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Using of the HPLC method for quantitative
determination of active pharmaceutical ingredients in

the process of the industrial synthesis
I. Bezruk1, A. Myhal1, V. Kushniruk1, V. Georgiyants1

1. National University of Pharmacy, Pharmaceutical chemistry department,
Pushkinska str. 53, 61002, Kharkiv, Ukraine

Quality of medicines depends from many factors. One of the main and
defining is quality of its components and first of all active pharmaceutical
ingredients (API).
Manufacturers, who plan to develop API synthesis, have to carry out
scientific researches, which would allow optimizing production process for
providing quality of substances and the quality of the medicine as a whole.
Epilepsy is a neurological disease that affects about 9 people per thousand
of population throughout the world. Nowadays, dibenzylamide of malonic
acid (Dibamk) is one of the most promising substances that have
anticonvulsant effect.
Developing of simple in using methods for analysis of the dіbamk with
needed effectiveness is necessary condition for possibility for medical
application of the API. Also manufacturer should development methods of
controlling the entry of starting substances (specifically benzyl amine and
diethyl malonate) in the API for ensuring quality of the drug.
The “ProStar” Varian liquid chromatograph was used in the study. The
chromatography was conducted in the following conditions: Waters
XBridge® C18 column (150mm × 4.6 mm, 3.5 mm particle size); mobile
phase A – phosphate buffer solution with pH 5.5 and mobile phase B
acetonitrile; the gradient program for chromatography was as follows: time
(min) /%; mobile phase А: 0/90; 2/90→35; 5/35; 9/35→90; 12/90; flow rate –
1.2 ml/min; column temperature — 25 ºС; detection was performed at the
wavelength of 254 nm; injection size — 50µL; run time — 15 min. In the
specified conditions the retention time of main substance is about 8
minutes.
The HLPC method of quantitative determination of dibamk is a reliable and
simple method with proper specificity. Therefore, it can be recommended
for use in controlling of the yield of the product in the process of industrial
synthesis as well as for the quantitative content of API in the substance.
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