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—HEEM RIS &R T4+ S AR EEEmaan &
SERATBREELE, BAEE, ABE. BELREE
i — BRI (HPLC-ESI-MS) EEAHHRIREY.
RMEERATE, 733 ng/kg (ppb) HERRINKET, F
KB % H 73%-96% , 1R 8-19 po/kg, X—iaTRETF
BSR4 S o 200 pg/kg BE D ENFRDENRXEE
AR, HRERARY 2002/657/ ECHEAREH ENBAXER
THEHET T
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El

RV 145 B A N ZEWE R AT A R I A L 3, HAEH
VBT A H A BT A DL R B e e XA — 2K
JUik AR SR, S R PR AR 2 FCRA RN R Y A i
P, BRWIZE B4 Annex 1 (EEC) No. 2377/90 #1
i, R B R i & (MRL) (B
bR SRRV RIS A 200 pug/kg, B, KGR
P BRIk R IR (MRL) 4 300 pg/kg, X T frfH:
fth & H b, i KFEF IR & (MRL) ¥)°45200 ug/kg [1],

i

GVF 2 T3 TE05 B sy i & P2l 20 B s T, HE PP ik
8/ SERMARAR Ak B A W . KRS T
75 PR M s AT LA FAIEA T AT, SR A
AL TT R R, e rh i A R A A HU(SPE) .
EREA R AR IR PR R I A 2, A A
56 BH B -2 e SPE AT (b, i RO €41 -5t A
M5y #7(2]. Chen Fil Schneider[3HRi& 1 — it pay i &
AL RIITRIE T i, A DR IR NSO Z)E, AR
aift, Moot AR A Iy .



Wi 2 PR 25 kil 2002/657/EC A VF 96/23 i H1#Y
Annex 1 1 BZA4 5 % F HPLC- 5 GRSy 741, e
R 258 T B4, FRSE(MS)FEs e 1
(SIM)F T FTEA AL mi. T 9
HPLC/MS, HZEE1-Lb Rl @ AR 58 BE AR, 7
R IR B AT aR AT — A S B4y i A SR B3 g/
KgOBRAEAR IS , ARFERK B P15 2002/657/ECS,
HELRAT

o FEREIRUN ARSI SR A

o A TR R BIER SR, SRR
Bl 24 -20% £ +10%,

o BHRRK(CY) CORIEZ PRI 100 pg/kg CV
W —PB =22 ., TEFVFRPRIE—- ARk R,
BEAE A 23%.

o OTRARETE / REE(LC/MS) it B, EMNIK SR
T, B R B e/ VAl 252 (R B I Rl (RT)
R TERESERT R RS

o B Hrira R BN R SN R B IR RL Z B, B
LC 53 Hr A O AH S £ B I 1] 137 2245 132 T 72 P PR
2.59% IS TRV TR AR X O B8 i ) P — 24

© DFETFRIEERNEESE 2.

o A B R BERY B R TT VB B B 24 il 2 2 6 F1IHE Y
AnnexpFihR (FEASCHIFUL T £25%8#30%)
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HPLC & HEMLNEM A Caledon Lab (fngEk,
Ontario FJFFHEH) .

98% [ IR A EM FH# 23 5]

WAL BRIE I & 30% HERR B 17k, pH3 (&
100 mL 7k & 100 UL i),

M P A A il 2 A2 #5100 L 98% Y FH R A £ 100 miL
HEE

PRt 2+ B ok Il 2 A2 100 L 98 % Ay H R i A 2|
100 mL 2B 17k H

Ultra-Turrax T25 ¥ [fi %% . 50 mL SR FIEBLLAE, LA
K 13 mm [y O (PEDF)E: 41 €4(0.2 pm)
My H VWR B 2 5],

IR RS T TR, AR N ARAC il 2 28 P ISk £ i
W JRWE, #EEA) 100 ng/mL (ppm), {FFIAE 1%
IR . TEIAE 4 CORAT o i PR L P A T A
BARE T IMAKRESSRIAS R L ROARIBETA . 3R
PR BT ALy B Bt & ¥, X &R T
g B R L e A S S T IR LA,
XL A P ARTATR(L ng/ L)Yl #5224 100 UL Y
TR fis S AR A T 10 mL S, FRRIE 2 B kA
BERZIEE ., WARETR S 1 ng/ UL B RS ALK D
A2, il TR L.

