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Determination of metabolite residues of carbadox and olaquindox in poulty

eggs by liquid chromatography—tandem mass spectrometric method
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1 SeE
AFRAERLE T & 8 rp - B AU U A e R b -2 R R (QC A I 7, AR U4 3- F S5 e
-2-FRIR(MQCA) 5K B o AT 1y R FIBUAH €5 — 8 IRl 5 7 V25
AbrHEE TS E . M. WY ESEET QCA M MQCA 7k B & HIIE .
2 HsetEs| A
B SCHF A S K R R AN TT A o PR H A 51 SO, AR H I A
& T A o R ANE ST SCrE, oA CRLER BT B SCR) s&@ A T4 S0
GB/T 6682 73 #1556 % HI K F A58 7512

3 R
BB QCANIMQCA K B 28 (i BRIR VA UK PSR B, AU T 2 IR AR IUR ,  HIWETR £h. 2 o

BURARL, R TR & A A, BRYEH RV, O k- th BB R 2, WA
PR

4 RFFR R

B HE SN, BT IR AT, AR A GB/T 66820 M1 — 2K
4.1 5
4.1.1 HEE (CH:OH) : fhifhal,
412 ZJE (CH:CN) : fajaf,
4.1.3 HERHCOOH): thifk4li,
4.1.4 fWiEER (HPO3) .
4.1.5 AT HHEE ¢ (CHy),COCH,) -
4.1.6 T ZKABREA A (NaaHPO4 12H0)
4.1.7 HHE M (NaOHD .

4.2 RBECH
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4.2.1 10 % mERE—20 % ZHEVEW : FREL 100 g MWfERZ, AN 1000 mL BEdrH, A 600 mL
K TG R, BEIE=RRESE, A 200 mL ZfE, A5 EINKFREZE 1000 mL.
422 WHIREZZ I FREUBERE 8N (Na,HPO4 -12H0) 3.58 g, MM 900 mL /K¥EfiF,
BRI pH & 7.0, JZK#RE %2 1000 mL.

4.2.3 0.05 mol/L S MM : FREL 0.5 AN, MUKIEME, AHEERE, MKWERE
% 250mL.

4242 %FRFE: B 2mL FER, N EMAEZE 100 mL.

4.2.50.1 %HRR-FELAR: B 10mL HEEA 1000l HER, MZKMBEZE 100 mL.

4.2.60.1% FER/KVEW: B 1.0 mL IR, In/K#EEZE 1000 mL.

4.3 fRfEm

4.3.1 MEER-2-FRER (quinoxalie-2-carboxylic acid, QCA, CoHsN202, CAS: 879-65-2) & &
>97.0%o

4.3.2 3-F RLMERER-2-FR R (methyl-3-quinoxaline-2-carboxylic acid, MQCA, C1oHsN>O2, CAS:
74003-63-7) &> 97.0%.

433 Hkr: TARHERERR-2- ¥R ER (quinoxalie-2-carboxylic acid-Ds, QCA-Ds, CoHDsN>O2) £
> 98.0%

4.3.4 PIr: AR 3-FF SR REMR-2- R FR (methyl-3-quinoxaline-2-carboxylic acid-D4, MQCA-Dy4,
C10H4DsN2O,) F > 98.0%.

4.4 FRERRRHIE

4.4.1 FRAERES: B QCA A MQCA Frifk i & 1d & 4 T & 3E /40 10 mg) T 100 mL
RO ER, HTPREEWITEARRZIE, THIEKEDY 100 ng/mL FIFRAER &, -18 'C L
NEOGIRAE, AR 6 MH .

4.42 WFrERTR: B QCA-Ds Fl MQCA-D4s FrifE i 5% iE & (A2 T B9GP 21 10 mg) T
100 mL ARt 8, HWREEARIF € AR ZIE, TCH R EEA 100 pg/mL 1) A ARl 2571
-18 CLLF#EDOGIRAE, AR 6 1M H .

443 BAEIMETAER: HEFZEL QCA Fl MQCA FriEfE &% 0.2 mL, T 100 mL £ {0 %
B, HWREEMIFE R EZIE, BCHBOK Y 200 ng/mL KRS ARHETAER, 4 CLAUT &
JetRAE, AROH1IAH
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4.4.4 JRA WA TR : #EFZEL QCA-Ds Al MQCA-Ds AR W 0.2 mL, T 100 mL 43
SR, BRI e R0, FCHI UK Y 200 ng/mL (VR & W AR LAER, 4 ‘CLA
TROLIRAE, AR 1A

4.5 B

4.5.1 RGBSR T8 60 mg/3 mL, BUAHY4FH .

4.5.2 WALIERR: AHLAH, 0.22 pm.

5 XF/FIEE

5.1 #HEEE—EBERIEY: BEEREEEFIRE (ESD .
52 BFRF: KE0.01g.

