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olaquindox in milk and milk powder—
LC-MS-MS method

2008-12-31 & *h 2009-05-01 £ 7




GB/T 22984—2008

AR UERT TR A B X B A BOBHAE B 3%

AR FEARIMEEXRERERRARZ S EREIFRO,

AR ERM . PEARIMEZESEAERRAER. PR ARIMERIIE AR RE R
R .
AR UHE EREE N AR I BRHS RE N B E S ERET .



GB/T 22984—2008

gk B | A0 E 2 B 5 4
7% B8 = 1Yl ZE
W HH B i - R BRI

1 el

AR HERLRE T 4 G FY5 8 A R B AR i 4 s B apk-2-3R R (quinoxaline-2-carboxylic acid) Fl#E Z, %
T 3-H M nEmK-2- 3R BR (3-methyl quinoxaline-2-carboxylic acid) #& 8§ & B ¥ AH 16, 13%- 58 B i 3% 00 8
.

Z8 bR HEE A T4 A% P R B2 A 3 4 e B Mk-2- 72 BR (quinoxaline-2-carboxylic acid) il Z, %
R 3-H e mk-2-28 BR (3-methyl quinoxaline—Z-carboxylip acid) % & E I & .

A FR HE RO R PR - e mEmR-2- 3R R AN 3-H FL s mE-2- R R F R R4 958 0.5 pg/kg, 54
N 4.0 pg/kg.

2 FeiEs| AXH

FHIXHFRFKEISRER G MBS ISR FX. LEEHHANSIHAXH, HEERA
B BCR (AEFBEIRE AR BB T IR AE H T A5 4, 28 1T B0 R 35 45 Br 4 18 B PR B 45 5 i 5
A HXE XN EFTRE . LEATF BRG] XX, A4S H T 2R3

GB/T6379.1 WMEBFEESEZRWEHE(EHESHEEE) S 1Hn. all58 X
(GB/T 6379.1—2004,1S0O 5725-1:1994,IDT)

GB/T 6379.2 WMEBETESSERNEMB(EHESEERE) 2o -HEnENEBETEER
HESERMERREAFE(GB/T 6379, 2—2004,1SO 5725-2:1994,IDT)

GB/T 6682 Zr#rsciw = /KA AKX T A (GB/T 6682—2008,1SO 3696:1987, MOD)

3 RIE

F BRI MO ACERE , (€ 4 P AT Yan o K AR AFTE R B R 405 , AR e I A B B KA, SR IR , | .0l
8 J5 » B A 2K BURE 4G, AR 35 - s BR B U E , AR A E B . '

4 K77 F0 B #H

Sk 2 A UEHS, B R X A b 4l , KA GB/T 6682 € B — 2K .

4.1 HE, 4354,

4.2 W .fa 354,

4.3 ZBRH.

4.4 CZBRCES.

4.5 2V HR-ZBRIBEH W .1 400 mL ZRRZEEFIMA 10 mL B, HZBRLZBEESR 2 500 mL,
4.6 0.6 HPRWEW B 6.0 mL HER, H/KEM.EAZE1 L.

4.7 0. 1HREB - BN 1.0mL HER, AKER . EX5E 1 L.

4.8 HERR-HEAEKAIFD . H 190 mL HERERKA.2)5 10 mL HEEUA. DIREF.
4.9 0.1 mol/L MR - BH 8.3 mL LM . HKEBEHE . £8532 1 L.

4.10 0.3 mol/L EME®W - EE 25 mL ¥k, HAKBHE . E&532 1 L.



GB/T 22984—2008

4.11 Protease ZFEH B :SigmaP5147 sil 2 &, —18 CLL PR AE.

4,12 0.01 g/mL BEE/KEW -FREL 1. 00 g Protease B HE (4. 1), FH/KBMR EAXZE 100 mL,4 C
PRIF .

4,13 10N Z B - BB 100 mL 28, FHKER . €52 1L,

4.14 0.05 mol/L ZBRIEW :FRHL 6.8 g ZBREA A 800 mL /K&, B M 10N BRI AT ER
pH=7,FAKEEZ1L.

4.15 ZBH-FEBERQF+D A 190 ml ZBRHBER 4. 105 10 mL HEW. DES.

4,16 WHEE-KBR(Q+4),

4.17 Tris B :SigmaT1503 A %% .

4.18 1.0 mol/L Tris ¥ . FREL 121 g Tris | U. 17) A BR . EXE 1 L.4 CHLE.

