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Determination of 3 Residual Organic Solvents in Alogliptin Benzoate Raw Materid by Headspace GC
XIE Song', XU Ji-ping', YANG Lei’(1.Dept. of Pharmacy, Provincial Hospital Affiliated to Shandong Universi-
ty, Jinan 250021, China;2.Dermatology Treatment Centers of Jinan, Jinan 250022, China)

ABSTRACT OBJECTIVE: To establish a method for detection of toluene, N-butanol and ethannol in alogliptin benzoate raw ma-
terial. METHODS : Headspace gas chromatography (GC) and flame ionization detector (FID) detector were used. The column was
6% cyanopropyl phenyl -94 % methyl polysiloxane capillary column, inlet temperature was 200 “C, detector temperature was 250 °C,
split ratio was 10: 1, flow rate was 1 ml/min with headspace and temperature programmed. The injection volume was 20 pl. The the
organic residual solvents(toluene, N-butanol and ethanol) were calculated by external standard method. RESULTS: Three organic sol-
vents were completely separated within 16 min, and the separation rate was more than 1.5. The linear range were 22.25-178 pg/ml for
toluene (#=0.999 8), 125-1 000 pg/ml for N-butanol (»=0.999 6),125-1 000 pg/ml for ethanol (»=0.998 7). RSD of precision was
lower than 1.36%. Average recovery rates were 98.2% ,101.8% ,98.9% (RSD were 0.6% ,0.7% ,0.9% ,n=9). CONCLUSIONS:
The method is simple and accurate. It can be used for the control of the residual solvents in alogliptin benzoate raw material.
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Fig1 Gas chromatograms

A.reference substance; B.sample; 1.ethanol; 2. N-butanol ; 3.toluene
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Content Determination of Three Main Drugs in Chloramphenicol Sulfone Ointment by HPLC
ZENG Yu-mei, CHEN Fan-hua(Meizhou Institute for Food and Drug Control, Guangdong Meizhou 514071, Chi-
na)

ABSTRACT OBIJECTIVE: To establish a method for the content determination of chloramphenicol, dapsone and dexamethasone
in Chloramphenicol sulfone ointment (CSO). METHODS: RP-HPLC method was adopted. The determination was performed on Agi-
lent ZORBAX SB-Cs column. The mobile phase was 0.1% sodium heptanesulfonate-methanol (70:30, V/V) ; the flow rate was 1.0
ml/min; the wavelength was 272 nm; the column temperature was 30 °C; the injection volumn was 20 pl. RESULTS: In the chro-
matography of test products, there was a good linear relationship of chloramphenicol, dapsone and dexamethasone in the range of
20.12-201.2,10.25-102.5, 0.202 6-2.026 pg/ml, respectively (» were 0.998 7,0.999 9,0.999 9); RSDs of precisien, reproducibility
and stability test were lower than 1.19%. The recovery rate was 99.66% (RSD=0.34% ,n=9),99.84% (RSD=0.41% ,n=9) and
99.94% (RSD=0.49% ,n=9). CONCLUSIONS: The method is simple, fast and can provide reference for the quality control of
CSO.

KEYWORDS Chloramphenicol sulfone ointment; RP-HPLC; Content; Chloramphenicol; Dapsone; Dexamethasone
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