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Determination of Related Substances in Alogliptin Benzoate Raw Materials by HPLC

SUN Zhu-ye', QIAO Shi-gin', LUO Zhao-liang® (1.Rizhao Hospital of Traditional Chinese Medicine, Shandong
Rizhao 276800, China; 2.Research Department, Lunan Pharmaceutical Group Corporation, Shandong Linyi
276005, China)

ABSTRACT OBJECTIVE: To establish a method for the determination of related substances in Alogliptin benzoate (AB) raw
materials. METHODS: HPLC-gradient elutior method was adopted. The determination was performed on Cs column with mobile
phase A consisted of 0.2% phosphoric acid solution (pH adjusted to 3.0) and mobile phase B consisted of acetonitrile at the flow
rate of 1.0 ml/min (gradient elution). The detection wavelength was set at 225 nm and sample size was 20 pl. The content of impu-
rity F-1 was determined by the self-control method without correction factor. RESULTS: AB, F-1 and other impurities were com-
pletely separated. The linear range was 0.187 2-0.748 8 pg/ml for AB and 0.184 5-0.738 0 pg/ml for F-1 (+=0.999 7, 0.999 9).
The limits of detection and quantification were 2.5 ng and 7.5 ng for F-1. The average recovery was 100.9% (RSD=1.10% , n=
3); the content of F-1 in 3 batches of samples were <0.06% . CONCLUSIONS: The method is sensitive, rapid, accurate and reli-
able, and can be used for the determination of related substance in AB raw materials.

KEYWORDS Alogliptin benzoate; HPLC; Gradient elution; Related substances
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Fig2 HPLC chromatograms of forced degradation test
A. blank sample destroyed by acid; B. sample destroyed by acid; C.
blank sample destroyed by base; D. sample destroyed by base; E. blank
sample destroyed by high temperature; F. sample destroyed by high tem-
perature; G. blank sample destroyed by light; H. sample destroyed by
light; 1. blank sample destroyed by oxidation; J. sample destroyed by ox-
idation; 1. AB
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Fig3 HPLC chromatogram of system suitability test
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