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National food safety standards—

Determination of acetylgestagens drugs residues in animal derived foods and animal urine

by liquid chromatography tandem mass spectrometry method
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AXEH TR A £ SRR R, . BIEAEZ, B8, F=05. Tk (.
FO MGHEL R AR BRI BRI TR . B SE O A . BRIR SR L I
T PR PR 20 IR 2 i R AT
2 FSEMSI At

S i P 2 S SR R T S R TR AR SO R T k. Horh, i H
(51 SR, ALz H R R ARG A T ACSCIR s AN H I SR S, Rk (&
FERTA B & A T A S
GB/T 6682 437556 % F /K A% AR 77 i

3 JRIE

R 22 BR8] 4 W TS T Il 05 B R RS R /K A JS , TRBR M ST 2 R ) S B FR L, 1Y
i i LA RE R v A o YRR 0 - ER R B U I 3, R VT A e e
4 HFFIF L

BRAARE SN, BRI A HTAE, KRS GBIT 66821E I — 2% K
4.1 X5
4.1.1 HEE (CHaOH): a4l
4.1.2 i (CHCND: faifhal,
413 R (HCOOH): ailhaf,
4.1.4 ZR¥: (CHaCOONH,): fhiaf,
415 FEEA: & 49Na,SO, 1gNaCl.
4.1.6 -7 % BERS H BE/ 75 LR BR RS (B-Glucuronidase/aryl sulfatase), 10000 U/mL.

4.2 ARECH



4.2.1 60% LIV : HX N 600 mL, FI/KAREZE 1000 mL.
4.2.2 2mol/L ZIREVEW: W LRY: 15.4 9, HIKIEMIFERZE 100 mL, Fi&EE 4RRiF pH
£ 52,
4.2.3 0.2 mol/L ZFR%EZE M. B 2 mol/L ZER%¥ % 10 mL, AI/KHMEE4 100 mL, H&
B LR pH % 5.2,
4.2.4 2 mmol/L ZFRAHR (7% 0.19%H ) : HUFER 1 mL, 2 mol/L ZFRE#H 1 mL, H
JKFFEZE 1000 mL.
4.25 0.1% R ZHEHW: BOPER 1 mL, H LHE#%E % 1000 mL.
4.3 frfEm

BETR 542/ (Flurogestone acetate, FGA). R&ERFHuZ M (Megestrol acetate, MA). [
%25 %/ (Melengestrol acetate, MGA). RS ML 42/ (Chlormadinone acetate, CMA).
Fitk 2 #2 42  ( Hydroxyprogesterone acetate, HPA). [ F ¥ %2 ( Medroxyprogesterone
acetate, MPA) & >99%. 1L&iE B A.
4.4 FREBSREIE
4.4.1 HRUERESTR: EXWEZBERARMER S 10 mg, AETE 0.1 mg, I EEEREIEE A S
10 mL, FCHI IR 1 mo/mL FIFRHERE S -18 CLANORTE, AR 3 H .
4.4.2 IANREEREAEER: WOWABE R EE SR & EE, THR— 10 mL &,
MR EZIEE, #25), FHIRIREE N 50 po/mL (1 R BEVR A ARAETA T . BEIR F 242
WA S b E AR 2 9 50 pg/miL B TP RR BERR VA . 4 - 8 'CIRAFE, ARUW 1 M.
443 REGTELAER: BOEE PR RS REERT 10 mL ZEHET, HHRERREE
ZIE, B, BCHIROREAN 1 poimL POARE TAEW . BSRE H A 2l s e vk B 1
po/mL FARHE AR . IECILH] o
4.5 #H
4.5.1 35 A8 g 17 2% I FAH 32 URE s PE e A 243 .
452 JEfE: AHLFR, 0.22 pm.
5 {XERFIRE
5.1 WAHRE-A BT FoAT S & TR (ESD
5.2 XK. & 0.01g
5.3 i RF: J#&E 0.000 01 g

5.4 HFAL



55 JRiEIRG %
5.6 #ki7 v
5.7 AU EOHL: 10000 r/imin B LA E
5.8 ZIKAL
5.9 EAEX
5.10 pH it
6 HAERIFIE S5RF
6.1 RAERIHIE

USSR B R 10 S B RS, ST S T SRR 1 A B
REPRER, WIRBURAHIST. ik 105 o R R BRI AT e . BUE R R

RS AN, 25RRRAIA . SRR SR JE R TE-18 C LU IRAF . k5 AT

BOE R 2, RS

—— WU R AR L, A BRI .

