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National food safety standard-
Determination of megestrol acetate and medroxyprogesterone acetate

residues in animal derived foods by |liquid chromatography—tandem mass

spectrometry
2019-09-06 %7 2020-04-01 3L
o N R 3t 1 B & b R FOER
i NRILTFMEEXXBAEAM@BREZ RS &l
H =x W & kW 5 ¥ #H =2 B



GB31660.4—2019

=
il

ABRUE R B KA -



GB31660.4—2019

ARz ERRE
T £ & PR B P AR IRSE MR PR B R
AR 2 - B B RS

1 ek

AHRAERLSE T B £ e TR Y b 2 I R 5 R PP 0 2 T e B AN ) s R R AH € 3 —
R I I 52 57

AbrHEE R THE 4. ENUA L BT FFRE. B B A A= 10 v i PR bt 2 ] R 182 FP 4 2
T e B AL
2 PSS A

B SCPERE T A SR R S AT LA H R S S, AT H I R A
EHTASE . FURAEHIAM 51 S, Haaphos CREE AT A s o) & H T A S .

GBI/T 6682 73 #1546 %8 FH KBRS A 56 575

3 [Rif

U HH 2 B PO I IR Y S 2 B RS IR P e 2B 22 ZS BRI, IE el TR GBI ES R
e, FREEEL, O IS B RENAIE . WARIRE .

4 RASHR

BRI RESr, A RFIBI N T4k, KA GBIT 6682 FE 1 —Z% K.
4.1 RXF
411 J5 (CHCN) : faifhafi,
412 HEE (CHOH)
413 H@® (HCOOH) : fujkal,
414 ZJ& (CH3COOH) .
415 1ECKE (CeHu) -
416 CLREHEE (CHiCOOCHs) -
4.1.7 % (CHzCOONH,)

4.2 HRECH



GB31660.4—2019
42.1 0.2mol/L Z.FR¥: et : Bl 2.1k %% 15.4g, nzK 900ml {51, F Z R pH H% 5.2,
JKFiRE 2= 1000mL.
42.2 2%WEIKEW: BUHFER 2mL, J/KVE AR A 100 mL.
423 0.1%FERKAR: BUFER ImL, JI/KIEMEIERFEZE 1000 mL.
424 50% KA : BUFEE 50mL, JI/KE MR FRFEE 100 mL.
425 30%H /KA : BUHEE 30mL, JH/KVE MR REE 100 mL.

426 0.1%FER/KZIEEW: B 0.1%F ER/KIEWR 20mL, 2B IEMRES 100 mL, V&
5o

4.3 FrfEm

431 REEFR T Z2EH (Megestrol acetate,CpsH304,CAS:595-33-5) . [tk i F1 $4 Z4 i
(Medroxyprogesterone acetate,CyyH3404,CAS:71-58-9) , & &1)=>98.0%.

432 Whr: STUARESER 22 (megestrol acetate-Ds,CosH20D30,4) , 71 =98.0%.
4.4 FRERRSE

4.4.1  FRAENAU: HUSHIR F A L IR R 2 M b A 252 10mg, AFEEFRAE, T 100mL
EROE, ORI MR R 25, PO Bk 2y 0.1 mg/mb f B R M 248 L 5 IR
FEAFAbRAENR & . -20°CORAE, ARON 6 M H .

4.42  PARICE: BUTACREER H 22 B AR AE Ah 20 10mg, RSEFRE, T 100 mL Ex sl
W, SRR R ZIEE, FeHI A 0.1mg/mL A EE RR HY Hb 22 B 2. -20°C ORA7
AR 6 H

443 REIMETAFR: 5% EHOWNEE T 220 . B PR A B b &% 0.5 mL, T
50 mL AR ta I, AREMREEZIEE, B IR 1 pg/mL R S ARHE AR 4°C LA
NECRAE, AR LA

