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National food safety standard—
Determination of acetylgestagens drugs residues in animal derived
food and animal urine by liquid chromatography—-tandem mass
spectrometry method
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BEREREERIRE
BYERRERBRPCHBBHERAYERBENNE
T iR

1 SEE

ASCHERLE T S WP £ i S R b T 22380 3% 21 24 W) ke B8 - A ) ) o 5 AR TR0 € 3 — R BB o 33 ik
ARSCAEE T8 A R SRR ST JIE B EZL L, DL R AR R FUR (A D) XS IR A
JR P TR T S 2 T TR P e 2 ) R T 5 € 2 TR T S M 2 T TR P 55 2 D T T 6 24 I 7k P P 0

2 WS A

B A A PN 2 e SR AR S I AR AR SO AT A ) Rk Hed, v H RS 51 SO AL
% H AT R 4 RRAS 338 AR SO s A i H A0 5 R SO LB RRAS CRL36 BIrA7 A9 6 240 200 36 AR Se
GB/T 6682  43Hr 5E 50 2 HI 7K ALK Fla 56 J5 ¥

3 RBBMEX
AR EA T B E AR EFE L,
4 JEIE

TURE 28 B 40 W I i/ 5 R R IR T T /K A i, B B BE 2 U8R T M B B, 48 5 2R B [T R A
FEAE o RO (T HR IG5 3 0 6 S DC JC AR I e i

5 i FIFnAL

B o5 A HLAE S AR B 4 Al K R A G GB/T 6682 HLE I — 2K .
i
F = (CH, OHD - (a4l
ZE(CH,CN) a3 4,
H 2 (HCOOH) ; taifaf,
LR E (CH,COONH,) « fo i afi
AR & 4 g Na, SO, .1 g NaCl,
-4 765 W TS T / 95 L B 9 B 1 (B-Gllucuronidase/aryl sulfatase) .10 000 U/mlL,
2 AR
2.1 60U LIEIEW - HLZNE 600 mL, /K BEZE 1 000 mL,
2.2 2 mol/L LREHRW ML TREE 15. 4 g JH/AKFE M IR ZE 100 mL,HE R LR pH £ 5. 2,
2.3 0.2 mol/L ZFREZE M : ML 2 mol/L. ZFREVEM 10 mL, H/KF B £ 100 mL, A3 # Z B pH
£5.2,
5.2.4 2 mmol/L ZMREHWH(E 0. 1% W) HH R 1 mL.2 mol/L ZREW 1 mL, JHKM B Z
1 000 mL,
5.2.5 0. 1UHBROIEFRT - WHMR 1 mL, HZHEMBEZE 1 000 mL,
5.3 RS

Wi 2 3L 22 i (Flurogestone acetate, FGA) | i iR B M1 Z% il ( Megestrol acetate, MA) | i B2 3¢ £ 22 il
1

or on oo o oo oo or o
o Ol A W DN —
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(Melengestrol acetate, MGA) i i & i 22 i (Chlormadinone acetate, CMA) | Jifi ik #2 22 [l (Hydroxypro-
gesterone acetate, HPA) B R F $2 22 ] (Medroxyprogesterone acetate, MPA) & & =>99% ., L& WE &
DL RS AL

5.4 tRAEBREHE

O. 4T HRUESH A IS BEA PR AR ME M 45 10 me KB 0. 1 mg, I H BEAEIE AT 2 A % 10 mL, il
AR FE A 1 mg/mL ARHERE ST . — 18 CLATFORAF. AR 3 A .

5.4.2 ]k BEVR S ARMEVA I - I S BRI AR A AW A 5 L TR — 10 mL s b, A e R 2 20
JE L BEST BE R MO BE S 50 pug/mL (9 o )R BE TR b M VA VR, IS 1R PP 8 27 ) B 75 VR B2 R 50 g/ mLL 1Y
TR BEARETA . 4 “C~8 CARIE. AR 1 4.

