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Determination of Residual Organic Solvents in Finasteride Raw Materials by Headspace Capillary Gas Chro-
matography

GUO Wen-xian, GU Peng-cheng, LI Qin-geng(College of Pharmacy, Chongging Medical University, Chongqing
400016, China)

ABSTRACT OBJECTIVE: To establish the method for the determination of 4 residual organic solvents in finasteride raw materi-
als, i.e. methanol, acetone, chloroform and methylbenzene. METHODS: Headspace gas chromatography was adopted. The residual
organic solvents were separated on Phenomenex ZB-624 capillary column using dimethyl sulfoxide as solvent by temperature pro-
gramming. FID was used as detector with a temperature of 250 °C. The inlet temperature was 200 °C. N, was used as carrier gas
with split ratio of 5:1. With headspace sampling, equilibrium temperature was 80 °C and equilibrium time was 45 min. RESULTS:
The linear ranges of methanol, acetone, chloroform and methylbenzene were 12.0-1 200, 10.0-1 000, 1.20-120 and 1.78-178 ng/
ml (=0.999 6~0.999 8), respectively. Recovery rates were 94.7%-97.5% (RSD<2.1% ); the detection limits were in the rang
of 0.021 6 to 10.93 pg/ml. Residual amount of 4 organic solvents in 5 batches of samples were in line with the requirements of Chi-
nese Pharmacopeia (2010 edition). CONCLUSIONS: The method is sensitive and reproducible. It can be applied for the determina-
tion of the residual organic solvents in finasteride raw materials.

KEY WORDS Headspace capillary gas chromatography; Finasteride; Raw materials; Organic solvent; Residual
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Fig1l GC chromatograms
A. reference substances solution; B. sample solution; 1.methanol; 2. ace-
tone; 3. chloroform;4. methylbenzene
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Tab 1 Regression equation and linear range of each solvent

(n=6)
R 258 [EVEpyE LML, pg/ml r
FP it A=0.349 7¢+0.904 5 12.0~1 200 0.999 6
PR A=2.3059¢+1.488 4 10.0~1 000 0.999 6
SEHMBE A4=7.0225¢+2.259 5 1.20~120 0.999 8
AR A=61.99¢+1.762 7 1.78~178 0.999 7
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Tab 2 Results of recovery rate tests(n=3)

R AR IR, % _ %ifjliltlﬂz RSD,
AT kP =K 2, % %
FH 2 93.62 95.02 101.32 96.7 1.5
P 87.62 93.94 102.67 94.7 2.1
= P 90.49 97.42 103.16 97.0 1.1
R 99.41 99.56 99.41 97.5 1.9
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Determination of Particle Size of Acitretin Crude Drug by Laser Light Scattering Method
WU Yun, SUN Xiao-lu(Chongqing Huapont Pharm. Co., Ltd., Chongqing 401121, China)

ABSTRACT OBIJECTIVE: To establish a method for the determination of particle size and distribution for acitretin crude drug.
METHODS: Malvern Mastersizer 2000 laser size analyzer, Hydro 2000 MU wet autosampler were used, the light scattering meth-
od for the determination of particle size and distribution of Chinese Pharmacopeia was adopted to analyze the particle size of acitre-
tin crude drug and then methodological study was carried out. The conditions of determination were: pump speed: 1 500 r/min, ob-
scuration: 5%-15% , measurement time of background and sample: 5 s, sample RI: 1.569, sample Al: 0.01. RESULTS: RSD of
methodological study d(0.5) was lower than 3%, and that of d(0.1) and d(0.9) were lower than 5%. All the d(0.1) of 4 batches
of acitretin drug substance were less than 5 um, the d(0.5) were less than 10 pm and the d(0.9) were less than 20 um, which
were all in line with the requirements of Chinese Pharmacopeia. CONCLUSIONS: The method is simple, accurate and producible,
which is suitable for the particle size control of acitretin crude drug.

KEY WORDS Analysis of particle size; Laser size analyzer; Acitretin crude drug
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