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Determination of 5 Kinds of Residual Organic Solvents in Stiripentol Crude Drug by Capillary GC
SUN Jin-rui"?, YI Xing-lu', LIU Yi-hui', REN Ye-ming' (1.Shandong Institute of Pharmaceutical Industry, Jinan
250101, China;2.Shandong Provincial Key Laboratory of Chemical Drug, Jinan 250101, China)

ABSTRACT OBIJECTIVE: To establish the method for residual organic solvents in stiripentol crude drug, such as ethanol, di-
chlormethane, n-hexane, acetic ether and isopropanol. METHODS: Capillary gas chromatography was used. The determination con-
dition was as follows: (5% ) phenyl-(95% ) methylpolysiloxane as fixation fluid; InertCap 5MS/NP capillary column at 30 °C for
6 min, increased to 180°C with rate of 50 °C/min, maintaining 10 min; flame ionization detector with the temperature of 250 C ;
high purity nitrogen as carrier gas; headspace sampling, heating temperature of 90 °C, heating time of 35 min. RESULTS: The r
in linear ranges of ethanol, dichlormethane, n-hexane, acetic ether and isopropanol were 0.999 6-0.999 8; average recovery rates
were 99.9%-100.3% (RSD=0.99%-2.01% , n=3); the limits of quantitation were 0.145, 0.176, 0.089, 0.448 and 0.445 ng, re-
spectively; only the isopropanol was detected in 3 batches of samples. CONCLUSIONS: The established method is simple and ac-

curate, and it can be used for the control of 5 residual solvents in stiripentol crude drug.
KEY WORDS Stiripentol; Crude drug; Organic solvents; Residual; Capillary GC; Determination
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Fig 1 Capillary GC chromatogram
A. solution control; B. test solution; 1. ethanol; 2. dichlormethane; 3.
n-hexane; 4. acetic ether; 5. isopropanol; 6. DMF
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Tab 1 Linear relationship of 5 residual solvents

AL B B T LUXRFIR r

LI 250.6~749.5 mg/ml A4=1.217 8¢-98.51 0.999 6
ZAMLE 28.99~90.88 . g/ml 4=0.276 8¢—0.55 0.999 8
ke 12.51~38.02 p.g/ml A=18.881 1¢-26.99  0.999 7
LIRCTR 251.5~751.3 mg/ml A=2.2567¢-127.6 0.999 8
S 255.5~959.3 mg/ml A=0.494 1¢+0.79 0.999 6
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Tab 2 Results of recovery tests of 5 residual solvents (% ,
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Improvement of the Determination Method for High-molecular Polymer in Amoxicillin Capsules
JIANG Ting, YUAN Ming-yong, ZHENG Ling-li (The First Affiliated Hospital of Chengdu Medical College,
Chengdu 610500, China)

ABSTRACT OBJECTIVE: To improve the determination method for the high-molecular polymer in Amoxicillin capsules in Chi-
nese Pharmacopeia (2010 edition). METHODS: RP-HPLC method was adopted. The determination was performed on TSK-GEL
G2000SWXL column replacing SephadexG-10 gel column with mobile phase consisted of 0.005 mol/L phosphate buffer solution
(pH 7.0)-acetonitrile (isocratic elution) replacing phosphate buffer solution (pH 8.0)-water (gradient elution). The sample size was
20 pl instead of 100-200 pl, and the column temperature was 25 °C. The detection wavelength was set at 254 nm. RESULTS: The
peak of high-molecular polymer was completely separated from the main peak of amoxicillin; separation rate was higher than 1.5,
and separation time was 20 min around; the number of the theoretical plate was no less than 2 000. The linear range of amoxicillin
was 1.528-21.388 pg/ml (#=0.999 9). The RSD of repeatability test was 1.27% (n=5), and the limit of detection was 6.012 ng.
The number of the theoretical plate of primary method was no less than 700, and analysis time was 50 min around. CONCLU-
SIONS: The new method is of higher column efficiency, more symmetrical peak type, smaller sample size, shorter analysis time,
simpler operation and more reliable results, compared to primary method.

KEY WORDS Amoxicillin capsules; High-molecular polymer; RP-HPLC; Molecular exclusion chromatography; TSK-GEL
G2000SWXL column; Content determination
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