—— WU R AR, TE AR

—— WS AR, IRINIE BRI LRI, (E N2 IR .
6.2 IMAFHIRTE

-18 ‘C A F R4
7 NELSR
7.1 EEFRS1REL

USRS ERE S (54£0.05) g, M 0.2 mol/L ZFRE: s (pH=5.2) 3 mL.
s (520.05 g), WoMiFEdn (1£0.01) g, (GREAMBAEYY), A 2 mollL ZFREHH
(pH=5.2) 0.5 mL. BRI 5 mL (20.05 mL), AN 2 mol/L Z. B4z (pH=5.2)
0.5 mL, 7e7piE5). FRANA B-Hil & M e/ 77 L AR e G 100 uL VR &, T 55 C 6K
Wk 2he BUHEE £ =R, WHERS L min, JIAZEE 10 mL, g~ 1 min, JIA
RERERAL, WRHERA] 1~2 min, T-18 ‘C¥4% 30 min, 4 °C 9000 r/min &.0» 5 min. R
EREER AmML T 53— 10 mL B0, K 1mL, RiERA . &

7.2 B¢
25 O B AR R O, BRI B T B0 H, F40 C TR ZEIET, H60%

JEKIERL.0 mLVEfE, Fo4rimlE, 0.2 pmiEfEal i CanidE2IEE %, AT4510000 r/min
ZL05 min, ARJFUEME) . JERALROR ik - H B B



7.3 ERICELHRAE ML HHI &

B FARE, #0707 27 R BERE &, IRAR PR R . MR RS = &
Pk Ze i bR ARV, O R 0.5 pg/l, 1 pg/l, 2 pg/lL, 5pg/L, 10 pg/L Al 20 pg/L
(BERZ ¥ 2B N1 pg/L, 2 pg/L, 4 ug/L, 10 ug/L, 20 pg/L A1 40 pg/L) ) R AR AEIR R
H1mL, WFE L mURE S R AR, O R R VU AC R ARR AR, AL £
- ER T RS I 5E o DURRAE B 00 i G DA T AR G AR, o 14 2 3 T T A YR P
BEALRR, 2fibRiE 2t . SR IEE T FERIAR S R 50
7.4 ME
7.4.1 (%St

a) . Ci (100X3.0mm, 2.7 um), HAHY4#E

b) WEhA A: 2 mmol/LZ F&%%0.1% F B 15 K ;

¢) MBI B: 0.1% IR L IEE W

d) JiiE: 0.4 mL/min;

e) HFEE: 10 pL;

f) AEiR: 40 C;

Q) VBRI R L

x1: BERRERF

ifE] (min) TishH A Jizhtt B

(%) (%)
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

742 JUESHE KM
a) BTUR: HEBIEE IR (ESD:
b) Hffi R ERFEH
o Ayt 2 RSN (MRM):
d) B UEEE: 500 C;



e) Wi HE (IS): 5500 V;

f) Ht#E <)% /) (CAD): 34.474 kPa (5 psi);
9) RAAIES: 241.32 kPa (35 psi);

h) ALK /). 344.75 kPa (50 psi);

i) HHBSE J1: 344.75 kPa (50 psi);

P HEE TS HE L R2.

R2: CEHIPHERIEBRTSEROERN

N N EFEHRE | MiEREE
{A B3 B3

th &) REgS 1 FET ) s

7 e T i 267.1* 40
5 2 o 42 Pl 4073 130

(FGA) 225.0 40

117 F s 7 i 267.0* 25
i P b 272 i) 385.4 N

(MA) 325.2 25

73 26 4 2 i 279.1* 25
Tt 2 550 22 R 3974 s

(MGA) 337.3 25

17 G Hh Z i 309.2* 25
it i S pth 2 i .. %0

(CMA) 345.1 25

i3 FF 4 22 i 285.2* 28
Tt PR FH 2 42 i) 3671 100

(MPA) 327.2 30

7 2 T i 271.2* 28
T R 2 2 i) 373.4 %

(HPA) 313.1 28

e OAERET
7.5 MEE
7.5.1 EMMNE

A0 S T VA VR A 0 € i ] ) £ B BT V)5 A S v AR (R B BT T L % £ 1 0 P AR AE
25 - 5 R IR 5 UC G A A T % EE U U PR AR AIE 8 1 A R P o ARV VR S PR T VA TR
P R B I (Al 22 7E £0.0 minbAA ;s EAS TRV B 7B, BSR4 IR IERR
AR B T — 8. KA mzE N+ 40%.
7.5.2 EEWNE

B PR V5 A BB IEAR VR, T P br il it 2k, #4Mmith S 2
e R A R B e SR SR A B0 B 2 R IR 7 2 s 0 T i A vk i e e v
WL VIR, P2 (R VA IO SR R B 2 MRV B P9 S5 AT e e ARG I L B S B
7.6 AR



