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Determination of flunixin residue in bovine milk and milk powder—
LC-UV method
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FyhFnyhs PR EERx B =l E
& H B iE- Sl ik

1 SeH

A AR UERL E T BB 2L F 4 3 & v 8O R (Flunixin) 58 58 B ) W AH {6, 13- 28 SRS 1 7 8
AP UEE AT R R 2L A i 978 o SRR I PR Ak B8 E R T 2
AARUER HF LR R A 5.0 ug/L, 85958 K 40 ng/kg.

2 FMEMESIHXHF

THIXHFRREFKBELRIFER S MBI ERZR. LETE RS H X, KR RE
REREAEHEHRIANS)BBITREAEH T AR, R, SR 38 4 45 #E 15 5 U & 05 o
REGAFHXE X HNEFIRE . LEATEH BB HXXH, K lRadEH T 4a4a4.

GB/T 6379.1 MEBHFESHERPVEFHEEWMBESHEERE 5 1#40: 80 5% X (GB/T 6379. 1—
2004 ,1S0O 5725-1,1994,IDT)

GB/T 6379.2 MBI ESHRWEHBCERESEEE B2 -WEMBENBRTEER
M S E B EA 5 ( GB/T 6379. 2—2004,1S0 5725-2:1994,IDT)

GB/T 6682 87525 /KA FiAL 5 P (GB/T 6682—2008,1SO 3696:1987,MOD)

3 IRIE

FE o TE R PS5 T B H QG $R BUS » 4 1 © Jod 71 [ AH 28 BURE 4L , 8 1o FC B 3% A/ i 0 6 ) 1R 2V
MEFHETHINE . MR ER .

4 150 F0 &1
Br A B UL, B B il 8 ot 2. 7K GB/T 6682 FE K — K.,

4.3 B -7 & ¥ H B B¥ (Bglucuronidase) 15 000 U/mL . % % ¥ & BR B (600 000 U/g), % 1f FF BL
0.050 0 g B-HEHFRREE, N 2 mL WHSBREL (PBS) A BM, FH 0. 45 pym JE R IEE . [ H
Al 2R EC )

4.4 FHEH.

4.5 YR,

4.6 WMshH A: ZBRE 0. 05 mol/L,pHS5. O(HERFAREL 3. 90 ¢ 2R, M/KBRAAFRFAER
pH5. 0, %% &2 1 000 mL HEMYP . HFIL 0. 45 pm FEHED .

4.7 WohtH B:HEE, A {54,

4.8 Wish# C.Z K, B g4k,

4.9 RETBIH ¥ 40 mL FshAH B,30 mL FizhsH C LA K& 30 mL FishH A MR & .

4.10 BRE(PBS) S MW :FREL 0.8 g AL ,0.02 g FALH,0. 02 g B R — = 4F,0. 115 g Be R =
“BNF10.02 g B AEPET 250 mL BEARHMZ) 90 mL KK EE M, 0.1 mol/L BEBR A% pH6. 0, % B =2
100 mL HEMPIHFHBERZIE.
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4.11 SS5YBETR .
4.12 ZBRP¥%H ¥ :0.04 mol/L, FREL 1.95 g ZBREF T 500 mL HFEMH, N4 450 mL KB IHHR
B ZIFE .
4. 13 FHALH .
4.14 BERR S 49.
4.15 B — S B MW :0. 25 mol/L,pH7.0. FREL 17.01 ¢ BEEE —E A F 400 mL /K, FRZ
500 mL, R J5H 0.25 mol/L B — 4T pH £ 7. 0(&9 500 mL) , E&H 1 L.
4.16 S48,
4.17 TTIKBEBRE 8.
18 EBRE AAE W -0. 25 mol/L., FREX 17.75 g BEEE R 8N T 400 mL /K H, E&F| 500 mL,
.19 IEC ke fa154al,
20 ZB-IECHEER:LBR+HIECHEO+9).
21 PRAEYI R BRI ER A B RE L, A EE >99%.
.22 FEHBRA R AW .50 pg/mL, MEGEBRNEE PR KO 2D), AP BEREITFER.
C~4 CHMMRAE.
H: MBI EREREEMSHEE EINEER,
4.23 FHIEMERIE TEB 2 pg/mL. B EGE 8 K 3R 0 BR br v 6 & I W (4. 22) , F B2 6 R
2 pg/mLEITRYE TAEB W ,2 'C~4 C TR,
4.24 BB BT TR AR R BURE M PR 1 R RBORE AN AR 2R PR VE B R &S B R i HR BOVR B R B AS B 9k BE B A

5 {N=%

WOAH B35 Bo A 2 A R T 2%

K& N 0. 01 g #0.0001 g,
BVl B R¥HE N 10 000 r/min,

HLE: S0 mLBAKEHLE.

HERIE S A

ik 7 %%

MEBEEF: 10 pL~100 oL 11 000 pLL~5 000 uL.
R8N .

.9 BEITEENL0.02 .

5.10 Hmtigss:PTFE,0. 45 um,

5. 11 [E M ZEBUH: : Bond Elut Certify [ ,3 mL,200 mg, 844 # .
5.12 HZEFEMHEREZRKE.

