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Determination of enrofloxacin,danofloxacin, ciprofloxacin, sarafloxacin,

orbifloxacin, difloxacin and marbofloxacin in milk and milk powder—
LC-MS-MS method
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4.5 BEBE —49,Na, HPO, « 12H,0,

4.6 R _=H4H,KH,PO;,.

4.7 HK.

4.8 BEERELZ MWK (0. 05 mol/L) . FRHL5.68 g BeMR = — g (4. 5) M 1. 36 g B 4 (4. 6), A
1 000 mLEEMH , A 800 mL /KB, A (4.3)E pH=3.0, BHKEARZE 1 000 mL.

4.9 SUEKHEEER . BB S0 mL Z/K. 75 950 mL BHEE. DRSS,

4.10 HBREB(pH=3.0).BE 500 mL 7, P KA. 4 pH{EZF 3.0.

4.11 25 W EEAER . BB 250 mL HEEM. D HKFHEBER 1 000 mL.

4.12 HE-FBREKASHS85) . B30 mL HEEM.1)5 170 mL HEREBEK (4. 10)IRE.

4.13 WHEYR - BighE . 28V E FRVE WD E BV E.. —H5 Y E KRV B #EY B, 48
FERTET IS5NX,

4.14 FPRUEMAER 0.1 mg/mL, HEWKBEBRAYSMInED H, HHEBEM. DEA 0. 1 mg/mL #
i HE B 2 VB, IXTE WRAE 4 CARFE

4.15 BEWHAEFEER 1 pg/mL. 3K E 1 mL FrER A BB (4. 1A 100 mL HEMF . H
HEE4. DERZZE. KBEBE 4 CHRAF.

4.16 BahmHETLIEER: REGFEHZSEFERERBREARKENRSHE L/EBFR, BSHEL
VETEWAE 4 CIREF.

4.17 Oasis HLB BEAHZEBRASRAHLE .60 mg,3 mL, {FHET2PH 5 mL BER 5 mL 7KF1 5 mL #%
R Z R (4. ) WL . R AR .

4.18 &R :0.2 pm,

5 N=xFiZe&

WAH B - R R VU A S, A B IR
7 K. BE 0.1 mg # 0. 01 g.

e ik 3 7%

o] A A B

R T1X.

H235 % KAk 80 kPa.

pH i} M EXFE +0. 02pH 847,

WK 2% ot sk % T Oasis HLB B AHF B |
B L,

10 mEFm AN

5.11 BEZIEE.LOL% .10 mL,

6 HMENHEFSRE

6.1 KHEMHF
AN KAPIRE . HEEER .25, 87H.

6.2 RERTE
AP E T 4 CokKFE B ICIRATF Uil & 1R RTE

7 NELTR

7.1 RE
7.1.1 &4
PR 2 g W f5#2) 0.01 g, BT 50 mL RZEBRE LEF,MA 10 mL Z g, T RBEHR 7 2 Ik
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2B 1 min,5 000 r/min B0 5 min, P EBRSEING.OEP . EZBREFIMA 5 mL BEERILE ME WK
(4.8),10 mL ZfE ., BEEZU LT, SH LEW, T 50 CIlREZX LR . ZLEEHWE L. MA 5 mL B
BEMER RS
7.1.2 Wik

FREL 0.5 g Il A 0.01 g, ET SO mL REBRZLEP.MA 6 mL BEREZ PR
(4. 8) , "R, BIMA 10 mL ZE, THRER AR %I 1 min,5 000 r/min &.0» 5 min, EFBI
RGO ERBPIMAS mL BREZMEBR, 10 mL ZF . EEU LR, §H ELEB, T 50 C
RERE . ZLEEHEE. MAS mL BEBREEZ BB LIRS .
7.2 B

B 7.1 WEREZEBIIC KT, B S mL R ZhEBRES R, EREIF R B4, LY
1 mL/min R ELE 3 HLB BAHZEBUMEU. 1), FHERZEL2HEYE%EBE MU 4 mL K .4 mL 25 % H
B KIEBKEE, T, A4 mLSYUE/KPEEEA DR T 10 mL BZIEFEE.LE D, B T 50 C,
RARKELA 0.2 mL B4 LW, AHBE-HFREK (L. 12)EHEE 1 mL,5 000 r/min & .05 min, i
0.2 pm 38R, SR A 835 58 5K B 35 404
7.3 ZTHERBBRNEF

REEA-WIEAERE o 2 g, i B EREan 0.5 g, 78 7.1 1 7. 2 B4k,
7.4 WIEFHF
7.4.1 BHEBESEEZHK

BAHEIESHFZEFWNT .

a) fa3EfE.Ci,5 pm,150 mmX 2.1 mm (HR) A M H ;

b) ®IEHIERE 30 C;

c) HHEE:15 T30F

d)  GisnrHes R E LR 1.

R BHEHEBEREERREH
0. 00 200 80 20
5. 00 200 | 40. 60
9. 00 | | 200 l 40 | 60
9. 10 | 200 80 20 *
11.00 - 200 80 - éo
7.4.2 RIESEFH
FRIESE FBWE .

