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, 20 80
’ [1-2]
- (GC-MYS)
- (LC-M9'*® 20 90
/ (HRL.C-MSMYS)
1
1.1
- : Surveyor - LCQ Advantage ( Themo ),
(DAD) (ESI); D - 1C( )
Helix Pomatia ( Signa - A ldrich) ; (0.2

(SPE): 500 mg/6mL (Agilent)

mol/L, pH =5.2), . Cg SOH
1.2
10.0mg (Signa- Aldrich) , 1. 0mg/mL
- 20
1.3
1.3.1 15.0 g - 20 ,
, 10 mL 15mL , 30 min, 4 ,
10 LB - Glucumnidase, 53 12 h, 30%
1.3.2 (0. 4% m) Cs SPE ( 5mL ,
5mL ) 5mL - ( 60-40) 5mL , 5mL
, 0.25 mL 4. 75 mL SOH SPE  (
5mL ), 5mL - ( 95: 5) 5mL - -
( 95: 5. 5) , ]
1.4
1.4.1 ZORBAX Eclipse PlusCs , 2.1 mm x150 mm (fIm, i.d.),
EclipeXDB - G , 2.1mm x12.5mm (i.d.), : 30 ; (A) 0.5%
B); : 0 30min, 45%A 80%A,; : 0.25mL /min, 20U L
1.4.2 . ESI (KW): 4.5 : 200
300 ; (V): 4.0 (ev): 35 N, (L /min): 0.9; N,
(L/min): 9; MSMYS)

— 264 —



1
t/min m/z m/z

9.81 272 253 * , 228,197,159

10. 45 287 269 * , 173,135,121

18.25 315 297 * , 279, 255, 109, 97
2 - 18.21

i 50 9.95

2.1 LC-MS T o 376607735/ \_12.79 1620

1041

- , 100 \
(0.2% 1.0%) 3 = sr% ‘ﬂJ % ,
9.78 5
(A) 0.5% % JL 0] oass

269.0

1 1 100 18.29 -
] 1 1 50
2_ 2 = 16.20 354.3
0 5 10 15 20 100 200 300 400
5 10 t/min m/z
20 50 100 200 400 800p g/L , 73
A. (Boldenone) ; B. (Trenholone) ;
5 800 C. ( Progesterone)
Mg/l (y)
(x) .y =248 144x + 348

718, R =0.998 3; y=250583x+ 4x10°, R =0.997 7; y= 356 069x +2 x10°, R’ =0.997 5
2.3

(LOQ) 5.0 8.0 5.0d g/L (S/N =10), (LOD) 1.5 2.4 1.54 g/L (SIN =3),
LOQ 0.33 0.53 0.334 g/kg (S/N =10), LOD 0.10 0.16 O0.10M g/kg(S/N =3)
2.4
3 2 LC-MSMS
| (50 200 800 L) RI%
g p/g LY
’ ' 50 73+£10.7 62%3.0 72%5.8
3 . , 200 80+6.9 85.5+14 95%6.0
3 62% 99%, 2 800 75+£9.3 72%7.5 93+0.5
2.5 50 69+0.8 81+2.8 80+2.9
200 g/L L 200 80+6.7 9910 99+1.0
10 RD 800 86+6.3 9640 99+1.0
' ’ 50 72+15.6 85+2.9 80.7+5.6
RD 8.0%, 15.2%, 12.9% * * *
200 91+13.8 96452 92+7.0
3 800 84+6.6 97+5.8 95+6.6
LC-MS , 0.10 0.16H g/kg

0.33 0.53u g/ kg
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Si multaneous D etermination of Trenbolone, Boldenone and Progesterone
in Animal Origin Food by HALC - MS/M S

XIAMin, REALE Ewann, GAO Hong-bao, WANG Xin-xin, L IU Qing-jun,
L IU Qing, ZHANG Xiaoman
(Beijing Center for Physical and Chamical Analysis Beijing 100089, China)

Abstract The analytical method developed is based on HRLC - MS/M S to smultanous detemine Progester-
one, Boldenone and Trenbolone in Chicken, Beef and Pork meats The sample is freeze drying reduced in
powvder and aM ethanol - A cetate Buffer (pH =5.2) wlution is added in order o perfom the extraction and
onicated with a lution prior © deconjugation usingP - glucosidase The sample is purified using C18 and
SIOH olid phase extraction (SPE) cartridge prior o analyze on reversed phase with a elution gradient per-
fomed on Agilent C18 coupled with a HALC - MSM 'S The detection L mit is regpectively 0. 11, 0.17 and
0.02M g/kg for Trenbolone, Boldenone and Progesteronewith a ratio Signal/Noise >3 in the 3 different kind of
meat The quantification was based on the peak area and overall recoveries of synthetic growth homoneswere
62% - 99%.

Key words. Stemids Progesterone; Trenbolone; Boldenone

( 263 )
analyteswere extracted by ethyl acetate identification was achieved by electrogray ionization in positive mode
(ESI+) usingmultiple reaction monitoring The quantification wasperfomed with external standards The re-
coveries of 3 - Amino - 2 - oxamlidinone (AOZ) were in the range of 79. 1% - 94. 8% with piked levelsof 0.5
- 24U g/kg The RD were less than 8. 23%. The Imits of detection were 0. 10U g/kg for AOZ
Key words. Furamlidone M etaholize; Dry fishy URRC-MSMS
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