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Simultaneous determination of residual spiramycin, timicosin, tylosin,
mirosamicin, josamycin and kitasamycin in bovine muscle by
high performance liquid chromatography with diode array detector

Tomoko NAGATA, Eiichi ASHIZAWA, Hiroyuki HASHIMOTO

Summary
Spiramycin, neo-spiramycin, tilmicosin, tylosin, mirosamicin, josamycin and kitasamycin in bovine muscle were
extracted with acetonitrile and the extract was partitioned with n-hexane to remove fat. The extract was evaporated
> dryness and the residues was cleanedup by Oasis HLB cartridge. High performance liquid chromatography was
carried out on a TSK-gel ODS-80TM column using gradient elution with acetonitrile-0.02%trifluoroacetic acid. The
recoveries of the drugs from bovine muscles spiked at 0.Ippm were over 60% and the each quantitation limit was
0.04 ppm.
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Figure 1. Liquid Chromatograms of the Mixed Standard Solution and Sample Extracts.

Standard : each 10 ng (Inject 201 of mixed standard solution of 1.0« g/ml)
1 : neo-spiramycin, 2 :spiramycin, 3 : mirosamicin, 4 : tilmicosin,
5 :tylosin, 6 : kitasamycin, 7 : josamycin

Meat blank : Control meat extract

Meat sample : Control meat added 1 ml of mixed standard solution of 1.0 g/ml

Liver blank : Control liver extract
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Tablel Recoveries of 7 Drugs from Bovine Muscle Samples
Fortification Found (1 8)
level N-SP SP MRM ™ TS KM M
0.810 0.608 0914 0.896 0.950 0.830 0.930
0.800 0.692 0.928 0.909 0.780 0.812 0.880
1.0 0.858 0.746 0.964 0.909 0.869 0.960 0.890
(ne 0.900 0.638 0.964 0.981 0.822 0.950 0.860
0.858 0.631 0.971 0.909 0.862 0.800 0.920
mean 0.845 0.663 0.948 0.921 0.856 0.870 0.896
SD 0.0406 0.0556 0.0254 0.0341 0.0631 0.0780 0.0288
CV(%) 481 8.39 2.69 3.70 7.38 8.97 3.21
0.330 0.280 0.443 0.359 0.366 0.370 0.370
0.335 0.290 0.457 0.448 0.365 0.380 0.407
0.5 0.360 0.285 0.454 0.426 0.348 0.380 0.377
(ne 0.374 0.300 0.425 0.431 0.380 0.357 0.374
0.354 0.320 0.419 0.381 0.350 0.382 0.374
mean 0.351 0.295 0.439 0.409 0.362 0.374 0.380
SD 0.0181 0.0158 0.0170 0.0373 0.0131 0.0105 0.0151
CV(%) 5.17 5.35 3.82 9.13 3.62 2.81 3.97
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