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Abstract: A method was developed and validated for the content determination of maquindox and salicylic acid in
enrofloxacin injection by HPLC. It was tested with C18 column, using phosphorous acid solution — methanol
(85 : 15, V/V) as the mobile phase. The exiract wave length was 232 nm from full scan. Results showed that the
calibration curve of maquindox was good linear between the peak areas and the concentrations of 0.5~20 pwg/ml,
the correlation coefficient (r) was 1.000 and the mean recovery was 99.62% ; the calibration curve of salicylic
acid was good linear between the peak areas and the concentrations of 1.0~50 pg/mL, the correlation coefficient

(r) was 1.000 and the mean recovery was 99.51%; RSD was 0.07% ~3.44%. In conclusion, the method was
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accurate, reliable and reproducible, and provided a reliable way for detecting acetoquine and salicylic acid

adulterated in enrofloxacin injection.
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(HPLC)
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Fig1 Chromatogram of salicylic acid (20pg/mL) and acetoquine (10pg/mL)
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Fig 2 Spectrum of acetoquine and salicylic acid

232 KMWIEE  KEEFRCBE M KRR X A
50 mg( #ERAZE 0.01 mg) , & 50 mL 25w, i
R RE 22 20 B, $E 20, & . U 3 A 43 S R
IKIGIR | LI (RTR G A HE VS VR 5, Yk B2 43331
b 50, 20 wg/mL, 20, 10 wg/mL, 10,5 pg/mL,
2.1 pg/mL.1.0.5 pg/mL, MRV B Sk i — Ik
TR RO 1A | D0 TR Ry A A, A I ¥
JE R AR IR AERRZR K IR | 2 Tk P s s v
TAEMZ B AR5 <y = 35628.467x—4908.954 |
y=58342.897x+2297.349  FH 3 R EL R 439320 1.000

1.000, Z5RFIALELNETE N, KGR | £ 1t H s
W S BRI R AP R

233 Ok EAEE XBIMES FE IR G
K A B ARk G 4 i A7 06 4l B2 A A, 45 2R L
Bl 4~E 5RIF 1, 45 R R, B2 A 232 nm
A WA, (R 5 AN B AR A& WA R 58, 4%
BERTF 1.5, iR BIRAF I 4085, 1Rl 3, H A% (o
(R4l BE B X /N Tl B A, SR ik S50
PIAS B FRAG S P00 H 7 B O At T PR, Sy e —
Yise, J5 AT,

— A k
%0 150 200 250 300 350 400 450 500 S50 600 650 700 750 GO0 50 00 S50 1000 1050 1100 1150 1200 1250 1300 1350 1400 1450 1500 1550

3 me 16367

B3 KGR (IRE 20 pg/mL) | ZBEFE (PR 10 pg/mL) B BRI A ik & E
Fig 3 Chromatogram of salicylic acid (20 pg/mL) and acetoquine (10 pg/mL) in negative addition solution
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Fig 4 Purity diagram of the addition of salicylic acid to the negative blank
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Fig 5 Purity map of acetaminoquin added to negative blank
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Tab 1 Peak Purity Check Results Table

EgilRss 2 F ] 4l A 4l (] Al g
1 2 1B 7.358 0.129 0.900 Y
2 Bikib 2 8.658 0.041 0.620 Y
3 KGR 16.370 0.397 4.717 ) T
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7E 0.25 pg/mL MBS IMZOREET Dbk & 2 H,
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Fig 6 Spectral map of salicylic acid
detection limit (0.5mg/mL)
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Fig 7 Spectral map of detection limit
of acetoquine (0.25mg/mL)
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2.3.5 CEAE Ak FEARE BURSRBAMES A
VTR, 23 BIIAGE B 159 1 mg/ mL B 7KAZ R R 2 1k Y
WA R VA A VR 3 TR o S ik B AR S (UK A R
20 pg/mL, ZEEH % 10 pg/mL) , HP R Ik B RE &
(KR 10 pg/mL, SFEH M 5 pg/mL) | ARES finv
FERER (KR 2 we/mL, LBEH P 1wg/mL)
ANUREE = A5 FATAE S o IR TS0 L R A ) A o
2%, SR BR KB IRT- B R 99.51%; &
T P 19 SF- 12 [ W50 R 99..62.9% 5 HH X bk Al 2% RSD
1E 0.07% ~3.44% Z i) , G5 RN K 2~ K 3,
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Tab 2 Experimental results of recovery of acetoquine in enrofloxacin injection

BINZEREE/ (pg - mL™") FE SRS MEME/ (g + mL™") W, % SR, % RSD/%
9.92 99.25
1
9.92 99.16
9.92 99.16
10 2 99.22 0.07
9.92 99.18
9.94 99.35
3
9.92 99.23
4.99 99.74
1
4.99 99.75
4.97 99.33
5 2 100.87 3.44
5.40 107.94
4.96 99.18
3
4.96 99.28
0.99 98.77
1
0.99 98.53
0.99 99.28
1 2 98.77 0.37
0.98 98.21
0.99 98.90
3
0.99 98.96
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Tab 3 Experimental results of salicylic acid addition recovery rate in enrofloxacin injection

BIMAASE/ (pg - mL™") R b MFEH/ (pg + mL™) AR % S A % RSD/%

20.03 100.15

1
19.80 99.02
20.02 100.12

20 2 99.78 0.64

19.78 98.90
20.04 100.19

3
20.06 100.28
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BINZEREE/ (pg - mL™") FE 5 MEME/ (g« mL™") [/ % SR % RSD/%

10.07 100.72

1
10.08 100.80
10.08 100.83

10 2 100.75 0.11

10.08 100.75
10.05 100.54

3
10.08 100.84
1.94 97.19

1
1.93 96.33
1.98 98.97

2 2 98.00 1.19

1.98 99.15
1.98 98.89

3
1.95 97.49
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FRVATR : CIEFRLL K 85 ¢ 15 I, BIRTD AL L &Mk
s JKAZIR Y 73 B BEAT 6 03 B B R IR, e 4%
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3.3 LW EEAE  ERE MR R, X
BIPE 2 S RE i 1 3% 1 w4 B bR Ak i
AWl FE G Ay | > 0 RE A RE /N T4l B S I, A
SRy I A I Ry B — W I ] B 5 i D T R B X
HE I R[] — SRR, A R A s 40 S5 kg Xof 7 Y e 1] )
PR TSN, AR S I e AR

AR T3 R AR A W A G N i AT R S B
T RS R R RS I 2 T H s K A TR 1 R
SESERTIN [ AR L3 Ao 0 0 R A A R TR R
Tndgy, 38 L O B4 ] 50 BR A AT B, ST TR
WD B R S AR R AR ) R P HE R IR
S, B ST T R D B SV A I 2 T R s
IKAZ R 1) I 7 —— e O A i i, A 1 LTk
g 4Gt BR R 0. 25 mg/mL ., K A% R K6 1 BR
0.5 mg/mL,
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