4.19 MEREoR-2-ARBR . 3-H BE s nEo-2- 3R R e L O-2-FR BR-d4 AR ME R . A BE >99 0

4.20 Fr#EMEHK:100 mg/L. HEHRBUEBASEY R, 27 B H BEFEES B 100 mg/L MFR %
B W 7 —18 CUUT R

4.21 EREBEAWHEI/AER - BEABEMGHTE, AL BRBORE S A F¥E (pg/L) #91R
At TYEB W, 7E 4 CIREE.

4.22 Whs LYEEW - HEFPRBGE Bk mk-2- 3R BR-d4 PrED I, FIF B R 5, BL B 100 pg/L Wy dx
HTAEBR . 7E 4 CRrEF.

4.23 QOasis MAX FEIAHZEBAEY si A 24 # .60 mg,3 mL. FHRTAHA 3 mL FEER 3 mL Ak EL, 5
ARSI .

4.24 JERL:0.2 pm,

5 {UREFFMiZHF

5.1 BHEE-BEKEEN -BEAEHFEE FHR.

5.2 BMHEREZTRE.

5.3 MR .

5.4 EWRIRGE .

5.5 T RK¥.BE 0.1 mg 1 0.01 g,

5.6 HZZE. '

5.7 REBRE.LUL.ATHLRH 4 C,EH KT 5000 r/min,
5.8 BWAAER.10 uL~100 u«L #1100 pL~1 000 uL,
5.9 BHBEE L% .15 mL # 50 mL, B2,

5.10 pH i} fFE 0. 02pH B,

6 HKEFEHEBFESHEE

6.1 HMERWE
WAL T 500 g HICRER 4 PIE Yk, RS, - Wby, E TR, B 5, IHE EARiE.
6.2 WMEMNRF
FUET 4 COKETELRAE PR TER TET TRSRAE.

1)  Oasis MAX B HZEB R E Waters A8 MBS E2K  SEX—GEGRENTHEERHRENFERAE . FHFARLE
ARXEEmBIAEY, IRAEMAFHm EFHARBZRR, Mol fFHAXEFER "M,
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] WMETR

7.1
7.1.1 &1

VRIS g A MESR 5 R 0.01 @, BT 50 mL BRBEELER . MA—CBENHRER
(4.22), (FHWEN 2.0 ng/g, HBMA 10 mL 0.6 X BB (4. 6),IBHE . BT UL CH{RG /KT
FHR#E 1 h; REFEMA 3 mL 1.0 mol/L Tris B (4. 18) , FH A 0.3 mL FHEHE/KBERK (4. 12), 584
BEE, BTFTUT+3)CHFH /KB TEEM 16 h~18 h., T A 20 mL 0. 3 mol/L 8 (4. 10),¥E % 5 min,
7 10 ‘CLPA 5 000 r/min B> 15 min, FE&K T IE.

7.1.2 Uik

B 12.5 g T EM P, MEE 35 C~50 C/KEHBER . FRAZZERE - MAKEZERFEEN
100 g, ARG HEBRRINS g FEMOFHME 0.01 @ , BT 50 mL BRNHELEP K 7. 1.1 ZTERIHLT
AL EE
7.2 #

B 7.1 iR IA4) 1 mL/min BE 288 Oasis MAX B AHZE B (4. 23) , 4351 15 mL &
EREN-HH AR (4. 159G BEAHEZEERAE . ESHM T 15 min, B S5 mL HE .3 mL 7K.5 mL 0.1 mol/L
TR (4. 9O 3 mL HE-KEWA. 16033 WMEt, EEM T 15 min, A5 H 2 mL 48R 2 s #k ¥ & #H Z
B, 228, x/aH 3 mL HR-ZBR OB (4. 5) Bl M BEmR-2- 3R FR F1 3- HH Ak s W - 2- %2
R, BT 15 mL BWNHEELEF . 45 CHAKESEINURKT. #HMA 1.0 mL HER-H EEK (4. 8)
PSR, 1 0. 2 pm JEBE , BEVAH €835 - £ B i 35 A 22
7.3 EBERBENHGF

FRECEHPERES: 5 gCREH3) 0.01 o), 8 7.1 1 7. 2 S B ¥ 4E,
7.4 WEFH
7.4.1 HHBESEEMH

BAHBIESFZRZEWNT .

a) B3 .0ODS,3 um,100 mmX 2.1 mm(N&E) B4 24 & ;

b) Wahi -HE.ZBUR . IYHPREKR(FEEEERLE D ;

