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Establishment and Validation of Microbial Limit Test Method of Cefaclor Suspension
YU Xiao-xia, LIU Chun-xia, YAN Hui-ming (Dept. of Pharmacy, Sun Yat-sen Memorial Hospital, Sun Yat-sen
University, Guangzhou 510120, China)

ABSTRACT OBIJECTIVE: To establish microbial limit test for Cefaclor suspension and to carry out the validation of methods.
METHODS: According to appendix Il of Chinese Pharmacopeia (2010 edition) , microbial limit test which contained routine test
and membrane-filter method was adopted to validate Cefaclor suspension. Recoveries of two methods were compared to make sure
the suitable calculation method. Test results of the test liquid processed generally or processed with f-lactamase were compared to
determine the checking method of controlled bacteria. RESULTS: In routine test, recoveries of bacteria were 0 and those of mould
and yeast were higher than 70% . In membrane-filter method, recoveries of bacteria were higher than 80% by washing in pH 7.0
sterile sodium chloride-peptone buffer solution 400 ml, with 100 ml each time. By membrane-filter method, with f-lactamase, con-
trolled bacteria grew well. The method could effectively eliminate the bacteriostatic action of Cefaclor suspension. CONCLU-
SIONS: The count of mold and yeast in Cefaclor suspension can be determinaed by routine method; bacterial count can be deter-
mined by membrane-filter method; controlled bacteria can be determined by membrane-filter method with f-lactamase.
KEYWORDS Cefaclor suspension; Microbial limit test; Method validation; Routine test; Membrane-filter method; f-lactamase
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Tab 1 Bacterial recovery of routine test( %)
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Tab 3 Validation results of controlled bacteria
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Tab 4 Results of microbial limit tests of samples (CFU/g)
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W OE AWM. Z2INEKRRHAERBELSSRARYRGT E. Fik. RARMBREMEE R, G544 XDB-Cyy, A48
AT EE-19% 0k LB KRR (51:49, VIV) , #ig 4 1.0 ml/min, 4238 4 35 °C, k¥ 4 287 nm, 28R . K 3] 24 i R E &%
JEHE 4 0.012 04~0.481 6 mg/ml(#=0.999 9), K& & ZA& P FH M ZRE-F 3 =Dk & 4 %) % 100.65% .100.10% ,100.69% ,RSD
2 1 0.41% 0.71% .0.24% (n=3) , # M| Fk & F R4 #] % 16,53 ng/ml, M F 3 3Lt FeK K B 24 F 5 4 99.47% .99.53% .
99.38% , XM R # A 1.32% 1.25% 1.2T% . 4 Ay kB ZHES TLBF, TH TRCHE RIS STRA
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Determination of Content and Related Substance of Silybin Raw Material by RP-HPLC
CEN Jing, XU Rui-xiang, XIA Pei-yuan, LYU Shan, CHEN Yong-chuan(Dept. of Pharmacy, The First Affiliated
Hospital of Third Military Medical University, Chongqing 400038, China)

ABSTRACT OBIJECTIVE: To establish a method for the content determination of silybin raw material and its related substance.
METHODS: RP-HPLC method was adopted. The determination was performed on XDB-Cs column with mobile phase consisted of
methanol-1% acetic acid solution (51:49, V/V) at the flow rate of 1.0 ml/min. The column temperature was set at 35 °C, and the
detection wavelength was set at 287 nm. RESULTS: The linear range of silybin was 0.012 04-0.481 6 mg/ml (+=0.999 9). The re-
coveries of low, medium and high concentrations were 100.65% (RSD=0.41% , n=3), 100.10% (RSD=0.71% , n=3) and
100.69% (RSD=0.24% , n=3), respectively. The limits of detection and quantification were 16 ng/ml and 53 ng/ml, respectively.
The contents of 3 batches of silybin were 99.47% , 99.53% and 99.38% , respectively; those of related substances were 1.32% ,
1.25% and 1.27% , respectively. CONCLUSIONS: The method is simple, sensitive, reproducible, and can be used for the content
determination of silybin raw material and related substances.

KEYWORDS RP-HPLC; Silybin; Raw material; Content determination; Related substance
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