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YK RIS R R MR E REBIE- RIS

ER—ALRRESR T BEMAREIEN, AFENRERIIAEEN, HarTL
HRSRLG R 7B RUB P T

1 SeHE

KRIFEEIE T W -2 B 3% E (HPLC-MS/MS) il 5 i /K v 17 b s V5 T 2 245 4 7%
FEMFER KA. B, B IR, 45 B8, FUERIERA R B4 1T EARE R .
ARIFEIE K I COK NGRS D5 KRS P RS R R R SR E.
BRE. RPVWE. BEDE. BRPE. KNYWE. By E. BB E. JEE.
PRI E. R E. DGR R TEERR. TR . ZE0E R RN A 2R B R e
TREZK AR T TR S 25 W RS HE R 45,0 ng/L, 4S5 2 PR 920.0 ng/L.

2 AuMsImxH
USRS A R R AN T o FUREVE H I 51 SO, SO0 A
A o NRANE B IR 51 SO, Hsol oA CRUEG T B B0 1A A

GBIT 6379.2 W& 7= 545 AR (IERIE SRS RE) 25k e bniedl 87
EEEM S EE R A

GB/T 6682 3751256 % FH 7K KU Al 36 77 v
GB 17378.2 VWAL VE S8 2350 70 B Ab 2 5 79 M7 o B 4541

GB 17378.3 A MAVESE 33 . AESREE. WAF 518
3 FHEEE

KRR AL P R SR 29 22 BRI AR O = B A, PBOAR Ea i — ER B 0 15 =
WARIEE BT o

4 RFRA R

BRAE AU, BT BT AR A i Ak
4.1 /K: GB/T 6682, —%Z.
4.2 HfE (CHOH) : a4,
4.3 ZJi (C2H3N) : fhifial,
4.4 HR (CH0p) : faifial.
4.5 @4 (CHsCOONHg) : faifiafi,

4.6 R (HCD : p=1.19 g/mL.



TIQMIS XXX—20XX
4.7 W (0.10 mol/L) : MEFIEIENER (4.6) 8.40 mL, FH/K#iF% 421000 mL.

4.8 BRI (5.00 mol/L) : #ERFREL 0.1925 g ZFR%: (4.5) F /KA TR 2 500 mLo
FHER RV (4.7) 87T pH 2y 320.05, ILFHILAC.

4.9 HERKER (0.1%) : #EFE 0.50 mL HR (4.4) , /KRR E %4 500 mL.

4.10 FEE/K (0.1%) -2 . (9+1, AL , WHERAEEL 90 mL 0.1% F B /KIAER (4.9) FI
10mL ZfiE (4.3) BE.

4.11 brdfEd: KIEVDE (enoxacin, ENX, 4ifEh 99.0%) . FRfR¥PAE (marbofloxacin,
MAR, 4% 99.0%) . %570 &2 (ofloxacin, OFL, 4liJF4 99.0%) . ¥ b2 (pefloxacin,
PEF, 4% 4 99.0%) « fi.% ¥V & (fleroxacin, FLE, 41/} 99.0%) . %3570 2 (lomefloxacin,
LOM, 411 4 98.0%) . % f.7b ££ (norfloxacin, NOF, 40 i iy 99.0%) . ¥4 15 ¥b &£ (ciprofloxacin,
CIP, 4l >}y 99.9%) . B.EL b &2 Corbifloxacin, ORB, 4[4 99.0%) . Bli%vb & (enrofloxacin,
ENR, 4li[¥499.8%) . fli#vb A2 (danofloxacin mesylate, DAN, 4i/%4 99.9%) . ¥hHivb
A (sarafloxacin, SAR, 4l 98.0%) . mliH¥> A (sparfloxacin, SPX, #iiJ¥7y 99.6%) .
WP A (difloxacin, DIF, 4lifE4 98.0%) . &R (oxloinic acid, OA, #lifE N 98.0%) .
SFIE (flumequine, FLU, 4% 4 98.5%) « Z50¢fR (nalidixic acid, FLE, /% 4 99.0%) -

4.12 Wii: TR 2 (Ds-NOF, 4hifZ 4 99.0%) . AR HV 2 (De-CIP, 4lifEF
9 99.0%) . MARBIEVE (D5-ENR, 4l A 99.0%) .

4.13 FRERE IR (1.00 mg/mL) = Z3 AIHERGFREL 10.0 mg ME bR S (4.10) , FHHEE
(A.2)FEMAIFE R R 10 mL AR EE SR, B Bk 238 1.00 mg/mL AR i 25 . -20°C
PUF#SIRAE, AR 3ANH.

