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Determination of metabo lite residues of carbadox and o laqu indox in
poulty eggs by liquid chromatography—tandem mass spectrometric method
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BEmZeERRE
BERFEEMEZCERHYZXEENNE
R B - BB ik

1 3EHE

ARSCAFRE T 8 B P E AR v k- 2- JR TR (QCA) Fivds L BRI 3- HY BEMEIRE - 2- JR 2 (MQCA) 5%
Bt e G DN 1% ) A RO (5 33 - e R B U S Tk

ARSCORE TR ISR S E P QCA FI MQCA % B RGN AE , FUAt & R AR I PT 2 IR

2 MeMES|I A

G0 SO T P 2 A S R | TG AR SR b R BT A 1 S, Ferb, T H OB R 1R SO,
AiZ H I I 0 R A 38 FH AR SC0F s A 1 H 0 51 SOk F o AR CBL 8 BT A 98 20 i) 3 F A
.

GB/T 6682 73 Hr 925 28 FH /K HUAK% A6 7 %

3 ARBEBMEX
AR EEA T BT E W ARE FE L,
4 |

AR AR B Y QCA FT MQCA 5% B2 25 i 5 2 15 W0 /K A 412 JBC ., AU T B PP I A DI ) I 6 22 ol ik I
A I, TR A TR o ) 1 S A v A L TR T T R AL TR € i BT I L AR I E

5 I Fn At

W 55 A KL SE A1 o B A 0 34 S o B 4 K R A5 A GB/T 6682 BLRE B9 — 2K .
RF
F % (CH, OH) « (A8 4f,
ZJE(CH,CN) ; (i 4l
R (HCOOH) : i 4li ,
TR (HPO,) .
BT HEF#E((CH,),COCH;)
+ KA B R A [ Na, HPO, « 12H, O],
AL (NaOHD .
2 BEH
2.1 10% mBEFR-20 0 LI VW PRI 100 g MR » LA 1 000 mL BebR . in A 600 mL 7K, JinF s i
BIHEM A EZRG A 200 mL ZHE ARG IKFEBEZE 1 000 mL.IRA] .
5.2.2 BEFRERZEWhUWL . BRI+ K A W A — 41 (Na, HPO, « 12H,0)3. 58 g. Ml A 900 mL 7K ¥ fi# . FH
PRI pH 2 7. 0, I/KFBEZ 1 000 mL, 1R,
5.2.3 0.05 mol/L E A fLAIAE W FRIL 0. 5 g SR MLEN . KR 2 8 B =S KB E 250 mL,
R,
5.2.4 20cHWRRH B B2 mL WL, I EEEAG BE 28 100 mL. 15T,
5.2.5 0. 1% R EEW W10 mL HEEFN 100 pL HER , KR BE 2 100 mL, 15T,

oo on o oo oo oo
~N OO Ol A W N —
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5.2.6 0. 1% P RR/KEWR B 1.0 mL FER /KA BEZE 1 000 mL,IEA] .

5.3 tREM

5.3.1 MEREMBK-2-¥2 R (quinoxalie-2-carboxylic acids QCA,CyH; N, O, ,CAS 5 .:879-65-2) & & =97. 0%,
5.3.2  3-F 3 g WL Mbk-2-32 R ( methyl-3-quinoxaline-2-carboxylic acid, MQCA, C;, HiN, O, , CAS 5.
74003-63-7) F#=97. 0%,

5.3.3 AR GRAC MEREMK-2-FR BZ (quinoxalie-2-carboxylic acid-D, s QCA-D, ,C, HD, N, O,) & 5 >=>98. 0%
5.3.4 bR At 3-F 3 v BE ME-2-#8 B2 ( methyl-3-quinoxaline-2-carboxylic acid-D,, MQCA-D, ,
CioH,D,N, O,) & H5#=98. 0%,

5.4 IREBRKENH &

5.4 1 FRufEME AW - B QCA Al MQCA F3 i il il it FH Y T & A RN 29 10 me) K B FRAE  HTH B2 1
HWBEAT 100 mL k25 BB B 100 mg/L #Y QCA Fl MQCA #r#fifif £, —18 ‘CLLF
HECIRAE AR 6 1 H

5.4.2  WFrE W B QCA-D, Fil MQCA-D, 5 #E s &t M Y F 45 A 80841 29 10 mg) K% FRE ,
P 5 i O B JE 45 T 100 mL A 6 25 5 0, C i Gk B2 28 100 mg/L B9 QCA-D, F1 MQCA-D, W Frfifi
W, —18 ‘CLAN #EGIRAE, ARUNH 6 M H .