® 1 RHEHEBEEE

i (] /min R 0. 1%/ Y

0.0 | 13 80

10.0 45 40 B
64 _ 20
13 i 380 )
13 80 )

c) ¥iiEE:0.2 mL/min;
d) B :30 C;
e) ﬁﬁéﬁ;?)o 73 O

7.4.2 REBEFRHK
RIESHFZBWT
a) BT -EBREFETR;
b) HAMA N IEEFHHMH;
c) Kl A2 R MR
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e) HBIFHHE.5 000 V;
D FHASREHE:8.0 L/min;
g) SASRIE:7.0 L/min;
h) HBISWE 5.0 L/min;
) BEFERIEE 450 C;
D ERHEFN EBEEFXAEMEESHENE 2,
X2 EMUSYHNESEFY . EREFXN . ZEBRE RERAE . MELHOBRE

xE T EE - EEAR R x4 e | REfER O
WA 4 F SESY SESY } BEs | R/ | RE/ | WE/ | RE/
(m/z) (m/2z2) | (m/z) Vv Vv V V

175.0/129. 2 26 120 23 12
s I0E k- 2- 55 R 175.0/131.2 | 179.2/133. 2
175.0/131. 2 26 120 21 12
189. 2/143. 1 26 120 | 23 12
3- F Bk s D Dbk 2- 58 TR 189.2/145.1 | 179.2/133. 2 | |
189. 2/145. 1 26 120 21 12

7.4.3 BHEBEE-|2KRIENE
7.4.3.1 EHRE
BRRNADEE 1 ME .2 AU ETFE T MR SERAA T, #F an 5 5 309 B B9 Ok B B[R]
SRAMETI/EBRP N AR ERERELE 2. 5N 22N, E M5O SERENBERE 3,5
i A2 41 s VE B T WA R B S R B R IR B e HE A B WP X N A RE PR B AEXT SR REREAT L
B, amMEAB R 4 FE B0 B W o] F 0 dn B A FERX DL AR )
®3I aFEUSHSERERE

166 Y 24 R & B B} 8] /min
e IR Bpk-2- 38 IR 10. 10
3B S I -2 SR R 11. 11
X4 EEHEBENHEHNBZBFFEFENSEAALITFRE %

7.4.3.2 EEBAZE

FIB A TAEE W (4. 21) 43 F 3R, U4 tr ik S W A AR 4C -5 0 B9 e T AR L W AR B » LA 3BT 4L
YR NIRL S YW E L B AR B E TAEM R, At E TEM N EmFATER . HFmBT R P&
W k-2~ 3R FR AN 3- HH 25 s T k- 2- 3R PR A Ml DAL I M FE AN A T € SR Eve L N . PEREMR-2- R BR A1 3-H &
EEIE-2- R Y RRENE FRES MR A PRE A1 FIE AL 2,
7.5 F{TRE

4% LA b 25 3R, Xt [/] — i B #EAT AT IR Bl 1
7.6 [EYFEKIE

B S P IR E R SR 7.1 1~7T. 1.3 /e, MEGHEEGBMB BEIRE, XFEP
N RK-2- SRR AN S-F i -2- R R EFMEFT PN EMEE R LY ERENRBREES L
ffsf B H 3R B. 1.

4
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8 H#RITHE
REEFEMLSYRERER(DiHE.
_ A6 LA oV L1000 e,
X—CSXASX XA,X XlOOO (1)
7

X—RFEP MR BB, A0 N8 T3 (ng/ke) ;
cs—— B FRARUE TAE T W B0 400 B 0 BB , BA2 M A 7248 22 7 (ng/mL) 5
A——— R T B PP 0 4 P £ i 0 T
As—F& FRARYE TAEVE UE b i 0 400 1 0, 335 0 1 8L
e RRE T AR Y YR B , B R N 8 2 T} (ng/mL) ;
cs—— B AR TAEVE WP AR B Wk B B AN 55 45 2 FF (ng/mL) ;
Asi— 35 AR HE T A 7 W AR 40 1 0,35 0 T
AR PRV W P 0 G 8 i 0 T
V— HREBEARAERER, LA ANZFHA (mL);
m——RRER BT R IR R B B 5 ().
HEE RN MRS BH1E.

