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Synthesis of f-amino esters using the Reformatsky reaction
with o-amino nitriles
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Experimental section

The 'H oand MC NMR spectra wore vecarded in dente-
rochloroform solutions {except when stated otherwise) on
a JEOL GEX 270 WB spectrometer at 2705 and 63 Az
respectively, Chentical shifts are reported in ppm relative to
tetramet hylsilane in deuterochioroform. except where ot her-
wise specified. IR spectra were recorded on Perkin-Elner
5380 or 457 spectrophotomelers using potassium bromide
dises for solids. or neat liquid films far lignids. Only signi-
ficant 1R bands are quoted. Melting points were determined
on a Electrothermal 3100 melting point apparatus and are
uncorrected. HR mass speetra were determined on a high-
resolution Varian MAT 311 or MS/NS ZabSpec TOF Micero-
mass at 70 eV oor using FARB.

General procedure

To a suspension of zine dust (15.8 g) i dimethoxymethane
{60 mL} under nitrogen. trimethyvichlorosilane was added
(2,80 ml. 0.024 mol) and the resulting mixture was stinred
at room tenmperature for 15 min and then under reflux
for 5 min. The susprasion was cooled. and a solution of
ethy] bromoacerate (27 ml. (.21 mol) in dimethexvmethane
(30 mL) is slowly added at such a rate that the selvent
gently refluxes. After heing heated to reflux for 2 h, e dark
green solution is cooled and the corresponding amina nitrile
1 {0,073 mol} added. The mixture s then stivvedd for 6 k at
roott temperature. The mixture is ponred aver a solution
of NHLCL (40 ml., saturated solotion) and the organic laver
is separated. eliminated under reduced pressure, el 30 ml
of diehloramethame is added. The arganie laver is wiashid
three times with water (20 mlb). dried (Nas5Gy)  nd the
solvent evaparated wnder reduced pressure to give an aily
residue. which is then purified by column chioiatography
(evelohexane fothyl neetates T2 Lo 89505 aned Mevek GOH
silien gel, 700230 nueml)
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