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General Experimental Methods

All reactions were performed in oven or flame-dried glassware under a
argon atmosphere and stirred magnetically. THF, Et,O and toluene were
distilled from sodium/benzophenone ketyl prior to use. Triethylamine,
diisopropylamine and methylene chloride were distilled from calcium
hydride and stored under argon over 4A molecular sieves. n-Butyllithium
was titrated against diphenylacetic acid according to the procedure of
Kofron and Baclawski.' Other reagents and solvents from commercial
sources were stored under argon and used directly. Melting points were
measured on a capillary melting point apparatus and are uncorrected. Radial
preparative layer chromatography (radial PLC) was performed using glass
plates coated with 1, 2 or 4 mm layers of Kieselgel 60 PF254 containing
gypsum. High-resolution mass spectral analysis (HRMS) was performed at
North Carolina State University. Optical rotations were measured on a
precision automated polarimeter. NMR spectra were recorded on a 300 or
400 MHz gpectrometer. Chemical shifts are reported in ppm. Coupling
constants (J values) are reported in Hertz. IR spectrawere recorded on a FT-
IR spectrometer. Chemical shifts are in ppm units with TMS (0.0 ppm) used
as the internal standard for 'H NMR spectra and the CDCl; absorption of
77.23 ppm for *C NMR.

(i) Kofron, W. G.; Baclawski, L. M. J. Org. Chem. 1976, 41, 1879.



H NMR, 400 MHz, CDCl3
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BC NMR, 100 MHz, CDCl5




H NMR, 300 MHz, CDCl3
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1BC NMR, 75 MHz, CDCl3
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'H NMR { CDCl,, 300 MHz )

*Known compound: See ref. 7
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H NMR, 300 MHz, CDCl3
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'H NMR, 400 MHz, CDCl;
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4 NMR, 400 MHz, CDCl3

Known compound: See ref. 3- (Bleicher, L. S.; Cosford, N. D. P.;
Herbaut, A. ; McCalum, J. S. ; McDonald, I. A. J. Org. Chem. 1998, 63,

1109-1118).
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13C NMR, 100 MHz, CDCl3

Known compound: See ref. 3-
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'H NMR, 400 MHz, CDCl;

Vi SN \
| L .
T T T T T T
9 3 2 1 ppm
¥ ¥ o W e e o e L
.93 1.25 2.421.241.28 4.44 9.80
00 1.14 1.3R/L75 1.27 2.50 3.45

S14



v 09 08 00T 027 0T 09T 08T 002

PR U BN T S S S S T S T T 0 S S S S S S S S S N TS T S A M A S A AR

02

wdd

P ETEN B U R U A SRR AR R

2 €120 ‘ZHIN 00T "HIN D¢

150.989
- - 140.615
. 137.992
98.757
94.548
_77.562
77.244
- 76.933
76.205
68.000
57.156
40.610
35.491
R 32.064
/[ esla1z
29.311
29.084
28.629

S15



—

_ L
T I T
9 8 7
vy v

Pt L L
1.6083
2.28.361.522.812.44

S16



09 0 00T 02T orT 09T 08T
TS ST AN IR AR A RC AN TSI I |

PN T S T N A T Y BN BT

(127

n
o

L

Lol

L

€10A0 ZHIN G2 "HINN O

=
N
151.324
147.978
_ ,138.526
~187.633
121.242
100.085
SR ———.94.103
77.682
77.461
77.256
\76.831
68.772
§7.246
40.673
35.397
32.082
29.424
— 29.351
§£:25.173
28.824
\22.903
\19.675
14.369

S17




