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General experimental details:

All of the solvents and reagents used were obtained commercially and used as such, unless noted
otherwise. Moisture or air sensitive reactions were conducted under argon atmosphere in oven
dried (120°C) glass apparatus. Diethyl ether and THF were distilled from sodium benzophenone
ketyl, while dichloromethane was distilled over calcium hydride, prior to use. Solvents were
removed under reduced pressure using standard rotary evaporators. Flash column
chromatography was carried out using Silica gel 60 (230-400 mesh), while thin layer
chromatography (tlc) was carried out on Silica Gel HLF, pre-coated glass plates. All yields
reported refer to isolated material judged to be homogeneous by tlc and NMR spectroscopy.
Unless noted otherwise, NMR spectra were recorded with the chemical shifts (8) reported in ppm
relative to Me,Si (for 'H) and CDCI, (for °C) as internal standards respectively.
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& | == 1= = =] F2P -0.559 ppm
g —| == = = = F2 -121.58 Hz
- | PEMCH 0.41015 ppa/cn
HIOH 164.11514 Hzfem
T L L B S e L L S T A I T S L R A I
ppm 7 ' kN z 1 0
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9 Current Data Parametsrs
HAHE TRS-1-5
EXPHD H
PROCHD 1
F1 - Acquisiticn Parameters
Date. 20050203
Time 11.5
L drad 00
PROBHD  § mm QNP 1E/1)
apgil
™ 65534
SOLVENT cocld
S 541
o5 1
Wl 11148, 148 Hz
FIDRES 0.25121] Hz
I 14156276 sec
G 1896.1
™ 21,600 usec
DE 5,50 usec
TE 293.1 K
0 0.15000001 sec
dil 0.93000000 sec
DELTA 0.95000000 sec
MCREST 0.90000008 sec
HCWRE 0.01500000 sec
wsassssa CHANNEL fl 1z
wct e
Pl 11.25 usec
BLL 1.00 dp
SFOL 109.621251] WHz
=sawasss CHANNEL £
CPOPRGE waltzlé
Wl 18
BCPO2 160,00 usec
FLl -4.00 4B
BLLD 16.58 dB
BLLY 17.04 d8
sPO A02. 1116005 WMz
F1 - Processing parsseters
51 65536
SF 100.6127299 Wiz
WW ]
558 []
LB 1.00 M
GB ]
B 149
10 MR plot paraseters
=3 0,00 cm
3 11.00 cm
’ FIp 215,000 pom
Fl 218111 Hz
F1p -5.000 ppm
7] -503.06 Hz

: S S —— : ai o6
pom 200 175 3150 125 100 [ 50 25 0 pril i+ f g
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10 Current Data Parametars
NAME JKS-§4-127
EXPNO 1
PROCHD 1
F1 - hAcquisition Parameters
Date_ 20050506
Time 16.26
INSTRIM drxd00
FROBED 5 mm QNP 1H/L]
PULEROG 230
™ 357852
SOLVENT coeld
5] 1
o8 1
SWH 4789.272 Hz
FIDRES 0.005000 Hz
A 99.3958016 sec
G 128
o 104,400 usec
D 5.50 usec
TE 942 K
ol 1.00000000 sec
MCREST 0.00000000 sec
MOWRE 0.01500000 sec
==2ssssse CHAMNEL fl ssssssss
WcL 16
r Pl 3.15 usec
PLL -4.00 d&
= - SFOL 400,1320007 Mz
F2 - Processing parameters
51 12758
SF 400.1300000 MHz
WOW ™
338 1
18 0.30 Hz
ca 0
v A 2 1.00
*—"J——————-—L—JU—J I LD M plot parameters
ox 20.00 cm
[ 12.50 <m
FLP 7.455 ppa
2 2l =R 1B 1= of g 2 1= Fl 982,81 Hz
£ N = d I b I B 1 F2F -0.178 prm
2 . F2 -71.27 Hz
- Al L A Lt B =l == s 0.38164 ppn/cm
HZCH 152, 70482 Ha/cn
T T e s o e .
opm 14 6 5 4+ 7 3 2 1 S 0 T
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10 Current Data Paraseters
ME-GA-127
EXPND 2
PROCHD 1
F2 - AcQuisition Paraseters
Dace 20050509
Time 16.00
INS TR orea00
PROBMD 5 e OWP IH/1D
PULPAOG 190930
o Y436
SOLVENT meil
NS am
a5 4
SHH 23148, 148 WT
FIDRES 0.31%313 W
0 1. 4196276 sec
aG 28963
aw 21500 usec
3 5.50 usec
TE 24 2%
o 015000001 sec
an 003000000 sec
DELTA 0. 3000000 sec
MCREST 0. 00000000 sec
WA 0.01500000 sec
sanmnans CHANREL {1 sssmmsee
Mt 13
e 11.2% usec
L8] 2,00 a8
S0 100 5232933 Mz
...... s CHINMEL 12 sasunnas
CPOPAGZ waltzig
Iz L]
PCPOZ 100.00 usec
Az -4.00 98
a2 16.58 a8
LNk} 17.00 o8
SFo2 001316005 Mwa
£2 - Processing paraselsrs
5L 5536
& 100 6127290 wip
W Ew
558 L}
8 1.00 Hr
k] o
BL 1.40
10 MR plot parameter:
cx 20.00 co
(4]
FIF
Fl
Lr-4
—T 7 — e —r—————  f?
160 140 120 100 80 0 20 e




