RP-HPLC % — FUk JE BRF R 2 o e oo
DEB I BEE TR AT A (WAL ES TV FRFFE 25010120 K4 k254
FELLE,FE 0103 LARFHENE, LA BT 276037)

FE 4SS RI27.11;R988.1 TERERER A
DOI  10.6039/j.issn.1001-0408.2013.25.21

XEHS 1001-0408(2013)25-2363-03

W OE AWM. 2N _RAARERHBEYHEENRAS TN T E. FE RARLMBREME#EFE, &4 A Shimadzu
VP-ODS, 7348 %4 P BE-7K (50:50) , i ik A 1.0 ml/min, #0] 9% K % 240 nm, #AEF 4 15 pl. 4R ZFRAEREG S Aadrdah o &
A 2.50, = FLE B Ml R Bk E &M B Y 1.126~9.008 mg/ml(#=0.999 9) , 45 % 5 44 7 X35 49 RSD 451 4 0.03% (n=
6).0.11% (n=7) , ¥ FEFe & Z IR H 4 56.3.281.5 ng, 3BT H LXMW RAEEHH 4 029% .023% .0.19% ., it A7k
FAR R EA, TR T ROR BB B35 b £ e

FER RS RORA &k s AR JRES ; RoRh2h s R R R

Determination of Related Substances in Difluprednate Crude Drug by RP-HPLC

FENG Guang-ling"*, FENG Ai-guo’, DING Wen-juan’, KONG Xiang-yu"*, LIU Xian-hua'*(1.Shandong Institute
of Pharmaceutical Industry, Jinan 250101, China;2.Shandong Provincial Key Laboratory of Chemical Drug, Ji-
nan 250101, China;3.Shandong Linyi Botanical Garden, Shandong Linyi 276037, China)

ABSTRACT OBJECTIVE: To establish the method for the content determination of related substances in difluprednate crude
drug. METHODS: RP-HPLC method was adopted. The determination was performed on Shimadzu VP-ODS column with mobile
phase consisted of methanol-water (50:50) at the flow rate of 1.0 ml/min. The detection wavelength was set at 240 nm, and injec-
tion volume was 15 ul. RESULTS: The separation degree of difluprednate with adjacent peak was 2.50. The linear range of diflu-
prednate was 1.126-9.008 mg/ml (»=0.999 9), and RSDs of precision and stability tests were 0.03% (n=6) and 0.11% (n=7).
The limits of detection and quantification were 56.3 ng and 281.5 ng. The contents of related substance in 3 batches of samples
were 0.29% , 0.23% and 0.19%. CONCLUSIONS: The method is simple and accurate, and it can be used for the determination of
related substances in difluprednate crude drug.
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Fig2 HPLC chromatogram of system test
A. test sample solution a; B. test sample solution b; C. solution control
solution; 1. difluprednate; 2. excipients (sorbic acid)
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Fig3 HPLC chromatogram of specification test
A. solution destroyed by acid; B. solution destroyed by base; C. solution
destroyed by high temperature; D. solution destroyed by oxidation; E.
solution destroyed by high light; 1. difluprednate
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Determination of Total Nitrogen Content in Woodlouse Polypeptide Tablets by Kjeldahl Method
LUO Mei-lan, DING Zhi-jun, LIAO Yin-gen, GAN Hui-qun(Dept. of Pharmacy, Jiangxi Provincial Skin Special-
ty Hospital, Nanchang 330001, China)

ABSTRACT OBIJECTIVE: To establish the method for determination of total nitrogen content in Woodlouse polypeptide tablets
and to develop the limit of nitrogen content in the preparation. METHODS: After digesting the samples (420 °C, 60 min) and dis-
tilling, Kjeldahl method was used to determine total nitrogen content in Woodlouse polypeptide tablets. RESULTS: The mean recov-
ery was 98.89% (RSD=0.78% ), and RSD of repeatability test was 0.88% ; average total nitrogen content of 3 batches of samples
was 5.09%. CONCLUSIONS: The method is reliable and reproducible, and can be used for the quality control of Woodlouse poly-
peptide tablets. Toal nitrogen content per tablet is no less than 17.12 mg.
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Tab 1 Results of recovery tests(n=9)
KF AR, mg W, mg  FCR, % FIREICER, % RSD, %

% 4.09 4.13 100.98
4.09 4.10 100.24
4.09 411 100.49
G 5.11 5.10 99.80
5.11 5.16 100.98 100.2 0.56
5.11 5.11 100.00
= 6.13 6.10 99.51
6.13 6.10 99.51
6.13 6.13 100.00
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