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WEVE . RV E . WPV B AZEE R AIE «

2 HEMSIRAXH

TNBSCAE R P 2 I SO R 5] A AR ST A A AN T D R AR e v H I 51 R SO,
3% H 1% N AR ASIE F T A S AN H AR 51 e, HBCHAS CBEFTA RS &/l T4
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5 tsnFnR

5.1 5
Bk Mgk, W TS, KA GBIT 6682 i f1— 2K .
5.1.1 ZJE (CHCN) , faiffafi,
5.1.2 HE (CH,O) , i,
5.1.3 HI& (CH0,) , ik,

5.1.4 S5 (NaOH) .
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5.2 RiKECH]
5.2.1 02%HERANE: B 499 mL [fZE (5.1.1) , 5 1mL HiR (5.1.3) BE#%H.
5.2.2 SHEALBNEE (0.15 mol/L) :HY 6.0 g EEALH (5.1.4) , #ART 1000 mL K.
5.2.3 HIR-HEHEW (5+95, viv) : BL5mL HR (5.1.3) , T 95mL HEE (5.1.2) .
5.2.4 0.1%HE/KEW: B 1.0mL HER (5.1.3) , F/KEAZE 1000 mL.

5.2.5 0.1%H /K- (90+10, viv) : HX 180 mL 0.1% H g /K iAW (5.2.4) , 520mL 4fi5 (5.1.1) ,
R

5.3 trEdm

5.3.1 RUAWE. XAV E., ERWE. WRIVE. BRWE. KR E. JHeaE, WHE. —
WIDE. EEHEE, CEERR. s R, KR, TR R, IR, B E. RRYWE. RPVE
MZEEBRRE M AR T45T 99%.

5.4 FRERIRAVECH

5.4.1 FrAEGERIR (1 mg/mL) = Z3 AR VIS FRifE S (5.3.1) 10 mg CRERfi % 0.1mg) , T 10 mL
A, AP (5.1.2) B, HEBERZE, 2 C~8 CHIBUIRST.

5.4.2 JRAFMEFE (5 pgimL) « HERR IR HERE W (5.4.1) % 0.25 mL, BT 50 mL &&=,
FHEE (5.1.2) WREZRZIE, #£5), 2 C~8 CABIRT.

5.4.3 FEFULAER: WEREDURGHMET R (5.4.2) , H 8.2 HRZIIELR 2 R R A4S
WL, BB .

5.5 #R
5.5.1 MHBETFRHAE (PAX) : 60mg, 3mL, M.
5.5.2 fFLUEME: 0.22 pm, HHLFR.

o

B FIL &

6.1 WAHEIE- R FOA TR SR (ESD .
6.2 BBl MK T 4000 r/min.

6.3 HAEBIE A

6.4 RiEIRA) A

6.5 KF: J&&E40.019 F1 0.1 mg.

6.6 [HAHAHUREE .

6.7 HMAL

~

HEHl & SRE
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7.1 iRl

MFIEHE dty R B B AT ACRAEREdh, il RORL S IR RE b, IR 21 R il =50, )5
FIVU i 3 G R R, S0Py, RIS A SN, R RIERARE, — O ENikeE, — 1R
BFE . WRFE AL TR 21 JE U B VA, PR A v R

7.2 RXMRE
2 % U B S E R 2 RAT
VE L EEURE. BIREROERMEE AR, RBG ILFE 5L A2 3035 Yesl KA i & & A .

8 SITEER

8.1 &M
8.1.1 [ElFtEm

FREL 1.0 g BESL CRSTHZE 001 @) T HIEBOE T, A 156 mL HEE 25 (5.2.1) , WBERS
2 min, #FAEHEEC 10 min, L4 4 000 r/min 5.0 5 min, #%# FEBHZE 25 mL S EHY, BRI 10 mL
IR AN (5.2.0) BEESRI K, SIFRBEIFH TR OKER (5.2 ER2ZIE. B 05 mL
T 40 C/KRBEMREILT . M 3mL ZAENAEIR (5.2.2) WBMRE, Frffk.
8.1.2 RiFHES

