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Theproparatlon ofrmdiumandh.ighua~wnight ddehyde~andketoneafromthecor- 

reapn~nitro aompounda by the lief reaetioniaumallyamuahloweryieldpmcelu than that 

forlormbouhr~ightanalo~, preaumblybmoauae of the lnmolubility of thenitr~nate axbm 

and/or tha aci-nitro oompoundintha aqueoue~reaotionmdium.~ Thealternakmthodof SoheofuJ 
lik#wino FBquireLl ~tronata alrlonclolubility InroIqhly 0.5 molar 4uwlM IIlqne~iumsulfata 

andhenoe also mffaralouer yielda at highermdwularmighta. The only otherooumnlywed 

method for offooting the nitro to dld&ydo/ketozm oonvemionla thatofNoMumyandMmlton4 

uhiob allow4 the use of a oooolvont, dkbuthoxyethaw, butgivea onlymoderak~elds for the 

prlmarynitrotoa&ieQdeoase. 
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The procedure is illustrated with the preparation of eater acetal be&de a. A aoluti~ 

of 987 w (2.96 mmle) of nltro ester benmmide a5 in 7.0 ml of 0.5 3 mthanolio sodium a~thoride 

(3.5 mole) wae added drum at a rate of 1 drop per second to a solution of 7.0 ml Of Sulfuric 

acrid in 27 ml of mthsaol cooled to -35'. whemtheadditiOnuasaomplete themixturewaa poured 

into15Oml of methylene chloride andwashedwith75ml oficewatersnd 5Om.l of dilute aqueOus 

aodiumbydroxide. The organic layer wss dried over potsssium oarbonate and concentrated $a vMN0 

yielding8lOmg (2.42 amole, 7&) of ester a~etal~~ of high purity. The aoe~tal& could be 

hydrolysedto the appropriate aldehyde inquautitativeyield. 

Use of the conventional (aqueous) Nef reaction or the methods of Soheohr or w gave 

variablelowyields (always below2C$) of inpure aldehyde. 
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