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Effective peak tracking and peak purity assessment during early stages of method development using Mass spectrometry coupled to UV detection.

Xavier Amoyal, Medtechnica Ltd. 5, Efal St., Kiriat Arye 49200 Petah Tikva Israel

Ph: +972 3 925 40 40  xavier_amoyal@waters.com  xavier_amoyal@medtechnica.co.il   

With the coming of new, highly potent, complex synthesis drugs, having low UV range chromophores or small structural differences in their synthesis intermediates, as well as in their degradants, the use of photodiode array detectors does not bring all the spectral information one would like to obtain.  

To alleviate the problem of peak tracking, it is common to build libraries based on the respective UV spectrum of each compound.

Where in some cases UV spectra are unusable for the building of libraries within a selected pH/solvent condition, in others, libraries are irrelevant if used among different pH values.

Peak tracking becomes then a challenge and the use of pulsed Positive/Negative Electro-Spray ionization mode simultaneously coupled to photodiode array detection, allows accurate peak tracking during scouting phases without loss of chromatographic quality, while monitoring of the UV signal for the final method to be run on lesser instruments.  

Furthermore, simultaneous monitoring of the various signals enables an extended and advanced peak purity assessment.

The purpose of this study is to show several method developments from scratch of API (Active Pharmaceutical Ingredient) samples with their impurities and degradants, from scouting to optimization, and how information collected using this technique leads to a robust method, ready to be validated.



