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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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BEREREERKRIRE
BYERRERBRPZCBBHELRAYERBENNE
iR

1 SEE
ASCHERLUE T S W PE £ i S R b T8 22 380 3% 21 245 W) ke R A ) ) o o AR A € 3 — R BB B 33 O ik
ARSCAEE T8 A R SR ST JIE B R Y, DL R AR R FLE (LD XS IR A
JR P TR T S 2 T TR P e 2 ) R T 5 € 2 TR T S e 2 T TR P 55 2 D T T 6 24 I 7k P Py 0

2 MeMESI A

TR B) A A PN 2 e SR R 5 T AR BSAR SO AT A ) Rk . Hed v H A 51 SO AL
% H AT W 4 RRAS 338 T AR SO s A i H A0 5 R SO B AR CRL36 I A7 A9 6 240 200 3 AR e
GB/T 6682 431 5E 5 2 H K A F 5 Ty

3 ARBBMEX
AR S EEA T B E AR E R E L,
4 JEIEB

TURE 28 B 4 W T i/ 05 R O IR TR T /K A i, B BRI L BE 2 U8 R T I B B, 48 5 2R B B [T 4 A
FEAL o RO (T HR IG5 3 0 26 o DC JC AR I R i

5 I Fn A

B o5 A HLAE S BT A R 0 4 A K R A& GB/T 6682 HLE i — 2K .
i

F = (CH, OHD - (a4l

ZE(CH,CN) . a3 4,

H iR (HCOOH) ; taifal,

R (CH,COONH,) « fo i afi

AR & 4 g Na, SO, .1 g NaCl,

-] 45 M 1 T g / 55 FL AR BR TR 88 (B-Glucuronidase/aryl sulfatase) ,10 000 U/mlL.,
2 BB
2.1 60U ZHEVEW BN 600 mL, JH/AKHFi B = 1 000 mL,
2.2 2 mol/L ZREHRW WL TREE 15. 4 g JH/AKEMIFERZE 100 mL, HE R LR pH £ 5. 2,
2.3 0.2 mol/L ZFREZE M : ML 2 mol/L. ZFREVEM 10 mL, JH/KF B £ 100 mL, A3l # Z B pH
£ 5.2,
5.2.4 2 mmol/L ZMREHW(EF 0. 1% W) HH R 1 mL.2 mol/L ZREEW 1 mL, JHKREZ
1 000 mL,
5.2.5 0. 1UNHBROIEFRWT - BHM 1 mL, HZHEMBEZE 1 000 mL,
5.3 tREM

fits #2272 B (Flurogestone acetate, FGA) | [ifi 2 /! #b %% fi] (Megestrol acetate, MA) | fiti 2 & £ 2% il
1

oron oo oo oo o oo
o O A W DN —
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(Melengestrol acetate, MGA) . [ fig 54 #h Z2 il (Chlormadinone acetate, CMA) . i fig #2 22 il ( Hydroxypro-
gesterone acetate, HPA) \FE R B $2 22 ] (Medroxyprogesterone acetate, MPA) & & >99% ., L5 WE &
UL RS AL

5.4 HREBRRKRH &

O. 4T HRUESH A IS BEA PR AR ME M A5 10 me KB 0. 1 mg, I H BEAEIE M2 A 2 10 mL, il
A E A 1 mg/mL ARHERE ST . — 18 CLATFORAE. AR 3 1M A .

5.4.2 Pl IR G AR EE I R O A R AR ERE B A T A, TR — 10 mL 28R R PP I R A %)
JBEBEST BE R MO BE S 50 pg/mL (4 o )R BETR 5 b M VA . IS 1R PP 8 27 ) B 75 VR B2 R 50 g/ mLL 1Y
AL BEARETA . 4 “C~8 CARE. AR 1 4.

5.4.3 RAGIRUE AW UGS & b YR BER S AR R W T 10 mL 25 B A T HY i B 22 20 B2 L 4 50 L e o
BB R 1 pg/ mL AURRIE TAEWR . BERR WP F2 22 B S e VR B2 1 pg/ mL WA IE TAEWR . BUHBERC .
5.5 ##

5.5, 1 Hfam RUNG 7 2 Bk [T AH A< IBORE Sl vE REAH X4 & .

5.5.2 MM AHPLFR0.2 pm,

6 MSFBMIEEF

VOO e 1% ER G T TSN« LA LW 55 B TR (ESD
K- 0.01 g,

A3 R 0..000 01 g,

B .

TR & % .

PG 1 o

BERES.OAL:10 000 r/min 8L |,

AL .

AL

.10 pHit.

