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Abstract: Objective To establish an immunoaffinity pre-column processing, high performance liquid chromatography tandem
fluorescence detector analysis, and to detect the raw materials of Xiaoyao Tablets Bupleuri Radix, Glycyrrhizae Radix Et Rhizoma,
Radix Paeoniae Alba, Rhizoma Atractylodis Macrocephalae, Radix Angelicae Sinensis and Intermediate Extract 1, Extract 2 Method
of Ochratoxin A. Method The sample was extracted with 80% methanol-water solution (volume ratio) ultrasonically, centrifuged,
and purified by immunoaffinity column, separated by ACQUITY UPLC BEH C,; column, mobile phase A: 0.5% glacial acetic acid-
water solution (pH = 2.97), mobile phase B : Acetonitrile elution, excitation wavelength 310 nm, emission wavelength 465nm,
column temperature 30 °C, flow rate 0.3 mL/min, injection volume 2 pL, fluorescence detector detection. Results Ochratoxin A
showed a good linear relationship in the mass concentration range of 1.5 to 37.5 pg/mL, and R* was greater than 0.999 1. The recovery rate
of ochratoxin A was 92.36%—119.89%, and the relative standard deviation was 2.50%—9.12%. The sample is stable within 48 hours. A
total of 42 batches of samples were detected and 33 batches were positive. Bupleuri Radix and Glycyrrhizae Radix Et Rhizoma were
contaminated. Conclusion The established immunoaffinity column pretreatment and ultra-high performance liquid chromatography

detection method is suitable for the detection method of OTA in traditional Chinese medicine and intermediate extracts, eliminating
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false positive results, suitable for trace analysis, conforming to international reporting standards, and the results are accurate and reliable.
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Fig.1 Chromatogramram of blank solvent (A), Bupleuri Radix sample (batch number 201903201,B), standard sam-

ple (C) chromatogram
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Table 2 Test results of 42 batches of samples
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20181216 K HH 327 201806020 414 0 20181205 HEH42 0.21
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