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Development and Validation of Rapid Analysis Method for Multi-Class Residual
Veterinary Drugs in Livestock and Marine Foods by LC-MS/MS

Hironobu Matsuo, Kazunari Tsujimura

In Nagasaki Prefecture, monitoring surveys have been conducted since 1990 to monitor the distribution of

foods that exceed the maximum residual standard value for the residue of veterinary drugs in livestock and
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marine foods. Currently, eight milk drugs and 12 red seabream and yellowtail drugs are being monitored.
Since 2009, such monitoring has been performed using the QUEChERS method as a pretreatment
operation, and it has not been revised since then. Therefore, the pretreatment process in analytical methods
was revised and revalidated in this study. To simplify weighing, a highly concentrated
ethylenediaminetetraacetic acid solution was used instead of its powder, and centrifugation in fish was
performed at —10°C, increasing the recovery rate of tetracyclines by approximately 10%-25%. Drug
recovery rates ranged from 84.9% to 100.8% for milk, 79.6% to 103.8% for red seabream, and 75.5% to
101.2% for yellowtail. Relative standard deviations for repeatability were <12.0%, whereas those within
laboratory reproducibility were <15.0%. Consequently, the revised rapid analysis method for multi-class
residual veterinary drugs in milk and fish was validated following Japanese guidelines for the validation of
analytical methods for residual agricultural chemicals in food, and it has been used to conduct monitoring
surveys since this year.
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