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Research of 6 Sex Hormones Residues in Animal Fodolg UPLC-MS/MS

LI Dan-ni, HUANG Shi-xin, ZHANG Wen-gang, CAO Ying
(Shanghai Municipal Inspection Institute for Vetary Drugs and Feedstuffs, Shanghai 201103, Ghina

Abstract: A method for ultra performance liquid chromatograpdndem mass spectrometric(UPLC-MS/MS)
was developed for the simultaneous identificationl @etermination of 6 sex hormones in the duckr.live
Components were extracted from homogenized samipte Methyl Tertiary Butyl Ether(MTBE) ordinally,
cleaned by Sep-Pak Silica SPE column, and detbgtetectrospray ionization mass spectrometry irpthetive

ion mode. This method is more suitable for deteatiom of sex hormones in animal foods.
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HIR0.1 gl M RARVEI # v (—20 CHRAE, ARNeN ).

O R 25V B B P RIS A b P TR A TG < 0 S e BT St PR B B 3R 2 bt
Ve 2 VR A FRIE 26 Vi, TH TSR 10 mgl ™ frI6h 241 TR vt o I ABOR A b o IV
(4 CERAE, AR HD. RNV (488 v (UKD =50:500F 2Tk TR

R OB (- BTN SE EWatergs 7] 77 ;. MassLynx vaA. G A B A it gk 2y s
PT-MR210GHZ 5N SiiI-KinematiceA 7] i; CL3RAVRE.CMIL: SEEIECA ] ™ h; Laborota
40005 75 K a%: [ Heidolphys & 7= it o
1.2 SEWHZE
1.2.1 FEAOETAREE B (240.059) g% EIARENE THRIESOE R, NG R CEEE A bR
FOBRN 20 mLL RN, BT 50 C/KIEH 10 min/ity, kb RN IR B WPk,
BN 15 mLAUT JEFEE, 4 °CH4R% 10 min, 8 000 frhin ' 250 10 min, ¥ 3SR 23 .
F 15 mLACT HEREEE R 1k, &IF BiEW, T 50 C/RB ek 2E k% T, HemLV (IEQ
BV (LIRAER =91 KRS EY, %1,

1%4% Sep-Pak Silica 6 mL/500 migl A< U MEREATHE i 44k, SPEAAK X 3 mL ATl £ 6 mL
FCkeEtl, B R4 RE, RO 3 mL IE Cerklds, Wi T, BaH 8 mLV (i) :
V QECHD =L1RAWBIKDE, BRI, IFE 70 C P e 2k 2+, H 1 mLishig,
2 0.22 priERSE I8 S, JERERI .

1.2.2 UPLCAME  {aif%#: BEH Cy (150 mmXx 2.1 mmX 1.7 pm 3E[E Waters/Awl; ahAH:
V (2% V (0.2%TR) =50:5Q ik 0.2 mUin % Fif: 40°C. #HEFEE: 10 uL

1.2.3 RIS RIS AU, BT, 2RV, BB E3.0 kY, YEiR110°C,
FALIRSEA00°C, HEFL TR IR, WS 050 LR MI700 LA, REREON R . &
SR TS SN I (A HE L F s RO 1 F e 471 T3 Lo

