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Abstract: The objective of this paper was to describe the development and validation of a
novel liquid chromatography / tandem mass spectrometry (LC-MS/MS) method for the
determination of Febuxostat in human plasma using febuxostat-d9 as internal standard (IS).
An API-4000 triple quadrupole mass spectrometer operated in MRM mode was used for the
selective quantification of Febuxostat in human plasma. Sample extraction utilizes protein
precipitation (PP), followed by analyte and the IS were chromatographed on a C18 column
using an isocratic mobile phase composed of 5mM ammonium formate and acetonitrile
(20:80, v/v) pumped at a flow rate of 1.0 mL/min. Precision and accuracy of the method was
determined using five analytical batches in the concentration range of 15.0-8000 ng/mL. All
the validation experiments were carried out as per the US FDA guidelines and results met the
acceptance criteria. The developed method was rapid with a total chromatographic run time of
2.0 min.
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