&

L X, EHFRIR S g B E T 50 mL (R P
E'D%qjo

2. WHFhkREES:, SIA 100 pL {4 1 ng/pL (100 ng)
IARIETR, 19533 pg/kgiy & &, A TABUZ A,
EFESRERE 1 /N,

3. XFEEAFEM, fIA 100 pL AIRR 1L FEZ IR .

4. XFTARIIEREE, FEAZEHT A 100 pLEY 1 ng/uL
(100 ng) NFRIEIK . EILIE T 2 A AR R ik BERY
Wb A, R B TS B, R R
KR,

5. FESH A 156 mLER{L H %, FH Ultra-Turrax T25
H— L ZEALF] 2 min,

6. SRJHHX LERE S B0 10 min, B ERGEFEAT 41
&,



7. ZERURARRIEE B KL L3 RILLH] (250 LA
i+ 750 uL7k) Fike, 0.2 um Ay PVDF i &k
WigE, BT H SRS, 3517 LC/MS

7o

0

P A R e s, BT DAREAS 75 S0 A B Y
AR, WA FE R, (Lo TR AT RN AR
LR SE B o AT RN ARRO RS & . XA IE T4
st Y A (R R 20 R P80

wERRIHE

K H B ki = F Bhrfb &4, 1R IEH T
AV R, — RN, R LA T IMAZ] 5 /MRE
A TR T B ARRT B BRI & Wik (B2 L ng/UL),
PRAETATRI il 2 A H 250 pL 23 HAERGR N 750 pL iR
LB FIKMA S &G W Al E d, SRIEHH
0.2 pm fi) PVDF i i kit g

TAFREA IR A e 2 & 84 5 pg/uL, dEFER 50 pL,
H 250 pg WA biEMERE . 5 HiRIRAY B FEIR T & A
FbRt o s A RIRY , DAE Gl ol dh 2%, ansk
1 ff7R,

mk 4 Fiow,
0.9992,

HER{E &P HIAH K R 8A 0.9987 3

CAARSCHY T 1 il S AR iR R A A (] P T MS -
FAESE G A RT BE S RS AR 8 - PRI 558 580

R 1. SHTHRAERR(LC/MSD 4 50 L)iyilE

MABE Bis
pIDN:] wtay AR taw
MiRGR R HHE HHE
WESRR (uL) (ML) (pg) (pg)
1 5 1 250 50
2 5 2 250 100
3 5 5 250 250
4 5 10 250 500
5 5 20 250 1,000

LC/MS &

HPLCjAgilent 1100 £ 51|, WA £ LM < ds . A,
A bR a . MR, —AREFESIAR NS (DAD)FN
VY28 T o e FEAR I 2% (MSD) (5% 2),

2. LC/MS &

HPLC
B Zorbax Eclipse XDB-C8,
150 mm x 4.6 mm, 5 pm
(#p2 993697-906)
BFIA 0.1% FRg
A B 0.1% FRRZ 15
HE to=20% B;
t, = 20% B;
t,=90% B
ts = 90% B
AR E = 2.0 min
R 0.4 mL/min
HEER 50 pL
BIETEE 30°C
MSD
BTR BREEE T (ES)
(EBFER)
BT RERME 14NBF, BNEHNED
BREE WEFmEd (Hk3)
FlesnE 12 L/min
BESEN 30 psi
FTesRE 350 °C
ERERE 4000 V

#3. ESIMER (BREH) RENEFHRNBLE

iA=x 7] BY BRI E (V)
EEIDE (W) 320 120
302 200
276 200
FAbE 332 120
314 200
288 200
KR E(RR) 358 120
340 220
BEDE 360 120
342 220
316 220
R E 386 120
368 220
342 220