444 W TAEW: FBEERNRE R 05mL, T 50 mL i@ EmY, HZEmBEEZ)
B, IR EE N 1pgl mL B ARFRAE TAETR . 4°CULRBECRLE, AR 14N H .

445 AR 2 r ) %

8 R HOE R A ARE AR AR AE ARG, VRS AR MR O R 2 L 5. 25,
50. 100 ng/mL H) RIUBRAEA TR (AFREIJy 20 ng/mL) o DAARFAE 25 o7 & o i i i AR EL A
AR, ARTETRVRIR BEURAL bR, xR 2k o

4.5 R
451 JREHETEFMHEFERF:: 60 mg/3mL, A4 .
452 B -ERPRE AT RERE TG/ 5 SR IR BRI -

453 FFLUERR: 0.22 pm.

5 NEEMIRE
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5.1 RHEGIE-BREKRIEM: Mm% TR,
5.2 4#rRFE: & 0.00001 g F10.01g.

5.3 &ML,

5.4 HKEmES&=S: 3000 r/min.

5.5 BAEKERL.

5.6 #i&it: 200 L, 1mL, 5mL.

5.7 EO#L: 10000 r/min.

5.8 HFHR: 100mL.

5.9 AL

510 [EfEZEEKE.

6 ABHHESRE
6.1 RRAYHIE

G B i el R 2 AR R, &, FEEYF . FRIT4LZLT60°CKiB H RifL .
—— B A B EEREE S, R AR
—— I E A ARES, BN BRE .
—— B8 JE S RS, SIS BOIR FE bR AR, VE NS A IRk .
6.2 KBHIRE
-18°C LA R ERAT, 3N H W7 o FrAssiil
7 NELE
7.1 EBHE
HURAE2g (MERREI+20mg) , 50 mLE L&, IR TAE#40 i, J10.2mol/L 21
o pPila mL, mBETR SIS INN B -2 BRI %) WE S T I 75 FER PR ER B 40ul, T-37°C Fi#EEE/K
WK, BEfdl12h.

7.2 ZH

721 WA, FEE. B RE4 2

REEEMAR G, NCBR 4B510 mL, T heimiR 4y LRI ZI4R3%10 min, 4000 r/mini .05
min, B FiEG BRI . 5B IR 2810 mLE SR, & 9F IS, 50°C ek 7%
KZET. IMOHEL mL. IECKEmUERM, % 250mIE 08, K3 E10s, 3000 r/min
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02 min, FIECKE, TEBRTH0CHEZKZET, IN30%HEEKERS mL, #iF, &
FHO

722 ARHHHL

AR S, K510 mL, ThéimdR% 4 LRI ZIHR%0.5 min, 50°C #2510 min,
4000 r/minE5.0>5 min, B EiEHRBE 5 —50mLE O E . FREINZHE10 mLE SRR, &
I EIE IniE S 44 mL, IGE IR EL0 s, 3000 r/mins 022 min, 3 1E CE 2  IIE 484 mL,
kBN, FE50°CHeZERZET, MA30%H BRI mLEfE, /4.

7.3 &t

TR A RH B 7 A R EURE A RE . K %3 mLiEfk, BU& G RE, AR IRHZK . 50% H %
FETRE-3 mLibk e, . FH A EES mLyE i, Yeliii T-50°C F AT 0.2 mLZE (80%)
-0.1% FH ER VAT IR AR AXY), TAHEIRAT, 130.22 pmiE ek 15000rpm =& &5 02 10min, B 3%
W, b R OB - B TSSO 5 .