4. 14 WFRMERE IR 2> DIMERRFREL 10.0 mg WARYR (4.12) , FHIWEE (4.12) BT
SERZE 10 mL BEE IR, FEH IR N 1.0 mg/ml () N FRPRAERE . -20°C LA Rk
Htit?, ARAH3IANH,

4.15 JRAEFRE AR 2 BIAERI I 0.10 mL AREfE &AW (4.13) F 100 mL ER A 75 i
L, AR R AC E 25 ) R A 1.0 po/mL (R E bR LIRS . 4°C RUKFE R IRAT
HBRALANH.

4.16 JREWERRAE TR 2 BIUEREEEL 0.10 mL P brbrviEff & A (4.14) T 100 mL
AR, FH AR AR IR FE A 1.0 po/mL (VR & WA bRiE TAER . 4CT
UKFEHIRAT, RO 1 AH .

5 {XFEMgE

5.1 VM -5 e DO ARAT i %A% (LC-MS/MS) = it Bt 55 B8 T-JR (ESI) o

5.2 RF: K& 0.01g.

5.3 SHT R JE 0.000 01g.

5.4 JRHERE 2%

5.5 FMAL,
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5.6 pHit

5.7 [EAHZEEUEE

5.8 [HAHZEELK:: 500 mg/6mL, Oasis HLB #:Ei I AEAH 24
5.9 BEHIRAYEJENL: 0.45 pm.

5.10 MG HAHBER: 0.22 pm.

511 RIS OE: BZIE, 10mL.

5.12 fFtaz¥&M: 10mL . 100 mL F1 500 mL.

6 HmRE

FES RS, WAF 5535 R HAT GB 17378.3 MHlE « RASHE/KE TER G+, 4°C
LA B R A, — P A SE R

7 SHMLSR

7.1 RERFISEL

A ZE RO (5.9) B EIAAERCRE (5.7) 1, #KIKH6 mLEEER6 mL BT (4.8)
BT PTE, &

HER FLHL500 mLZE0.45 pmE R 41 4k JE 5 98 J5 I KA i, IS SRRV (4.7) 1
FpHZE3, #EFIIIAL po/mLIE & NARFRIE TAER RS0 pb (4.16) , #85), LBAZ5 mL/minf¥)
GBI AL S B E AR . RS P10 mLZBRER VAW (4.8) ik, HRSAWMEILT, M
6 MLHEE (4.2) Yo, WAV T10 mLRKRHEE.OF (510 F, RIEFHFHELEE
FEWAL (5.5) K, 40°C/KI FHASRMRZIET, REAVHI%HIKRK-LME (4.10) #ikk
ZE1mL, HRREA?E (5.4) WHESIL min, £0.22 pm/KAAIAHAHIERE (5.10) d3EE
HEFERA, AR

7.2 #ERNE
721 UEEEH

SHALAR I oK
— 3%k Cietl, MGII (2.1 mm x150 mm, 5pm), BiPEAEA S .
WM A: 0.1%HER/KEW (4.9), B: ZJE@4.3), BEEVEHFEF WE 1;
JiE: 0.20 mL/min;
—E: 30°C;
— i FEE: 10 pL;
— TR WIS, EE TR
— AR R, R SRR . TR TR R LR 25
W5 % B k. 4.5KV;
— SRR 12 L/min;
— BRI E: 2 L/min;
— RN RS AR R 10V,
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filbfE <. w15 mTorr;
—— B R ERZ . 350 C;
——Q1¥:I&%E: 0.7 Da;
——Q32FiE%E: 0.7 Da.

