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Determination of Methyl p-Toluenesulfonate and Ethyl p-Toluenesulfonate in Medroxyprogesterone
Acetate by LC-MS

LU Fei', XING Shanshan', WANG Yongz*(I.Xianju People’s Hospital, Taizhou 317300, China; 2.Zhejiang Xianju
Pharmaceutical Company LTD., Taizhou 317300, China)

ABSTRACT: OBJECTIVE To establish a method for detecting genotoxin methyl p-toluenesulfonate and ethyl
p-toluenesulfonate in medroxyprogesterone acetate by LC-MS. METHODS The determination was peformed on XDB-C18
column (50 mmx4.6 mm, 1.8 pm) with mobile phase A(10 mmol-L™" ammonium acetate, adjust pH to 7.0 with aqueous ammonia)
and mobile phase B(acetonitrile). The mass spectrometer was performed in SIM m/z: 187.1, 201.1 by positive monitoring.
RESULTS Both of methyl p-toluenesulfonate and ethyl p-toluenesulfonate were linear in the range of 0.05-5.08 pug-mL™.
LOQ and LOD of methyl p-toluenesulfonate was 0.10 ng and 0.05 ng, LOQ and LOD of ethyl p-toluenesulfonate was 0.03 ng
and 0.02 ng. Their recoveries were 101.6% and 98.7%, with RSDs of 3.46% and 2.22%, respectively. CONCLUSION This
method is applicable to the detection of methyl p-toluenesulfonate and ethyl p-toluenesulfonate in medroxyprogesterone acetate.
KEY WORDS: medroxyprogesterone acetate; methyl p-toluenesulfonate; ethyl p-toluenesulfonate; genotoxic impurities; LC-MS
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A—comparation of before and after heat degradation; B—sample solution
added reference standard; C—standard solution.
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Tab. 1 Results of recovery test (n=9)
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194.90 0.188 0.18 104.2
190.10 0.192 107.2
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ST 215.20 0.370 0.36 103.0
A‘EF; 193.90 0.368 102.2 101.6 3.46
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H 228.40 0.732 0.72 101.6
229.00 0.713 99.0
187.70 0.696 96.6
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ST 215.20 0.354 0.36 98.4
L 193.90 0.350 97.3 98.7 2.22
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H 228.40 0.734 0.72 101.9
229.00 0.715 99.3
187.70 0.695 96.5
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