B e, BRANINZGA SR 52 A IR N 5 20 BREAT I 5
8 RITEMFTIA

MY YRR XGEFE A LA BRI EE X BEDHCE T (ngke) R
Ny PRIBRE o QAR IR R Y BB DO BT (pg/LD FoR. #5K (D 1H5E:

_/1><C5><V1><V2

X U oxm x f, (D
A
Co—— B TRV AHRL I B2 IR EE, B B (pg/L);
A—— RV A R ) 2 TR 20 2 1 W T AL
As——HE TRV R R P 2 23R P e T A 5
Vi—SRBUEER S R EGR SIS AR, Sp A (mLD;

m——t R R, AL (g)s

Vo——FE MR R WK 8 i A5 B R E AR, PR T (mLD;
Vo—— LT R BURARR, Bhi Tt (mL).

9 WMGENRYE ., EREMBEERE
91 RYE
ATFBHE A S GRS BElE FEIES BR85S 95. &, FBIK.

PR PSRN, TR M 2, EER DS O e, TR S 2, TR YR IR (1 RS R
N0.2 olkg R Ag/L, FED, EEMRAN0.5 ykg: BERRHF #2228k IR ~0.4 olkg,
s IR N1.0 polkg.

Wiky R S, TR P M2, BRSSO R R, BRIR S, WL A
WIBRAL po/kg, & EN2.5 pg/kg. BEER 200 ORI PR 2 po/kg, 52 & BR A5 Lo/kg.
9.2 HHE

ARJEME Ay L TSI BRI FERE. BRI REh. EWR. R9E. IR,
4 PRYE05 ~ 2.5 pglkg (BERE L ZEA7E1.0 ~ 5.0 po/kg) WIKFE R, @5kdE2.5 ~ 12.5
Hg/kg (BEFR F 2 Z WA AES.0 ~ 25.0 Ho/kg) WRINZKT T, LBk 583 7 35 [ YR 36 B oA
60%~120%.

9.3 BEE

AT VA AR BR AR 22 <<15%, k1A FH G BR AR 22 < 20%.



Mk A

(R
CEIEHERUEGMER

LB EBUEMh IR CASS . W2 F AN 7 F IR E S WRA
RA LBIFBERFEWERRE S

F¢ AR BELAR CASE ¥R X TE

1 Tt 155 e 22 T Flurogestone acetate 2529-45-5 Cy3H31FOs 406.488

2 Ftwg A Hh 220 | Megestrol acetate 595-33-5 C24H3,04 384.52

3 R 4201 | Melengestrol acetate 2919-66-6 CasH3,04 396.5192

4 it P S s 2 Chlormadinone acetate | 302-22-7 Cy3H2ClO, | 404.93

5 it P 2 Z ] Hydroxyprogesterone 302-23-8 CasH3,04 372.5
acetate

6 fitsfiz FH ¥4 Za | Medroxyprogesterone | 71-58-9 Co4H3404 386.53
acetate




Mi% B
(R
Bt E KM AR E TR EER T RILE
ZEI M EXMRERR GREAR 10ng/mL) EEEFEIZEE B.1-E B.6

W RifE MRM (407. 3>267. 1)
120000

2.01
100000 —
80000 —
60000 —
40000 —
20000 —
3.30
0 ,L“ . A— , . | i It/min
0 2 4 6 8

B. 1 BiEAEZER (FGA) FRERBREERTEILER (RT = 2.01 min)



M S{E MRM (385. 4>267. 0)

400000 3 49
350000 —
300000 —
250000
200000

150000 —

100000 —

50000 — L
0 . : . . It/min

& B. 2 BEES R Z2ER (A) FRERBREEE TEIER (RT = 3.42 min)

M S{E MRM (397. 4>279. 1)
500000

3.56
400000
300000 —

200000

100000 —

0 . . k~*~ , :  t/min

B.3 BEEAE O ZEH (MGA) FRERAREES FRILZE (RT = 3.56 min)



M S{E MRM (405. 3>309. 2)
250000 =

200000
150000 —
100000 —

50000

0 . . L : :  t/min

&l B. 4 BaER S0 2R (oMA) PR REER FEIEE (RT = 3.30 min)

M S{E MRM (387. 1>285. 2)

400000 3.51
300000
200000 —
100000 —
0 | . , . J L . | :  t/min
0 2 4 6 8

B.5 BEERFR¥AZEE (WPA) FREAREES FRIZE (RT = 3.51 min)
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M S{E MRM (373.4>271. 2)
180000 —

160000 —

140000 —

120000 —

100000

80000 —

60000

40000

20000

[& B. 6 BEEL¥2 28R (HPA) FRERBREEETEIER (RT = 3.13 min)

It/min
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