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3. FEERRCHRBHL (P ED AIRA R, 1, 201206)

B OE S TR T 1S mL 2 % (V/V) B AR TR, B0 i I i
pH {114 6.0, 28 HLB [EHIZE IO IR | TIOR3 eh T 90 7005 PSR 24 57 0 3T 7 R 4
PRI AR 5.0.10.0,20.0 g kg™ JEENRCHRAE 70.0%—111.5% 2 i) K53 /T 10.0% ik
B 10.0 g ke 2607 M FHIEREF , 55T AT 1T FL A S0 0 6.
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WS A e — S N A5 JA 1 4-ME VT BE AR 25 K 62 T DNA BBUE Rl ELA e Bt i i BT pR R 2 — 2 i A Y
PUE R MEVRERZE 25 BR 1 HRIVE T B A 5 AN ZAh, B o 0 (] e 20t v ik B AU 2 1) 24 ) T R AR ) B30 7R 7 2
TR 2. DAL o 20073 SR o XS S M 0 it v A 5 B T AL L 2 i A A [ T S 1 T o T Py e E o v 35 3
ARER T BUA T 1) [ SRR ME R O A v A AR IR b, 0 TR 25 5% B RN B S V5 Qe R A e 1 P AR A i —
RT3, AN LR B e AR5 1) £ 2 4k

LRI T W B S A ORI 7 ik T B Bk R GOl ik RO ik RO G0 - IO IR Rk R B E
J7 i Ty BB S ER BEAN e, DR AR A T R (380 SRR o T TA AR E R BE v R S R (U X 2 5%
BAME LLSE T | 40588 B AN I 5 VRORH €033 B 56 T 335 BBK T ( LC-MS/MS) S BRAR A3 #r vh 3 FH I — Fh 2 5% B3 40 M7 5 1, B F ek
5if S FRAR T 5 20 B, T — R PR AGI T LF B A 1) 5 P W v B 25 W 5% B, EL BB (X AN T 19038 %, o e 3 i
W UL RN 5%

I RIS AR T 4 T80 JSECHER T A 0 e A5 B B D7 12 T BB 0 T 0K ™ R A S e R e R A T, TN T A
Ty T 0 A DA AR . 86 A0 2 S MR SR T AR A6 25 Bl TR/ N T N RO AE Ry 2 I, T2 i) KRR ). 8 4E
WA ZME IR R S EYIE YR, INE IR HEE R B RRE AR TR U OB A, DR 23 A i 0
AERHEATAL B, 2B TR F R BT A 8 3 AE A5 AT A B D7 1 | B R A SR A X e 2 AT i 0 mT LR
BRI 2% WA W U SR MBI VR S AL T (ER ol T 0 M) 2 i o0 e e R e 0 0 S R, S T VR ) TR AT SR 25
A FOM B B, S EUTCRBAR A TTIE AL 1A b 18 Fofis 345 156 5 28 W A D) 1) B IBCT5 0 R Al k| e 3k
FET 2% EIRRAARIBGR, 22 HLB ¥R , SR 8 RGHRUR (00 135 IO 3 200 5 e A6 oy mp WS A IR AS 25 ) ) 35

1 ZIEERS
L1 AR 350 Kbk

TR (3% - ER IV AR T 335 1K FH 48 : Thermo TSQ Quantum Vantage ( B # HL W58 25 B 1 (EST) W AR fh 2 HL S
(APCI) ) ; Thermo Finnigan Surveyor WA OIS RS AW (K E Organomation 23 ) ) ; #8 4l 7K #% ( Millipore /A ] ;2-16PK
BLOHL(FEE Sigma A F) ;SPE [EAHALICE & SHZ-D; OASIS HLB [ AHASHUH: 3 mL/60 mg( 35 Waters 23] )

