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Analysis of Determination Methods of Related Substances in Desmopressin
Tablets

Sun Yue®, Hu Xinyue®, Zhang Wei, Zhang Hui, Li Jing’, Liang Chenggang’ (National Institutes for Food and Drug
Control, NMPA Key Laboratory for Quality Research and Evaluation of Chemical Drugs, Beijing 102629, China)

Abstract Objective: The structure confirmation and source attribution of an unknown interfering substance
found in the related substance detection of desmopressin tablets were carried out, and the related substance method
was optimized to eliminate the interference of the unknown substance, providing data support and reference for
the revision of the standard. Methods: The structure of unknown interfering substance was confirmed using
matrix assisted laser desorption ionization time of flight mass spectrometry (MALDI-TOF/TOF MS). The
method for related substance was optimized by changing the chromatographic column, mobile phase gradient and
other conditions, and the optimized method was validated by methodology, and the new detection method was
evaluated by using stability test samples and multiple batches of marketed products. Results: It was confirmed
that the unknown interfering substance was povidone K30, which is derived from the preparation excipients. The

optimized method for determining related substance could eliminate the interference of the excipients, with good
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specificity, durability and precision. There was a good linear relationship (#=0.9997) for desmopressin at the
concentration range of 0.02 ug-mL™" to 332 pg-mL". The detection limit and quantification limit were 1 ng and 2
ng, respectively. Conclusion: The method is suitable for the determination of related substances in desmopressin

tablets, and can fully elute the excipient povidone K30 to eliminate the interference to the determination of related

substance.
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