ICS 67.050
B 50

e AR H 0 E E = F5 #

RAE 1077 SAS —5—2008

K= m P E Z B % B ERINE
BAEERIEE

Determination of olaquindox metabolite residues in fishery products
by high performance liquid chromatography

2008-08-11 £ 78 2008-08-11 k1

pAE N REIEFE AR % %



R #1077 B4E—5—2008

Al

i

AHRHERT SR A IBERHER .

ZFRUE e N BRI E R R

AR U 2 KA E R T R 27K i T AR E R IH

AR R B B - Ll R N FRIR ROK T B B M B A K O O LD AR TR R A AT PR A

AipitE FERE N BRI BRT B IRNE R R B E DL BOKAR



Rk E 1077 B4%5—5—2008

KEmPREZERBOREENNE
BUREREE
1 3EH

AVRHERLRE T 7K™ il e LA 3 - LM RE - 2 RIR (MQCA) 5% B B I i BORAH (4 15 I 5
Tk,
ASHREE T K™ i b i B 3 -H B nEmk- 2 - B EMIIE
2 MEMsIAxH

THI A SR S AR RS | TS AR B 23, LR B 3RS ASCE, RS T
MBS CREIEEIR I N ED) BB TR ANE F F AR e, SR 1T » S AR AN AR v s BS99
R AT X SO B B TR A . FLRRAN TR H A5 SO, B AR A & A T A A v

GB/T 6682 4r#rsCEe = F/KALA% FHRLE ik

SC/T 3016 7Kj=fhimAE vk

3 RE

EAZFR Z B PR BURE ity v 52 B 1y e Z BRI 4 3 - P B Bk 2 3R R, T pH8 AUBRTREL R rhl 2
B BRI LRI MR IR 2 R BRt AT R AL BRI Z T )5 B F S AA A 6
TEHEY B MG T A4 I, SMR I E B
4 AFIFnar A

BRA RBR UL B SN BT FR 2 0 Al
4.1 RBWAHKNFE GB/ T 6682 —HKIER.
4.2 HWEE. g,
4.3 ZMRZFg. @ik,
4.4 IR,
4.5 Hmg,
4.6 0.1 mol/L BERRELSE FRIK . FREX 12. 0 g BERR —SLANAN 14. 2 g BERR S 4, /K ¥Af8, FH 1 mol/L &
L8 pH = 8. 0, /K EAE 1 000 mL,
4.7 1.0%HFR/KEMW : BB 10 mL BFEEIFMAKEARZE 1000 mL,
4.8 3 -FIELMsIEM- 2 -BRERARE S S >98%.
4.9 MQCA HrRAERE W - HEFRFRER 10 mg BIARES , I BRI EAZE 100 mL AZ BRI, Bk
PRrEf VR MREE S 100 mg/ L. RV ARAE RN 3 A .
4.10 MQCA #rE TR . AT SHARR B B4 R Bk B RO AR VA, BRECEL A .

5 {U=F

5.1 BROBAHEIEL. B Ma I 2E .
5.2 R¥.@#Eo0.01g,

5.3 4O¥RF. & 0.00001 g,
5.4 IERIEREE.
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5.5 EL.LHL:BKFE 14 000 r/ min,
5.6 &WAL,

5.7 EEALUBEENL.

5.8 4r#dEsF:150 mL,

6 BEAE

6.1 B
6.1.1 XEH&

2 SC/T 3016 MIFEHAT.
6.1.2 #RE

FREL(510.02) g BB T 50 mL B.LEH, A 15 mL ZBR 2, 5% 5 min, 5 2, RIRIES,
4 000 r/ minZ.L» 5 min, B EEBFEA 150 mL %R+, BH 15 ml ZRRZBERRR—K, 53+
BB T R — 4wt

AR A 0. 1 mol/ L BEFEEEZE vhiR 10 mL, JEIRIES, IR 30 5,8 000 r/ min E.L> 10 min,
B EBEEFESERE) . FRRGABEL 30, BBELRZ WETEHRRE 25 ml BEELE
.