5.4.3 RGIRUE AR UGS & b YR BEIR S AR R T 10 mL 25 B A T HY BAd B 22 220 B2 L 48 50 L e o
R EEN 1 pg/mL BIFRHE TAEM . B R A2 22 W S BE W B R 1 g/ mL ORRHE TAEWR . SLHBLEC.

5.5 ##

5.5, 1 Hfag RUNG M7 2 Bk [T AR A< IBORE Sl PE REAH X4 & .

5.5.2 M. APLFR0.2 pm,

6 MIFBMEEF

VA 0 1% ER G T AN« LA LW 55 B8 TR (ESD
K- 0.01 g,

G3HT R 0..000 01 g,

B .

eI G % .

PG 1 o

BERES AL 10 000 r/min B |,

AL,

AL

.10 pHit.

< I~ R < N R o B < B < PR PR o s R Y
© © N o Ol AW N o

~

HENHESRET

7.1 REMNFHE

YT 2 i 14 2 A B IR  4Y SRR T Y T . B i A R 1 2 SR AR SR R
B R EUR A4 Wk 1 5 B R E ARSI AT I A . BGE B e e A A 1 s RN AR L &
FEIRIRA YA . JRIRE S BUREJS B AE — 18 “C LA R A7 . iR ATBGE Bk E 2 1R IR & .

a) B A AR A A O R

by B S R A VR R A R

o) HUI MY ZS FIRE S 0 EHR R A B o AR AR R A R IR
7.2 RAEMNRE

—18 ‘C LA F -7,

8 MELSR

8.1 EEMELSIREX

WA IR AL S (550.05) g, A 0.2 mol/L Z RS WE W (pH=5.2)3 mL, BUIFE(5+
0.05) g, WiFEf (140.01) g(3% 7. 1 AW AYD . MA 2 mol/L ZFREE W (pH=5.2)0.5 mL,
JR#E 5 mL(£0.05 mL) . MA 2 mol/L ZFREZE i M (pH=5.2)0.5 mL, /5. FINA B-#i % b
2
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P i/ 55 SERR R R Al 100 pL IRA T 55 C Pl /KBIRY 2 h, BUR G CE E IR IR HEIR 2] 1 min,
A0S 10 mL iR BERS) 1 min, A ZEBCER AL, W EIR 2] 1 min~2 min, F—18 ‘C¥ % 30 min,4 C
9 000 r/minf&.L> 5 min, MEMER FZEBR 4 mL T5— 10 mL B.08 000K 1 mLRBERS . & H.
8.2 #&ik

YA FHB ack [T AR A A, AR A 8B it it v T 50 b, T 40 ‘C TR A Z T 1, ] 6020 & K K
1.0 mLy M, 4 WA HE 0. 2 pom P8 BRI I8 Clnn i 24 5k, 1T 2% 10 000 r/min B0 5 min, S8 J5 8 A 4
WD o B AR R AE A - o B BT I E
8.3 ERLEIrAMENE&

Hzs (URE 2 8. 1 1 8. 2 AbBEAE & IR IR 2 L IR T . A0 BIG 2% B IGE & O IR A E AR e T
YEW BC i B R 0.5 pg/L.1 pg/L.2 pg/L.5 pg/L.10 pg/L 1 20 pg/L(HERH 220 1 pg/L.
2 pg/L.4 pg/L. 10 png/L.20 pg/L A1 40 pg/L) B RIIFRIEF KA 1| mL, KT J5 H 1 mL A 25 (12 R
WS T ) A R B D T 2R 9] s o 0 VAR o LA € — R B BT 0 00 . DA RRAIE B 0T 0 i 04 T RR R 9 A
P R 07 14 255 S5 DG TC s o V85 VR0 Ak 32 A A Ak s, s PR o e . SR DI Oy R R AH OG R A
8.4 WME
8.4.1 @igEsE&H

a) A Cis (100 mm X 3.0 mm,2. 7 pm) , B AH 24 ;

b)  WEIM A N 2 mmol/L ZER# 0. 1% FEREW B 4 0. 1% H IR Z W57 W 5

¢) P :0.4 mL/min;

