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Determination of Acetone and Mesityl Oxide Residues in Pepsin by GC
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Abstract: Objective
in active pharmaceutical ingredients (APIs) of pepsin. Methods

To establish the gas chromatography (GC) method for the determination of acetone and mesityl oxide residues
The samples were prepared with purified water as the solvent and
heated at 85 °C in headspace for 30 min. The chromatographic column was Agilent DB — Wax capillary column (30 m X 0.25 mm,
0.25 pm),the temperature was programmed,the detector was flame ionization detector,the flow rate of nitrogen was 1.0 mL / min,
and the external standard method was used for quantitative analysis. Results The linear ranges of acetone and mesityl oxide were
50 — 400 pg / mL (r = 0.999 4) and 2 — 16 pg / mL (r = 0.999 0) respectively. The limits of detection (LOD) of acetone
and mesityl oxide were 0.03 pg / mL and 0.09 pg / mL respectively, the limits of quantitation (LOQ) of acetone and mesityl
oxide were 0.10 pg / mL and 0.30 pg / mL respectively. In the precision test,the RSDs of peak areas of acetone and mesityl
oxide were 1.85% and 2.16% (n = 6) respectively. The average recoveries of acetone and mesityl oxide were 95.87% and
95.00% with RSDs of 1.24% and 1.90% (n = 9) respectively. Conclusion The method is simple, accurate, separable, sensitive
and repeatable,which can be used for the determination of organic solvent residues in pepsin APls.
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Fig.1 GC chromatograms
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F1 MENKREER(n=9)

Tab.1 Results of the recovery test (n=9)

Baheug) MAZ(ng) WEZ(ng)  EHE(%) X(%) RSD(%)

A B A B A B A B A B A B

5 1L5 250 10 815 20.6 94.80 91.00
518 1.5 250 10 811 210 93.20 95.00
578 115 250 10 819 20,9 96.40 94.00
578 115 500 20 1057 30.4 95.80 94.50

S8 1L5 500 20 1060 30.5 96.40 95.00 95.87 95.00 1.24 1.90
518 1L5 500 20 1062 30.8 96.80 96.50
578 115 1000 40 1548 50.1 97.00 96.50
578 115 1000 40 1539 49.7 96.10 95.50
578 115 1000 40 1541 50.3 96.30 97.00

EAAAR,B AT AR,

Note: A refers to acetone,and B refers to mesityl oxide.
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Tab.2 Results of determination of acetone and mesityl oxide

residues in samples (pg/g,n=2)

IRk RE FRIXAR | SRR AR FRXAR
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