< I~ R R R < N < B < PR - PR o s I Y
© © N o oA W N —

~

AENHESRT

7.1 REMNFHE

YT 2 i R 10 2 A SR A 20, SRR T X T . B R A R 1 2 A SR AR SR R
B R EUR A4 Wk 1 5 FE R R ARSI AT I A . BGE O e e R A0 A 1 s RN AR L &
FEIRIRA A . IRIRE S BUREJS B AE — 18 “C LA R A7 . iR ATBGE Bk E 2 1R IR & .

a) B A AR A A R

by B S R VR R A R

o) BRI S FIRE S U 0 EHR R A B o AR AR R A R IR
7.2 RAEMNRE

—18 ‘C LA F -1,

8 MESR

8.1 EEfELSIREX

WA IR ERE S (5£0.05) g, A 0.2 mol/L Z RS ME W (pH=5.2)3 mL, BWIFE(5+
0.05) g, Wi AEf (140.01) g(3% 7. 1 B FEAWASYD . MA 2 mol/L ZFREE W (pH=5.2)0.5 mL,
PR 5 mL(£0.05 mL) . MA 2 mol/L ZFREZE i M (pH=5.2)0.5 mL, 5/, FINA B-#i %5 b
2
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T/ 05 FEAR IR IR B 100 LIRS . T 55 CTF#E/KBIRE 2 h, AR EERER. WERS 1 min,
A ZHE 10 mL, W€~ 1 min, A ZEBER AL, IR HEIR ) 1 min~2 min, T —18 ‘C¥% % 30 min,4 C
9 000 r/min#.C> 5 min, HEMER FEEBR 4 mL 75— 10 mL &0, 0K 1 mL.miERS . &H.
8.2 &k

HUA M ik AR 22 R, IR 3 th i T 08 b, T 40 C TP AR ZIE T, H 602 & KW
1.0 mLE M, 785080, 2 pm I8R5 3k U8 CAn 38 AL 58 ¥ 34, 7T 58 10 000 r/min #§.0> 5 min, #8 5 I8 B 0T
WD o UV AR VR A e - o B BT I
8.3 ERILEIrAMENE&

WS e e 8. 1 RN 8. 2 AR BRRE A AR A IR A R IR M . 4 I NG R e U i B2 bR E T
YEW BC i B R 0.5 pg/L.1 pg/L.2 pg/L.5 pg/L.10 pg/L F 20 pg/L(FERH 220 1 pg/L.
2 pg/L 4 pg/1..10 pg/1.20 pg/L 40 pg/1L) W RIFEB TS 1 mL. X TJE M 1 mL S ARG
WS, TAC i RS0 S5 DT TC AR 90 MV A AR VA €5 33— FR K B 0 0 . DARR AR B O € i 0 D AR O A A
P R IO %) 255 S5 DG TC s o V85 VR Ak 32 A A Ak b, 2 PR M e . SR DI Dy R R AH 06 R AL
8.4 MmE
8.4.1 BifEsEL£HG

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

b) FEhH A K 2 mmol/L ZFREE 0. 1% HERIEI B N 0. 1% H R 25 1 1 5

¢) Pk :0.4 mL/min;

D HEFEE 10 pL;

e) 40 C;

D BEEEBRR Y WL 1,

Fx1 HEERRER
i} [1] 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 RiLSEEHG
a) BT TR (ESD
[SOJEE E iy = WPl o= o = K i
o) il Iy =K. 2 N I (MRMD
D BRI 500 C;
e) MEFEHJES):5 500 V;
£ RS E S (CAD) :34. 474 kPa (5 psi);
g) SAHESJE S :241. 32 kPa (35 psi);
h)  ZALSJE 7:344. 75 kPa (50 psi);
D SR ST 344, 75 kPa (50 psi);
PoOEWEFSHEERILE 2,
R2 ZBHEBEBUBFSERILENG

e BB T FET ENy S il 12 AE &
m/z m/z A\ eV
i 152 SR 24 T 267.1" 40
T2 407.3 . 130
(FGA) 225.0 10
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x2 (&)
o KB 7 FET EFEHE Tilf 48 Rk 2
" m/z m/z A4 eV
il F2 PP s 222 267.0° 25
385. 4 110
(MA) 325.2 25
it 1R 9 & 2 i 279. 1" 25
397. 4 95
(MGA) 337.3 25
it 1R 50y 27 i) 309.2° 25
405. 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 BT,

8.5 ME*
8.5.1 EMME

0 Ao AR VA TR N R R B ST TR0 -5 AR O A o 908 ) R B IRF 1) 2% €0 3% 06 ) R i B 5 AH L ok
e T VC CAR VR VA VR A5 (5 i e A RRIE 8 1 RED IRE M o aURE VAR S A v YRS D0 ) i B T ) i 2576 320, 1 miin
PR 5 LS D00 3810 P R T 8 3 = B 7 -5 9 B8 R 244 PR RS TE s R VA VORI N 8 1 R B2 — B0, LA i i 22 =402
8.5.2 EEWE

FEHMR LR R T 2R B Sk B . SRR SR AT B ARG Y 7 3 s T R s
TR T 24 B 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
PRV WUE B R T 3 K UL S B,
8.6 z=HIKE