ZEERR ( Nalidixic acid, NAL) %M ( Oxolinic acid, 0XO0) | H 4 ( Flumequine , FLU) | P35 70 & ( Cinoxacin, CIN) | i
P B (Norfloxacin, NOR) 5 70 & ( Enoxacin, ENO) (¥R ¥ & ( Ciprofloxacin, CIP) | 3% 3£ V> & ( Lomefloxacin, LOM ) |
Wb AL ( Danofloxacin, DAN) &% 70 & ( Enrofloxacin, ENR) & 51> 2 ( Ofloxacin, OFL) | S ¥ & ( Marbofloxacin, MAR) |
A VS B (Fleroxacin, FLE) IR 2 ( Gatixacin, GAT) VP HL¥D 2 ( Sarafloxacin, SAR) | &l WA &2 ( Sparfloxacin, SPA) (HL[t
70 & (Orbifloxacin, ORB) IR 7> & ( Difloxacin, DIF ) ¥ H Sigma 5, Dr.Ehrenstorfer 23 7] , £ 4 =98%.
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D5-i# 1 & ( D5-Norfloxacin, D5-NOR) . D5-3& % ( D5-Oxolinic acid, D5-0X0) \D8-3 5 70 & ( D8- Ciprofloxacin, D8-
CIP) \D5-Bi# b B ( D5-Enrofloxacin, DS-ENR) ,J§ B WITEGA BERLIN A #], 4l 55 = 98 %.

B (il , FE E Merck A F]) , R (O34l f8E CNW A F]) B A M B (ol et fezakiml) ) L &
AR (L2, 5[ Aladdin 2AH] ).

T SRR TIT B 4 AL AR i LA SOk 1A R ) 7= HAR [ A6 1) e A6 43 SRt
1.2 bRHER R R

Ton TR A VR ) A PR 1 40 SO PR BB 18 o s 5 e s o o, FHI S 2 Y S At , 5 ZE I 500 L 0.1 mol - L™ NaOH ¥
W, AT BEEZS 2 10 mL, B 1.0 g- L7 BUARUERE A, T 0—4 °C FHOGIRTE.

WEEL 1.0 mL PBRFRIES P BEE A E 10 mL, B 1.0 g« L7 AIARIERE T, T 0—4 C N #bLIRAE.

Bk TAEWR - 4% IR S B 75 5K, U 2l AE AR B Am v A 2 VL, TC 0 0 o T AR T, T Wk Y R 1—50 g+ L7, JF
TN PIARIET, (ST il 25 pg- L7
1.3 HEShATAL R

HETIFREL 1.00 £0.05 ¢ BEfH T 50 mL BURIELOA H, LA 2 mL 7K, 3R J5E 30 s, MEFIIIA 50 pL WARE TG , FEINA
15 mL 2 % (V/V) @SBRI, TIRIEE )45 Fi%5E 1 min. 2L 8000 r+min™ ' #RELC 3 min, BT FIHIR R S — T4k B
LT H 1 mol- L BERR A AR WY pH {E>N 6.0 5, LA 8000 r-min~' B ZREL.0> 3 min, b 35 A S8 40d 8 2 114
) 50 mL BLE T, fRg L.

FEEUR A TGS 3 mL AT 3 mL /KAR3E Y HLB A i il e 580 1—2 3, 1 5 mL KB/, 38 5 200
HO W8T 10 min, 55 A 5 mL B EERER , OSBRI T 10 mIL 308 P, F 45 ¢ RO T, T BE-K (3:7, v/ V)
FEAE 1.0 mL, 3T 0.45 wm SEREEGERE D | BLIRAH (03 - BT R 0
1.4 Srthiiik

385 25 : Varian Polaris C-18 %41 ( 100x2.1 mm,5 wm) , JSHAH: A,0.1 % (V/V) BRI ; B, HI B 0 B Ve i 7
J#:0—1.0 min, 10% B;1.0—3.0 min, 10%—30% B;3.0—4.0 min, 30% B;4.0—6.0 min, 30%—90% B; 6.0—9.5 min,90%
B;9.5—11.0 min,10% B.3i3#:0.25 mL-min~" FE R N2 . FEREATIN 25 wl.

TR 60 R BSTIR, 1E 8577 A0 5 W5 L : 2500 V5 $475 (Sheath Gas) 55 bar, #< ( Auxiliary Gas) 10 bar;
B 350 C ARG WS BFITRESEOLEE L.

