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Content Determination of Difloxacin in Difloxacin
Hydrochloride Powder by HPLC
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Abstract; A method for determination of difloxacin in difloxacin hydrochloride powder by HPLC was developed
and validated. Analysis was performed on a CI18 column (4.6 mmx250 mm, 5 wm) with a mobile phase of
phosphorous acid solution( 3.0 mlL phosphoric acid was diluted to 1000 ml water and adjusted with triethylamine
to pH of 3.0£0.1,then add 50 mL acetonitrile ) —methanol (78 : 22, V/V) with a 1.0 mL/min flow rate in 30 °C
condition. The determination wave length was 273 nm. The results showed that the calibration curve was linear in
the range of 2~100 pg/mL (R*=0.9999) , and the average recovery was 98.1% (n=9) with RSD of 1.0%. The
method in No. 1960 bulletin of the Ministry of Agriculture is a ultraviolet spectrophotometry method. In contrast
with the ultraviolet spectrophotometry method, the method developed in this article has higher specificity. This
method was convenient, rapid, and accurate, which was suitable to control the quality of difloxacin hydrochloride
powder.

Key words: difloxacin hydrochloride; content determination; high performance liquid chromatography ( HPLC)

PEE T . PRBEAR, 55 254000 T A%
BHAESE: U, E-mail:baoaiqing@ 126.com



.36 - o E 2 2 2018 4F 9 HAS 52 B4 o 1)

Chinese Journal of Veterinary Drug

TR BB E TN a2 Y,
VAP AL 35 Abbott 23 wI7E 1984 4ERFH
HEbmEh R & ER NS EIGIK EA & Z1
RN SRR R B R T A i K T
PR R IMFF TR 4 B (0 25 0 AT I 2 R
[CFFEA A5 R B B2 MERE I GE s R R
Jifig B RETL BRI M FE AR, JUH X G 1Y
KIGHTwe ARG L0 B A R . Ry
ELZEA QA 1 T DR W R A 0 N 5T A
A-FORIE  PUBETE Y, DU 2 B M B O H 4k
PR IV I B R P T e 0 — 2 358 T ek T 2
Yh J12FRRAE AR IN T X G A sh ) B AR 2L
B AERIEN , 78 C7 A 5] AW EEIREE, Hm T
PO 2 B B 0 35 0 B T X A B
R D A OGR T AR 1960 510 R
FHEE A1 1T 43 5616 B 1 b JHL 56 500 R 5 i 1A 70
o AT IR LR 22 A R A FB 1960
SRR ) D B B VD B RN R Y 2
G Bt R At s e 3 5 LA @2 N | S S i
U, 33 2R AT R I R R R R A R 2
Mo i, ik B IR 5 Z IR AR R
I BT R ECE R RS G,
WD RS BRI B R B AE AL, IR AR 3
o AR T 2015 A& AR T 2292 S AET A4
FUE H 2015 4F 12 A 31 Hilg, & kA= H T &
YRRV R R R AR R ERY A 4
Tl JEA} 245 110 45 ok | B LA A o R0, 95 B A G
il B 24 7 A S R B AR o 7R R
i PR BT R RO B R R R R
RE BRIz, A IR R BAE H, R R
BUA 7 S v v B A At s 5 T 255 245 0 14 S 441
(SIS N ¢ o N oS N A o = K o i S
MR, St il 7= i B, T AN iAol 5% AR AR
AHEZE S, YR R B R R S R 8y
IR ESh A TR X R R AT 2 R
Y D B I IS i AR DL

ARSOHER R VD B R vh b B A
AR ER AT TAISE T & T R O (3 125

ThIR —IRUb B R R D B A A, Xl Ok ik
TR,

o

e

1 —\EPESEMERX

Fig 1 Structural formula of difloxacin
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Tab 1 The maximum ultraviolet absorption

wavelength of quinolones

il 37 4 B L&) SO RO/ nm
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N A R ey B 5 271.322.334
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Fig 2 Chromatogram of ( A) system suitability and spectrograms of (B) ofloxacin reference substance
(C) norfloxacin reference substance (D) ciprofloxacin reference substance (E) enrofloxacin reference substance

(F) difloxacin hydrochloride reference substance
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Fig 3 Chromatogram of difloxacin hydrochloride reference substance solution (50 pg/mL)
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Tab 2 Results of recovery test (n=9)

4T B T i:/i Xﬁi;ﬁ’f’;ng ﬁg;’;i‘ WS R e FUCR%  THECR % RSD/%
H1 0.2436 12.80 16.21 14.79 27.35 98.4

H2 0.2394 12.58 16.28 14.86 27.14 98.0

H3 0.2514 13.21 16.02 14.62 27.39 97.0

M1 0.2539 13.34 13.56 12.38 25.43 97.7

M2 0.2587 13.59 13.51 12.33 25.84 99.4 98.1 1.0
M3 0.2489 13.08 13.85 12.64 25.46 97.9

L1 0.2457 12.91 11.25 10.27 23.05 98.7

| 0.2399 12.61 11.39 10.40 22.96 99.5

L3 0.2458 12.92 11.47 10.47 23.04 96.7
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Fig 4 Chromatogram of (A) sample 1 (a qualified sample) (B) sample 2 (an abnormal sample)

and spectrograms of (C) the main peak in sample 2 (D) norfloxacin reference substance

®3 HRAIBVNEER(FTE/ %,n=2)

Tab 3 Results of content determination of samples (labelled amount/ %, n=2)

AR ¥ NYIRVN LMV FRA A 1960 5440 )51k Wi W2/ % i
1 105.4 105.1 0.1
2 A 107.6 / B.C REf IR
3 A H 98.6 / TR A s ﬁﬁ%ﬁ(&"io
4 108.0 107.8 0.1
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0.1 mol/L 1y &8 AL 4M VA W AH Vs fif, K AR B 2 )R, BT, B 5O T (254 nm) F A ()2 4 51
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Fig 5 Thin-layer chromatograms of 1. ofloxacin solution, 2. norfloxacin solution, 3. ciprofloxacin solution,

4. enrofloxacin solution, 5. difloxacin hydrochloride solution, 6. Sample 1 solution( a qualified sample) ,

7. Sample 2 solution ( a sample contains norfloxacin) , 8. Sample 3 solution( a sample contains norfloxacin )
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Residual Solvent of Avermectin by Gas Chromatography

HAN Ning—ning, YU Xiao—hui, DAI Qing, YU Li-na, ZHAO Hui, YANG Xiu-yu"
( China Institute of Veterinary Drug Control, Beijing 100081, China)

Corresponding author. YANG Xiu—yu, E-mail ; yangxiuyu@ ivdc. gov.cn

Abstract; In order to establish a gas chromatographic method for the determination of the residual solvent of

avermectin, a capillary column with 6% cyano propyl phenyl —94% two methyl polysiloxane as a stationary phase
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