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Determination of 5 Residual Organic Solvents in Pholcodine Crude Drug by Headspace Capillary GC

LIU Sheng-chun',ZHAO Xue-gang’,FENG Ya-hui’, KANG Hai-xia*, HUA Qian-li*, WANG Nai-hao’( 1.Hebei Pro-
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ABSTRACT OBIJECTIVE: To establish a method for the determination of 5 residual organic solvents, methanol, ethanol, ben-
zene, butanol and toluene in pholcodine crude drug. METHODS: Headspace capillary GC was adopted. DB-624 capillary column
was used with nitrogen as carrier gas; column temperature was programmed temperature, and FID was used as detector. The detec-
tor temperature was 250 °C, the inlet temperature was 200 °C, using 0.25 mol/L sulfuric acid solution as medium. RESULTS: The
linear ranges of methanol, ethanol, benzene, butanol and methylbenzene were 60.46-423.25 pg/ml, 100.19-701.32 pg/ml, 0.042-
0.30 pg/ml, 100.36-702.35 pg/ml, 17.71-123.94 pg/ml (»=0.997 7-0.999 9). The average recoveries were 97.0%-105.5% (RSD=
4.50%-6.59% ), and the limits of quantification were 0.02-0.5 pg/ml; residual concentrations of 5 kinds of solvent in 3 batches of
samples were in line with the requirements of Chinese Pharmacopoeia (2010 edition). CONCLUSIONS: The method is rapid, sen-

sitive and accurate, and can be used for the determination of residual solvents of pholcodine crude drug.
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Tab 1 Linear relationship of each solvents

i eI LMEVE, pog/ml r

FH i y=0.193x+0.128 5 60.46~423.25 0.999 9
g =0.062 7x+0.174 6 100.19~701.32 0.999 7
E3 y=3.149 7x+1.671 7 0.042~0.30 0.999 6
T =0.024 2x+0.038 3 100.36~702.35 0.999 0
i S y=0.008 1x+3.422 7 17.71~123.94 0.997 7
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Establishment of Method for Microbial Limit Test of Compound Sulfur Lotion
WANG Hai-hua(Nanning Institute for Food and Drug Control, Nanning 530001, China)

ABSTRACT OBIJECTIVE: To establish a method for microbial limit test of Compound sulfur lotion. METHODS: The plating
method, media dilution method and membrane filtration method were used and the solubilizer polysorbate-80 was added into the so-
lution. The optimal test method was obtained by comparing the recovery rates of test organisms. RESULTS: By plating method, me-
dia dilution method and membrane filtration method (solubilizer wasn’t added into the solution), the recovery rate of Bacillus subti-
lis was less than 70% ; however, by membrane filtration method (the solubilizer was added into the solution), the recovery rate
was more than 85%. The test organisms were successfully detected in the control bacteria test by media dilution method. CONCLU-

SIONS: The method can be considered for microbial limit test of Compound sulfur lotion.
KEY WORDS Compound sulfur lotion; Microbial limit test; Membrane filtration method; Solubilizer
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Tab 3 Results of equilibrium temperature inspection
P U TR
J£.C i LI * T R

80 425955 1327.676  34.008 3 528.580 13 533.997

85 519.118 1627355 33.183  4336.247 13227914

90 730.876 2274542 31940 5837.678 12 637.909
S 3Lk
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