5 A T R SRS AE R I

RRH*:

201758 A 238, B RAEMEREZLSFZAERNEA, KFE2KLKAGMHE L TH A 2018
FFIERFIE L RAARREE, £LST4THBALRAAHR T A4 (WHO) AR
AXEFHHHPCIA (R ARG T ERAHM).

12HEs%d, AL HEFWHPCIA, AL RRMRIAMBUALRALHFELPH—£,

WRIAMEAE 2016 F AT FHE5MEZHALIHE h4hiF % (critical ly important
antimicrobials for human medicine, CIA) #, HPCIA L3 &28R K. KBBFEX. XK
B EAEA N B X, BIKARSHE F L oH,

Sk, BRI R AN 2B R TR T RE A A ATH 6 f . AR I E B4R
P bR ER KA A A KGR

SEIRE:

{GBT 21312-2007 #h4h R A S P 14 52 B 5 4 5% G Al 7 ik ik t0 & - R iE Rt k)
RBIK:

(1) HmiBE:

FRIU g CAyFE 43 P XAE T 50mL &5 P, A2 20mL 0. 1mol/L EDTA-Mcl lvaine 4 7 & ik
(4), 1000r/min 727% 1min, A28 42 10min, 10000r/min & 5min CGREALT 5°C), 3%
R 3x, HHLEFR,

(2) #HF:

74 : BRP (200mg/émL) 6mL F &, 6mL K

A B EASFAEL 2-3ml/min 895 BT A, FR

ks R 2mL5% P EF KRR (RAREL) ik, B sT

BEBL: 6mL PELAEML, JKE, R AT, B 1ml0. 2%F B8 Kigik (ARAREL) 5%, 1000r/min
B wA Imin, i1 0.22 um JEAE, HPLC-MS/MS 5 #7.

(3) {UEE5H:

3.1 UPLC &#
@.i%4z: Welch Xtimate UHPLC C18 2.1x100mm, 1.8pm
A A:0.1%F BR KIEIR AEim: 35°C
B: LH AR: 0.3mL/min
MEERBARR: LA . BEAEARAR: 10uL

®1 BERBRERF

Tab.1 Mobile phase composition and gradient elution

B 18] /min A /% B #H/%
0 99.5 0.5
3 99.5 0.5

5 95 5




95 5

9 93 7
11 91 9
13 88 12
15 80 20
17 60 40
19 20 80
21 10 90
21.01 99.5 0.5
24. 00 99.5 0.5
3.2 it &4
#H-F R/ ESI+

FERE: 350°C

ZHRAEE: 10L/min

ARE: 350°C

FARAR: 12 L/min

KEFN: ZRZEA (MRM)

Q1. Q3 ¥ A Bz pFH

AL E A5 Agilent 1290 LC+ 6460 Triple Quadrupole MS

ZHA 1290 A2 G RRANE L /6460 =F B V9 HATIRR B AL
x2 ZRMBEIEES (MRM) 2%

Tab.2 Multiple reaction monitoring(MRM) conditions

BB N 0F: B4 i [ il 42 HEL P Tilf 45 g
R FETF (m/2

(m/2) (ms) V) )

s 244.1 9 17
i A 263.1 136

189.0 9 29

o 265.2 9 17
R A 352.3 120

308.3 9 25

. 271.1 9 21
IR 5 304.2 134

189.0 9 25

o 342 9 17
WHi R 386 128

299 9 29

e 215.1 9 20
ZENETR 262.2 80

187.0 9 25

L 318 9 20
AR E 362 134

261 9 28

" 286 9 35
Bigyb 2 360 80

245 9 25

s 255 9 35
Le=R7 0= 358 80

245 9 17

i 316 9 20
B 2 334 130

290 9 16

o 314 9 15
WAV R 332 80

288 9 15

" 257 9 15
RiFvh 2 321 80

232 9 35




. 276 9 10
RV R 320 80
231 9 35
. 244 9 10
B FR 262 80
216 9 30
244 9 10
oL g 262 80
202 9 30

(4) scEaPEER LR

X105 |+ MRM (400.0000 -> 356.1000) BRP-RE-2.d

A AJ\ i

6 65 7 75 & 85 6 95 10 105 11 115 12 125 13 135 14 145 15 155 16 165 17 175 18 185 19 195 20 205 21 215 22 225 23
Counts vs. Acquisition Time (min)

B 1 iR R A imiR Se/kg RAE B ERRAEREEER
Fig 1 MRM mass chromatogram of spiked quinolones samples at 5pg/kg

x106 [+ MRM (400.0000 -> 356.1000) BRP-RE-4.d
18
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Counts vs. Acquisition Time (min)

B 2 &R A o miR 10pe/ke #A8 & B ER T EER
Fig 2 MRM mass chromatogram of spiked quinolones samples at 10pg/kg

B & 3 7T 4e, K B4R R LE S i AR & ik — B BRR % A 14 FYoRiRER £ B4, AnARE
# 10. Opg/kg Ao A= AL FE K 73.26%~103. 9%, AL45 i L AR &K, @& 1 7T 4 b % BRP Bl 48
ERAEA, KA A Xtimate C18 & 354248 M A8 A5 4% 1 14 #2287 £ 25 4 &4F 69 o0 5 7T,
H &M Fe AT, KGR,



3 EVEERAYIINARE SRS R (n=6)

Tab.3 Results of recovery and precision of spiked samples

E Ibr e (ug/kgd AR (%) RSD(%) RT(min)

" 5 93.26 3.67
[liRr =" 15.398

10 95.62 2.69

o 5 86.29 4.06
WEWE 17.494

10 85.68 3.59

. 5 70.05 5.28
IR R 15.649

10 73.26 457

o 5 77.06 5.27
YRR A 15.296

10 75.69 6.25

e 5 80.16 1.46
ZENE IR 12.498

10 81.29 2.48

o 5 83.75 2.29
ARV E 13.042

10 82.53 3.28

" 5 85.21 5.21
Bigvb 2 14.722

10 86.29 4.08

. 5 76.15 6.07
LE<R7 %) 14.599

10 79.24 5.17

o 5 71.08 5.29
BHEUE 13.345

10 78.36 3.64

o 5 88.26 3.51
KRR 13.544

10 89.26 4,52

" 5 78.29 4.68
RV R 12.588

10 88.19 5.26

s 5 81.27 2.58
TRV R 13.054

10 84.38 1.59

. 5 96.26 2.17
BERFIR 17.661

10 105.2 1.24

5 98.06 3.57
8, 17.671

10 103.9 2.06

(5) SERRFFARA:

%T%ﬂﬂﬁ#&%ﬁ%& KA K . AR, BT, REME FR KRB E AT L
RE AR RA KA 10 A0 A B (TR, 25 R A AL H,

(6) &g

AFEIhiE 5 T R ER £ 2540 5K B 2 AR A9 LC-MS/MS #2377 ik, F 454 Bl 48 A Kt
B P E e R AR ERAT T AR, S TmiREHN 5.0 42 10.0 u g/kg B9FE S BAT T 42
M, e E A 70.05%103. 9%, FAHEFER, BEARFI TG EAAE I EEAE T M RIT,
mﬂﬂzﬁﬁa’& Ca% R T A S A R R e P AR LSRG =



(7) iTHa¥eRa

FEmBTR BN RS
Welchrom® BRP 200mg/éml, 30pk 00522-20014

Xtimate UHPLC C18 1.8um, 2.1X100mm 00101-01012



http://220.248.103.82:8088/zjyx/ManageWarehouse/StockRead.aspx?stkno=00101-01012

