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1. Procedure for the synthesis of 3a: 

To a solution of 2-phenylindole 1a (0.518 mmol) and 2-aminopyridine (0.62 mmol) 

and Cu(OAc)2.H2O (20 mol %) in chlorobenzene (5 mL) was added TBHP (1.55 

mmol, 70% aqueous solution) at room temperature and the reaction mixture was 

stirred at 120 °C with a reflux condenser for 2 h. After completion of the reaction, 

observed by TLC, the mixture was allowed to attain room temperature. The reaction 

mixture was poured into water (20 mL) and extracted with ethyl acetate (3 × 15 mL). 

The combined organic layer was dried over Na2SO4 and evaporated under vacuum. 

The resulting crude solid was purified by column chromatography (silica gel 100-200 

mesh) using n-hexane (100%) as an eluent to afford as the red color amorphous solid 

product in 70% yield. 

*Note: The 
1
H NMR analysis of isolated product showed the mixture of two compounds i.e. 

2-phenyl-3H-indol-3-one (3a) and 2-phenyl-4H-benzo[d][1,3]oxazin-4-one (4a) in 10: 3.5 

NMR ratio. We have tried multiple column chromatographies to separate out the mixture of 

3a and 4a. However due to inseparable spots on TLC and highly non-polar in nature, we 

could not isolate them in a pure form. The mixture was directly used for the control reaction 

as described in the manuscript. 
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2. Copies of the NMR and ESI-HRMS data for all the compounds 
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ESI-HRMS analysis of mixture of 3a and 4a 

  
Comparative 1H NMR of a mixture of 3a and 4a with pure intermediate 4a  
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Comparative 13C NMR of a mixture of 3a and 4a with pure intermediate 4a 
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3. Unambiguous molecular structure determination of 3s 

 

 

 

 

 

 

 