WS FRE L BRAS I 25 1 51 % 5 4 HH TR 1o i A0 SR R AT I

9 FRItHEMKIE

LY T A X TR RE PR VRS b 2R MR S 2 I R B A A R (D
:A >< (:\ >< Vl >< VZ D R N N N N N N NN

A.Xm XV, - ()

X

A

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

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

C, —F AR VA R A I T 2 080 3R Wk B A 8501 PR B s B T (g /L)

Vi ——$R L B b i 4R O 2 IS R R B B L B Z T (mL)

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

A FE TR U WP A D Y 2 T A 2R ) W T

Atk BT R B 5 () s

Vi —E AL BT S BOR AR R A B, S 22 TH(mL)

TR RDEATNE R EARPYERR S EADNT 1 pg/kg WIRE 3 M ARETF .1 pg/kg LT IR E 2 /NEL

HIG 2 1,

m

10 BMAFENREEEBENREE

10,1 REE
ARTTERE A S BUA IR T T B EZE 2R, AR08 R XS EE R IR A DR PP I TR SR B L TR TR T
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Hb 27 T TR S 2R IS 1R S 2 T L I TR RS T A BR O 0. 2 pg/kg R R 0.2 pg/ 1), 58 B R Ny
0.5 pg/kg (RN 0.5 pg/kg) s BE IR H R 2B B A 0. 4 pg/kg(0. 4 pg/kg) EHR K 1.0 pg/kg (IR
WM 1.0 pg/kg)

W oHy v TR TR S 27 ) | T T T b 2 ) L T TR 96 A B T TR S M 2 T LTS R R 2R R I A S IR 1 g/ kg
ERRA 2.5 pg/kg, BERRW R MR MRS 2 peg/kg BRI 5 pne/kg,
10.2 E#HE

ARFPHGE A S B RE 7 BFE AL S A R O R VAR JRAE 0.5 pe/kg ~
2.5 pg/kg (B WML 1.0 pg/kg~5. 0 pg/k IWMAKF T Wik 7E 2.5 pg/kg~12.5 pg/kg (FEMR
R ZAERLE 5. 0 ng/kg~25. 0 pg/k) WK s SWEA IR 7 3 RN L 6026 ~120%4
10.3 BEE

AR 7 A PR RE s o A 25 <S5 % St 1A A X B v D 22 <<20 %
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MR FKACE W h LA TR CCAS 5 A% 50 FURARN 3 F i 2 Wk AL 1,

WOR A
(AR )

ZBBHRLEULEWER

KA1 ZBEBHEELEURENRNER
75 T AR e SR CAS 5 b5+ AH X 43 T o

1 i PR 3 272 Tl Flurogestone acetate 2529-45-5 Cys Hyy FO; 406. 488

2 i 12 P b 272 i) Megestrol acetate 595-33-5 C,y Hy, O, 384.52

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

5 itk iR 55 27 i) Hydroxyprogesterone acetate 302-23-8 Cys Hy, O, 372.5

6 ifs 2 2 24 TR Medroxyprogesterone acetate 71-58-9 C,, Hy, O, 386.53
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Mt & B
(FRE)
CEHZ2HELXcMAYIRERAREEETRIZRE

LRI 6 2GR MER W (VR EE DN 10 ng/mD) 5 i 8 1 (5 K1 WLIET B. 1 Z=[& B. 6.

Wi (E MRM (407.3>267.1)
120 000

2.01

I

100 000

1

80 000
60 000 -
40000 =

20 000 |-

3.30

0 L . A 1 1 | ¢, min

2 4 6 8

B.1 BEEREZE(FGA)IRERBEEBFRIEE (RT=2.01 min)

Wi 1 MRM (385.4>267.0)
400 000

3.42
350 000
300 000
250 000
200 000
150 000

100 000 |

50 000

1 N ol 1 I £, min

2 4 6 8
B B.2 BEBFAMZBEH(MA)IRERIRAETES FERIEE (RT=3. 42 min)
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I )5 (6 MRM (397.4>279.1)

500 000

400 000

300 000

200 000

100 000

0

1

1

L

1 " | ¢, min

2

4

6 8

B.3 BEERXCZE(MGA)RERREESFEIEE (RT=3.56 min)

I )3 MRM (405.3>309.2)

250 000

200 000

150 000

100 000

50 000

0

1

1

T

|

3.30

2 - ¢, min

2

1
4

6

B B4 BEBRSMMZEH(CMA)RARREES FRIEE (RT=3. 30 min)



Wi 1 MRM (387.1>285.2)

400 000

300 000

200 000

100 000

0

T

T

3.51
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!¢, min

2

L

6

8

B.5 EEERFREZE (MPA)IRERREERTFBERE(RT=3.51 min)

WS (E MRM (373.4>271.2)

180 000

160 000

140 000

120 000

100 000

80 000

60 000

40 000

20 000

0

Il

I

al

2

N

6

I ¢, min

8

B.6 EEEAFRZ R (HPA)MRABRREES FRBIERE (RT=3. 13 min)




