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R = 14 © HEIDOLPH WB2001/VW2011
EtBZEENE : Oasis®HLB 3cc/60mg Extraction
cartridge (Waters, USA)

. RERRE

ZEESD : diethylistibestrol ( Sigma)
BHE - PEE (Merck) ~ ZEB7K

. RERZRIF

(MG EI IR ER P EFRRERIRER 100
©o/mL ZIREERR - BUES ZIRERR - P
DRIFEER 0.25 pg/mL~ 05 pg/mL 1
pg/mi~3 pg/ml5 pg/mLESBRERT
fE R » HPLC/PDA D I H 2B #18 &
methanol : H20 = 65 : 35 ' RERES 1
mL/min * E8ZER 240 nm - FHEEEFTA
20 pL > BEAM=R  AEREDENEER
CRESEZEERR - UPBEDAHEER
0.005 1 g/mL~0.01 ©g/mL~0.05 pg/mL s
0.1 pg/mL~ 05 pog/mL &£ 5 BEE -
HPLC/MS D& ER ES| Negative Mode
EEFRN - EHFHFIE (SR) & "MH,
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—IREHR ©
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ZEEDRA 0.01 ppm ~» 0.05 ppm ~ 0.1
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0.05 ppm~ 0.01 ppm * {BEIDFEFEHEREIR -
A HPLC/PDA BRIFHEREZEREE X 0.5 ppm * 43
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2B’

1 AR - JIBERIEREER - 610 0 211 -
88-105, 2003

2. 3%HsE - X6 FOA BHEUBIE OB ERR N
AR - RNBES+HE 70 F 1 B
% ° 43-45, 1981

Quintana JB, Carpinteiro J, Rodriquez I, Lorenzo
RA, Carro AM, Cela R. Determination of natural
and synthetic estrogens in water by gas
chromatography with mass spectrometric detection.
Journal of Chromatography A 1024: 177-185, 2004
Lopea de Alda MJ, Barcelo D. Use of solid-phase
extraction in various of its modalities for sample
preparation in the determination of estrogens and
progestogens in sediment and water. Journal of
Chromatography A 938: 145-153, 2001
Rodriguez-Mozaz S, Lopez de Alda MJ, Barcelo D.
Monitoring of estrogens, pesticides and bisphenol A
in natural waters and drinking water treatment
plants by solid-phase extraction-liquid
chromatography-mass spectrometry. Journal of
Chromatography A 1045: 85-92, 2004

Martin Y. Determination of three anabolic
compounds in calf urine by liquid chromatography
with photodiode-array detection. Analyst
125:2230-2235, 2000



168

RE A ATH#RN0.41 : 165~174(2006)

=1 ZintEENRIE R RS8R (PDA)

e (ng/mL) 0.25 0.5 1.0 3.0 5.0

ZRRE @A TIHME 16927 34148 66900 198476 332221

AL EGE (%) 3.40 1.40 0.80 0.30 0.40
WE L Y =552.5 + 66247.2X

MBI P=0.99998

% 2~ BRI Z D 2 E =

Fho & *ﬁ i Lt 3448 FiE % (X +£RSD)
X1 X2 X3
5.0ppm 4.05 4.12 3.95 4.040 80.8+1.7
3.0 ppm 2.83 2.81 2.78 2.807 93.6+0.8
1.0 ppm 0.966 0.99 0.875 0.944 94.3+6.0
0.5 ppm 0.585 0.550 0.478 0.538 107+1.1
3~ LGN RIZEERE RAGER (MS)
#E (ng/mL) 0.5 0.1 0.05 0.01 0.005
ZREE @A THE 19090901 3564481 2288983 799436 277674
AR HAR B AR £ 1.62% 10.06% 3.13% 10.60%  9.85%

W E LR Y =191502.1 + 37690.2 X
A4S 12=0.9985
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Determination of diethylstilbestrol in feed by high performance liquid
chromatography

Chen SF , Liu CH* , Kuo MY, Su JF

Animal Drugs Inspection Branch, Animal Health Research Institute

Council of Agriculture, Executive Yuan

Abstract  High performance liquid chromatography equipped with photodiode array detector
(HPLC/PDA) was used to measure the quantity of diethylstilbestrol in feed. To prevent the false
positive reaction caused by low concentration of diethylstilbestrol in feed, high performance liquid
chromatography equipped with mass spectrophotometer (HPLC/MS) was further used as a
confirmation test. The samples were prepared by stirring with methanol, followed by a
centrifugation step and then an evaporation step. The residual is then dissolved with 70% methanol
and the aqueous solution is cleaned by the assay of solid-phase extraction (SPE) using Oasis"HLB
to remove the matrix interference, and the eluate was obtained and analyzed by HPLC/PDC or
HPLC/MS. The result showed that the average recover rates of diethylstilbestrol in the spiked
samples were during the range of 80.8 - 107.5%. The Limit of Detection (LOD) of PDA was 0.03
ppm and the LOD was 0.005 ppm when the MS was used.

Key words: High Performance Liquid Chromatography, Diethylstilbestrol, Feed
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