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General Methods

'H NMR and ">C NMR spectra were recorded at 300 MHz and 75 MHz, respectively.
Chemical shifts are reported in 4 units (ppm) relative to tetramethylsilane as an internal
standard. Splitting paterns are reported as follows: (s = singlet, bs = broad singlet, br =
broad, d = doublet, t = triplet, q = quartet, m = multiplet). Coupling constants (J) are
reported in hertz (Hz). All reagents and solvents were purchased from commercial
suppliers and used as received unless otherwise indicated. Solvent removal was
accomplished with a rotary evaporator at ca 10-50 Torr. Column chromatography was

performed using silica gel (230-400 mesh) and ethyl acetate/hexane as eluent.
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514-50

expl stdih BocN Z)

SANPLE DEC. & VT N/ @)
date Apr 3 2004 dfrg 300.069
salvent CDC13 dn Hl @
fite exp dpwr 30

ACQUISITION dof il
sfrg 800.069 dm nnn
tn H1  dmm [
at 1.998 dmf 200
np 17984 PROCESSING
sw 4500.5 wtfile
fb 2600 proc ft
bs 4 fn not used
tpwr 50
pw 7.0 werr react
dl 1.000 wexp
tof 0 whs
nt 128 wnt
ct 40
alock s
gain not used

FLAGS

il n
in n
dp ¥

DISPLAY
sp -746.9
wp 4500.5
vs 950
sC 3
we 250
hzmm i8.00
is 5000.00
rfl 746.9
rfp 0
th 3
ins 100.000
nm cdc ph

_ o
L e LN e e s e s s ey L L N [ B B S s s s s e s s S S S S e
12 11 10 9 7 & 5 4 3 2 i -0 =1 Jpm
o e e e ——
1.85 10.3%9.36 9.40 48 .46

4.69 S.04 5.38 2.55 2.88
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627-13

expl stdilh OH

SAMPLE DEC. & VT
date Jul 21 2005 dfrg 300.069
solvent coc13  dn H1 BocN NH
file exp dpwr 30 /|\

ACQUISITION dof Y
sfrq 300.063 dm nnn
tn H1  dom c 2
at 1.998 dmf 200
np 17984 PROCESSING
sw 4500.5 wtfile
fb 2600 proc ft
bs 4 fn not used
tpwr 50
pw 7.0 werr react
d1 1.000 wexp
tof 0 whbs
nt 128 wnt
ct 40
alock s
gain not used

FLAGS
i1 n
in n
dp ¥

DISPLAY
sp -748.2
wp 4500.5
vs 200
sC 0
wC 250
hzmm 18.00
is 14000.00
rfl 2926.7
rfp 2178.5
th 2
ins 100.000
nm cdc ph

NI A
L S e e e e e e P e e e e e T I e e e e e e S T —
1z 11 10 9 4 3 2 -0 S8 ppm
] e e e
1.45 4.71 23.41 42.18
8.915.64 13,72
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514-52

expl  stdlh (6]
SAMPLE DEC. & VT \%
date Apr 5 2004 dfrg 300.070 HN N [®)
solvent DHSO dn H1 N/
file exp dpwr 30 HCI
ACQUISITION daf 0
sfrq 300.070 dm nnn wo—l—o_
tn H1 dmm c
at 1.998 dmf 200
np 17984 PROCESSING i
sW 4500.5 wtfile
fb 2600 proc ft I
bs 4 fn not used I
tpwr 50 1
pw 7.0 werr react 4
d1 1.000 wexp I
tof 0 wbs i
nt 128 wnt I
ct 40 i
alock s
gain not used
FLAGS
i1 n
in n
dp y
DISPLAY
sp -748.0
wp 4500.5
vs 200
SC 0
WG 250
hzmm 18,00
is 3000.00
rfl 1485.2
rfp 747.2
th 3
ins 100.000
nm cdc ph
[
A
, "
L et e L L L e BN T bt b s ey s s s S B
1z 11 10 3 i -0 -1 ppm
U N S S—
14,08 15.32
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