7.4 ME

741 WAHEIES KT
a) it Cufaiftt (50 mmXx2.1mm,1.7 pm) , Bk 4,
b) WEhA: A: 0.1%HERAHKE, B: 0.1%FHERIAEW, FREEM, WK1
¢) JiE: 0.2 mL/min;
d) kE#: 30 C;
e) HHFEE: 10 .
1 RIS EE R SR S

BFE, min | JEE, mL/min A, % B, %
0.0 0.2 20 80
0.5 0.2 20 80
15 0.2 90 10
2.5 0.2 50 50
3 0.2 20 80

0.2 20 80

742 BUESEFKAT
) B B (ESD B1E:
b) Hffi R ERFEH
o) KT 2 RN
d) M. 3000 V;



e) JRifi: 100 C;
) ZALin/Z: 350
9 HEFLALE:

C,

25 L/h;

h) ZALSIME#: 450 Lih;

D BT, RS IR R

W22,
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*®2 EMBETX. EETET. HLEEMMHEES

E[=ER) eV E[=ER) eV
385/267 (20) 385/267 (20)
752 i
Tt 15 FE th 22 385/325 (18) 45
387/285 (28) 387/327 (18)
R A T2 Wi
LR 387/327 (18) 45
SURESRR B 24 | 388/270 (18) 388/270 (18) 45
7.4.3 Mgk

BOR PRI BAAR IR, AR B f B2 fUREHE,  $ ARk DA T AR EE T 55 BRI b
THEVA U I TR P ML 2 T TR e 2 5 A e T Y e 2 T P e T R L IS (3 A M ) 2
VU 2 P o TR TR 8 RO = S AR TR B 7 ARG R BEATT B, AP B R BIZEK . B IR
PR 200 TR P S 2 T T AH TR Y e 27 I 2 5 7t U 1 5 o B il ) AL B SR

®3 EMHIEFNENETFENRTRE
HIXTE T, % RV W%, %
>50 420
20~50 425
10~20 430
<10 450

7.5 =HIAE

BRI, B4 F S AT
8 GRITERMEA

BRI Z R R (1) 5
_ Ax A xC x Cg x I

X 7
As x A; xCis x m

e
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X — R BE AR R B, B N R T 5 (glkg) s

Co—bRifE TAE R M R (IR BE, SRR NN P2 TE (ng/mL)

Ci— RV PIRRIGIR S, PR AN TEZTF (ng/mL)

Cis —HRvlE TAET R WFRIGIREE, BEAL NN 2T (ng/mL) ;

A—RAE VAT R A7 R 1 D A

Ais — b7 HE AR VR PO AT (RS T AL

Ais—R BV YRR I I T AR

A7 HE A3 I e U400 5 e TR

VIR PRI AR, SR TE (L)

m —aUkl &, AT () .

TR REMRT AME. WESEHAPCPATINE R BEARPEMER R, RE =008 88T
9 BMSENREUE. EHENEEE
9.1 REE

A7 BRI 0.5 olkg, EEE ML Lolkg.

9.2 EMHE

ATTVELEL glkg~5 o/kgias 0 7KF B TR A 70%~120%
9.3 1BEE

A TT VR P9 AR BRI 22 <20 %, FH R A 6 bR v i 22 << 20 %.
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Mt SRA
(BRI
HEETREEIE

1: MRM of 1 Channel ES+

A Ing/mL B EtERRIHERE FRERIE

B 2.03 388 > 270
1 3.81e4
=1
ol T ; i ; T ; ; T )
0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00
100208-std1 2: MRM of 2 Channels ES+
B 2.15 387 > 327
1 3.05e4
=1
] 2.03
o T T T T T T T T 1
0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00
100208-std1 2: MRM of 2 Channels ES+
_ 2.15 387 = 285
1 1.20e4
=
10.100.31 0.86 1.09 1.832.03 2.372.55 2.85 3.00 3.24
T T T T T T 7 f T f T T )
0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00
100208-std1 3: MRM of 2 Channels ES+
R 2.02 385 > 325
] 3.29e4
=
ol ; ; ; ; ; ; ; ; )
0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00
100208-std1 3: MRM of 2 Channels ES+
B 2.04 385 > 267
] 4.21e4
- =
o' \ \ \ \ \ \ \ \ | Time
0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00