PR &S fEEAE (IRFR] = 0) JFAGHY A —REE
b, H—RhIT AR R AL TR R iR A 5 —
L& Wit Z o B A FIRE 2, DA R B R
R AT REK I IR HE A IR B B . X S DA B
FIREIICAER A T, I {5 G

T — PP AL TT 1 v AR S I Th) G B R SR AL
A& RIEAR RN H S BT BB T
LA EBE N, X — AR SRR
LERBNUAYTRESTET,

TR s WL R P A (A e 5 2 b A et T
TR TR, 120 VATRERE U A AR RS
1, EPEERRIE RS Tk T RS IR R R T T
TR A F R SRR

TR, RE B B EI> B RE T RE
B 342 BT, {HAE MSD SRR H HA N T —k,

&

PR L& PI9AES 29 min Z (Al H , (ELEHTE TR ik
BB A 15 min, i Jq R A1E 90% WA HLIE IR A AH
P LA R N R E A . B, BRI RE
TGS HT . 247575 A T LAAL L P R
AR AL TR, IR TR R A1, T TR
X2 FE ARG AT & 33 pg/ kg A EAT T ERER.
FEAA B v, e B AR B B - R TR,
DA T b B - Rk (M-18)F1 S (LR (M-4) T AT
Hes.

AW AEANAREI A IR 0D B AN B -, H AT
Eboh 340, FJFS HEAT—A~THUlE e iU £ 340, 4n
E 1R, B2 AR TP —A /Mg, Tl
BT INARIR, SO 8 RBEA 7, SRif0, H:
an AR A AR L, A T — P Al
b, BT AHE S AT REAS S MR o A T 4P X LETE AERY
SN, FTAARMERE S 25 B AR il

ERDE (W) 00y S0 NOR
320 = [M +HJ* 4000 320
302 =[M - H,0 + HJ* e A R A O N A O
276 = [M - CO, + H* fand
: 8000 5.531- NORg]
a000f /N 302
G T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T 1
12000
80001
4000 5532 - NORq2 276
55 § 65 7 75 8 85 9 min
-4 12000
= ]
TRZA 8000 5.484 - NOR
4000:\_/LN\ 320
——T T T T
12000
8000
4000 5.485 - NORq] 302
0——r T T
12000
8000
a000] 5482 NORg2 276
0 — — T — — — — — T T
55 § 65 7 75 8 85 9 min

1. FEPMARE RN EREF 2 ERNLR



AR 2 6000 5854 - CIPRO
_ . 4000
332 = [M + H] 2000 \__,\/\H; 332
314 =[M — H,0 + HJ* —
288 =[M — CO, + HJ* 60007
4000 .
2000 Mtﬂ 314
7 T
6000
40007
W0) 5846 CIPROG2 288
55 6 65 75 85 9 min
4E=RH 6000
4000
000 332
0 L I B B T
6000
4000
2000 314
0 M e e ———
6000
40007
20007 288
- e e ‘
55 6 6.5 75 8.5 9 min
M b = 8000+
LD E (W) 6000 6.009 - DANO
358 = [M + H]* 4000
340=[M-H,0 +H]* 20007 358
soob, T
60007 6.012 - DANOq]
40007
20001 \\_‘\,4/_4//A\\\\,\,/,; 340
S ss 6 65 75 85 9 mn
HEEE Fortd
40007
2000; N 358
ooy,
6000
200 6.04 - DANOg] 340
S Tes 6 e 75 85 9 min

1. FEPMARE SR XREFRERNLR (SE)




MARRDE

360 = [M + HJ*

342 =[M — H,0 + H]*
316 =[M — CO, + H]*

6000
4000
2000

6.910 - ENRO

360

6000
40007
20007

6.914 - ENROq1

R N

342

6000
4000
2000

P

6.917 - ENROg2

316

55

6.5

7 15 8 85

min

6000
4000
20007

360

6000
4000
20004

342

6000
4000
2000

316

55

6.5

7 15 8 85

min

MmN & E

386 = [M + HJ*

368 =[M — H,0 + H]*
342 =[M — CO, + HJ*

8.604 - SARA N\

386

8.601- SARAq1

368

8.594 - SARAG2

342

55

6.5

7

75 8 85 9

min

8000+
40004

0+——
8000

40004

386

368

0+
8000

40005

342

55

6.5

min
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ORIV RS 2 A H e AR R AL TR R R R B
I i) X3, 3 fof e PR AN S o AT SE A IR A, KT, 4
FTHIR, R BT WA A AR08 R % e T/ hw, BT
DA o B R — 2P A Alifl . xSt A B R 1
FE ik B R O (B TR B A e K PR hofe) T &
E—BBEAR,