5.4.3 WA TAEWR /3 K %I QCA Fl MQCA #r#Eff 4 W 45 0. 2 mL F 100 mL A7 (45 5,
JH VP B0 R 22 20 B2 e ) OV B2 Ol 200 pg/ L VR A Bl TAEWR .4 °C LU BEOGARAE AR 1 1 H .
5.4.4 RA WER TAEM 43 5 % B I QCA-D, F1 MQCA-D, MR 0. 2 mL F 100 mL kR %
S B R AR R 2 B L BC I BUOR Bl 200 pg/ L WIR A AR TAEWR .4 “C LA F BRI A% 14T,
5.5 ##

551 RAEBGEAEFHA .60 mg/3 mL.BAHYHE .

5.5.2 FRALIEML 0. 22 pm, B HLAH,

o

BTG F

YBOAH (38— R B 35 < O AT L 25 B T IR (ESD
AHT R B 0.000 01 g F10.01 g

ARAL

P T A

M2t

RIETR A A .

i O AL AR T 8 000 r/min,

HASIHAL,

CIR RS E S S

© 0 N e W N =

~

HENHESRET

7.1 &

YR 2 V8 T 2 B IR B 2R R R T .

a) BT S I BRI RE S L 1 O AR

b) B B2 ERE A AR R S R

o BB JE M9 2S FIRE S TR NG EDVR BE bR o TR VR R A A IR R
7.2 RAHEMRE

—18 CLL T4 .
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8 MESR

8.1 1EE

FREGARE (540.05) g, T 50 mL B E LA N 50 pL IR A PIFS TAER A 6 mL 10 % i B #R-20 %
CIEVET IR E 1 min R4, #7 10 min, 8 000 r/min B.0> 5 min, W EER TS — 50 mL BOEH, 5%
B 6 mL 10 %0 B IR-20 %0 S NGV, A HE I 1 W, & 01 2 AR IBORK . 7EFR U i 10 mL AU T A&
HIE , B3 iE 1 min JR%J.4 500 r/min B0 5 min, 568 2 AP RS — 50 mL 204 A 10 mL AT JE
FAEFESE L K. EEANAE. A 10 mL B3 22 vh i, IR HE 2 min,4 500 r/min #.0> 5 min, %
2 ERAVAME, N EHR%E il & .
8.2 #&ik

6] A A BOCRE AU HT R B MK 4% 3 sl % 4k B0 FH B AL L KUK 0. 05 mol /L NaOH ¥ 3 1 B i
WA 3 mL WRPE. ] 200 W R - H BRI 6 mL VEME . WO BRI, 40 CKM AW T, 5t 0. 1%
FHR - FF B9 T 1. 0 mL 38 € 1 min,id 0. 22 pem 8, AEVRORT (2033 53 B 535450 2
8.3 tRAEMZENE&

Hh % OSSR A R e TR SR G AR Ar M A W& R0 b6 U 20 A8 7 B8 0 i vk B4 1 ng/mL,
2 ng/mL.5 ng/mL.10 ng/mL.20 ng/mL.40 ng/mL i) & F A5 HEVE R (AR A 10 ng/mL) 4L A1 &,
T HR IO T S A . DA A5 B A 0 49 5 6 P A ) SRR B U T AR LG Sl AR B L b I VA VROV B A R
AR TR o 2 AR T 1 £ L SR 8105 5 R FRH OC R A
8.4 Mz
8.4.1 ®HEBESEEH

a) LA C i fBiE (100 mmX 2.1 mm,1. 8 pm), s PEGEA 4 & ;

b) WA A Ry 0. 1% HERZK W . B A HYVBE , B BE VR 7 WL 36 15

¢) I :0.4 mL/min;

D 30 C;

e) HFFEHEL.5.0 pl,

x1 MEXKRER

i [i] A B
min % %
0. 00 90 10
4. 00 30 70
4. 10 0 100
5. 00 0 100
5. 10 90 10
6. 00 90 10

8.4.2 RitsEE£HG
a) BT HWESE R R
b) R
o) AKIN Ty = Z  Rg I
D EBHEHE:3 000 V;
e) BTUIRE.150 C;
D WS .15 L/ min;
g) AR 300 °C
h) A H .12 L/ min;
D RN RE RS A2 S T RIRL R RE B AR B R LR 2,
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*2 TEUBFN.EEBFX. GEEEMRELFBE
B BT X CRlE i RE D TE B TN CHIE i RE D 1 7 HL
bW 4 B
m/z(eV) m/z(eV) \%
175>129(18)
QCA 175>129(18) 380
175>101. 9(35)
189.1>>145. 1(10)
MQCA 189. 1>145.1(10) 380
189.1>143.1(15)
179>133(20)
QCA-D4 179>106(35) 380
179>106(35)
192.9>149(12)
MQCA-D4 192.9>149(12) 380
192.9>146.9(15)

