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Method of Test for Veterinary Drug Residues in Foods- Test of
Olaquindox and its Metabolite
Lg* R AHF>2EYNF[ZAESLIIE 2 PR Lk EW

(olaquindox) 2 H X 24~ 3-methyl-2-quinoxalinecarboxylic
acid (MQCA)2_ & 2% -
2. B E CHRBEEFEE o kpktr P B OF # & (liquid
chromatograph/tandem mass spectrometer, LC-MS/MS)
A 52 E o
2.1. %%
2.1.1. eAp R A7 @ IR R
2.1.1.1. 33k % JF 3+ 1 (electrospray ionization, ESI) o
2.1.1.2. & +7¢ : Kinetex”1.7 um EVO C18 > 2.1 mm x 10 cm >
e & & o
2.1.2. = #(Homogenizer) -
2.1.3. >R £ F(Vortex mixer)
2.1.4. 3= i % (Shaker) o
2.1.5. &< #(Centrifuge) : # 128000 xgr b » ¥ #41R & ¥ 1#4°C

0

i
2.1.6. B i# 4~ 4z % ¥ (High speed dispersing device) : SPEX

SamplePrep 2010 GenoGrinder® » 1300 rpm2 + » & H @ £ &
a2 KR o
2.1.7. % # %5 % ¥ (Nitrogen evaporator)

22, FE VR FEFL L2 7RISR ZHAEITE R
PRE G ~ BIFEAE - 4 ~ E-KALpR4E - & 1“4 - primary
secondary amine (PSA) % octadecysilane, end-capped (C18
EC)f a4 * A 7.k 5 2 33 k(v 7 123025°CH £ 18 MQ-cm
)5 %k £ 8 2 3-methyl-2-quinoxalinecarboxylic acid
(MQCA)%t pe * & # = ; olaquindox-ds 2 MQCA-dsF i+ %
PRI 5

23, BE A

231 g 0 50mL s PP -

232. Z&£¥L:50mL > #d o

2.33. f&FL 1 1mbL o &4 o
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234, g% 34720.22 um > Nylon#f % -
235, FBr A 2 REFRMLY REER T - 4059 & kA
Fe4gd g3 % P 4plg-
2.3.6. % v g g (D0 2 PSA300mg ~ CisEC300mMg % & -k £k
4900 mg > ik f i E6mML -
VR Rp AR LT LR
24, #Fwz2 W
241, FBR %
PP pgr e 3 5 95 (V)L R g o
2.4.2.20%" A%
PR g okl D4 (V)R g e
24.3. $0.1%7 fez 20%" A%
B~U AslmL v 4c20% 7 fE% % & 21000 mL
25 BEApiniez Y
25.1. B ipi3 A
Be? EelmL o 43 35 -k i@ 1000 mL > R tEiER 0 Pris
TR E AR IRA
25.2. ##4p3 B
PP oAl mL oo 4e ? fE @ 21000 mL o vRE R 0 BomR
T4 &40 % % B o
2.6, pFRARMEA R 2 R
B~olaquindox-d; 2 MQCA-dsf =% p R4E 8 5.2 95 mg » H Fx
TR AU Y AR F 250mL s F A N IR R o 4
ARG o TRF PR L P IR R G 0 T AR
Z1lpg/mL - B iFp FRR AR -
2.7, MR %2 Fell
Bopcok £ 192 MQCA$ R * 8 58 95 mg > HrAafli A 5
P REARET % F 250mL s (F LB R A GBI o T
PR LR RRRE T ERAFE I Lug/mL o TR

