2016,50(1) :31 ~35/% F},4§ HpE 2 2k .31 .

1o SOCRCRH €0 38 125 1000 S = 4% b T o g e o T 2
23 5% B B IS

Z L KER VAR, EBE,E F L £

(1, 'T'.m[:fjuuﬂﬁé%‘ﬁf dt5t 10008152 Jb st & 25 Wik pr, b 5t 102629)
[Y7s EHHA] 2015 12 02 [ XEKFRIRAE]A [32E4RS]1002 — 1280 (2016) 1 -0031 —-05 [ HHE4rZES]S859.84

[ E] BLT7-HTRBBNFHIEARSEREGN( ARV E LRV E BHEDE Y
WHE RV E)RENERAHEE—R RN L, ¥MBESLTHERR, EC K £k, CI8
AEH A, LA 0. 05 mol/L S BR = 7 Fe v A TV W e B A, i O 0.8 mL/min, ¥t & K K
280 nm, K K450 nm, R EXWHFHE BEWVE DRPDVE ZFHDELE 10 ~200 ng/ml, ik
R EAE2~40 ng/mL E RAFWAM X R, R HKT0.99, FHHE EEDE DD E . ZK
DENFKKEER Y30 pg/kg, AV ENHKRIKEERY 6 pg/kg, XRDE BEDE DL
B\ ZHDEA 30 ~200 pgkg 8K R AAT LR A D EAE 6 ~40 pg/kg IR E R AT EE
B A T0 ~100 % ,# HL A AR AR R £ /AN T20 %, kB RE REER EAR
W ERTEMTEMRLEREAYZ TR,

[XEH] BRAME B L REEWMEGYRY; ¥

Study on Detection Method Quinolones Residues in Sheep Milk by HPLC

LI Dan', ZHANG Yu - jie', SUN Zhi — wen®, WANG He —jia', LI Qian', ZHONG Feng'"

(1. China Institute of Verterinary Drug Control , Beijing ,100081 ;2. Beijing veterinary drug monitoring Institute , Beijing ,102629 )

Abstract; A method for determination of quinolones residues in sheep milk with HPLC by FLD detection was
established. Ciprofloxacin ,danofloxacin |enrofloxacin sarafloxacin and difloxacin were extracted from sheep milk
with acetonitrile and degreased in hexane, dissolved with pH7. 0 phosphate solution after evaporation, then the
solution was purified with C18 column. The mobile phase were 0. 05 mol/L triethylammonium phosphate solution
and acetonitrile , the flow rate was 0. 8 mL/min . Fluorescence detection was carried out at excitation and emission
wavelengths of 280 nm and 450 nm . A good linearity of the calibration curve was obtained with the range of 10 ~
200 ng/mlL for ciprofloxacin ,enrofloxacin , sarafloxacin and difloxacin, and 2 ~40 ng/mL for danofloxacin ( R >
0.999). The limit of quantification of ciprofloxacin ,enrofloxacin ,sarafloxacin and difloxacin was 30 pg/kg, and
danofloxacin was 6 pg/kg. The average recoveries of quinolones residues from spiked sheep milk at the three

concentrations of 30,100,200 wg/kg( ciprofloxacin , enrofloxacin ,sarafloxacin and difloxacin) and 6 .20 40 pg/kg

TEE®I A : 2 Fh 0, NFHE 255K B U 2 Ao Bk B R A
BIEE: fp ¥, E - mail:zhongfeng@ ivde. org. cn



32 R

H

R 2016,50(1) ;31 ~35/2% J 4

( danofloxacin ) ranged from 70 — 100 % (n =5) respectively. In day — between days batch variation coefficients

were both less than 20 % . This method can be applied for the determination of quinolones residues in sheep milk.
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