FREC 1.0 g #Edh OREMRZ 001 ) THRESCHESH, A 15 mL FERAFEER (5.2.0) , wielRs]
2 min, EAEHEEL 10 min, LA 4 000 r/min 2.0 5 min, ## FEERE 25 mL A8, R 8 mL

IR Z I (5.2.1) HERI—IR, HIFRBOBOF IR LS (5.2.1) EAEZIFZ. B 05 mL
T 40 CAKIBEWEILT . A 3mL ZEMMETR (5.2.2) HMFIE, b,

8.2 Bt

AR (5.14) KK 3 mL HEE. 3 mL /KA 3 mL AN (5.2.2) ihtk, K FIRIEWR
(8.1) ¥R BEAHARUE L, H 3 mL EEBATR (5.2.2) FRIRIAMRIRE I8 2 BAAAE R L, K
YR 3 mL 7K. 3 mL FFEEMRGE, 2. F 3 mL HER-H R (5.2.3) WEMt, UEEREBii T 10 mL
B, 40 CAKBAEMET, H 1 mLO0.1%F BR/K LI (5.2.5) IRJieis i, it 0.22 um JEE,
PETRAH E 7% - B IDC T B O 72

8.3 RKiHBIE-HHRIESERYG
8.3.1 BERILEEN

a) i Cup, 100 mm>2.1mm, 1.7 pm, i 243

b) WizhAH: 0.1%H KR (A +2M (B) 5 BREEBEML, BEli ki W3k 1;
c) tiEFIRE: 40 °C;

d) #tFfE: 1.

= BEREREM

| miE(ming | i (mL/min)

A | B
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0.00 0.35 95 5
4.00 0.35 80 20
5.00 0.35 70 30
6.50 0.35 5 95
7.00 0.35 0 100
7.10 0.35 95 5
9.00 0.35 95 5

8.3.2 BERILERWH

a) By IS IR R TR (ESIH) ;
b) B A 2RV (MRM)
¢) HARZH G KA WM R A IR AL

8.4 HiHGIE-HEFRIZNE

8.4.1 ZEMME

FEFIRERIINR S5 T, ARR VA VR PR R B I 1) £ L SR U BE A v VA VR AR BE I TR] 0.1 minz Y, (fRBE
IR /NTF2 minf254, {REBTAR ZE(ES% 2 N ) ¢ IREEVA TR ) B FRH ok 3 B2 78 56 57 DL bR HE VA R
A E £40%22 N

8.4.2 TEEMNE

B RS T VBRI AR I P 22 JoR VT SRR VAT, AF B s B 22 A o iR VA V0 PP 35 0 420 F e o7 4 I A
R e VT N o 7 LR VRAH - IBE R R 251, FE 3R T FC bR v VA VR 8 R AAE B8 1 o 2 0t T AL
=

8.4.3 ZTHW

BRASINEE SR SN, 2 EIRAR R SR AR AL BRIEAT .

TE 20 AEE G IR RIE AN N 00 250 7T R 2 3 B BT H RSB0 T5 G, N o S 98 A 35 F) 4 1l LR BT
PRI SRR R 4R Bk -

9 HRIE
BB AR AL ) B B AT P L, SRt (D) 8

. AxVixV3
AsxV2xmx=1000

A

X—— e g &, AR T 70 (mglkg) s
A —FF S I A B Ve T A

As ——bRIETE R I R T A 5
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PRAEE TR FUREIREE, BN AT (ng/mL)

V, PEMA T SRR, BACAZTE (mL)

Vs, W HY A F 1A R BUA R AR, A = (mL)
Vs, FESIR W E AR, AN ZF (mL)

m

BURHR LR, AT (@) o
TR RORE LA RE T, HERKT 1 mglkg I OR B =10 807
10 MG ENRAE . EREMEEE

10.1 REE
AT K PR A 0.05 mg/kg, ERFR A 0.1 mg/kg.
10.2 EME

ARTTEERTE R RFURIET 7 19 Bl (GO MRS Z57E 0.1 mglkg~1.0 ma/kg VR IR FE 1 Rl %
JuE N 80%~110%.

