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1 Liquid Chromatographic Determination of Monensin in Chicken
Tissues with Fluorometric Detection and Confirmation by Gas
Chromatography—Mass Spectrometry

KEIGO TAKATSUKI, SHIGERU SUZUK]I, and ISAMU USHIZAWA

An accurate, sensitive method is described for the determination of monensin residue in
chicken tissues by liquid chromatography(LC), in which monensin is derivatized with a
fluorescent labeling reagent, 9-anthryldiazomethane(ADAM), to enable fluorometric
detection. Samples are extracted with methanol-water(8+2), the extract is partitioned
between CHCls and water, and the CHClg layer is cleaned up by silica gel column
chromatography. Free monensin, obtained by treatment with phosphate buffer
solution(pH3)at 07, is derivatized with ADAM and passed through a disposable silica
cartridge. Monensin—-ADAM is identified and quantitated by normal phase LC using
fluorometric detection. The detection limit is 1 ppb in chicken tissues. Recoveries were
776+1.8% at 1 ppm, 56.7 T7.1% at 100 ppb, and 46.5 3.7% at 10 ppb fortification levels in
chicken. Gas chromatography-mass spectrometry is capable of confirming monensin
methyl ester tris trimethylsilyl ether in samples containing residues>5ppm.

(J.ASSOC.OFF.ANAL.CHEM,69,443,1986)

2 Gas Chromatographic—-Mass Spectrometric Determination of
Macrolide Antibiotics in Beef and Pork Using Single lon Monitoring

KEIGO TAKATSUKL ISAMU USHIZAWA and TAKURO SHOJI

A gas chromatographic-mass spectrometric(GC-MS)method using single ion
monitoring(SIM) is described for the determination of residual macrolide antibiotics,
oleandomycin, kitasamycin, spiramycin and tylosin, in beef and pork. For GC-MS
determination, oleandomycin is acid hydrolysed to desoleandomycin and acetylated, in the
same way as erythromycin. However, for elution from a GC column, the carbon-carbon
double bonds in the antibiotics must be hydrogenated to single bonds before acid
hydrolysis. Kitasamycin and spiramycin are therefore converted into hydroforocidine acetate
and tylosin into hydro-O-mycaminosyl tylonolide acetate, which are determined by GC-MS
with SIM.

(Journal of Chromatography,391,207,1987)
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