8.4.3 TEMME

e DR A 14 T L R T QCA A MQCA 5 AR QCA-D, #1 MQCA-D, R i [a Z 5
FRAEE T QCA Fil MQCA 5 H: M Hr QCA-D, il MQCA-D, A5 B i 1] 2 Lo 22 76 1% LA 5 HLAS I 2]
P8R X6 85— = 8 05 R R A 21 1 A T s o VA YRR X B — 3, AR R 25 £40 %6,
8.4.4 TEME

BT R V5 YRR AR A 7 ) b o V8 YRR o AP A R 2 R A L 4 PR A v S L SRV YR S AR HE R B AR Y
M) 7 1 39 07 76 A ARSI A R MEVE R 2 P . AE RO RS  TiS A R T o B v A TR AT S T e i 4D D SR
A,
8.5 =HikE

WS FARE S BRAN I 25 40 41, R 58 4 A8 [R] (000 28 A5 SR A TP A T8 A

9 #ARiITEMRRA

TR o 1R 0 By 1 B B A bR o 2R B A 2R (D T
A, XA\ . XC. XC,\u XV

X: 7
A XA XC'i\u Xm

e (1)

{r

X PR vh R I ) 5 B e B SR S BOE A T 5 (g / k)
Ay ——BEIORE A b 1 0 ) ) 0 T R

A" BRI )L 3R AR Y D T AR5

C. s T TR e O e R A R B D B R T (g /D)

Cro — POl 9 v [R5 38 P9 AR v B2 19 ML B2 0 Bl e B T (/1) 5
Vo — i R 2 AR B R A Z T (ml)

Ao B R IR L P A ) e A
A
C

s T T TR e 0 A 1 e T A
Y BRI AL R AR IR BB B RO T (e /L) 5
PR T A9 R B0 T ()

10 BMAFENREE EHREMEZE

10,1 REgE

AJr i QCA Fl MQCA MK BRI A 0. 2 pg/kg. i FRIH 0.5 pg/ke.
10.2 EwE

ATJ5EH QCA Al MQCA 7£ 0.5 pg/kg~10. 0 pg/kg @M K LA R 70 %0 ~120%,
10.3 HBEE

AR 5 A YRR T s v Al 22 <220 Y o A1 ) AR X AR v A 22 <<20 %
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G
()
RERRHEETRECHE

P R I B A A UL AL L

WRESRIE , eps
o

x 107" LET MRM 189.1 > 145.1 MOQCA
6.0 3.03
551
50
45}
40t
35t
301
25+
2.0

P e , mi
02040608 101214 1618202224262830323436384042444648 5052545658 e

MRS, eps
x 10 +EI MRM 192.9 > 149 MQCA-D4

3.01
45

40 F
35}
30F
25}
20}
15}
1O}

05}
ok JL =
0204 0.6 08 1.0 1.2 1.4 1.6 1.8 2.0 22 2.4 2.6 2.8 3.0 3.2 3.4 3.6 3.8 40 42 4.4 4.6 4850 52 5456 58
WARTHRIE, cps
4
x 1071 4RI MRM 175> 129 QCA

18 2.87
1.6 | ’

14}
12}
10|
08|
06 |

04 \‘I\ .
02f | S

/ S L

t, min

R T IGUSTSE P . WS _

L 1 L L L — P B, o s P e il

0204 0.6 08 1.0 1.2 1.4 1.6 1.82.0 2.2 2.4 2.6 2.8 3.0 32 3.4 3.6 3.8 4.0 42 44 4.6 48 50 5.2 54 5.6 58

MRS, eps

% 10 [ +EIMRM 179> 106 QCA-D4
10k 2.79
0.9 |
0.8 |
0.7 |
0.6 |
0.5 F
04 F
03 F
02 F
0.1 |

Ob— 4 4 P S R R T £, min

s lo i, min

02040608 1.012 1.4 1.6 1.820 222426 2.8 303234 3.638 4042 444648 5052 545658
F: QCA Fil MQCA W EH 4 10 pg/L.QCA-D; il MQCA-D, #kJE R 10 pg/L.
BA1l HRERRFTIEFREGIEE




