- 10 - 2 2R 2019 4F 5 H 5 53 565 5 11 Chinese Journal of Veterinary Drug

doi:10.11751/ISSN.1002-1280.2019.05.02

HPLC-DAD ¥ Kl i vb B2 J
S b B A A BT

B H
X W e

(LI PG TR 25 W52 T, KR 030027)
[WF=EHHA] 2019-01-02 [CERFRIREGIA [ XEHHS]11002-1280 (2019) 05-0010-07 [ FEHZES]15859.796

[ E] BIHPTETERAHEELNTLRDPEFFLRDEA MM EEN T E, KRB X
F )\ SR b AR IR B 15 AT (4.6 mmx250 mm,5 wm) , UL R B AN Bk B L B vk - W B - A
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Content Determination of Marbofloxacin Oxide
in Marbofloxacin Tablets by HPLC-DAD
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Abstract: The method for content determination of marbofloxacin oxide in marbofloxacin tablets by HPLC-DAD
was developed and validated. The test was performed on a C18 column(4.6 mmx250 mm, 5 um) mixed with 32
volumes of methanol and 3 volumes tetrahydrofuran with 65 volumes of sodium octane sulfonate phosphate buffer as
the mobile phase. The flow rate was 1.0 ml./min, the column temperature was 30 °C, and the determination wave
length was 210 ~ 400 nm. It is shown that the good linear relationship was accepted in the range of 0.5 ~
100 pg/mL. (7*=0.9997) ,and the average recovery was 95.9% (n=9) with RSD less than or equal to 1.5%.This
method has the good specificity, as the limit of detection was 0.2 wg/mL. As the result, this method was suitable
to control the quality of marbofloxacin tablets.
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1.1 L&A A
111 B 258 1100 25 R0R A G35, — )
ERESAIN 2%, &R A, BT e A A A BR A
A],KQ-250 #Y, JKIAH , f5[E JULABO,TW12 #1,
1.1.2 *FRse  Hig b EXF R, &5 100.0%),
it PMAB160301B, £h i V) B S Ak Py ) B 5
4 99.9% , #t 5~ MABF-YXM-2028-007, —- %
BRI T T E R A RAH
113 dpeaX A B E5aih  Hoa7
VSRR TEA NE % 8
1.1.4  0.01 mol/L #5883 2% ik HUBEIR — A4
1.1998 g, 1000 mL &M, 7K 950 mL {5 %,
FABERR YA pH (EZ 2.6, FH/AKF BB Z %
1.1.5  FRahB M 4% ik B LEiE R el
2 g, B 1000 mL T, I 0.01 mol/L B R %R %2 vh
WS TR 22 L
1.1.6  #BEAP B 0.01 mol/L MR L 2% vh
W 650 mL, Il % 320 mL, PYS(WEI 30 mL, fiEFERE

1.1.7 BB -2 AL474E & (pH 9.0) " HRUAl 2
3.09 g, /i1 0.1 mol/L SALHH AW 500 mL {H ¥ fiF, F
J0.1 mol/L A A ALANA W 210 mL,IRAT

1.1.8 Bk 2x 1 E U 2 B A R #
(VETOQUINOL S.A.) 47 KiA% 80 mg,

1.2 A A

1.2.1 Bk iy B R A 3t B8 Su ik &k e Bkl HL
s vh B AL WXt HR 5 50.05 mg, K 25 FRE, B
500 mLi R HT KA g - B R 20 8 450 A
A AT T AT

122 Lok EabR ik idl GG E
X A8 80 mg  AEHEFRE , B 200 mL = H, H 1.1.6
TR RV IR B B 20 B 4250 B AL B 5 min, B
60 C/KVEHRY 3 min J5 , PR A AL FE 10 min, $55],
VR By i vb B BR At A U, BX 3,00 mL it A5
100 mL AR RGBS R R B 2 208 /R R
The Vb B % BRI

1.2.3 Lok 2 AACHARE TR G ELH 43
K UL R IR A A 5.3.5.10.5.2.1 1
mL % 10,10,25,100, 100, 100,100,200 mL %
KRR R 20 B F850 AR 0T Bt AR MOk 2
43914 50.30.,20,10.5.2.1.0.5 pg/mL,
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F WA RS SRR GE &, 20 Y T A 0.1 ¢,
100 mL s, AR - S AR 92 v (pH 9.0)
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TR BRI H55) A AR
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1.2.7 Lok ih 25 Lk iy B R A R I iR b B
HOH1.2.2 T005h i v B 6 IR A A T 15,2025
mL 550 50 mL 8 B 1.2.3 TR Sy 5
we/mlL 9 % Vb B AR E TAE W 10,20 .30 mL 4351
BRI 3 ANAE R D, IR R R R 2 2
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1.3 @& sk, T/ \bE ek be sl & RER,
4.6 mmx250 mm,5 wm, AR 30 C. BN FLE
Tl PR AN IR Eh 27 vl — H - DU Sk g (65 32 2 3)
Wik 1.0 mL/min, A5 903% 4 210 ~ 400 nm, 73 B %
1.2 nm, 1058298 nmiF KA ISR, #EFEE 10 L,
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2.1 EFE HL1.2.6 BRI SR 1.3 Wi
TEACPFRI S5 R LFE 1,