10.3 HBEE

AT IEFAR B AR 25 <20%.
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M & A
(R
SERIERMY

S i),

a) IEEFRIXHEmZSHEE (1S): 0.5kV;
b) HEfLHEE: 20V;

¢) BFURESE: 150 C;

d) ZbAUESE: 500 C;

e) FALSUE#: 1000 L/Hr;

f) HEFLWSRGE: 150 L/Hr;

0) FHAES: 7Bar

hy JENIESFHEHEE: 60V;

i) REEAR. SR

j)  REFEESIRIE: 0.17 mL/min;

K) AT S SHOR AR T R LR AL,

R/A N BN SZREBEE], NS FXFRBEER

S BEgg 7 FET fill- 4 6 &=
AR R B3 B 1]
/(m/z) /(m/z) eV
" 245.0* 26
R 2 4.40 245.0
316.2 18
I 245.0* 21
WRVE 3.98 332.0
288.2 16
‘ 261.1 25
AHVE 3.86 362.1
318.1* 19
s 233.0 22
IR 3.81 320.0
276.2* 15
A 290.1* 17
BV R 3.91 334.1
316.1 19
N 265.0* 22
WEIE 4.23 352.1
308.2 16
\ 299.1* 26
MR 5.09 400.1
356.2 18
v 299.1 26
WRLvb R 5.00 386.1
342.2* 16
216.0* 30
I TR 6.06 262.0
244.0 19
202.0* 32
I 6.56 262.1
244.0 21
IR R 3.04 304.0 217.0 21

1) AEFALERE I M A BT5I S B 4 AE WATERS XEVO- TQS R 5 B A b 5e s, BhAb ) ke FI A de 0 A AR it 5%,
AU Kl H i, SRR A 2R AN R R B S A
6



T/HBIQA 0001.17—2023

N BEE 1 THET Tilf i g =
Rl £ 57 B 1]
I(m/z) /(miz) eV
286.1* 18
314.1 17
FHEW R 4.24 358.2
340.1* 22
292.1* 24
EILEN ! 5.14 393.1
349.2 20
‘ 232.0* 36
v 2 3.63 321.1
303.1 15
\ 189.0* 26
[isRr g 5.62 263.0
245.0 15
e 186.9* 24
ZEE R 6.51 233.0
215.0 14
i 269.1 25
WPV R 3.82 370.1
326.1* 19
) 71.8* 20
RRERVD 3.60 363.1
320.0 15
. 295.2* 24
L A0 4.60 396.3
352.6 17
E: CNEEE T, TR, (CESSET R ER, Mg sl N B 25
AL B £
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M % B
(R

FROERIRE R RSN EIEE

1: MRM of & Channels ES+

551 232966 » 166.943 (Nalidixic acid)
100 13667
#
A T T e T T
5.50 .00 .50 7.00 7.50 8.00
1. MRM of 6 Channels ES+
6.51 232968 » 214.989 (Nalidixic acid)
100 2 14e7
F
0 U TR IULRLE LR UL I LU LN UL IR I LA I
550 6.00 .50 7.00 7.80 8.00
1. MRM of & Channels ES+
.05 262 = 216 (Oxolinic acid)
100 1706
#
R B o o b o s e s

3.50 6.00 6.50 7.00 7.30 8.00
1: MRM of & Channels ES+
262 = 244 (Oxolinic acid)

6.56
100 6.05 159e7
- Jk

50

T g T T T
5.50 6.00 6. 7.00 7.50 8.00

1: MRM of 6 Channels ES+

5 62 263 > 189 (Cinovacin)
100 1.86e6
2
o I L S A Ly AR E e e LR
550 6.00 6.50 7.00 7.50 8.00
1- MRM of 6 Channels ES+
562 263 » 245 (Cinoxacin)
100 6.56 3 40e6
o] 6.05 K
0 |||J|.L||||||||| Time
550 6.00 650 7.00 750 8.00
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2: MRM of 8 Channels ES+
2621 = 202 (Flumeguine)
1.16e7

s L ) L L B L A A A B L s

250 300 350 400 450 500 550 600
2: MRM of 8 Channels ES+
262.1 = 244 (Flumequine)