Bl

Ay TR T SRR, BURME B4 RERCA
SE [ 2% P i BRI AR G 1R 2R 1 45 e Il i =,
Annex {7 2 SR & ET 10 pg/kg BB Hraiy el
W= A2 80% 1 110% 2 [A] . 2 4 HIEHE R WA Nvb AT
B AT R 57 514 96.3% F1186.0% , {#iE ik %
Ro B, PhIRTD R R 72.6%, THED

x4 4 EPREEENE KX

X —k, BT — LA WRIE T R E(CVIH
8%, WA TR rIRERR A T B A9 4 N
ZR, AL, EEBE SRR, IDFEEMCE 2 AT
FLANE HTAM AL E TAREIARE G, SR
e R IE TR

R BRAAEANAR SIERI> B — AR 2R,
AWM A BRI, R RS IR
B AR, HR R LR A R —2F IR etk Bl
ith Zeid I, R R AN B Y T D 2904 15-20
He/kg, XKLV hifismib 2 ALV 10%, % 4
FIH T Wi AR R RV B A TR
WA TR A THRIE 2810, B oA F TR AR AEAE
ar 1 A2 R B AR B O B AR A i il &
[, ORI B .

ElfE9E (ng)

EA ERLE HRLE BRADE DELE
AEAGES 1 111.8 96.3 84.9 68.5
FEIFREER 2 93.1 94.0 85.6 74.1
HEBRHES 3 88.0 89.6 83.8 71.6

BARAES, 4 98.9 95.4 86.2 75.2

EAdRAE S b 82.2 93.8 85.4 82.1
AR, 6 143.0 109.3 87.9 72.9
AR T 102.6 101.3 83.3 73.0
FE IR 8 110.6 90.8 91.0 67.7
IMAE (ng) 100.0 100.0 100.0 100.0
Ti9fE 103.8 96.3 86.0 72.6
HEZ SD ()BZE) ng 18.9 6.3 2.5 5.8
SRR (SD X t-stat) ng 56.7 19.0 7.6 174
FEE (SD x 10) ng 189.1 63.4 25.4 58.1
TRZAH CV (SD/ EHE)% 18.2 6.6 3.0 8.0
BHE (%) 103.8 96.3 86.0 72.6
%L R (R 0.9895 0.9987 0.9992 0.9987
t-stat (N = 8) 3.00 3.00 3.00 3.00



ftamEsE

a3y B, Annex 2002/657/EC[1 2.3.3.1 34y %
SR 7 B4 BT fe VDR B Bt T R R A AH o T Tl
SEARFRR BRI (=D . (EASCEL T, #—
R AR g R, HK=2.6, FiLL, iX—5%

e S ile . % A5

A, X T LCoHr, #ell

PR R B IR IR] 55 bR B INTIRL Z B, BEAR OR B I
(R BLAH B TROBATRAE +2.5% A VFERAIE, %55
tH T B b A B o BT AL A A R BR BRI TR) S B
PREBTRIELES, BN T RVFERE 2N,

5. HEPHRSTOEMTRENEX REHE

PP R TR
teym R BBtiE) (N = 15)
BRI E 0.922
KA E 0.975
BHLE 1.150
RIS E 1.439
L SR

Annex 2002/657/EC[]2.3.3.2

6. ERARERANEMEFEENRX TR

FRAEP AR R R B i
TRFHCV (N =15)

