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Determination of residual organic solvents in omarigliptin

by headspace gas chromatography
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Abstract: Objective To establish a method to determine residual solvents in omarigliptin bulk drug. Methods The headspace GC
was performed with DB-5 capillary column with standard of 50 m x0. 32 mm x 0.6 pm. The condition of GC was as follows; the inlet
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temperature was 150 °C ;the injection volume was 0.2 mL with separation ratio of 1:10;the column temperature was programmed with

an initial temperature below 40 °C , maintained for 6 min , then raised to 180 °C with a rate of 15 °C - min "', and maintained for another

5 min. The detector was equipped with FID with a temperature of 240 °C. The carrying gas was N, with the flow rate of I mL « min~".

1

DMF was used as solvent for omarigliptin with the concentration of 200 g + L™". The solution was heated at 100 °C for 30 mins. The

temperature of transferring line was 105 °C. Results  All solvents can be separated completely with good linear relationship in the range
of 10.06 ~2 012 mg - L.™' (ethanol) , 10. 10 ~2 020 mg - L.™" (ethyl acetate) and 1.78 ~356 mg - L.™' (toluene). The average re-
coveries of ethanol , ethyl acetate and toluene were 97.91% (n=9),96.48% (n=9),and 95.58% (n =9) respectively. Conclu-

sions All the results demonstrate that this method is simple, reproducible and accurate enough for the determination of residual sol-

vents in omarigliptin bulk drug.
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