®1 RENBEE R RAE R

JEAREE IR Cmin) TEIAH A LB (%) Tisi B LB (%)

0 90 10

0.50 90 10

3.00 30 70

5.00 10 90

8.00 10 90

9.00 90 10
10.00 90 10

®2 EFERNEWEGET. FETMMEES

~ BT FET fill-45 B
BAr L&)
(m/z) (m/z) (ev)
WPV R 269 26
370
FLE 326* 19
AHVE 261 27
362
OFL 318+ 18
nEE 233 24
320
NOR 276* 16
KRB R 232 34
321
ENX 303* 21
WV R 245 22
332
CIP 288* 17
Bk R 245 26
360
ENR 316* 9
RV R 265 22
352
LOM 308* 16
FHEW R 283 22
358
DAN 340* 22
LAY 295 24
396
ORB 352+ 17
a2 299 28
400
DIF 356* 19
VR TR A 299 26
386
SAR 342* 18
GLEN:: 292 25
393
SPX 349* 19
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I i 216 29
262
OA 244% 18
oL g 202 32
262
FLU 244% 18
a2 290 18
334
PEF 316* 20
WRERVD 2 320 23
363
MAR 345% 29
ZENE IR 215.2 19
233.3
NA 187.4* 35
TARERIE
325 307+ 22
D5-NOR
TACK A 2
340 322% 21
D8-CIP
FARBE 2
365 321* 19
D5-ENR

VE: * MR T

7.2.2 EMS R

A3 ELRR R A TR it (14 D B B 8] B B e = P B AT H P AL S e, BRPERE
sty D BT I 8] 55 B fE 420 o O B IS TRD AR O B s 22 CE 2500 A DY, ELAGE I 21 (K088 7 IO 2 5,
S e 1 GEE) W5 A0 thRoR, N SR AR IEARHEAR R £ — 2. g
USRI BT FE LU R & R3BER . LTFh U T S 24 WA €l B 5 LB SR

*3EIESCEER B TFEELEXR

VR F 85T FE (%) TV 22 (%)
>50 +0
>20~50 +25
>10~20 +30
<10 50
723 EESHR
7.2.3.1 FrAERIZR AT

HERRI ORGSR e TARAW (4.15) &8, H 0.1%HR/K-28E (4100 BHME, I
IR N 1. 2. 5. 10+ 20. 50. 100 £ 200 ng/mL fIkR#E RAEW, RN IDANIR S AR
B TAEVATR (4.16) , {8 IFRIREEIS A 50 ng/mbL. LA I ZH 235 Rk 82 A A Fry e TR R EL A
NPAERR, CARVIFER IR S A 0 & 50 AR & 5 EUE OB AL bR, 2l bnate i 2k,
THE A 77 FERIAR 2 R 2L
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7.2.3.2 KN E

S 721 (UBRAAE, SRS AP AR (7.0 BETIE.
8 ZRitHE

DUSAE I ORIAE B2 IIAR e TAER, E 2 sRHE, N PRIZE & Al R i
WS U A 24 A 1) i AL 38 B AEA R R (R B e Bl 2 o AR B (L R H iR i
ISR 2R EE, WRAE (2) tHEHK R ERSS IR EE, R = A 8T
Cis , Ai

Ci = - (A_I.S — b) ............................................................... D)
Ci—— A PRV R TR 25 RS, B N AN ve BEZEFH(ng/mL);
Cis—— i FEE M VTR N ARIIREE, BRI e 2 T (ng/mL);
Ai—— A UFE 1A R U TR S 2590 () Ve T R 5
Als—— U T VR HH 1 % T IS A B 2 TR D TR S 5
CixXV
L s (2)
o—FK P ETERZE 2 B8, ARG BT (ng/L);

V—E B, AN (mL);
VI—lFEARL, AN THL).