0.12%
0.05%
0.16%
0.47%

HH T A o
FERI B R TCUFRR . 2 6 F1H Tix 25 50dE

B RPEDTYHE T

EHE%: R BB (N = 8)
99.8%—100.1%
99.9%—100.1%
99.8%—100.2%
99.5%—100.3%

HrEE
(BIEHESH)
>50%

>20% — 50%
>10% —20%
<10%

GC/MS(EI)

(H3)
+10%
+15%
+20%
+50%

GC/MS(CI), GC/MS",

LC/MS, LC/MS"

(#834)
+20%
+25%
+30%
+50%

E. B n=2/, MS'EF MS/MS



T T T =A B A LR R R AUS R
(—ABF) BUEMEE FRIMXSEE, "T0L, 8~ hbr
Feah e, WD RAERE Tk, B AR,
WO IRID B HIATAE X E PR A S A TURI SN
PRI, BT BAHGIA AE R A T, B
L, %05 5 RAD R P 2 RO RR BE L 1, 78 1
o B HB R 4 2 i B el A RAE BT FH ) 258 L A U Y

#1. 5RFERL, FEPREEMLENSFHEMERE

ALV o ANRTITIA , ArofA: an B4 il A o aod o B i i
BRFINBRIE A4 HIAR T TR SO Sof rh il
SRIGIIAZE A B AR . BT AR E A FIRE ah
FOYR LI, AR TS AR & B AIARO Wi BL1E, i AS
T AL WA BAEL, BrUA, FRA— 7 LB A
PRI IR EL R (ER , PRI E A B A K B PR AR
AR T3 .

EMEFHEMRE(%)
EREH WADE BEDE REDE DEDE

=35 01=302 02=276 01=314 02=288 Q1=340 01=342 02=316 01=368 02=342
AR 1 49 15 47 17 64 44 28 50 15
iz 2 45 15 48 17 58 46 24 41 17
4R 3 48 16 46 20 63 44 28 45 14
huR 4 42 15 46 17 60 43 30 43 13
PR 5 49 17 45 21 65 44 26 45 1
H#% 6 50 19 39 17 72 45 29 43 12
R 7 49 17 41 18 65 46 29 46 13
45 8 47 17 42 19 62 39 24 46 12
inas) 49 20 44 20 86 43 26 47 15
TR ERE 2 1 3 2 22 2 2 6 1
REFR(FET) 25 30 25 30 20 25 25 25 30
TR 37 14 33 14 69 32 19 35 1
(it 5fE)

LR 62 26 55 25 103 53 32 59 20
(it &818)
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Xt F T 2 v = o I A PR vb 2, B
VL S0 B P it R S B gy FU AR AT LC/ESI/MS
TiEEAT TINIE. FES AT KGR G B0 P T
MR 8-19 pg/kg (ppb), B EEHEFRIH 2
Annex 2002/657/EC 2R, = MLE&H A2

B ek, Yo ab BRI IR T R R
G5 R A TR IE AV K

2%

1. The European Agency for the Evaluation of
Medicinal Products, Veterinary Medicines and
Inspections, EMEA/MRL/820/02-FINAL,
January 2002.

2. Determination of Fluoroquinolones in Bovine,
Porcine and Avian Tissues by Liquid Chro-
matography with Fluorescence Detection,
FQL-SP04, Canada Food Inspection Agency,
Saskatoon, Saskatchewan, Canada; 2001/03.

3. Chen, G., Schneider, M. J., (2003) A Rapid
Spectrofluorometric Screening Method for
Enrofloxacin in Chicken Muscle, J. Agric. Food
Chem., 51(11), 3249-3253.

4. Annex of Commission Decision 2002/657/EC,
Commission Decision of 12 August 2002, imple-
menting Council Directive 96/23/EC concerning
the performance of analytical methods and the
interpretation of results, Official Journal of the
European Communities, 17.8.2002, L. 221/8-36,
Table 5, Footnote 4.

HRRESHIER
BT A RN B ARG IE 258, WA

FgME . www.agilent.com/chem

RECMAMHREENER RESERAAMH TESBRNERIEANREMARFE.
AERMHES. RANMKAETRNERE, BABTEA,

LB SRR 2004

FEENRI

2004425108
5989-0596CHCN

Agllent Technologies



