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4.2.3. 3-(p-Tolylamino)cyclohexanone

The catalyst (0.0169 g, 0.026 mmol) and Buli (0.016 mL, 1.6 M)
in dry Et,0 was stirred for 30 min. The solution was evaporated
than cyclohex-2-enone (0.05g, 0.52 mmol) and p-toluidine
(0.056 g, 0.52 mmol) in dry CH>Cl> were added. After being stirred
for 48 h, the reaction mixture was concentrated in vacuo. The res-
idue was purified by column chromatography on silica gel, using
hexane/EtOAc 5:1 as an eluent. '"H NMR (300MHz, CDCls): &
(ppm) 1.70-1.81 (m, 2 H), 2.05-2.11 (m, 2 H), 2.28 (s, 3H), 2.35-
250 (m, 4H), 2.84-2.89 (dd, [=3.6 Hz, J= 10Hz, 1H), 3.80 (m
1H), 6.58 (d, [ = 8.1 Hz, 2H), 7.05 (d, j = 8.1 Hz, 2H). The enantio-
meric excess was determined by HPLC analysis with a Chiralpak
AS-H column (9:1 hexanes/isopropanol, 1 mL/min, 254 nm). Reac-
tion times: (major enantiomer) 27.58 min, (minor enantiomer)
23.66 min.

4.2 4. Ethyl (2-cyano-2-(3-oxocyclohexyl)-2-phenylacetate
Prepared according to the general procedure. A catalyst
(0.0169 g, 0.026 mmol) and LiOPh (0.026 mmol) were added to
the flask and cyclohex-2-enone (0.05g, 0.252 mmol) solution in
CH.Cl> was added. Then the solution was stirred for 5 min and
ethyl 2-cyano-2 phenylacetate (0.098 g, 0.52 mmol) was added.
The reaction mixture was stirred for 48 h under an argon atmo-
sphere. The catalyst was removed from the reaction mixture by
column chromatography on silica gel, using hexane/EtOAc 5:1 as
an eluent. Colorless oil; 'H NMR (300MHz, CDCl3): & (ppm)
1.26-131 (m, 3H), 1.48-1.61 (m, 1H), 1.74-1.96 (m, 2H), 2.03-
226 (m, 2H), 2.34-2.48 (m, 2H), 2.65-2.61 (m, 1H), 2.86-2.95

LIEEND

WX TNET HRICS
L= mzig9d

wR; = 0.159 for all 4889 independent reflections, S = 1.006. All cal-
culations were carried out using the suewxL program.'® Crystallo-
graphic data for (R)-BIMBOL have been deposited with the
Cambridge Crystallographic Data Center. CCDC 794881 contains
the supplementary crystallographic data for this paper. These data
can be obtained free of charge from the Director, CCDC, 12 Union
Road, Cambridge CB2 1EZ, UK (Fax: +44 1223 336033; e-mail: de-
posit@ccdc.cam.ac.uk or www.ccde.cam.ac.uk).
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