9 WEE

9.1 —BME
AEEREEEREELR GB/T 6379.1 #1 GB/T 6379. 2 WM EHEN . EE A H I K E
LL 95 Yo B Al {5 BRI EA .
9.2 ELEH
EEEHLBFF T . REBHHRML M AERALEXNEEBEAABLEREH.R . oA
AR MKECERERE AR ILES.
X5 AMRKREEEREEHFIBMESE B NERET R

104 Y 4 B BE R | VR v B T =5 R

H- 4 0.5~5.0 | lg 7=0.879 7 lg m—1.017 9 | lg R=0.844 5 lg m—0.648 9
s I - 2- 98 TR | -
Uik 4. 0~40.0 lg r=0. 956 1 lg m—1. 055 4 | lg R 0.757 8 lg m—0. 616 3
H 4 0.5~5.0 | lg r=0.869 7 lg m—1.077 2 | lg R=0.724 0 lg m—0. 649 2
3 IR 2 R | - . —
W5 ¥ 4.0~40.0 lg »=0. 982 1 lg m— 0. 985 1 |1lg R=0.86001gm—0.599 7

T m kB R R B A R A

MR ZEEHATEE EIR, N & F1E 545 2R I EHH 70 B KB R R R E .
9.3 HUH

EHEIAELEFG T, IRENRR MRS R LEXT EEAA T HRER R, B on PR R 4
AR MKELRE RBERTEFELE S,
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fr x A
(B PHE B %D
R AE 0 BT 3R BN i it B

s R -2- 3R IR (QCAD F R AL K W AR (QCA-dO e HED) 32 BB it B, WL A 15 3-H 2 M I R-2-
R (MQCA) MR AL B AR (QCA-dD R HEY TRIBEUE FHL A, WE A. 2.

10. 15
- 10. 19 QCA-d4
2 000§ QCA 6 000-
1 500 s 000 -
1 000 . 99 2.01 8. 758 ) % 5o 15.41 | 18.22
5001 - '
0
2 4 6 8 16 18 20
t/min t/min
10. 22 OCA-d4 10. 15
QCA
6 000 6 000
4 000 4 000
0.99 2. 01 8. 75810. 49 16. b2
4. 83 .05 12,72 1774 1801 i 3.55 6.42 TR0 Agg 5,10-41777 18, 22
2 000 | 7.69 |

o 00011-93.2.24 '\ 5.69 7.67 ;

2 4 6 8 10 12 14 16 18 20 2 4 6 8 10 12 14 16 18 20
f/min //min

2 A1 BEEW-2-BEQCAFE L EANRQCA-dD FR AW RIREE F it B

10. 15
3 000, MQCA i QCA-d4
_ 6 000
e b 0000- 99 2. 01 0. 42 18. 22
- ' " '3.55 8. 7O V- 15. 411 5ol %
1 000 2 000- g 6'427.69/ B 13'2 y ’ MR

2 4 6 8 16 18 20 4 6 8 10 12 14 16 18 20
{/min {/min
10. 15
MQCA 11. 07 QCA-d4
1.00e4 11, 6 000
4 000
5 000.00 0. 99 2, 01 10.42°  15.41 18. 22
0 11  11. 29 16. 13 13. 52 16. 52
2. 07/4_ 38 6.497. 7610. 30 ) 1. 5018- 92 : o
000 F drnsdebad 4N ol A )
2 4 6 8 10 12 14 16 18 20 2 4 6 8 10 12 14 16 18 20
{/min {/min

B A2 3-BEEREWM-2-BEBMQCAFMEBE LK AR (QCA-dD IR EMRIBEINE F it H
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Bt 3% B
(3R BB %)
o] g

2757 1 T I ORR-2- R R AN 3~ FHY Rk s E MR- 2- 3R TR A 4 W AN b P S ok B R O 2 (8] i R iR R
B, WLE B. 1.
X B1 EEWM-2-REBI-FEEEWM-2-BERALSF TN
o7 45} Fh 7R 0 oK B R H T S O] i 2R Y 5 B

1.6 ) 25 FK i 2 SN E / (ng/kg) -2 B ER/ %
0.9 83. 1
1.0 75. 7
4413
| 2.0 80. 5
| 5.0 89. 9
mas L opk-2- 3R R _

l 4.0 79.1
3.0 85.6
| 16. 0 87.7
] 40. 0 88. 7
| 0.5 77. 4
| 1.0 85. 3

| 4913 e —
| 2.0 72.1
5. 0 79.1
3- H B g W BpR-2- 3R TR |
4.0 75. 0
8.0 85. 3
% 43 -~
16. 0 88. 4
40. 0 77. 0






