RiEAREMEERIRE

GB 29692—2013

EmTEERIRE
S 47y P E LA AR 2K 25 % % BRI E
EIRERIL A

Determination of Quinolones residues in milk by High Performance

Liquid Chromatographic method
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4R E. BiEDE. HRAATE. RRONVENMER_SIVEMNERS 25=>99.0%.
4.2 g
4.3 S|W
4.4 ZHE: (Bakal.

4.5 =ZZR%

4.6 FIEMINBFRR: DEEAIEE, NUKIREA SRR, wilJa, BROGPEDR,, &
B, Wi
47 5mol/L SFEINRK: DA 28 mL, FIKE#IFHiRE 2 100 mL.



4.8 0.03 mol/lL S| ALINIAM: H 5 mol/L H AR 0.6 mL, HIZKE AR IFFiFE S 100 mL.

4.9 0.05 mol/L H4EE = ZBRiA R WL 3.4 mL, H/KWMIFFEEZR 1000 mL. =& pH & 2.4,
410 MEEREAYESIREN&R: K PUATHIP EX A 10 mg, Bigy A, WA, Wi
VRN TP O A 50 mg, T 50 mL &, AT 0.03 mol/L A AL IR TR R R 2B
B R D SR IR A 0.2 mg/mL, FRAYPE. RV AL, Wb R TRV IR EE N 1 mg/mL [fng
VRS2 IR Cr R 50, 2~8°CHR-AE, AR 3 M.

4.11 EIETRE MR SR TIER: K% ST 2R 25 W00 S b ME I 4 91.0 mL, 100 mLi
FURENAHARRE, BOH BRI RIR A2 pg/ml, RNYP A Bakvb AL YRy B b I 10
pg/mL VIS 25 MR A AR ME TR . 2~8°CIRAE, AL

5 {UI;|/g&E

5.1 @RURIEEIEN: FIOURN .

5.2 5 #iRF: JiE 0.000 01 g.

53 X¥: K& 0.019.

5.4 #x3% 2%

5.5 Bl

56 BB CHEELE: 50mL.

5.7 38:03f: 25 mL

5.8 JEA%: 0.45pm
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7.1 128

FRECGREL (240.05) g, T 50 mL 2504 1, I 100 ub, LM 4 mL, i JigiRs), e 5 min,
10 000 r/min &L 10 min, HL BT — @08 T, IECkE 5 mL, WeliE 1 min, FE, BURENEH
T 25 mL XG0T BRETPINANE 4 mL, ERRRI-R, BHRER6ECK SR, SIF R
WGR, F 50°Cle 28R B MNFIRA ST E g . HRsIAH 1.0 mL gk, sEbE, it
PR (R 5

7.2 hRAERR 2R =

R LU TS 2 IR A e TAEHOE =,  FIURSARRGRE, BBk RV . BRI
Yo yb LA RV A5, 10, 50, 100, 3001500 po/L, IEILEIKSE 1. 2. 10, 20, 601100 pg/L
IR IR HER, b e OB (g o AMIAS U TR A AR, 0] L PRI AR T S0k B A A b, 252
bR uE Mg, SRl 77 B R OC R AL

7.3 ME

7.3.1 BILEH

it Cig (250 mm>4.6 mm, FifR5 pm) , oA,

WBNAH: 0.05 mol/LIFMRV - — L+ i (90+10, viv) , JEIEIL UE;

Jitid: 1.8 mL/min;

R WO I% K280 nm; &5 K450 nm;

Hiifit: 30°C;

HEFEE: 20 Lo
7.3.2 MEE

WP BRI N, AR B, VR a2 pi i, Fehbmids,  DASTHIRR T . ARife s i SR
VTNV R L IR R BRI B e AR A SRS I ) S TE 2 Y
TE FR AR T, AR 2 2 2R IR 1) s 2B0BAT E0 J) DLBR SRA
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W IR 2k (uglkg) % FH 5
CxV
m

