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Simultaneous determination of residual 13 kinds aquinolone antbacterials in bovine muscle
by high performance liquid chromatography with fluorescent and diode array detector

Tomoko NAGATA, Yasuyuki HASEGAWA, Eiichi ASHIZAWA
Hiroyuki HASHIMOTO

Summary

A 13 kinds quinolone antibacterials in bovine muscle were extracted with acetonitrile and the extract was

partitioned with n-hexane to remove fat. The extract was evaporated to dryness and the residues was dissolved with

acetonitrilet+water(2+8) and applied to high performance liquid chromatograph(HPLC). The drugs were detected with

fluorescent and diode array detectors. HPLC was carried out on a TSK-gel ODS-80TM column using gradient elution

vith acetonitrile-0.05%trifluoroacetic acid. The recoveries of the drugs from bovine muscles spiked at 0.1 ppm were

over 72.2% and the each quantitation limit was between 0.0l ppm and 0.002 ppm.
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Figure 1. Liquid Chromatograms of the Mixed Standard Solution and Sample Extracts.

S (UV), S (FL) : each 10 ng (Inject 20 xl of mixed standard solution of 1.0 ng/ml)
1:ENX (UV:10.97min), 2:NFX (FL: 11.63min), 3:OFLX (FL: I1.85min), 1: CPFX (FL: 12.19min),

5:DNFX (FL: 12.98min),

6:RMFX (FL:12.98min),

7T:ERFX (FL:13.60min), 8:OBFX (FL:

11.04min), 9:SRFX (FL: [1.73min), 10:O0XA (FL:15.92min), 11:NA (FL: 18.30min), 12:FMQ (FL

2 18.75min), 13:PMA (UV:20.18min)

M (UV), M (FL):Control meat extract, (UV):diode array detector, (FL): fluorescent detector.
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Table 1. Average recovery of each drug from fortified bovine muscles

Drug Fortification Mean* RSD Fortification Mean* RSD

level (ppm) (%) (%) level (ppm) (%) (%)
ENX 0.1 85.9 5.05 0.2 89.5 4.70
NFX 0.1 72.2 6.58 0.2 89.3 6.20
OFLX 0.1 90.3 191 0.2 89.2 317
CPFX 0.1 81.4 1.61 0.2 77.9 8.90
DNFX 0.1 83.2 7.16 0.2 90.6 1.62
RMFX 0.1 76.4 6.56 0.2 80.2 2.217
ERFX 0.1 90.2 3.62 0.2 92.5 3.84
OBFX 0.1 91.6 1.18 0.2 87.3 3.02
SRFX 0.1 82.1 2.44 0.2 82.7 8.41
OXA 0.1 86.5 6.82 0.2 87.2 4.53
NA 0.1 94.3 6.35 0.2 91.0 6.93
FMQ 0.1 80.8 3.31 0.2 88.0 6.73
PMA 0.1 79.6 5.60 0.2 88.5 5.61

* Average recoveries of 5 individual analyses (n=5).
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