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Determination of Genotoxic Impurities in Escitalopram Oxalate by LC-MS/MS

LIANG Jianmoul, FU Congz, CHEN Yuel(Zhejiang Institue for Food and Drug Control, Hangzhou 310052, China;
2.Zhejiang Pharmaceutical College, Ningbo 317503, China)

ABSTRACT: OBJECTIVE To establish an LC-MS/MS analytical method for the determination of genotoxic impurities in
escitalopram oxalate. METHODS The method was achieved on a Zorbax Eclipse XDB C;g column(250 mmx4.6 mm, 5 um)
utilizing a mobile phase of 20 mmol-L™' ammonium acetate(A)-acetonitrile(B) with gradient elution at the flow rate of
0.8 mL-min~'. The temperature of column was set at 35 ‘C. The Ultimate 3000 HPLC-AB Science 4000 QTrap Tripling Four bar
LC-MS was used to detect ethyl p-toluenesulfonate and isopropyl p-toluenesulfonate(ESI source, in Multiple Reaction
Monitoring positive mode). RESULTS Standard curve was linear in the range of 5-100 ng(=0.999 9). The limit of
quantification of ethyl p-toluenesulfonate and isopropyl p-toluenesulfonate were separately 1 ng and 2 ng. The limit of detection
were 2 ng and 4 ng, respectively. The average recovery of ethyl p-toluenesulfonate and isopropyl p-toluenesulfonate were 99.0%
and 101.0%, RSD were 3.5% and 4.7%(n=9). CONCLUSION The method is convenient and sensitive for the determination of
genotoxic impurities in escitalopram oxalate.

KEY WORDS: escitalopram oxalate; ethyl p-toluenesulfonate; isopropyl p-toluenesulfonate; genotoxic impurities; LC-MS
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Fig. 1 Chromatogram of system suitability solution
1—escitalopram oxalate; 2—ethyl p-toluenesulfonate; 3—isopropyl
p-toluenesulfonate.
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Fig.2 The MS chromatogram and UV chromatogram of escitalopram oxalate
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Fig.3 The MS chromatogram and UV chromatogram of reference solution

A-MS chromatogram of ethyl p-toluenesulfonate; B-MS chromatogram of isopropyl p-toluenesulfonate; C—UV chromatogram of reference solution;
D-MS chromatogram of reference solution; 1—ethyl p-toluenesulfonate; 2—isopropyl p-toluenesulfonate.
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Tab. 1 The Qualitative form of escitalopram oxalate, ethyl p-toluenesulfonate and isopropyl p-toluenesulfonate
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Fig. 4 The MS chromatogram and UV chromatogram of
ethyl p-toluenesulfonate and isopropyl p-toluenesulfonate
reference solution

A-UV  chromatogram; B-isopropyl p-toluenesulfonate(232.0/173.1);
C—ethyl p-toluenesulfonate(201.0/173.1); 1—ethyl p-toluenesulfonate;

2—isopropyl p-toluenesulfonate; concentration: 1 mg-L™".
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Determination of the Content of the Merthiolate in the Bendazac Lysine Eye Drops by Atomic
Fluorescence Spectrometry

CHEN Chao, CHENG Lei, HONG Liya, YU Hui*(Zhejiang Insititute for Food and Drug Control, Key laboratory of
Drug Contacting Materials Quality Control of Zhejiang Provincial 2014E10006, Hangzhou 310051, China)

ABSTRACT: OBJECTIVE To establish an atomic fluorescence spectrometry method for the determination of the content of
the merthiolate in the bendazac lysine eye drops. METHODS Determination of the content of the merthiolate in the bendazac
lysine eye drops by dual channel atomic fluorescence spectrometry after digestion of samples with microwave digestion system.
RESULTS The average content of the sample of 3 enterprises was 0.001%, 0.030%, and 0.001%, respectively, the detection
limit was 0.013 4 pug-L™", the linear range was 0.4—2.0 ug-L™", the correlation coefficient was 0.999 3, and the average recovery
was 99.2%. CONCLUSION Using this method to determine the content of the merthiolate in the bendazac lysine eye drops is
sensitive and accurate, with strong specificity and little interference. It is of practical significance for the control of the content of
merthiolate in the eye drops.

KEY WORDS: atomic fluorescence spectrometry; bendazac lysine eye drops; bacteriostatic agent; merthiolate
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