A

X ——BER R PR I s T R 2R 2% B i, po/kgs

C ——UFEV AR . (K T RS 25 09k S, ng/mL

V —— e T AN A AR, mLs

HHRBURL IR, g,

T PSR ER CE, e 45 AT E AR IE R, R A T

m

9 KMNAERYE. EHE. BEE

9.1 REUE

AN A Binyb 2 v B A m BRI R A5 uglkg, R M10 uglkg: 1R
Vo BAINBR A1 pglkg, SEEBR A2 uglkg.
9.2 HHE

ATTVEAEL10~100 pg/Kgis Ik F 7K 1 1 [ 4160% ~100% .

i

9.3 BEHE

A7V A P AR B v (i 22 <<15%, L IE) A A bR dn 25 < 20%.
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4.10 =528
4.10 SPERBEEEH4E : Strata-X3 K}, 60 mg/3mL, HiAHY%H .
4.11 10%Z B8 Aai%: B 10 mL, FH/KEEIEFRE S 100 mL.

412 05 mol/L E|LMBRK: WEEW 29, KM IFHR 2 100 mL.

4.13 10% =R CERA&: W -5 L 1009, F/KEMIFFEEZ 1000 mL.

414 ZRE-10%=SZEA&: WM 10mL, ] 10% =& LRIEHHR B 42 100 mL.

415 10%EREZ/KAR: BUFEE 10 mL, /KB FFRE % 100 mL.

416 HTIEEY/ CERSRE MR HUTEIR 10.56 9. LMREL 7.87 g, JH/KWEMIFMiEE 2 1000 mL, Hl =24
i pH % 4.0, JEMEE.

417 THRE—ITH5EE/ T BRSRE MR : B 8 mL, JUATRRIR/ L IR AR SR BV iR JF M B 45 100 mL.
418 1mg/mLiERPE. ERDVE. REDE. I ENZRICEFREINER: KRS R
BLARD A B A WP EM b B RS E s, 40T 10 mL s, H SRR 200
ul VAR, IR R S 2R, BSR4 mo/mL B S 25 bR eI 40 . -20°C LA R RAE,
AR 6 A H

419 1 mg/mLIAADE. [§EDVE. BRIVEMEFDERENER: HERIERANLE, &
FRis 2 vb . PRI RS Jv D B A R b 0 U, 08 =, 40001 10 mL s, /K 200wl
ViR, AR R, FCRISIRE A 1 mgimL R 2 bR 559 -20°C LR ARAE, 11
6 A H o

420 1 mg/mL REREER NS BRIEARAENC &R R SRR EUNEE TR A 5 P 0] TG &, 40000 T 10 mL &
i, FESEACENA 400 b AR, FHPEARERZIE, FCHIBGRIER 1 mo/mL [V 25 250k
Y. -20°C LU M RAE, ARON 6 4.

421 EEREHYRESFRETIER: K% SRR AP Er R & & s, TS, HKE
IR R ZIRE, BCHISOERIP A . VR AR A SRR KR AE. R E. Wi
i TR R AIEME R E R 8 pglmL, FUH IR EE R 4 pgimL, TATID R IREER 2.4 pg/mL RS bR

TR 2~8ClRfr, AR LI MH.

5 {UFEMigHE

5.1 SREBIEL: ACIOGHIES .
5.2 HHrXRF: JkiE 0.00001g.

53 XF. FAE0.01g.
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55 KEmESN

5.6 RBREIFIKE

57 BRAFRELH
58 REMTFIRGEN.
5.9 [EHHZERE
510 JERZ: 0.45um.
511 BRGHLE
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6.1 IXFERYHIE

FAE T o G i 2 ko, TR

—— Wy pE R A, AR SR

—— W R M E R, AR R
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6.2 IXBHIRTF

-20°C LA M RAT .

