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Determination of 4 quinolones residues in animal derived foods, LC-MS/MS
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1 JEiHE

FRAERLTE T SNV Er i 4 B v R S B B IR vk

AFAEEH TEh R B i 2R, SRR B XA, fpR . S ER P 4l i A 255k B
EHWE, e IR S T

RENIRME R RN 5.0 g i), BiEWAE (ENR) . EBHEWE (DAN) Wik
KRN 0.2 ng/kg, WHIPE (SAR) AV E (CIP) M7 H RN 0.5 ng/kg.
2 S A

T HU S r R P S S A KRS S| TR AR SO AN R R SR e, v F A
(151 SO, A% AN B AR AR & P A SO AN H AR SR SO, oA (s T
A FAEECRD 3& T A

GBI/T 6682-2008 {43 #1546 55 /K B ANAEG T )

NY/T 3304-2018 A7 fkr A i i PREBCRBATED

GB/T 20366-2006 {47 it v 1 M SR 5k B B O 2 ) WBOAH E il - R IEC BT 15

GB/T 21312-2007 (BhWpIa € bt rfr 14 e 7 25 40 5% B ARSI 753250 B0AH €8 1% - o i/ )t
Wik,
3 JFEHE

BRI R 2GR B, R R R- SR AT SR EL, AR HEUBIKAR 5 4 CIE A IEC
FEBIR G« 2 OB (- R T A AT I, AMRidoE &
4 RAF S5k
4.1

SR AERESE, B R A A, ACHTRFE GBIT 6682-2008 HHEE I — K.
4.1.1 ZJE (C2H:ND « (il
4.1.2 Hig (CH00) : faikaf,
4.1.3 JTo/KBRIRH (Na;SO4) .
414 IECHE (CsHip) = i,
4.2 BECH]
4.2.1 WIR-Z B (1%) « BU1 mL RIS 99 mL Z M5, A% .



4.2.2 TKERIRYY: 4 650°CHIBE 4h Ja, BT TG EH.
423 ZJEWAIE Okt BUERIE kT 250 mL 20k b, i B2, RIZIREE G,
BESZE, X EBEIECKEE, &H.
424 WA A (0.1 %FEEAD « B 1 mL HERMARE &K, JFE%R % 1000mL; R,
Ziduk. HAERAEEH.
4.2.5 WA B (0.1 %FER-ZHEHBD « B 1 mL FEIMARE EKF, HEAE 1000mL;
RE), ik, @AERSEE.
4.3 PR

43.1 B2 (ENR) Fr#fEdh (CioH2FN30s, CAS 5: 93106-60-6) : 4 =98.0%,
B84 B SANE FAZ T v S5 15 AR HE A R

432 K HWE (CIP) Fr#Edh (Ci7H1sFN3O3, CAS 5: 85721-33-1) : 4l =>98.0%,
B84 B SANE F A2 T v S5O 1 AR HE A R

43.1 YR B (SAR) Fr#Ed: (CooHi7N3OsF2, CAS 5: 98105-99-8) : 4liJF =98.0%,
B84 B SANE FAZ T v 5 15 AR HE A R

43.1 LTIV E (DAN) Fr#Efh (CoH2FN3O3, CAS 5: 112398-08-0) : #1iJF =>98.0%,
B84 B SANE FAZ T v 5 15 AR HE A R
4.4 FrAEVEVRACH)
4.4.1 VUFPREERRARERE S 2 RBUEEYD 2 (ENRD « A (CIP) Wiy
A (SAR) . EHWE (DAN) Fr#fEfh 10 mg CREHIE] 0.0001g) , F ZIEERIEME, F5E
RE 10 mL AF AR, BES | mg/mL FIARHERE ST, AR IRAT
4.4.2 VYT W 2 bn v vh IR) 0 RS S5 A5 X 0.1 mL U el s 5 IR 2B b v 5 4 W0 T- 10 mL A R0
i, HCREMBIEERZRZIE, WA 10 pg/mL FIARUHER R, AR IRAE
4.4.3 Y5 7 R AR A A 0 RS 5 A B 0.1 mL Y e v R 2K b vt o TV T 10 mL B
i, AR CIEER (1%) B EREZIE, RAMA 1 pg/mL Kb, AR
7o
4.4.4 FPEEVERESE RAIBRE AR : 53 kG o B B — 2 5 10 DU oo v i S b E A8 PV T 10
mL R, 2 AR R R T € A BRI BUBORZGRE N 1.0 ng/mL, 2.5 ng/mL.
5.0 ng/mL. 10.0 ng/mL. 100.0 ng/mL 1) R FIFRAE AR, A R0 e r- 5T 5l /53 545
B, FEM bR 2. Qi RS
4.5 MEl