&1 aYnERMIES

&Y BB T (m/z) FET(m/z) Tl e/ eV
Nalidixic acid 233 187 214.8 26 15
Oxolinic acid 262 244 216 18 33
Flumequine 262 244" 202 18 29
Cinoxacin 263 217" 245 20 20
Norfloxacin 320 276 233 14 18
Enoxacin 321 232" 303 35 18
Ciprofloxacin 332 231" 288 30 16
Lomefloxacin 352 265" 308 22 16
Danofloxacin 358.1 340" 283 22 32
Enrofloxacin 360 316" 245 20 22
Ofloxacin 362.3 318.3" 261.2 18 26
Marbofloxacin 363 72.1° 345 26 25
Fleroxacin 370 326" 352 16 21
Gatixacin 376 260.9 " 358.1 26 15
Sarafloxacin 386 299" 368 31 23
Sparfloxacin 393.1 292" 375 24 22
Orbifloxacin 396 352°* 295 19 26
Difloxacin 400 299" 382 31 20
D5-Norfloxacin 325 281 21
D5-Oxolinic acid 267.1 249.1 17
D8-Ciprofloxacin 340 235.1 36
D5-Enrofloxacin 365.1 321.1 17
* ERES
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RCH VTR 25 ) 5 B AR Fh 58 R U SR ME T B S BT AE AL - S5 b S R IE NS | R T IR P VAL 5 W), TR
KL (pKal) ~6 B S fift W A0 (pKa2) ~9, 45 HLRL (pK1) ~7. 24 pH EAE <4 5= 9 RIFE R R A0 7 9 A7 B (9 9 e
P, PRI AT S8 1A () ) PR A RV VA 7 S .

70 SEH KB, th T ALK AR 1 A e, 1 mol - L' NaOH
60 SR PER BRI, o0k 2R TR 11 % 20 R, 3 I T U T R
L 0F VE R RENS B IO DUVE 2R 1\ F2 R AR, DAL L, e T e v
% ‘oF WEATARE LA TN [ ik FE 1 = 4 2 T 25 SR R ¥ < 2%
2 sor SHLER A% =R LR 1% 5 AR 2% B ARV, TEHEH
20} R B S RAT B T = 4 Z FR T TE B 11 0 D 3. A
10F I FE F PR VAV, 75 SRR AR IS 52 I3 (R 58 1
0 W A SRAEAGETTE. 2 ST 1L (1), % B 2% #5

Wo SHZER 4% ZHZE 1% AR e REE i AR
s REE " R S 2 B L PR T 2.9% 25 1 A B k.

B 1 AN 7 R B BB 266 T BT AT 248 1) 52 il 2.2 [EAHZEERAR R ERE
WEAEARE 2 2% v SRR T AR BUR , R HI SPE #t 1k

IESE, T R P T 28 ekl (MCX) FIZEAKCENR S #itE (HLB ) BRP 5 k. SL IR 45 SRR U | Me iR 25 )7 MCX A B
LA TR B ELOOR A K3 ANFRT V0 2 5% 1O 0K B S L X REVE N K240 209% 5 i HLB K AR 47 4 15 B4 £ F b5
Wy, IR HL.5) T-BE, WOR A HLB FEAE 2 HUHE.
23 BRI pH ERLAL

R T 4R RSS2 0 [T X FRERY pH (A TORAL. A 1 mol - L™ BARR A SR KR IOR 15 2 pH 4.0,
5.0.6.0.7.0, %5 T HXF RIS AR . 25 50, ZpH (20 6.0 B FISCR 7 5, BT B bR B9 FHSCR BARTE 65% LA I, Bre
HFALTT R BOR P pH (ETR 6.0, FEIFHAE B SR 4T
2.4 SRR T R

FETRAR B A 1—50 pg- LI, DAGRHES: 5 R R R LA Y WA AR, TARA A VR X (g~ L) B4R
b, e bR e AR 2k, A ol T A ot e X 0 A 28 52, R o T VR ) W 7 () L ASCE T S Y PR R L A 1—
50 pg- L7 SEHI, 18 Rl ERSE 24 ) B Lk 5 R AR OC R HL °>0.991.

TEBA PRI AEARAE S T A 0 18 s A TR 25 W) AR R, SR BGAHL S5 AT A2 , 43 I LA 3 A5 {5 M L (S/N=3) Fl 10 £%
fEMEEE (S/N=10) i 1 J7 B4 B (LOD) A Hk B (LOQ) , 22 314 5.0 pg- kg™ A1 10.0 pg- kg™, [ 2 a0
10.0 pg- kg™ FRifE g,

