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Detection of Ibuprofen, Didofenac Sodium and Indometacin Illegally Added in Traditional Chinese
Medicine Preparation by UPLC-MS/MS

LI Jiong, ZHU Jian, SHEN Guofang, QIU Yijing(Hangzhou Institute for Food and Drug Control, Hangzhou 310017,
China)

ABSTRACT: OBJECTIVE To develop a UPLC-MS/MS method to determine ibuprofen, didofenac sodium and indometacin
illegally added in traditional Chinese medicine preparation. METHODS The analysis was performed by a UPLC-MS/MS
system of Waters ACQUITY UPLC/Quattro Premier, with BEH-Cig(2.1 mmx100 mm, 1.7 pm) column. Multiple-reaction
monitoring(MRM) was performed to identify and quantify ibuprofen, didofenac sodium and indometacin, which were extracted
with methanol by ultrasonic. RESULTS Three linear calibration curves were obtained with #2=0.996 7. The precision of the

method were showed by RSD (#=6) ranged from 1.7% to 4.7%. The recoveries were determinated at three concentrations and
ranged from 95.1% to 104.2%. The ranges of LOQ were from 4.0 pg'mL™' to 11 pg'mL™" and the RSDs (#n=9) of inter-day
precision were from 1.7% to 4.1%. CONCLUSION The method is specific, simple and fast to detect ibuprofen, didofenac
sodium and indometacin illegally added in traditional Chinese medicine preparation.

KEY WORDS: UPLC; MS; Chinese medicine preparation; anti-inflammatory; illegally added
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Tab.1 MS parameters for 3 antitheumatic drugs
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Tab. 2 Linear regression results, LOD, LOQ and reproducibility of 3 antirheumatic drugs
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Tab.3 The recoveries and inter-day precision
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Tab. 4 Qualitative analysis of 3 antirheumatic drugs
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Fig. 1 The masscan and daughter scan of ibuprofen, didofenac sodium and indometacin
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Determination of the Six Residual Organic Solvents in Ambrisentan by GC

ZHANG Lingl, YANG Hualiangl, WANG Jiamingz(] .Department of Pharmacy, Tianjin Central Obstetrics and
Gynecology Hospital, Tianjin 300100, China; 2.Key Laboratory of Industrial Microbial Fermentation of Ministry of Education,
Tianjin University of Science and Technology Biological Engineering Institute, Tianjin 300457, China)

ABSTRACT: OBJECTIVE To establish a method for determination of the six residual organic solvents(methanol, ether,
dichloromethane, ethyl acetate, 1,4-dioxane and N,N-dimethylformamide) in ambrisentan. METHODS Gas chromatography
with headspace sampling was applied in the study. Agilent DB-624 silica capillary column(30.0 mx0.53 mm, 3.00 um) was used.
The inlet temperature was 250 ‘C and the FID detector temperature was 250 ‘C. N, was carrier gas at a column pressure of 2 psi.
The initial temperature was kept at 50 ‘C for 10 min, then the temperature was raised to 200 °C at the rate of 20 “C'min™" and
subsequently sustained for 4 min. FID detector temperature was 300 ‘C. The vial temperature was 100 ‘C, and the vial time was
30 min. RESULTS The linear correlation coefficients of this method for methanol, ether, dichloromethane, ethyl acetate,
1,4-dioxane and N,N-dimethylformamide were 0.999 6, 0.999 2, 0.999 5, 0.999 3, 0.999 3 and 0.999 6, respectively. The RSDs of
precision and repeatability were all <5.0%. The limits of detection were 0.36, 0.034, 0.51, 0.43, 0.45 and 5.27 ugmL™,
respectively. The average recovery were >90%. The sample solution was stable in 24 h. CONCLUSION The analytical method
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