90 RBEEMERE

65 S5 55 %110.0 ng/mL. 50.0 ng/mLA1100.0 ng/mL =AM IR 7K - A A RE S 23 64T 1
SIRERME: 7E10.0ng/mIRNINAKF T, FNFKIH E M i m 22 N3.67%~5.41%; L=
V) T 004 K % b v Al 22 N 4.28% ;£ 20.0ng/m R TN ZKSFE R, 7S 58S I6: =5 A o) i v A 22 A
3.67%~5.41%; SZHG = [a) BRI AR X A Al 22 94.28%;  7E50.0ng/mis /KT, /SRS
A AR HER 22 93.6 7% ~5.41%; SIS 55 (8] 5 W14 AH X FR #E i 22 94.28%
10 RERIEFMREITH
10. 1 BOEMZ

FERURE G SLECHI R AE T 2R, AHOCRBOAN/INT0.99; FEASLAE H S e —Fhal S LAk BE Y
PRAEFOR AR IR AR A 22, 00 5 1 55 AL RO AE X s 1 s 22 AN K T 10%

10.2 Z=H
10.2.1 RFI=ER

A B2 TR AR T TR A PR
10.2.2 &idfEss

DA i /K BRE A AN 25 W U R S 25 WD R /KA s B RE i, 42 187 FUE EAT 2 Bk
BEAURE b AR 2 R S BRSO T2 2 R 10%
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10. 3 178