&) HEFEE 10 pL;

e) AR 40 C;

D BRI WA 1,

R BERBEER
1) (8] A B
min % %
0.0 40. 0 60. 0
4.0 10.0 90. 0
6.0 0.0 100. 0
6.1 40. 0 60. 0
8.0 40. 0 60. 0
8.4.2 RiESEEHE
a) BT TR (ESD
by HH L IEE
o) KTy 2 O W (MRMD 5
d BFIREE 500 C;
e)  WEZEH R (IS):5 500 V;
f) WS E S (CAD) :34. 474 kPa (5 psi);
o) RAAJES 241, 32 kPa (35 psi);
h)  ZALSJE S7:344. 75 kPa (50 psi);
D SR ST 344, 75 kPa (50 psi);
P OmIETSENILE 2,
R2 ZBERHBEBTIBEFSE2RILEEHE
ot T FHTF PN 00 il 985 i
" m/z m/z AY4 eV
Tt 12 8L 22 T 267.1" 40
407. 3 130
(FGA) 225.0 40
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x2 ()
A BB 1 FEHT EFEHE Tilf 48 Rk 12
" m/z m/z Vv eV
il F2 PP s 222 267.0° 25
385. 4 110
(MA) 325.2 25
it R 9 & 2 i 279. 1" 25
397. 4 95
(MGA) 337.3 25
it 1R 5y 2 i) 309.2° 25
105. 3 90
(CMA) 345. 1 25
ity iR R ¥ 22 Tl 285. 2" 28
387. 1 100
(MPA) 327.2 30
iy PR 2 22 Tl 271. 2" 28
373. 4 90
(HPA) 313.1 28
FE T,

8.5 ME*
8.5.1 EMME

0 o AR VTR N R R B ST TR0 5 AR O A oA A8 ) R B IRF 1) 2% €0 3% 06 ) R i B 5 A L ik
e T VC CAR VR VA VR A5 (5 i A A RRIE 8 1 RED IRE M o SRR VAR S A YR YO DN ) o B T ) i 2576 320, 1 miin
PR 5 LS 00 3810 P R T 8 3 = B 7 -5 9 B8 T 244 PR S TE s R VA VORI N 8 1 R B2 — B0, HL e i i 22 2402
8.5.2 EEME

FHMR LR T O 2R B Sk B . SRR SR BT B AR IE Y 7 3 B 0 T R s
TR T 24 A o A5 VA JRE PO RE i T2 1 5 BV 0K A Al A R B R PRV B N S B AT . SRR 2E 6 P2y
PR TR WOE B R T 3 K UL S B,
8.6 z=HIKE

Wozs KR L BRAS I 25 1 51 R 52 4 R TR 1 i A0 R AR AT 0

9 FRItHEMKE

LU T A X TR PR VBRE b 2 MR S 2 I R B A A R (DR
:A >< (:\ >< Vl >< VZ D N R N N N N NN

X A,XmXV3

- (D

A

X G W5 Sk R B R IR T SRR R S 2 W AR B B R A e B T
(pg/kg) ML/ T+ (pg/1L)

A RV W R VL Y L T 2R R AR T I T A

C, —F bR 1V Y A I T 2 080 3 W B A BSUME  BRA  ve B T (g /L)

Vi —— 4RO B b i AR O I R R B B B Z T (mL)

V, o IR SRR A i 1 e B R A R R R R L B 22 T (mL)

A FE AR HE IR T OAE N Y T2 2R T i T R

Atk BT R B 5 () s

Vi —E AL BT S OB AR R B, S 2 TH(mL)

