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1 SEE
APRERE TER . S KB FRERIRE & KB AR BR 22 (1) 4 iR 2

AR, BRVDE, BRUE, ®IZVWAE, WHAE, MHEIWAE, divaE. BN A,

IR R BRI S SO -5 R ISR L

7134‘T HEEMTER. T, KBIRE FRBKZICE S K W R B 1) M R iR 2
B.IREVE, BRVE. RPZVWE. DRUYE., WEWE. fmbE. HWNE,

1‘55?\?. bR BRI T AL .
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% 110.1 mol/L EDTA-Mcllvaine £z 742 IUFE R I REVERR AL 54, 8 300 Ft
ISR EHLBE AT A I, T SO0 % - R RS COR I RN iE, P bRIL ST

%
3 AT

PATT BT AORGT], BRI AN Mirall, KO GB/T 6682 FILE /K.
3.1 4JE (CH,CN) o faifiali,
3.2 HifE (CH;0H) : fhilfal,
33 HiEg (CHOOH) : fajfal,
3.4 WE (CH;0H).
3.5 &K (NH OH) : iK% 25%—28%.
3.6 L HEUULEE AN (CioHpaNoNayOg 2H,0).
3.7 KPR (CeHgO; HO).
3.8 A Y (Na,HPO, 12H,0).
3.9 HEMH (NaOH) .
3.10 #:EZ (HCD : 7 HCI38%.

3.11 /3% (CH;COONH,) : ffifkal,



3.12 ARl BN (0.2 mol/L): FREX 71.63 g MEER. 4N (3.8), MI/KiHMIFT A4 1000
II]LC

3.13 FREEET (0.1 molL): FRIX 21.01 g #745ER (3.7), JTUKIEEFF % 45 1000 mL.
3.14 Mecllvaine ZZ %3 15 1000 mL 0.1 mol/L #7147 (3.13) 5 625 mL 0.2 mol/L #
B AN (3.12) RG, TR A E LB 5 pH 42 4.020.1.

3.15 EDTA-Mcllvaine ZZi% 7 (0.1 mol/L): FRHL 60.5g £ %04 £ ~H4(3.6) 4% 1625mL
Mcllvaine Z2M G (3.14) =, AT HE R,

3.16  5%HIEE KA. TS mL HEE (3.4), JI/KFFES 100 mL.

317 25%ZUKHEE AW : I 25 mL &K (3.5), IHEE (3.4) FFE4 100 mL.

3.18 FrifEgh: bRfE ST OCERR. DECEAFR. CAS BRS. AR. MR E W A
AL, 4l =99%,

3.19 FRufEfl & mECH: 20 RS S FREbR M (3.18) 4910 mg, B 10 mLZAEFHF, J1A0.2 mL
g (3.3), @AM, MOlE G.D ERZ2ZE, #2, BRI N1.0 mg/mLI)x
WEfE R0, R VAT T-18 C UL T lOLIRAE, AU M H .

3.20 BAPRERRDVBCH] . HEFIRIGREE S (3.19) 1 mLT100 mLAEFS, JITHE
(3.2) TEELZIE, BHRKRE N0.01 mg/mLIEASFRERR GRNVLE. iy Bk
£30.015mg/mL), F4°CRLTFEOLIRAF, FARUBAH.
3.21 BAPRES AR TIECH] : EERIOR SRR (3.20) 1 mLAa 10 mLARHE,
HEE (3.2) TELSZIE, B SORE N1 pg/mLIE S FRER AR GRNYPE. Wiy
BIRIEALS ng/ml), F4°CLLTFEOGIRAE, T HAEd .
3.22 WFRPRAERE SRBCH] . 2 HIFRBUTAR R F RS (3.18) 2910 mg, 4210 mLZA& fil
L, IAN02 mLHEE (3.3), #SEEM, MO (3.0 FRLZIE, Bl ki ~1.0 mg/mL
PIARERE &, T-18CLATFROLIRAFE, FARUH6MNH .

3.23 R A bRbR R A B . dER R I N PR AR A (3.22) 0.01mL T 10 mLAE &=
i, TTHEE (3.2) wAERZE, BU IR N1.0 ng/mLT)R G N FRbRER ENEH, T4C
DL OGRS, I TR .

3.24 [EMATUNME (500 mg, 6 mL): HLBHEESA ™. MTAT#KIK L6 mLHEE. 6mL/Kif
tk, PREFHEEREE.