ARIPEF AT RER R AN TRE S EURI10%, ~PAT XURE AR X i 25 R AFA GB 1737821141
SE o
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RT: 0.00 - 10.01
100 559 NL: 2.65E6
NA TIC F: + ¢ ESI SRMms2
233.000 [186.999-187.001,
50 214.999-215.001] MS 20PPB
035 053 0.86 149 213 274 2.95 328 375 424 466 545 | \_ 596 631 673 715 746 7.76 835 886 929 971
NL: 4.40E6
100 562
TIC F: + ¢ ESI SRMms2
OA \ FLU 262.000 [201.999-202.001,
50 215.999-216.001,
503 \ 243.999-244.001] MS 20PPB
031 079 117 148 172 207 2.47 273 312 332z sz aav 487 A\ | < ous vas 675 7.5 742 807 836 899 960
394 NL: 8.08E5
100 \ TIC F: + ¢ ESI SRMms2
320000 [232.999-233.001,
50 | NOR 275.999-276.001] MS 20PPB
o 047 108 1.36 177 2.04 250 279 340 J\ wi s woi veu 590 618 682 729 790 829 851  9.34 9.50 9.94
389 NL: 1.27E6
100
TIC F: + ¢ ESI SRMms2
321000 [231.999-232.001,
50 ENX 302.999-303.001] MS 20PPB
o 047 111 175 207 250 292 330 372 | \._ 410 464 490 523 586 617 _ 6.76 6.97 743 7.91 8.12 851 873 941 9.66
394 NL: 1.73E6
100 TIC F: + c ESI SRMms2
D5-NOR 325.000 [306.999-307.001]
50 MS 20PPB
o1 030 071 120 177 222 263 311331 372 \ 423 apz 518 b3 602 625 668 698 7.35 801 825 867 921 982
100 398 NL: 1.02E6
TIC F: + ¢ ESI SRMms2
CIP 332.000 [244.999-245.001,
50 287.999-288.001] MS 20PPB
01010 048 001 141 178 218 260 323 381 I\ 420 452 513 548 602 6.18 639 703 748 791 841 915 940 981
100 397 NL: 1.71E6
TIC F: + ¢ ESI SRMms2
PEF 334,000 [289.999-290.001,
50 315.999-316.001] MS 20PPB
\
034 071 126 151 184 208 2.63 3.1 336 387 4v 564 586 631 658 7.06 7.26 7.81 806 8.41 883 9.30 9.66 9.94
R L e S
0 1 2 3 5 6 7 8 9 10
Time (min)
RT: 0.00 - 10.01
100 397 NL:1.41E6
TIC F: + ¢ ESI SRMms2
D8-CIP 340.000
50 [321.999-322.001] MS
20PPB
01027048 115 164 189 238 272 289 350 371 425 477 515 550 578 628 6.69 698 743 7.65 818 854 8.73 9.37 952 979
100 NL: 2.36E6
TIC F: + ¢ ESI SRMms2
352.000
50 LOM [264.999-265.001,
307.999-308.001] MS
o 0.40 102 166 189 2.22 240 317 3.85 \ 442 4o vv  wom  waw 629 675 698 743 781 844 872 920 950 9.97 20PPB
100 2.01 NL: 1.51E6
TIC F: + c ESI SRMms2
l DAN 358.000
50 [282.999-283.001,
339.999-340.001] MS
014 057 086 144 183 215 265 327 365 )\ 436 477 519 553 601 6.26 653 722 764 800 862 885 9.12 966 20PPB
4,06 NL: 1.05E6
100
TIC F: + ¢ ESI SRMms2
ENR 360.000
50 [244.999-245.001,
315.999-316.001] MS
o 046 099 124 172 224 265 294 342 386 422 445 4.95 550 568 595 643 6.61 7.38 7.98 828 885 914 955 20PPB
100 394 NL: 4.27E6
f TIC F: + ¢ ESI SRMms2
OFL 362.000
50 [260.999-261.001
\ 317.999-318.001] MS
o 0.39 096 115 167 201 239 287 313 375 | \ 426 454 493 522 572 632 656 691 7.35 7.71 821 850 8.76 892 958 9.83 20PPE
o0 390 NL: 2.84E5
i TIC F: + ¢ ESI SRMmSs2
| MAR 363.000
50 [319.999-320.001,
344.999-345,001] MS
016 042 097 137 160 207 226 285 329 377 | \ 4.6 470 496 550 592 6.6 659 686 7.15 7.57 799 863 884 917 974 20PPB
100 4.06 NL: 4.65E6
TIC F: + ¢ ESI SRMms2
365.000
50 D5-ENR [320.999-321.001] MS
20PPB
0.09 0.41 114 169 218 262 304 329 393 | | 447 by 2o vwu voe uar 6.93 7.13  7.66 7.96 855 8.84 9.07 9.62 997
L e
0 1 2 3 4 5 6 7 8 9 10
Time (min)
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RT: 0.00 - 10.01
100 397 NL: 2.94E6
TIC F: + ¢ ESI SRM
80 ms2 370.000
[268.999-269.001,
60 325.999-326.001]
20 FLE MS 20PPB
20
o 039 079 114 168 214 249 294 319 384 | \ 454 473 531 547 585 626 6.61 6.77 7.24 _ 7.75 8.04 833 875 933 9.99
100 418 NL: 1.60E6
TIC F: + ¢ ESI SRM
80 ms2 386.000
o [298.999-299.001,
341.999-342.001]
20 l SAR MS 20PPB
20 \\
o 114 162 201 252 272 332 402 ] \ 456 507 549 584 606 673 725 7.85 812 858 8.77 898 948 9.93
100 418 NL: 4.16E6
TIC F: + ¢ ESI SRM
80 . ms2 393.000
[291.999-292.001,
60 SPX 348.999-349.001]
20 MS 20PPB
20 \
01 031 061 118 133 175 216 265 296 313 360 398 | \_ 456 485 537 587 636 670 7.4 767 804 837 869 9.0 942 9.76
100 411 NL: 4.54E6
TIC F: + ¢ ESI SRM
80 ms2 396.000
[294.999-295.001,
60 ORB 351.999-352.001]
40 MS 20PPB
20
o 045 063 114 174 222 2.90 321 344 3.69 .. 454 476 516 562 599 615 6.57 6.92 751 782 826 881 9.41 961
100 4.21 NL: 2.73E6
TIC F: + ¢ ESI SRM
80 ms2 400.000
[298.999-299.001,
60 DIF 355.999-356.001]
40 \ MS 20PPB
20
0.31 088 1.07 182 203 2.33 2.68 2.86 3.45 3.64 401 | ' 443 485 508 551 597 653 6.74 7.27 7.56_ 800 846 8.70 9.0 9.35 9.84
G\vvvvyvvvvyvvvvyvvvvyvvvvyvvvvyvvvv[vvvvyvvvvyvvvvyvvvvyvvvv[vvvvyvvvvyvvvvyvvvvyvvvvyvvvvyvvvv[vvvv\
0.0 10 15 2.0 25 3.0 35 40 45 5.0 55 6.0 65 7.0 75 8.0 85 9.0 95 100

Time (min)

AL 17 Fhng v LK 3 BN AR FRHEVE R (15 & (20.0 ng/mL)