7 MESE

7.1 tRER &R &

R EPUR G hRUE TAEROE &, H/KMRE, Bemis], Ay K15, 30, 60, 120, 240
F1480 pg/L, % FHEKE 425, 50, 100, 200 400F1800 pg/L, HoAthmsifEas 24k 52 450, 100, 200.
400, 800F111600 £g/LIFI R FIARAERS IR, A = RGBAH TSI E o AR ARFR, 0 R R AR R S A
FE MM bR, ZetbIbruE L . SR B3y FE A 56 R 4

7.2 1=EL
MREGREL (140.02) g, T-15 mLE RN E0FH, INME-10% =5 RS mL, HEwWEs), 8

A5 min, T-4°C 8000 r/minZ.06 min, B EWEW, &H.



7.3 &k

SPEF:AK I H B E3 mLAN/K3 mLyifk, B G A, #0331 mL/min, FH10% 9 /K %53 mL
WE, i, FREE3 mLyble, T MR, T60~70°CE ST, H AN —MBERILTREESE
MR500 uL IR AT, WATEIRAS, T4°CLLR12 000 r/minZ.006 min, BT, Ak m om0 (o i il

~

FE o

74 ME

741 ®IEEH
iR Cug (250 mm>4.6 mm, KifE5 um) , oA .
WA OISR IR R M, BhREDEIN R L.
Fi: 50°C,
HEFER: 20 uls
FOCRIM G PP BB WA 2,
FEIR5 minfg kT ik
xR ORSEBERBRTHRE

it} ] W At Fr BRI 2 TR i et
min mL/min % % -
0.01 2.0 8 92 -
30.0 2.0 55 45 9
32.0 2.0 8 92 -
35.0 2.0 8 92 -
F2 RAEBEKEFTHEE
I} [ WO PR Ex RSB Em
min nm nm
0 278 465
23.4 312 366
32.0 278 465

7.4.2 MEE

ORI WO N IR HESS I, AR B B M, $ A, DA TR THAR . Ry BV A s
VUV U LS 2 i AR N AE A A I e PEV 2 o A8 EIRREIE AT, B o s (1 41141
VS IR E VAR e OB €% 1] 23 ) DL B S5
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BRAI UL, SR 58 A A [ A0 5 20 BREEAT AT A
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8.1 trEMMERIE

KA e I £ PR AT e T B AT IV 0 A, SR JE 3% B a5
x = A-b
a
A

X ——BaiaORk A obH R (s v 2K 2 i B, g/kgs

A—— BBk AR . 0 s 5 R 245490 A B TR VAR R DN T S 24 ) ) (i U T A

b——hrE 4 m V= R rh
a——hrHE e S R R
T TSR TR FEL 0E S R AT IDE SIS, DR = 7

8.2 BmRufE

ORI IR Cuglkg) 4 RS

XJ:CSfo XK
A m

A
Xl rp AR Y (s SR 29 0 i e, glkgs
Cs—hrAERS W AT . (M VISR 25 W IR L, ng/miLs
ATl R R F s U T 288 22 0 1) £ e T A

A HRHEFIR -FAT IV PRI U R 2 24 00 F €, i e T AR
V——E R Y BT L6 — KRR LR R S iR R, mL.

m—— kiR, g;
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9 HWMAERYE. EMESHEEE

9.1 RE

K

AT FEwRIPE . AR E . MRV R BiRu AR, IRV AE. BisE., Wi, —HDA
IS RGN FR 425 uglkg, € PR M50 uglkg: & BRI EFIRMIR 475 uglkg, EmFR 15 wglkg:

SRS IR 412.5 pglkg, S B FR 425 uglkg.

9.2 EME

ROV EURIEL. SRR . BRI, R . BB, DR, R,
I R 150~ 200 pg/kg, 5 I SEAEL5~60 pglkg, Fil 125~ 100g/kgH I K T 1 Il g

60%~110%.

9.3 ¥5%E

K

AT A AR R AR 22 <<15%, L IRIAH R HERRHE i 22 < 20%.
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Fluorescence
ENRO -20.242
DIF - 23375
OXA -24.238

0.404

OR -11.050
DANA -17510

NOR - 111
OFL -12.114
CIPRO -12.881
SARA -21.660
FLU -28.605

PEF -14.113

0.204

LOM-16517

0.00+

-0.20+

-0.40
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Bl A3 25 2 1V T s 5 T S 24 0 R £ 1% ]
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