4.5 1 —IRMEEAMILIEL: 022 um, HHLFR.
5 XHBMEE
5.1 TR U € - B B/ B RE
5.2 T RF: BE 0.001g F10.0001 g.
5.3 ZEWRIEIRG S =2500 r/min.
5.4 B0l HE =8000 r/min.
5.5 Jiehk # KA
6 Wil S4E

RS VR o B By L O 52 33 e sk B A & i R AR AR A

Bt ) 2% A% NY/T 3304-2018 CAG™ RIS i 8 BE SR IRVE) AR SR BRI
AT ERAE
iiva:
7.1 BT RO

FRE CL ) 8 47 AR FE 5.0 g CRERAE 0.001g) , T S0mL A B0 &, I 20mL 1%
HIR-ZIE W, IRIEIRST, RHCE 10 ming IO 10 g KBRS, WiERS), miKEd
FZEL 10 min; BUHJS 6000 r/min 34 5.0 S min, EIERT 150 mL A RS0, ik
AN 20mL 1% HRR-ZEERE R IR SIFPTIREEIR, T 40 Chef AR 2L+
AR 1mL 0.1% WER- LT 2%, M E s mL B8 T, A 2mL L
MR IE ke, W€ 1 min, T 4000 r/min &0 5 min, UK 2 ZIEEHER 1T 0.22 um AL
RISk, R OB € R TS R AT I 5
7.2 BiESEEMH
7.2.1 fBEHE: CI18 (2.1x50 mm 1.8 pm) KAl taifit:, A FSMERER (it
7.2.2 WA BREEGEBAET R AL .

KA1 4 PhEEERRE E R

T/min WA A (%) s B (%)
0.0 98 2
0.4 98 2
6.0 85 15
6.1 5 95




8.0 5 95

8.1 98 2

15.0 98 2

7.2.3 JiiE: 300 uL/min.

7.2.4 ¥l 35°C.

7.2.5 HFEE 10uL.

7.3 BESEXM

7.3.1 BSTUR: ESI B TR

7.3.2 SiE: 10.5 L/min.

7.3.3 HKJi: 35 psio

7.3.3 AR EE T

7.3.4 P MRM.

7.3.5 WS HE ., Rl AR A PUE S BN E R R BT .

7.3.6 HALFIEZSESH WK B. 1.
£ B.1 4FMEERNFEERLESESH

SE MBS TXT TE B BTN - NN
WwEY WEEH LV | RiiEREE/CE
m/z m/z

386>367.9 42
WiV E (SAR) 386>>299.0 83

386>>299.0 45

360>316.0 29
BBV A (ENR) 360>244.9 90

360>244.9 40

358.3>340.3 25
BRI E (DAN) 358.3>82.0 38

358.3>82.0 42

332>314.0 32
HHWE (CIP) 332>230.9 92

332>230.9 53
7.4 ME

7.4.1  riEdh kR

FAUBRAE AV R AR B m R AR O RER I, DA AP A -3 P A B A A 1R ],
e anlid RSy
7.4.2  EREBAIE

R DAL 5 U 5 0 P ) 7L 2 v 0 200 22 90 B A G R 2 P S BT A o )