TR R DTN E G RWEARPYERR, SEADNT 1 pg/kg BIRE 3 A RET .1 pg/kg LN R E B/

HIG 2 1,

m

10 BMAFENREEEBENEETE

10,1 REE
ARTTERG A GBI LA IR T I R 2R, AR5 R XS EE B IR A DR PP I TR SR B L T TR T
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27 T TR S A I TS TR S M 2 T | S TR o A IR ) A Y R Ry 0. 2 g/ kg (BRI 0.2 pg/L), E & BR Y
0.5 pg/kgURMW M 0.5 pg/ke) s B H R Z2ERE R R 0.4 pg/kg(0. 4 pg/kg) ERMR A 1.0 pg/kg (R
WM 1.0 pg/kg)

W oHy v TR TR S 27 ) L T 2 T b 2 ) L T TR 96 A B T TR S M 2 T L T R R 2R IR I A S IR 1 g/ kg
ERMRAY 2.5 pg/kg. BERRH BRI RN 2 pg/ke, &8 IRN 5 pg/kg.
10.2 EmWmE

ARIFEMG A G LR TG BB IR, A R S BB R VAR RTE 0.5 peg/kg~
2.5 pg/kg (MR W EZAMI/E 1.0 pg/kg~5. 0 pg/k) INMAKF T I3 7E 2.5 pg/kg~12.5 pg/kg (MR
HRZEATE 5.0 pg/kg~25. 0 pg/k) WHIKFT , L WBE22 B E V- I 5 A 6026 ~120% .
10.3 RBEE

AR5 ¥ PR R R R o D 25 <15 96 B A 6 A o R 22 <<20 % .
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WOR A
(R )

ZBBHRLEULEWER

LM R FKACE Y IS4 FR CAS 5 A% 50 FURARN 3 F i 2 Wk AL 1,

KA1 ZBEBHEXRLEURENRNER
Ak WA FR L4 R CAS & b5+ AH X 43 T o

1 i TR 3L 272 ) Flurogestone acetate 2529-45-5 Cys Hyy FO; 406. 488

2 i 12 P b 22 i) Megestrol acetate 595-33-5 C,y Hy, O, 384.52

3 itk 2 5% & 27 I Melengestrol acetate 2919-66-6 C,s Hy, O, 396.519 2
4 itk ik G b 2 ) Chlormadinone acetate 302-22-7 C,; H,o C1O, 404.93

5 itk iR 5 2 ) Hydroxyprogesterone acetate 302-23-8 Cys Hy, O, 372.5

6 ifs f2 52 2 TR Medroxyprogesterone acetate 71-58-9 C,, Hy, O, 386.53
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Mt & B
(FRE)
CEHZ2HELXCMAYIRERREEEFEILE

L2 RS 6 Fh2Y bR vEVE R (BN 10 ng/mL) B B FEEE LK B. 1 £ B. 6,

Wi )3 5. MRM (407.3>267.1)
120 000

100 000

60 000Q-

t, min

B.1 EEBESZI(FGA)IRERBREEEFEIEE(RT=2.01 min)

W )37 {E MRM (385.4>267.0)

t, min

2 4 6 8
B B2 EEBEBEMBEHM(MA)IRERREESE FEIER (RT=3. 42 min)
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i 17 . MRM (397.4>279.1)
500 000

400 000

300 000

200 000

100 000

t, min

0

B B3 BEEAXCZE(MGA)IRERBEESTBIEE(RT=3.56 min)

i )7 {E. MRM (405.3>309.2)
250 000

200 000

150 000

100 000

50 000,

¢, min

0f

B B4 BERISMPBEH(CMA)RERBREESTEIEE(RT=3.30 min)
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W) {E MRM (387.1>285.2)

400 00!

300 00C

200 00

100 00

t, min

B.5 ERERAEZME(MPA)IMNERREESFRIEE(RT=3.51 min)

i 17 f, MRM (373.4>271.2)
180 00

160 00(
140 00
120 001
100 00(
80 00
60 00
40 00(

20 00

t, min

B.6 EEEAFZRZ IR (HPA)MRABRREES FRBIEE (RT=3. 13 min)