4 (UEEFEE

4.1 A G- BT B RS S U8 (ESD.



4.2 ZpirRr: AR 0.001g A0.00001 g.
4.3 ImliEdRig a%
4.4 HFE{L
4.5 F0HL: #%iE=8000 r/min
4.6 YIids
4.7 BRI
5 MEDER
5.1 FEH & SIRAF
L KR RIRRB R 1 b
MEFRAE S U R 2T 500g, TTAHSUGENLR M GRS, BAESE &S, B,
FFRM PR L, T-18CHR IR
KEANREL BRI R
FEACR: MRFRRE S R U AE 29 500g, AU/ RNRS), BNERA
i, EE, FHREARIG, T 4CHA TR
FEER: WEAEEE S P ICEFER L 500g, BTG, BEGEEL L), BAFEE
e, WE, FPRUIRRICT 4 CHIEAF I
WACIR: MR RE SR OB FE 4 500g, HiFESIS) R NER R &S, B, FinH
Fric, T 4CABAAIN.

5.2 FE ST %

PRI FRELS.0 g BAIFES CREAE4E 0.001g), & 50 mL BOE S, HSEMNES AR
PR A (3.23) 0.1mL, A0 20 mL 0.1 mol/L EDTA-Mcllvaine ZZ i (3.15), i
EIRA) 1min, #FEHZIL 15 min, 8000 r/min .0 5 min, FiEHHF2 4 50 mL A&+, 7%
ﬁmEUmmMMMe%W%W(3w)m&ﬁgﬁmwm,ﬂﬁunﬁ,ﬁﬁr%mﬁﬁ
—ZEfiF, /1] EDTA-Mcllvaine ZZiigi (3.15) wAERZIE, B, MEatdE (%
M 10000 r/min &> 5 min J5 i), SHERAHE L.

b RS EIA A0 25.0 mL, PAZT 1 mL/min (97058 408 i [E A/ (3.24),
JTI 3 mL 5% HEE /KR (3.16) ik, i+, Fe)sbl 6 mL HEE. 3 mL ZUKHEE (3.17) Ik
fBi, &FFHRE REKTREIE, 45 CRWAIE+, RN 2.0 mL A HILE LU 5%
Wik, 13 0.22 pm JERE, SRS G- B B S 1T



5.3 EERUbRE AR IR A &

FRIEL 5.0 g 28 HiRFE OREFIAE 0.001g), B 50 mL 2.0 F, BRAIINIE G A brbridE
[EHAN, AR 52 HIEREERAAXR, % 6 4).

Oy RS E WA bR (A4 (3.21) 0mL. 0.010 mL. 0.020 mL. 0.050 mL. 0.100
mL. 0.200 mL JZiE ¢ P brbrifE R R (3.23) 0.025 mL i/, AWAaint+,
AN LOmL ¥ HAEER SR, i 0.22 nm JEME, H8&E Y 0ng/mL. 10 ng/mL. 20 ng/mL. 50
ng/mL. 100 ng/mL. 200 ng/mL fY5EE 5T FRiE TAEGEH AN R WHib 2%y 0 ng/mL.
15ng/mL. 30ng/mL. 75 ng/mL. 150 ng/mL. 300 ng/mL, [F4735 P bRk /%) 25ng/mL).

5.4 e

54.1 HAHEIESE XMt

D @il Cefifi, 2.1 mm<50 mmx1.7 pm, EPEFEM .

2) fEli: 40C.

3) JfiiE: 0.25 mL/min.

4) HFEE: 2L

5) Jiahi: A-5 mmolL AFREKIFET (5 0.1% ), B-L 0. BIENf &4 W% 1.

=1 BERREN

Bf[E (min) A(%) B (%)
0 90 10

3 90 10

8 70 30

10 70 30
10.5 9 95

13 9 95
13.1 90 10

15 90 10

542 kS EF M4

D g EniE i E (ESD:
2) FHTR: RS

3) R %RV N MRM;
4 B IESESE K

BEEOR K, 4000V BRI, 350 °C, BRiaEliE, 250 °C: & 108
InAAGELEE, 400 C: FZALAGE, 2.9 Limin; 4 TH0E, 10.0 L/min; J0FATIA#E, 10.0 L/min.



5) EVEE X ERE TS NE 2.

