.
Ay Xpa XV XV,
wy; = - (2)

ASh X om, XV, X 1000 S
A
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Ay — EARREBOR BRI R A SUEIE R B R @5
P PR B R R A SRR R B R AR, OO ZTT (ng/ml);

A PR B R A s8R & R B 1 (3% 0 i £

1000 — B 2%,

RMFIFURE G AMFESEERRmF

TRRE A R B B LR AR wo i, BUEDLZ R T (mg/kg) Fon., ZAKERARX (3

TR BRRE, HA (D R,

9.3

10

P2 XV,

K

px  — WMPREMEAR KRR T RN ER A B HEER B IR ENEE, 09
ZFt (ng/mL);

V, PEM AR EUE . B 2T (mL);

m, —RFEREREE, PAEE (2);
1000 — 5 R %L,

Ay X XV,
W S A qogg T e (1)
B= i Ll
Ay — R TH RAIRE R A SRR E R B A5 05 m R ;
P2 PrfEm il B R A RN E R BIWRERE. PO EE 2T (ng/mL);
A i PRAER IR RN R AL BRI R B Y€ m A

1000 — #5324k,

W7 25 B DL AT I E AR E I RoR . R 3 A RUEUT
BREZERENHITHE

WA BN S RN G R EESEO, AKX G 1H5E.

Korfrs

w — AP RRE R B, BN ZESE T (mg/ke);
wy; — RPN R A RSB, B ZE AT (me/ke)
w, —RFEP AR B B BEUE, BN Z RS T (mg/ke) .

TEE S VEARAET o PHUCH S I A2 45 28 5 AR 39 R0 48 X0 22 (A R T3 AR 2004
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