it e
28. iz
2.8.1. FB

o FRAR IR %100 pLZ FR4 2 2+ k10 mL > # ¥ 104
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oo » B R10mMLE X B R 0 N g7 4R I ot
Frak BT ORI £ LA 4 1 F id A $E B 211200 rpm
FF L 4515 0 >+4°C1218000 xgé . 104 48 © Jz f + oo
/i LR o
2.8.2. & it
P28 LlE I RR6mML . BN g F P o B g
A Fc 8 1300 rpmak F LA 418 0 3t-20°Ci4 ik 1/ pF > *+4°C
128000 xg#r s 104 45 o B~ F 5%?1’%2mL P I F F PRI KR 0 Ay
G400 501%7 Faz 20%7 ARl mLi iR 0 SR EE R
TR R o
29. AT e RY T
Pogv tetl o 288 WA e p RS R 1 R
AwlEP2mL M F R RSz 4o ~ R 5% R 10~100 pL
PSR R20uL 2 3 & 70.1% 7 ez 20% " fR% R 0 1€ R AR
RAmL REES > KR EITRAT T REE SRR
®T A EEEEF AT o ,T;Ug;; % £ 12 MQCAg H p 3R4E 8 2.5
B R Y B Bk £ 172 MQCAK B > A B i70.01~
0.1pg/mLz AH T fte g R -
AR K AT 8 B e 2 ()
R +7 ¢ * Kinetex®1.7 pum EVO C18 » 2.1 mm x 10 cm ©
BT R R 1 40°C o
FHEpa R CAREBRMUTAEEEFHR AT o

% B (min) A (%) B (%)
0.0 - 0.8 95 — 95 5-5
0.8 —» 3.0 95 — 10 5—-90
3.0 5.0 10 — 10 90 — 90
5.0—-53 10 — 95 90 — 5
5375 95 — 95 5—5

#F o Aponik 0 0.2mL/min o

A ~E 5L

£ g 7 & (Capillary voltage) : 5.5kV -

B RO D ESIE g o

e # ¢ 8 A& (Turbo heater temperature) : 550°C -
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# /& # %8(Curtain gas) : 30 psi °

7% it % #8(Nebulizer gas, GS1) : 45 psi °

B4 4o £ 5 8 (Heated gas, GS2) : 50 psi °

WO © 2 £ F & iR (multiple reaction monitoring, MRM) »
Pl A ¥~ 3 B #% 7 R (declustering potential) &2
m i £ (collision energy)4c™ #

4 5 2 fA R
A5 e WIS (M)> TR OnE
A+ miz) (V) (eV)
ey 264 > 212* 80 30
(Olaquindox) 264 > 230 80 24
189 > 145* 80 20
MQCA
189 > 102 80 45
Olaquindox-ds4 268 > 216 90 34
(1.8.)
'V'((?ICSA)'O"‘ 193 > 149 0 20

*E RS H
B2 ERIER AT R TR ZRE 3
ERES o
210, &3k s § B
HREE R Z2 AT T REERZRES plo » Bl » e 4n &
18 TR R29HIE T AT iR R AT T et
Bap @k L F TR S EF A S A
Vgw)2. > T ETHFE NI B ok £ 9 AMQCAZ 3

B

¥
=
™

£ (ppm) :
WY % & 9 £ MQCAZ 3 £ (ppm) = ——
M x 2
C:d AF™ptBRAFHRR? B k& FAMQCAZ LR

(ng/mL)
Vo P4kt 2 3P % M A (10 mL)
M: B4 471882 & £(9)
21 k4R
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3 AP EHARS R Y AR H R AR H2 L A
i & 7(< 100%) > % 3§ FlAeT

AR 5 2 (%) s i B (%)
> 50 + 20
> 20~50 +25
>10~20 + 30
<10 + 50

Rl A%k 22 TR R ok £ 172 MQCAX= 5 0.01 ppm o
2. MY RS RBRES 2P TR B AR -
Y2 )‘?% :
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5 K 17 B
(A)
T 3'46 miz 264 >212
' Olaquindox
a0 1£
43 m/z 189 > 145
I
Ey |
MQCA
[:': |
i} n
(B)
345 m/z 268 > 216
L | .
. Olaquindox-ds
" |
ik
] 15 1
4.41
= ’I m/z 193 > 149
MQCA-d,

Time (min)
% PR 5 (B)2- MRM Bl 3#