R2 BIREEXAYEZRLSH

Fs Ao BET TET Q1 FUEATEE AEESE Q3 FNEFRE

(n/z) (n/z) ) () (eV)
i #302. 0 -16 -21 -21

1 EEIE 320. 2
231.1 -15 -39 -25
i #318. 2 -30 -18 -24

2 HEE 362. 2
261. 1 -30 -28 -19
- #265. 0 -25 -23 -29

3 EEIE 352.0
308.0 -25 -17 -22
. 290. 1 -25 -18 -20

4 BEiE 334.0
*316. 2 -25 -21 -22
i #326. 0 -30 -20 -23

5 SFVE 370.0
269. 0 -29 -28 -26
342.0 -15 -19 -25
6 R E 386. 2 299. 1 -29 -30 -20
#368. 1 -14 -22 -26
i #356. 0 -17 -20 -25

7 TEIE 400.0
299. 0 -17 -28 -28
R #349. 0 -30 -21 -28

8 =2 393.0
292.0 -30 -21 -24
#314. 1 -25 -21 -22
9 HAEGE 332.1 287.8 -24 -17 -30
231.0 -25 -40 -40
#340. 1 -26 -23 -24
10 EEIE 358.0 283.2 -14 -24 -30
82.1 -26 -44 -15
*342. 1 -27 -20 -25
11 BELE 360. 0 316.0 -13 -20 -22
245. 2 -28 -27 -17
12 DS-HFHEVFE  340.3 322.1 -10 -21 -22
13 Do-EiEE 3651 321.1 -11 -19 -22
14 D-EEE  325.3 307.2 -10 -20 -21

F: LRAEEET: 2. FFIRESERFRAEDE (LC/MS-8050) FIB EFEMAT, HAFF]RE
BUEESNHESSE, FERELER, BERATEERESEAE RAESHNE; 3. WARREN
WEZ2EHAEEEER, NEAERESHMNLIRE: 4 BTEFERUSTETUZERTNEN
BE, FECAEURELNELEERTFIEFHHTESREETE-



5.4.3 FrifEith £ 2 il
IE bRt TR (5.3) 4RI i AR B s A UGB RERE I, P9 bRyl i b il 25 .
5.5 Tk

RSB0 5 0, R ch U0 A1) £ B 6] 5 A0 T T e I 4 B 4 22
RifE20.5%2 s ELIARE I 1 ch % 20 5 P 5 T RO 8 5 Aol T AR e 8 T b
EIE, EAVHRIE TR 3 HUEITEEN, WITTH R A RE S o A UL RS I . ST AT
YT M (MRMD S5 LB B

x3 EMEHIERENBETFENRARTRE

EANEFEE, % =>50% =20%~~50% =10%~20% =10%
RFHERE, % 0% 5% +30% 50%
5.6 &

A DA R o 2 ] 24 10 B i AP R AE B v il R R MBS TR Y, TR R HARIDE . R
WE. REVWEUTERD ZE NN, BRDE. WRWDE. RN E. BRI ALK
WV ENAER, a2, WhE. BEDEUURABEED E NN, ARk E. K
J7 i BT B P BR REHE AR 2 7 HL 2R, W2 AU v, TR AL SRR B R /AL S 1
HNAFR.

6 FEFRITE

RFENE & R 42 A (D HEHR0 S

Yo CxVxlOOOXF
mx1000

-
X—— AR B8, AR T3 (pgkg)s
m——iAF I RRFE R, AT ()
C——h T AR M 2R 11 5015 20 1R R gl 2 2 i 1, i i e F <271 (ng/mL);
V—E Bm AR, BAhETE (mL).
F— e fEs

HHAERTMBRSAA (AR, FRE =60 8E 0.
7 MG EREE., ERE. BEE
7.1 RIS

IR E. ARE. BEVE. BRPVE. RPVE. WRWE. fimPE. AR
WE, BiEWERHBIREN S ngkg, RNWERHIEN 75 ngkg, WHERHERN 7.5
ng/kg.



IR E. ARE. BEVE. BRPVE. RPVE. WRWE. fimPE. AR
R B R R 15 ngkg, BN R RmIE N 22.5 ngkg, Wb B |IRN 22.5
ng/kg.

7.2 HERAE

ARTTILAE 15.0~~100.0 pg/kg HEs I/ RIS DY 65.0%~120.0%.

7.3 WEK

FEH G 204 T 3RAT 1Y P IO o 5 BRI e X = A A G B A 15%.