100 foaT
ﬁé JrlL }lk 1.82e7

T T T T T T T T T T T T T T T T T T
6.50

250 300 350 400 4530 500 530 B.EJO
2: MRM of 8 Channels ES+

3.04 304 =217 (Pipemidic acid)
100, 3.43¢6
0 HLARE RAALE LR LN LS LULLE RALEE RARAN ALY ILARAN LN R LALEE LN AR IS LR LAY LA LA
2.50 3.00 3.50 4.00 4.50 5.00 5.50 6.00 6.50
2. MRM of & Channels ES+
3.04 304 = 286.1 (Pipemidic acid)
109 N 1.49e6
0 T T T T T 1 1 1 T T T T T I T T T T T
250 300 350 400 450 500 550 600 650
2. MRM of & Channels ES+
3.60 363.1 = 71.8 (Marbofloxacin)
100, 3.55¢6
0 JLARE RAALE LULEE RN LARES LULLE RALEE RARAN RALLE ILARAN LALLE RN LALEE LU BARLY IS LR LAY LA LA
2.50 3.00 3.50 4.00 4.50 5.00 5.50 6.00 6.50
2° MRM of & Channels ES+
3.60 363.1 = 320 (Marbofloxacin)
109 1.21e6
e B L L L B L s ) L s AL R L s L L
250 300 350 400 450 500 550 600 650
2: MRM of 8 Channels ES+
4.60 396.305 = 2895.153 (Orbifloxacin)
100, 5.43¢6
0 JLARE RAALE LR RN LARAS LULLE RALEE RARAN LALLN ILARAN LN RN LALEE LU AR IS LR LAY LA LA
2.50 3.00 3.50 4.00 4.50 5.00 5.50 6.00 6.50
2: MRM of & Channels ES+
459 396.305 » 3526 (Crbifloxacin)
109 1.56€6

0 LAREE RARLE RN RN LAREE RLEEN LAREE RARLE LAREE LAREN LAREE LAY LALEE RALLE LALEE ILALEE LALEE LAREE LALEE LALLM Time

250 300 350 400 453 500 55 600 6350

3. MRM of 18 Channels ES+
3.62 321.1 » 232 (Enoxacin)
3.94es5

L L L B L e L o e L L e e A s

250 300 350 400 450 500 550 600 650
3: MRM of 18 Channels ES+
62 321.1 = 303.1 (Enoxacin)

1.33e6
3 Aﬂ_)\
0

250 300 350 400 450 500 550 600 650
3. MRM of 18 Channels ES+

)

3.81 320.032 = 233.02 (Norfloxacin)
109 T.54e5
S
L L L L B B ) L e L L A e A LA

250 300 350 400 450 500 550 600 650
3. MRM of 18 Channels ES+
38 320.032 = 276.151 (Norfloxacin)

1003 1.00e6
= }',
0

250 300 350 400 450 500 550 600 650
3. MRM of 18 Channels ES+

iy

3.79 3252 = 281.3 (Norfloxacin-D5)
1004 1.19e6
aE[_
T e e

250 300 350 400 450 500 550 600 650
3: MRM of 18 Channels ES+
3.91 334.1 > 200.1 (Pefloxacin)
100 1.66e6
E-*“*- A
L L L L L s B ) L L L Ly B L L e L
250 300 350 400 450 500 550 600 650
3: MRM of 18 Channels ES+
3.91 334.1 > 316.1 (Pefloxacin)

1004
o 3_% 8.91e5
0

ARRRERRELELELER LR LARRE RARLE RALEN RAREN LAREN RRREE LA RLLLE LERRE LARLE RAREN RALEE LN REREE LEREE LA Tlme

250 300 350 400 450 500 550 600 650
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3. MRM of 18 Channels ES+