a) BRI RS IERE B (ESIH) ;
b) EiEA#H AN . ZRNM B (MRM);

c) HSHES1:104 kPa;

d) B HKJ1:138 kPa;

e) IEEFEAEMFHE (IS):4 000 V;
D FBHEFERE 320 C;

g) HABFHEEHRKE:10 V;

h) Q1,Q3 43¥E%.Ql1 /0.4, Q3K 0.7;
D MESR:-SAES;

j) ﬁfﬁéﬁﬁﬁoz Pa;
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k) HAMFEIESEE 7 FEEEIR CAS 5 R E B E] ]L3E 2.
X2 tHEEFEAYERBHE.CASS. EEEFx . EREFNNABER

| » % ' %
5. 66

MR/
eV
00, 107315.7
93106-60-6
24

B E enrofloxacin : 360.14/316. 08
360.10/244. 86
N | — ] - -
| 358. 14/339. 83 22
BRUVE 6. 18 119478-55-6 358.14/340. 00

danotloxacin
358.14/313. 80

_ ey e el l -

332.30/288. 14

332.30/288. 14

HRAWE ciprofloxacin 6. 51 ' 03107-08-5

332.30/244. 88 2

3
356, 11/341.77

WHYWE | sarafloxacin 6. 17 98105-99-8 —— 386.10/341. 77
. 556. 11/298. 3

| 396. 05/352. 01
Bk B I orbifloxacin 6. 71 113617-63-3 - - 396.05/352. 01 -
| 396. 05/394. 98

400. 12/355. 71
S65.15/315. 9
115550-35-1 363.15/319. 91

465, 15/344.5

400. 12/355.71

difloxacin 124858-35-1

400. 12/298. 85

A

marbotfloxacin
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(1)

24 M O R 95 BE K B4 IR GB/T 6379, 1 1 GB/T 6379. 2 MR 2 0 T 52k 0 0 B4 A0 £

L 95 % W R {5 BRI H .

.2 E&H

FEEEHFGT IRBRRRM LI REGRVEN EEHABEEZERGO, F MY -LRrE
ARSI E R EEHE TR NER 4.5 5.

BEER

X4 FUPFEMEEHNAMNKECEREEENMBAELE RUIBEETR

& Y 24 FR o N ¥k B Y8 B

IR R

B E 1.0~10.0 r=0.131 3m—0.098 5 R=0. 201 8m—0.150 0
) KAV E 1.0~10.0 r=0.094 2m—0. 035 1 lg R=1.163 7 lg m—0. 912 2
PFW@E - 1.0~10.0 | r=0.073 7m-+0.016 8 R=0.122 1m—+0.109 9
%ﬁ@i 1. owlo; 0 r=0.078 3m—0. 028.1 R=0. 1-24'o7ln+o. 658 4
B ﬁl:lsbé - 1. 0;10. 0 rxHO. 069 Om—0. 008 7 lg R=1. 6379 8 lg m—0.837 7
_ﬂz/é 1.0~10. 0 r=0. 090 5m—0.034 3 ‘ R=0.171 0m—0. 061 2
ﬁﬁé@‘i 1. O-;---10. 0_ lg =—=1.099 2 lg m— 1 094 0 | lg R=l..(;l6 2 lg m—O. 80-4 6
, ®5 PHPLARERFOFMREEEREESMABARAR LurHasTH
& Y24 R 7S ¥ B v B EEMR - BIER R
BigE 4.0~40.0 lg r=0.931 9 lg m—0. 935 6 lg R=1.069 5 lg m—0. 945 6
REVE 4. 0~40.0 - [ lg »r==1.035 8 lg m— 1. 043 8 R=0.178 2m—0. 034- 6 )
HRRYE 4.0~40.0 ﬂ lg r=0.792 8 lg m—O. 823 7 lg R=0.927 5 lg:—O. 722 8
UEORLY: 4. 0440. 0 | r=0.074 6m-+0.178 5 _ lg R=0.888 3 Ig }n—;o_j649 1
itt?&‘i 4. 6~40. 0 r=0.‘0'J71 Z;Io. 061 O R=0.110 9-m+0. 260 2
“RBRUE 4.0~40. 0 lg r=0.940 1 lg m—0. 908 4 lg R=0.9051 lg m—0. 638 3
FROR D B 4.0~40. 0 lg r=0.928 5 lg m—0. 899 8 lg R=0. 844 8 lg m—0. 574 2
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0 P v I R M K B % [ WS 225 B A B B R

H- 43
& ¥ 2 R — ‘ 1
sinye B/ (pg/kg) o] Wt R BE / Y6 Ny E /(ng/kg)
1 80. 8~108. 0 4 76. 0~101. 2
2 86. 6~100. 6 ] 86.9~101.5
RREY B - A 0
5 77.3~95. 0 20 78. 8~96. 0
10 81. 2~92. 0 40 83. 8~93. 4
1 76. 8~90. 1 4 89. 0~100. 3
2 73.2~92. 6 8 75. 2~95. 3
HRWWE : | o
5 73. 8~100. 2 20 76. 0~98. 6
10 79.1~92. 3 40 82. 5~94. 6
1 87. 4~109. 4 A 70. 4~101. 3
N I
9 84. 0~97. 6 8 81. 6~90. 7
EEUE b R
5 77.0~102. 1 20 | 74.6~93. 9
10 78. 5~92. 1 40 81. 8~94. 0
1 85. 9~102. 0 A 75.2~93. 8
l e
2 76.1~91. 1 8 77.1~100. 1
BB —— —— -
5 80. 8~101. 1 20 78. 6~101. 5
10 79. 4~92. 2 40 81. 8~92. 7
1 83.9~105. 0 4 80.9~101.7
2 81. 5~96. 0 3 I 82. 4~100.5
By E | -
5 77.2~98. 2 20 77. 2~100. 2
10 79. 7~93. 6 40 79. 2~90. 4
1 72.1~97. 1 4 78. 6~100. 9
9 78. 2~95. 5 8 81.1~94. 8
WY E — B . —
5 | 84. 6~103. 7 20 77.1~97. 8
10 84.5~93. 8 40 80. 5~94. 0
1 88.9~108. 1 4 82. 3~96. 0
2 88.1~99. 3 8 84.1~96. 1
“EYE - e - ——
5 85. 9~101. 3 20 81. 3~108. 0
10 84.4~94. 6 40 80. 9~92. 2