B3 A

ERER

FRAN FRERPXER, RXEZ, CASERS, FN. BN TFRE

Fs WEY BT RNUEZ CAS BxT SR S TFRE
1 EEIE Norfloxacin 70458-96-7 C1¢HsFN;0;5 319.33
2 S5 E Ofloxacin 82419-36-1 C15HyFN;0y 361.37
3 BEILE Lomefloxacin 98079-51-7 C17H;oF,N;05 351.35
4 BEE Pefloxacin 70458-92-3 C17HFN;0;5 333.36
5 SFE Fleroxacin 79660-72-3 C17H,5F3N;0;5 369.34

. s Sarafloxacin
6 R E 91296-87-6 CyoH sCIF,N;0;, 421.81
Hydrochloride
_ . Difloxacin
7 HETEUEIE 91296-86-3 Co1HaCIF;N305 435.85
Hydrochloride
8 Eili=pir =3 Sparfloxacin 110871-86-8 C1oH,0FoN,O; 392.40
9 HETE Ciprofloxacin 85721-33-1 C7H;gFN;0;5 331.34
. . Danofloxacin
10 FREBREsSIE 119478-55-6 CooHys FN3O6S 453.48
mesylate
11 BEEILE Enrofloxacin 93106-60-6 C1sH2FN;0;5 359.39
12 D~ AHIPE  [Ciprofloxacin-d8 C17H;DeFN;0;5 339.39
13 D-EEIPE Enrofloxacin-d5 C1H;-DsFN;0;4 364.37
14 D-EEIE Norfloxacin-ds C16H13DsFN30;3 324.37

E: MERESTFHEoANRERENFERE.




B3R B
TAMIEIEEIR U A Z RNl (MRM) 5 [E]

.H"35020-302.00(+) 5367 20-318.200%)

<
1:320.202231.10(+) & *D-362.20>261.10(+) ::
150 ¥ ¥
1250 @ 1.0M uﬂTﬂ
1.004 ﬁ 0.75 @
b . [
400 425 450 475 500 525 550 575 325 350 ars 500 525 550 5
#9577 005265 00(%) = AT O0=316 2015 S
+013:352_00=308.00(+) = «0§4:334.00=290.10(+) h
w Sig
504 h i |I‘|H{
%} .1 E}
20H ﬁ A g
45 7 5o 55 "E0 45 50 55
LB3T00053260007) i 332 70-31410(%) S
5:370.00=269.00(+) r~ T19:332.10=287.80(+ ™
so] ¥ ,.19'332110-231 50} o
% 2.0+ IIE
o & R =3
425 450 | ays | 500 525 550 45 =0 33
10°358 00=340.10(+) % 41450 005342 10(+) 5
*10:358.00=283.20(+) © =511:360.00=316.00(+) -
+:410:358.00=82.10(+) w 5:311:360.00=245 20(+) o
7.4 |]]H'| 453 u]H'I
:—-_-‘_\_ 4.1 'T}
604 E 25 i
o :':g 303 E":‘

"45  "so ss " Tgo 45 50 55 50



A4 T2530T07 200

<45 306 20365 10(+ = =
‘.,6:386.2[]>299.10|(+ ® 8
6:386.20=342.00(+ E 1.75] ¥
3 !"’H 1503 H
o £ 1 B
i i 125 7
104 0.rsd
14 LR
ES | 0sd
v i £.00d
50 33 50 83 T PR S FEE T P ES T AT %)
A7 400005356007+ z #7365 10=32110(F) =
F400 005358 00L+) 3 ars e
. el 25 o
T S
0.0 i} 225 I
0.5 é’) 20 IL"‘-‘.
[k Jﬁ 1.75] ?E
e =4 15 Ei‘g
.54 1.25
0.4 1.0
0.3 075
o L
o PP
o o
sho " "5Bs " " 5h0  5Fs Bbo Bbs T ebho  &F5 7ho  7lhs 45 50 Y] &
. B 593.00-349.00(%) = 3734030532210 =
5:393.00>292.00(+) < 129 -
T4 - w0
. =
e Eﬁ 1.004 Eﬂ
5.0 ﬁ -
oo i 0.754
EX 0.5
24
0.254
R
o Q.
525 550 575 500 | 525 | 550 | 875 | 700 728 45 50 55

L4FRIZE VS R 2RAL 50 OB RS PR i 73100 ng/mL, AR P #5125 ng/mL) % fz i 14 il
(MRM) i%[&

ATFEA TR RN TY)1148 fr L 24 i e a gl b

JRENZ SRIE A . Bilgii ST, TTE AR . RINHA
BRIk = (A S A R HOR O AR R B A i S i SR . A B 2 R
Yo e

EEEEN: KRR, FEE WWE, KKK, TEA, BHEa



