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Qualitative and Quantitative Analysis of Unknown Additives
in Colistin Sulphate Soluble Powder by UHPLC-Q/TOF MS and HPLC-DAD

LU Chun-bo, BAO Ai-qing, ZHOU Zhi-jin, ZHANG Hang—jun, CHEN Hui-hua

( Zhejiang Province Institute of Veterinary Drug and Feedstuff, Hangzhou 311101, China)

Abstract; A qualitative and quantitative analysis of unknown additives in a batch of veterinary colistin sulphate
soluble powder had been implemented. During the content determination of the sample with the method of
microbiological assay according to Chinese Veterinary Pharmacopoeia 2010, the inhibition zones were virtual. And
the spot of the sample did not accord with the spot of the reference substance in the identification by the thin—layer
chromatography (TLC). It revealed that some unkown compounds may be doped in the sample. Then the
screening of the sample through ultra high performance liquid chromatography coupled with quadrupole time—of—
flight tandem mass spectrometry ( UHPLC-Q/TOF MS) was carried out. Furthermore, double confirmation and
content determination were accomplished by high performance liquid chromatography — diode array detection
(HPLC-DAD). Sulfachloropyridazine and trimethoprim as the illegal additives were detected at 58.5 mg/g and
13.4 mg/g respectively. The research provided the technique references for the inspection of illegal adulterations in

veterinary drug.
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Fig 1 the inhibition zone of (A) colistin
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Fig 2 the thin—layer chromatogram of (A) colistin

reference substance and (B) sample
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Fig 3

(A) Total ion chromatogram of the sample, (B) mass spectra extracted

from response signal 1 and ( C) mass spectra extracted from response signal 2
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in colistin sulphate soluble powder and possible fragmentation pattern
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