5.13 BEF K.

6 HENFHFESRTF

6.1 KXEAHEF
PRI A B S, #8441 0.5 ke fERNIRAE, B0 B EEH, H/EL
FRic
6.2 KERTE
WiRHEETF 4 CREBETI,

S e

o 0o O v O O Ot
OO ~N O O B W N =
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] WP R

7.1 $REX
7.1.1 ERAEHR

FREUE R ZLIRAE 2. 00 mL, ¥ %] 0. 01 mL A 50 mL BEEBELEP, MAZBRHBE (4.12)
5 mL, BEIRIERE 10 s, BEBHEESPIMA 30 uL ZB 4. 2), MWW H & pH £ 4.5, WiERS. &
A 70 pL FECHI A BB EREBEBHER (4. DIEE, TIRG# 37 CHMH T RHEHRG 16 h, 705 M
B A5 mL ZBE, IRERE 5 s, E.0 10 min(5 000 r/min), B FERZE SO mL B.LO&EH., HF
WHIMA S mL ZFER 1 mL ZBRHBEW 4. 12D WRHER A 5 s, 50> 10 min(5 000 r/min) , ¥ EIHFRHE% B
250 mL ELE P, 5 LER, FH.
7.1.2 SE{BEE

FRELAE G4 0.25 g 5883 0. 01 g, A SO mL RRBEELERMA L g KEEBHBEIEREIR
2, MAZBEERA.12)5 mL, U T 5B H BRI,
7.2 #i

EIBEH EEWRPIMA S mL IFC KA 50 pL 3REBR , IR IEIR S 15 s, 7 5 000 r/min |} &5 min,
HFETOREBE . BEE AP E K. 55 CHRETRKMFELEE /DT S mL, MABR =& MK
(4.15)7 mL,BEER2L , 7 20 s,5 CE&MATF L 5 000 r/min .0 15 min, F A BEAAZEBRA: (5. 11), H
3 mLEEEAN 3 mL /KiG4bAE B A, LSRRG H 3 mL KA 6 mL HEEREH, F XS/ .
MAEZEH#HIE 10 min, A2 mL JECHEREE FRKRIFEFEZNRER . H 2 mL ZBR-1ECD Q. 20) 86
HAETFHIK,H 15 mL BOEBWERRK. ££55 CHAETHREREARET. G, £ TH w5 M
ABERIHA. 9 1 mL,®IEIRE 5 s,/ 5s. FEWA 0.45 pm WIS B FEFR T F1U.
7.3 WMEFH
7.3.1 BEBESEZNH

BAHBIESZFZIFNT .

a) a1 . Inertsil DS-3,5 ptm,250 mmX4. 6 mm(KN )5 H 4% ;

b) M .0.4 mL/min;

c) KPS 285 nm;

d HE:35 C;

e) FHEEE .20 uL;

f) 1z=17Ef1E] 30 min,
7.3.2 #WHEBIENZE

FH BB B B b YE ZE FRVE VR (4. 24) 43 )3 AE , LA T AR AT TAEAREI MR 2 il A v TAE I 2k, FF
SR P R ERE N EN AN SN ENEEEEAN. ELEARAGCIESRG T, BB BRKE I E N
14 min, {pEYIRAIERS LM F A PRE A1, SRR G H ok B & 23 B #5162
W= BHHIZR B. 1,
7.4 TR

% B FRPER, N | — AT AT iR R I E

7.5 ZARE
BRAFREUREE S, B E R RHETT
8 HRitE

A P B R A 5 B B Ayl 2 i =L (DR
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V 1000

X = ¢ X g 4 m .......................................( 1 )

2
X—idFPHMAnkE &, BN E T 57 (mg/ke) ;
c—— AP HE B Ze L5 BB A 0 I I W R , LD N B B 2 T+ (ng/ml) 5
V—HmBF RSB, B NZF (mL);
m—— BT R EAFER &, BN 5 (g) .

R4 RMMER= HH.
9 HEE
9.1 —MME

RIS T ERIE R GB/T 6379.1 #1 GB/T 6379. 2 WM EER , KR EE M H A
HELL S5SYBal{E ERITHE .
9.2 EEM
EEEHFEFT KBRS MRGEROEN ZEHABESERTHER », R 2L F 2 058 F ik
HREMKECEEAEEEFRILE L.
F 1 JEREL R0 908 b o R A B R AR N K B SE B

NREEHNBUNELTIE B AT
IR R 5. 0~40. 0 lg r==10.16 lg m—11. 4 lg R=9.55 lg m —10. 65
N _ﬁEﬁ)}iB} [ 10.0~100.0 llg r—0.311 lg m—0. 005 ig R=0. 360 Ig m—0. 006

E: m AR ES RIFARFIYHE.

MAREZEHBLER R r, N & F 5555 R H B 72 B B R B E
9.3 BIH

ERAESRGT . RENPHRM LA EROEXNZEAAB L HRER R, FRZL R4 585 &
B R BR S o BEve B R B BRE TR L3R 1,
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Bt X A
(HFHTEH =)
PR R8s E
BRI EY mE S E, WHE A. 1.
mAU
3. 5
14. 464

3

2.5
2
1.5

1

0.5
0

0 10 20 /min
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fr X B
(3| BT %)
CIN g =

207 5 P A IR BR S i R BE R R 2 [BLRCR iA Be B8E , R B 1.

& P2 7R

9o\ A PR

& B.1 SEREERRMKENH IO RS TE
k3 w8
R (ug/kg) | EMEME/Y% | EMKE/ (g/ke) | THEKE/ Y
5.0 90. 99 40. 0 91. 77
10. 0 mr93...91k“m—m-r GO.OHH“ .;2.6;.3
20.0 94. 27 80.0 05. 77
T w0 | s