53 SRFE: BE 0.00001 go

i

54 TR,

5.5 BEEER

5.6 BREITS

57 HERRER

5.8 SEEOHL: AMET 8000 r/min,
5.9 HLASK.

5.10 EHHZEREE.

6 HMKHFI&ESFRE

6. 1 WKRIHYH &

HUEE T e A e 1 7 A R B R, JSE IR

—— WS AR, PE AR

—— WS IS AR, RN R

—— WU S R, IS B AR LR, e Akt
6.2 KR TF

-18°CBA R IRAF o
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7 MELE

7.1 $=2H

FREGRRLSg R 2240.05 g) B T-50 mLEW 2.0, IS0 pLIEA Whs TAER
H16 mL10 % mBEIR-20 % AW, WHEVE S 1 min, #7510 min, 8 000 r/minf(>5 min, #%
B EEWE S — 50 mLE O, TR 6 mL10 Y% R -20 % 2 76 i EH R I — K
S EIEW . FE B POIN10 mLAUT R, RIEE A1 min, 4500 r/ming 05 min,
FEAVMEES =50 mLESCE, A10 mLEUT EFBEZSRN—X, & LEEVHE.
N0 mLBEER EE 28 0P, #AHE2 min, 4500 t/min.05 min, 352 EEHVM, TEHKRSE
R o
7.2 B

[P AR A BRI FH R L K3 mLid A, B BG4, #KVKA10.05 mol/L NaOH A «
RT3 mLitk e, . FH6 mL 2% FH Q- FH VA IRUE I, VR F40°C F AT
1.0 mL 0.1% H R - H RS VA UA MR AR WD, eI ST, 140.22 pmigJBE, S8R ALBUAH i -
IR BEASC I
7.3 tRAERIZAHIE

25 B O BR A AR TAEURIR A PARFRAE AR, P LA T Sl M R R T ) Bk A
1 ng/mL. 2 ng/mL. 5 ng/mL. 10 ng/mL. 20 ng/mL. 40 ng/mL ] & FIFrAHEER (HFREN 10
ng/mL) o DAGE & B iR i I TR 5 00 LA AR i AR FE N AL AR, AR VA RO B DA A
B, gxtilbrEfi e, m L .
7.4 ME
7.4.1 AR S5 %A

a) il Cistiff: (100x 2.1 mm, 1.8 um) , EPEAEA &,

b) WA AN0.1% M R/KIEI, BAMEE, BB &L

¢) Mik: 0.4 mL/min;

d) HiR: 30 °C;

e) HEFEE: 5.0 uL.
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=1 BERRER

BF1E], min 0.1 % FERKIE, % HEE, %
0.00 90 10
4.00 30 70
4.10 0 100
5.00 0 100
5.10 90 10
6.00 90 10

7.4.2 S KAMT

a) BT HEIS R TR
b) T EB
o) A7 2 RN s
d) BAEHE: 3000V;
e) HTIRIREZ: 150 C;
) WL FAE: 15 L/min;
g) MAURE: 300 C;

h) ¥ SULE#:  12L/min;

D ETER T 8RR AT e R R 2.

®2 EMBETX. EEETX. fHEgRENFREE

&R ENE TN AR (V) EEE X AAIEAEE (V) WA H
& (V)

175>129 (18)
175>129 (1
QeA 175>101.9 (35) 75>129 (18) 380

189.1>145.1 (10D
MQCA 189151431 (15) 189.1>145.1 (10) 380

1795133 (2
QCA-D4 I;gzlgz 232; 179106 (35) 380

192.9>149 (12)
MQCA-D4 192.95146.9 (15) 192.9>149 (12) 380

7.4.3 ek
a) MM E

ERFEMNR AT TR, dBHA T QCA F1 MQCA {5 B3 i 18] 5 A5 v TAE W QCA Al
MQCA FI{REE R TR AEL, MZEAE£2.5%LN,  FLA I B B 7 A 25, B2 5k A
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AR IR HEE AN S — B, e Fo VR 22 MAT 3R 3 2K
*3 EMMRBIENENBEFFEENATRE

FXT TR % SRRz, %
>50 +20
20~50 +25
10~20 +30
<10 +50

b) & &M E

157 41074 208 AR S5, DARRVE TARE VAR B N RE AR bR, DLRRIN 28590 3 B 1 U 1T
FRECAE AN AR, 1E B a2 AU, BRIV TS o SRR TS A Y T Y0 P 5 0 24 920 )
I B8 Jor o A 0 T A 25 I A ASC A S I A 2 MR VT T 2 N o A VR VR AE 8 1 o i R B &
T A
7.5. FHIRK

Bz (e, BRASInzg Wk, 4z Bkl g 2 kAT .

8 ERITEMKTR

WRR A Z5 MR E B DR B (X i, AR T 5 (ugkg) #on, 1%
® (D HE:

B R HE

X:AI.XA;SXCSXCiSXV
AinASxC;Sxm

e

X — R e R R, BAOAROERET I (ugke)
Cis — VR P RO R WARIIREE, SRR (ug/L)
G —hRMEWE IR MR, AN ROT R (pg/l) 5

Cs  — bR P R R AR, AR (ug/l)
A —RHE T i N T AR

Ais  —URHEU R 2 A BRI T A 5
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Ay — R AEVE T A W T AR
A'is —bRAEE T R R AR TR 5
Vo —ikkbE R AR, BAONETE (mL)
m  — R EOR R, AN () o
TSR TAORR S VR WE 25 R T AT I E AT EER R, DR =00 2k

=

o

O WMBENRYE ., EREFRBEE

9.1 REUE

AT QCA F1 MQCA [t R4 0.2 pg/kg, &R 0.5 pg/kg.
9.2 HEHRE

AT7H QCA 1 MQCA TE 0.5 ng/kg~2.0 pg/kg I IIIRFE IR N 70%~120%.
9.3 HBEEHRE

AT VA YRR B AR 22<20%, S IE] A 0 AR (R 22 <20%
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