Rl GMHRXBYRARTREMOFRILSE (BBEFHAM+HD

BT ER SETEE A (M2 SERETH (M2 HEFLHLR/V e RV

271.3/199.1 25

#gh v Trenbolone 271.3/199.1 30
271.3/253.2 20
289.3/97.0 20

=2 Testosaterone 289.3/97.0 25
289.3/109.0 25
301.7/121.4 25

SR CKJ1%N)  Methandienone 301.7/121.4 20
301.7/283.6 10
303.3/97.2 25

FASLSEM] Methyltestosterone 303.3/109.1 20
303.3/109.1 25
292.3/97.1 20

SRR (F%)  DsTestosterone 292.3/109.0 25
292.3/109.0 25
315.3/97.3 20

HAAE] (Z4f)  Progesterone 315.3/97.3 25
315.3/109.3 23
345.3/97.1 20

TNTREMNT] Testosterone Propionate 345.3/109.2 25

345.3/109.2 22
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2.1 ZMEEREEE

PSR AU TR S RE AR AT E A AR BCD SR AL HE, hIA39 % 1.0, 2.0, 5.0, 10.0.
50.0R1100.0pglL  “#ATAEMIXT I, IFHHTIIE o UBRAEROR - e 28 S e T AR 9 b AR 22
(UG THIRA LU A AR, X BRI IR B AR AA b, 22 thbruE 2, AR (R IRDA 5 RERIAT DG R A T
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o N 4 LRI RVEAICREL LM (ugm ™ KR (ndgg ™
FH L 52 Y=22.08(—79.57 0.999 4
KIith Y=26.08—137.7 0.999 7
B Y=1.510—10.12 0.999 4
1.0~100.0 1.0
e Y=0.990—17.83 0.9991
RS2 Y=15.62¢—31.09 0.999 8
Z Y=0.180+0.430 0.999 8
100 156 a 100 e a
1. 82
ob— r . . . 0 . : r , .
1.25 1.75 2.25 2.75 3.25 1.25 1.75 2.25 2.75 3.25
100 1. 42 b 100 1. 43 b
ol—, . . . : oL NAC_L98 . :
1.25 1.75 2.25 2.75 3.25 1.25 1.75 2.25 2.75 3.25
100 1,55 c 100 1.55 c
1. 25
0 T T T T T 0 ; T : : .
© 1.25 1.75 2.25 2.75 3.25 © 1.25 1.75 2.25 2.75 3.25
3 3
8 100 T2 q 8 100 s q
S = 1.27
[=] f=]
= 0 T T T T T = 0 T T T T T
Z 1.25 1.75 2.25 2.75 3.25 2 1.25 1.75 2.25 2.75 3.25
100 T.65 e 100 1. 66 e
1. 36 2. 46
ob— > , . , 0 . : : . r
1.25 1.75 2.25 2.75 3.25 1.25 1.75 2.25 2.75 3.25
100 o7 : 100 M :
0 ; ; T : : 0 T r T T T
1.25 1.75 2.25 2.75 3.25 1.25 1.75 2.25 2.75 3.25
100 {\3.02 g 100 K03 g
0 T T T : T 0 T T T T T
1.25 1.75 2.25 2.75 3.25 1.25 1.75 2.25 2.75 3.25
t,/ min t,/ min
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ML A S A R KPR B S, 2 IE R, 2% AR Bl Ay e 4. 42 fbritt
BSR, ARS8 (LU RTINS K, ZARBUEIIE, Y 6 PRSI E ) 2.0 ngg I,
P T IE (S L SINS>10, WRZ VL E B ATE 2.0 ndg e 2R RIRERIVRIN A RACFI 730, 24 e
JFAS AL LUR IR Sy 1.0 ndg I, W05 SR UE (5 e L SINS>3, BV REFR 4 1.0 ndg

2.3 WA AR EREFEEE

FREX 2.09 4% FIMSAEATRE S, 4 BN 6 R 22820 A ARk, Bk 2.0, 5.0, 10.0 ndg *
SRR T I CRRES, SR 6 MFERCPATIRES, B 3K, isin R TS KR T 2,
[Ec, HEA . HERHDS AR 22 T 45 ) T3 3. % EEMEAT P Inik % 2.0~10.0 n@g "
JOFE A R [T 70%~120%

*3 PORERTHERRMMEYLERLER (n=6)

i 2.0pgm ™t i 5.0pgm ™t i 10.0pgm ™t
s 4145
PRIl % RSDEs SRR % RSDEs PRI % RSD%
1 2 85.7 11.0 88.4 5.7 86.4 1.0
2 HEHE 96.9 10.6 110.4 5.2 112.0 6.1
3 KIp#h 91.9 9.0 73.4 2.1 82.6 25
4 FHRE S 98.3 9.3 94.6 33 84.6 21
5 A1 703 6.0 72.4 12 75.4 40
6 RS2 75.5 10.9 78.3 9.8 80.0 11.3
3 it
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