22 EAMW 127 BV RS DY R AR
YR G TR 1 ~3, 4% 1.3 WA RS S, R ke
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x1 EBMENELER
Tab 1 Accuracy test results
2.5271 0.81 0.80 98.8
2.5270 0.84 0.81 96.4 1.4
2.5265 0.82 0.79 96.3
2.5261 1.04 1.01 97.1
2.5269 1.03 0.98 95.1 1.2 95.9
2.5273 1.02 0.99 97.1
2.5264 1.23 1.17 95.1
2.5266 1.22 1.13 92.6 1.5
2.5272 1.20 1.14 95.0
*2 EEMNELER
Tab 2 Repeatability test results
e WOEH e R SERE ey kb

39527 0.0030
1 120 39554 0.0030

39601 0.0030

52879 0.0030
2 kv B 160 52783 0.0030 0.0030 0.15

52801 0.0030

66097 0.0030
3 200 66186 0.0030

66101 0.0030
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i WABH W/ (pgeml) TR T RSD/%
(R R R B /T AR )
321 0.0031
1 1 334 0.0030
329 0.0030
633 0.0032
2 kv B A 2 647 0.0031 0.0031 1.61
641 0.0031
968 0.0031
3 3 979 0.0031
962 0.0031

Ih gl v B2 S8 A0 R X e v B ) R G i
¥4 1.03,
2.3 &M WER 1.2.3 WV R ALY bRifE T
VEVRAN 1.2.1 TS AL 0 1 5 A 46 T, 42 18 1.3 330
JIT i (3 25 A R Ao TAETR G R LI 1, 2
S5 3, IR BUN A AR , LS v B A4k
Yl BE C (g/mL) R AR AR Z M [l )T 45 1] 19
JiFE AN Y=320.74X+56.382 (r*=0.9997) , ¥ il 4%
REW,7E 0.5~100 pe/mL 3 Bl A K421

x3I KMENELSR

Tab 3 Linear measurement results

wwsy o VT
1 0.5 161
2 1 336
3 2 671
4 5 1539
5 10 3211
6 20 6373
7 30 10098
8 50 16234
9 100 31967

2.4 FEME BU1.2.2 Tk vh BT IR A
1.2.5 TG FRBEIRAE Sl i, # B 1.3 €335 25 4
FE L ZE R ILE 1~ 6, Bk vh B 5 v B AR
TR e I AR A B T3, S v B AR A%
PEFAERE , B REBE IR RE S s WA M 45 2R R &
IhED B 7 e i HAt 2% ot 5 5 I v B A A ) e
BB R R I PR T DAD il £5% , 75 298
nm (@S] F B i v B A AP 8RR X O B )
h 1.5, aE o Ey i v B AR AR 08 WO {1 £
B TPV R AR R LA L PR s T LXK 4 T
U B AR A A % 0T, 6 WA AS 43 A i mT LA A T
HHERR T, % IR Mei

2.5 MR K 1.2.6 I PR B A INEE 5 B A
P ARG, LAME e LA 3 0 1 B S vb B R AW
WPEAE AR (P 7) AR 0.2 pg/mL,

26 EEMR K 1.2.6 TR E R INEE & E
s BRG] , LAE MR L 10 ¢ 1 B S vb By
WFEAEARIRR 5 2R K 0.5 pg/mL,

2.7 SEE M4E2.3.2.4.2.5.2.6 TAYLERHT,
v B AR e P B AR 0.2~ 100 wg/mL
NI AT AR AT SR 2 R, AR IR AL & 2329 505
Y RIIBRIE AR T 0.5% (W/W) i 1.2.4 Wi 7 Ek:
eI At KR BELERIA R T A EE A 1 g/ mL,
PRITHT , A FR | et IR | B H ZE A Fl 2 N
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Fig 1 Marbofloxacin oxide chromatogram (1 pg/mL)
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Fig 2 Marbofloxacin chromatogram (12 pg/mL)
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Fig 3 Marbofloxacin and Marbofloxacin oxide chromatogram ( Marbofloxacin 120 pg/mL Marbofloxacin oxide 1 pg/mL)
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Fig 4 Marbofloxacin tablets chromatogram
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Fig 5 Marbofloxacin oxide spectrogram
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Fig 6 Marbofloxacin oxide spectrogram
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Fig 7 limit of detection chromatogram /(0.2 pg/mL)
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