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Polymorphism in cocrystals is gaining interest because of the increasing interest in pharmaceutical cocrystals [1,2]. In this work, we 

report a 1:1 cocrystal of a BCS class 2 NSAID drug, niflumic acid (NIF), with caffeine (CAF) which exists in two polymorphic forms. 

Liquid Assisted Grinding (LAG) was used as a mechanochemical synthetic tool. Attempts to produce cocrystals by LAG led to the 

formation of polycrystalline material. Both the polymorphs were characterized in the solid state by diffractometric, spectroscopic and 

thermal methods. Recrystallization by slow solvent evaporation was carried out when the above-referred techniques strongly suggest 

the formation of a new solid form. In those cases where crystals were obtained, single crystal X-ray diffraction experiments were 

performed. Crystal structure analysis suggests that the NIF molecules in both polymorphs adopt different conformations but exhibits a 

common hydrogen bonding motif. Thermal analysis suggests that the polymorphs are related enantiotropically. Our work is completed 

with additional stability studies performed at controlled relative humidity conditions and followed by PXRD. 
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