AR J EER AT 0 A

7.4.3 THAK
AFREGARERIRE LR, 4% 7.1 [FPBRI S AR5 .

8 HRITEARR

f0 (D TR 4 Pl EEH 2

X——iRFEr 4 PP Uh B AR B &, A /K.
V——RZEERMFH (mL) .
m— PR FREER () .
C— &L &3 4 Fhrginfi &5 (ng/mL) .
1000——HAL b5 R 4L
VRS SRR IR M, I 4 SRR B L AT
9 KEE
FE TS S F T 3R 001 UL IR 45 R 1 20 %t 2248 AN o P98 1 10%.
10 EEEALHERA

Bt & A
CBERMAEB )



Sample Chromatogram
+TIC MRM (** -> **) 006.d (10.0)

£ x107]
2 i
& 5.4
5.2
5
4.8
4.67
4.4
4.2
4
3.87
3.6
1 2 3 4 5 6 7 8 9 10 11 12 13 14 15 16 17
Acquisition Time (min)
Compound Transition RT Resp. Final Conc|Units
cIp 332.0 -> 230.9 0.798 101 9.0542|ng/mil
SAR 386.0 -> 299.0 0.774 88 10.6842|ng/ml
ENR 360.0 -> 244.9 0.791 119 12.1645|ng/ml
DAN 358.3 -> 82.0 0.795 601 8.7523|ng/mil
(o013
+ MRM (332.0 -> 230.9) 006.d 332.0-> 230.9, 332.0-> 314.0 + MRM (0.660-0.881 min) (332.0->**) 006.d
£ x07 0:788min. £ 10" Ratio = 80.9 (120.8 %) £ x10'
8 8 S 5 2309 314.0
6
5.75 5.75 4
5.5 5.5
5.25 5.25 3
5 5
4.75 4.75 al
4.5 4.5 b 3320
4.251 4.257 o
T T T T T T T T T T T T
0.5 1 1.5 0.5 1 1.5 220 240 260 280 300 320 340
Acquisition Time (min) Acquisition Time (min) Mass-to-Charge (m/z)
SAR
+ MRM (386.0 -> 299.0) 006.d 386.0->299.0, 386.0 -> 367.9 + MRM (0.691-0.950 min) (386.0->**) 006.d
g xt U‘_ 0.774 min. g x10' Ratio = 20.5 (64.8 %) ‘E x101]
8 | 8 1 S 5 2990
58 5.6 367.9
5.4-] sl -
5.2 5.2
5| . ]
4.8 4.8 27
4.6 4.67 1
4.4 4.47 386.0
4.2- T T T 4.27 T T T 0~ T T T —
0.5 1 1.5 05 1 1.5 300 320 340 360 380
Acguisition Time (min) Apquisition Time (min) Mass-to-Charge (miz)
ENR
+ MRM (360.0 -> 244 .9) 006.d 360.0 -> 244.9, 360.0 > 316.0 + MRM (0.657-0.985 min} (360.0->**) 006.d
- . w w0
é x10? 0.791 min. £ x10'] Ratio = 69.5 (84.9 %) £ x10']
8 657 & gl 3 5 2449 316.0
6] & 4
5.5 5.5+ 3
5 5 27
45 4.5 1 360.0
T T T T T T 0~ T T T T T
0.5 1 1.5 05 1 1.5 250 275 300 325 350 375
Acquisition Time (min) Acquisition Time (min) Mass-to-Charge (miz)
DAN
+ MRM (358.3 -> 82.0) 006.d 358.3->82.0, 358.3 -> 340.3 + MRM (0.670-0.985 min) (358.3->**) 006.d
£ x107] 0.79§ min. £ x102{ Ratio = 36.7 (117.0 %) £ x10'
8 1.4 o 8 ?: 820
1.2+
1.2+ 671 3403
17 1 57
2 47
0.8 0.8 3
0.67 0.6 21
[\ 17 58.3
0.4 0.4 |
T T T T T T 0 T T T T
0.5 1 15 05 1 1.5 100 200 300 400

Acguisition Time (min)

Apquisition Time (min)

Mass-to-Charge (miz)

B A4 U R AR A VA RCRFE 8 7 (i &) (10,0 ng/mlL)