100 NAL 100  DAN 1001 SPA
358.1>340 l 393.1>292
sl 233>187 L sl sol h
0 = 0 0
100 0XO ~ FLU 100 - ENR 1001 ORB
50l 2625244 | &7 sof 2607816 5 396>352
0 0 0
100 CIN 100 OFL 100~ DIF
so b 263>217 L o |- 2 E1ES ol 400-299 A
0 0 0
@ 100T NOR 100 MAR w2 100 ps-NOR
# sol 3200276 j:?*‘ sol. 363>72.1 # sl 325281
® [ =S
= 0 = 9 . = :
10 Eno \ 100~ FLE 100 ps.oxo \
370>3
5oL 321232 } solb 370326 sob 267.1>249.1 ’.
I LY
0 | 0 J A 0 A TN
100 - CIP 100 GAT 100 pg_crp
ol 33221 sob 37652609 sob 3402351
0 0 0
10017 LOM 100 SAR 1001 pE-ENR
so | 352265 \ 50k 386>299 sol 365.1>321.1
0 | ! ! ! | 0 ! ] 1 al I 0 | 1 A
2 4 6 8 10 2 4 6 8 10 0 2 4 6 8 10
t/min t/min t/min

2 BAEEE LR INBRAE i (R INZKSF- 4 10.0 pg-kg™) B G5 E]
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2.5 USIIEISCTE g ARG

9 B BA PR AE R B, N VAR 25 B R U S SRS 4351 A8 5.0.,10.0,20.0 pg- kg™, BRI 6 ASFAT, %
BR«1.3 357 Jr e b B, EAT ISCR 256 S5 3R 36 2. 3% 2 ml 0, 18 FhAk-& 9 1Y -2 [BIUSCR SN 70.0%—111.5% , A1 b i

W2 A 3.4%—10.0% , J5 1 B TR B FRS 26 B 24 3R B0 3% B8 4007 7 2 B R
R2 AFEARET (pg-ke™") BN FIRG 5 5 S2 0625 5

e KeME/ (ng-keg™") [/ % AHXS bR AE D 22/ %

5.0 10.0 20.0 5.0 10.0 20.0 5.0 10.0 20.0
Nalidixic acid 3.77 8.74 20.88 75.5 87.4 104.4 4.9 8.9 5.5
Oxolinic acid 4.31 8.62 17.25 86.1 86.2 86.2 8.7 9.3 5.2
Flumequine 3.89 772 16.20 77.8 77.2 81.0 9.6 9.6 9.4
Cinoxacin 4.30 9.61 17.29 85.9 96.1 86.5 6.0 10.0 9.8
Norfloxacin 4.56 9.01 19.02 91.1 90.1 95.1 7.1 6.6 9.2
Enoxacin 4.17 8.69 21.98 83.3 86.9 109.9 6.9 10.0 5.5
Ciprofloxacin 4.78 10.58 17.35 95.6 105.8 86.7 4.3 7.9 6.0
Lomefloxacin 4.24 7.99 16.05 84.7 79.9 80.2 10.0 9.1 7.3
Danofloxacin 4.33 9.07 15.97 86.5 90.7 79.9 8.5 8.2 8.8
Enrofloxacin 5.57 9.59 19.20 111.5 95.9 96.0 9.5 6.6 6.4
Ofloxacin 4.51 9.95 17.80 90.1 99.5 89.0 9.3 6.3 9.2
Marbofloxacin 4.17 8.75 17.80 83.3 87.5 89.0 9.8 9.9 5.4
Fleroxacin 4.21 8.71 14.62 84.2 87.1 73.1 5.9 9.8 5.0
Gatixacin 4.79 8.18 16.62 95.8 81.8 83.1 7.1 6.6 8.8
Sarafloxacin 3.61 7.03 14.03 722 70.3 70.2 9.0 7.5 5.5
Sparfloxacin 3.77 7.12 14.29 75.3 71.2 71.4 7.1 5.6 4.7
Orbifloxacin 3.50 7.76 14.13 70.0 77.6 70.7 7.4 8.5 3.4
Difloxacin 3.62 7.01 14.14 72.3 70.1 70.7 8.2 47 4.6

2.6 SEBREERL BT E

SRTZAGIN T7 08 20 AR A AL BE i BEATAS I, FG v 2 AR D HH O SR 0D B2 4 A R PR N T A, A B R

10. 2—69.7 pg-kg ™', BLAK(E L% 3.
R3EBREAEREE A (pg-kg ™)
U W 25 ) T2
NAL OXO FLU CIN NOR ENO CIP LOM DAN ENR OFL MAR FLE GAT SAR SPA ORB  DIF
R - - - - = = 7 - = = = = = = = ==
maomEer - - - - - - 104 - - - - - - - - - - =
TR - - - - - - 432 - - - = = = = = = = =
wWEREy - - - - 102 - - - - - - - - = - - - =
r‘ﬁwmﬂa% - - - — 130 — 246 - - - - — — — — = = -
=" HNTRERRR.
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