TINA£RER 200 L, BS) . FEIMA ZBR 2R 6 mL, BEiRIEST, #i& % 30 5,8 000 r/ min B.L> 10 min, EE
BRAHEANEBERE D, BA 6 mL ZMZMEFRR K, 8 2B TR HAE, 55 CARRT
T, 1 mL AR HEIRIE S, 0. 45 pm SEFLEE B UE  FR U .

6.2 HRUE

6.2.1 &y

a) fai%tk . ZORBAXSB - C18 #: (250 mmX4. 6 mm, 5 pm) ; BUPEREA 24 .

b) FEHAE: BB+ 1. 0% H BUKIA R (40+60)

¢) Wid.l.0mlL/min,

d  #ER:30°C,

e) HERER.50 pL,

D R 320 nm,
6.2.2 FRAEIEELAIHIE

WL MQCA #r HEAE &2 W, AW sh A # B AL~ 0. 005 pg/ mL. 0.01 pg/ mL,0.05 pg/ mL,
0. 25 pg/mL.0. 50 pg/mL.1. 0 pg/ mL FREUARHE THVEWR , B RS RORAE (35 07T .
6.2.3 S

MRAERE S MQCA 52 88 B A5 0, 1 8 e 1o AFUM 3 M AR TARVES MGHEAT € & . A A 50 pL
MQCA #3# TAEB R B A TR IS 3 LR ETE ST 54T, 10 SR TE AR, me) (B33
FEAERRIN R TS Z . AR3E MQCA trdE b AR BB et Rl EH:, AMr ik e B . BiSES LR A,

7 =ARRKRK
BB IRRESN , K98 RIS BT
8 HZRiItH®E
BESH MQCA MBI REAR IR B RBMBS . HRRE 3 AT
% CXV 01000 ermmmemmseeosseeseeeeeseeeeeseseeeeseenne D

m
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K

X—18 A+ MQCA K& &, AR 8 T 52 (ue/ ke) 5
C— iR+ MQCA & &, LMo 2T (ug/ mL) 5
m——E R, B T () 5

V—il B AR, B Z T (mD) .

S FHEREEERMENBEE

9.1 REE

AT ARERIRR 4 pg/ ke,
9.2 HAmMmE

ATTEBRIAREE N 4. 0 pg/ kg~200 pg/ ke W, AR B 7026~120% .,
9.3 BEE

A T7EEAL AR XS AR AR 25 <15 26, AL R AH X AR R 22 <<15 % .
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M ® A
(FRIERM R )
BiHE

A1 MQCA fr# By BikE

0. 25 pg/mL MQCA #rHfEdh FIBRARETRER LA A. 1.

] 3
o
10.071 =
7.57
o 5.01
3
2.5
—12 T T T T T T T T
1 2 3 4 5 6 7 9 Minutes
B A 1 0.25pug/mL MQCA iR A RN KR EILE
A2 TFHESHANAERIEE
75 AR A IS E LA AL 2,
2.57 W
2.0-
1.5
jon]
E 1.0-
0.5
0.0—‘/\——J
0.1 1 2 3 4 5 6 7 9 Minutes

HA2 ZEESHANEHEEERR
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A3 miRESHGNBEEGIEE
10 pg/ kg MR G4 G B @ISR LA A. 3.

257

MQCA

2.0

1.5

mAU

1.0

0.5

o.o-r/\

1

1 2 3 4 5 6 7 8 9 Minutes

A3 10pg/kg MRESEHREBEGEER
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b5t B FERERENR) ERR
FHERELR RIS BMFEHIEES
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F7 880mmX1230mm 1/16 ElgK 0. 75 FETTFE
200848 A% 1 AR 2008 4% 8 HALEUSE 1 IKENK]
F%5. 16109 « 1800
EHr: 18.00 T

BIER BRLR
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