398 332.032 > 245 037 (Ciprofloxacin)
100 6.31e5
= 230 '
RS UL L UL UL UL LALRE AN ILLRE LALAN LS UL UL UL UL UL LN RN LN LA
250 300 350 400 450 500 550 600 650
3 MRM of 18 Channels ES+
3.98 332.032 > 288 163 (Ciprofloxacin)
me.%lj 1.20e6
L LA A LA s L L L e B S LA A LA M) R LA LA
250 300 350 400 450 500 550 600 650
3 MRM of 18 Channels ES+
3.95 340.4 = 249 1 (Ciprofloxacin-IS})
me.%lj 6.23e5
e L L L ) L L Ly e L Lt L Ll L L L A e A
250 300 350 400 450 500 550 600 650
3 MRM of 18 Channels ES+
100 3.85 3621 > 261.1 (Ofloxacin)
3.22e6
eS| A
ARSI LA UL UL UL LN RALRE LN LLLAN LS UL UL UL UL UL UL AN LN A
250 300 350 400 450 500 550 600 650
3: MRM of 18 Channels ES+
185 362.1 > 318.1 (Ofloxacin)
103%3! 3.60e6
L L L L L B s L e L s Ll L L e L s L
250 300 350 400 450 500 550 600 650
3 MRM of 18 Channels ES+
3.85 3653 » 261 2 (Ofloxacin-D3)
103%3! 2.92e6
L L L L L L s L e L s Ll L L e L e L
250 300 350 400 450 500 550 600 650
3 MRM of 18 Channels ES+
100 3.82 a70.1 » 269 1 (Flerofloxacin)
2 11e6
] N
AN AN LA UL UL UL LAARE AN LN RLLAN LS LS UL UL UL LU LN RALN LR AL
250 300 350 400 450 500 550 600 650
3 MRM of 18 Channels ES+
100 3.81 370.1 > 326.1 (Flerofloxacin)

3.28e6

T e PP PP PP prrrrprrrrrrrererrr: Tiime

2.50

3.00 350

4.

00 450

52.00

550 6.00 6.50

4: MRM of & Channels ES+

4.23 352.006 > 265.038 (Lomefloxacin)
100% 3.43e6
=
O A LN AL UL LN LR I LN L AL R
250 300 350 400 450 500 550 600 650
4: MEM of 8 Channels ES+
4.23 352.006 > 308.164 (Lomefloxacin)
100% J\ 2 83e6
=
R L I L L e et B Ly A AL A e s e L e
250 300 350 400 450 500 550 600 650
4 MRM of & Channels ES+
{io 4.23 358.2 > 314.1 (Danofloxacin)

4. 68ed

3.00

3.50

4.00

4.50

5.00

5.50 6.00
4: MRM of & Channels ES+

7.59e5

1.04e6

2.04e6

1.60e6

100 4.24 358.2 = 3401 (Danofloxacin)
#
O T A T T T T T e
2.50 3.00 3.50 4.00 4.50 5.00 5.50 6.00 6.50
4: MEM of & Channels ES+
100- 443 360.057 = 245.041 (Enrofloxacin)
3 JL
0 R B L ) L L R I AN L) LR L L L Al LR LN LA R
2.580 3.00 3.50 4.00 4.50 5.00 5.80 6.00 6.50
4: MEM of & Channels ES+
100~ 443 360.057 > 316.2 (Enrofloxacin)
5 A
0 R B L L B L L A AR L) LR L L L Al LR LN LA R
2.50 3.00 3.50 4.00 4. 50 5.00 5.80 6.00 6.50
4: MEM of & Channels ES+
100- 442 365.4 > 2451 (Enrofloxacin-Is)
"aa_
0 R A R L L L A A I L LA LAY LA ek R s nanas anns aannl 1111
2.50 3.00 3.50 4.00 4. 50 5.00 5.80 6.00 6.50

10
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5. MRM of 8 Channels ES+
500 386.096 = 299.056 (Sarafloxacin)
1.18e6

100

250 300 3.50 400 450 500 550 6.00
5. MRM of 8 Channels ES+
4.99 386.096 = 342 178 (Sarafloxacin)
1.31e6

250 300 3.50 400 450 500 550 600 650
5. MRM of 8 Channels ES+
514 393.096 = 292.081 (Sparfloxacin)

I\ 4.28eb6

250 300 3.50 400 450 500 550 600 650
5. MRM of 8 Channels ES+
514 393.096 = 349185 (Sparfloxacin)

{k 5.62eb6

250 300 3.50 400 450 500 550 6.00
5. MRM of 8 Channels ES+
510 400.096 = 299.091 (Difloxacin)

k 1.45e6

250 300 350 400 450 500 550 600 650
5. MRM of 8 Channels ES+
509 400.096 = 356.189 (Difloxacin)
2.00e6

T T T T T T T T T T T e A e e e e ime

B.1 () MEEIEERAYITER RS R NN EIEE (10 ng/mL)

11



