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Oxidation of the aldehydes to the carboxylic esters for HPLC analysis: 
                                                                                                                                         
 

                  

R

O

COOMe

COOMe

H

R

O

COOMe

COOMe

OMe

 
 

Representative procedure: 0.10 mmol of aldehydes (addition products) were diluted with 3.0 mL 

t-BuOH, and then 3.0 mL of 1 M NaH2PO4 (aq.) and 3.0 mL of 1 M KMnO4 were added 

successively. After 5 min of vigorous stirring 5.0 mL saturated NaHSO3 was added and the pH 

was adjusted to approximately 3 with 1 M HCl. The resulting mixture was extracted 3 times with 

10 mL EtOAc, the combined organic layers were washed with 10 mL of water and 10 mL brine, 

and dried over MgSO4. The organic layer was concentrated in vacuum and the residual acid was 

dissolved in 2.0 mL toluene and 5.0 mL MeOH. TMSCHN2 (2.0 M in n-hexane) was added 

dropwise until the yellow colour persisted. The solution was stirred for an additional 10 min and 

quenched with a drop of concentrated AcOH. The solvents were evaporated under vacuum. The 

crude product was was purified by column chromatography on silica gel to yield the 

corresponding carboxylic ester. 
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