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Tether-directed synthesis of highly substituted oxasilacycles via an intramolecular allylation employing allylsilanes

Peter J. Jervis and Liam R. Cox*

email: l.r.cox@bham.ac.uk

'H-NMR and "*C-NMR Spectra for the following compounds:
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Peter Jervis Sample 3, 22/11/05 in CDC13 at +27C. set temp

0rx500, Gradient COSYS0
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Current Data Paraseters

NAME nvaep)id
EXPNO 4
PROCNO 1
F2 - Acquisition Parameters
Date_ 20081122
Time 21.24
PROBHD 5 =s TEI H/C
PULPROS cosyop
T 2048
SOLVENT coci3
s 8
os 16
S 4310.345 H2
FIDRES 2.104884 Hz
AQ 0.2376480 sec
L 114
o 116.000 usec
0E 5.50 ysec
TE 300.0 K
%0 0.00000300 sec
01 2.0000000C sec
o413 0.00000300 sec
D16 0.00010000 sec
N 0.00023200 sec
CHANNEL f1
Nt 1H
PO 10.70 usec
L 10.70 usec
L8} 1.00 d8
S0 500. 1318867 MHz
wenesswesses GRADTENT CHANNEL sessenes
GPNAMY SINE. 100
GPNANZ SINE. 100
P4 0.00 %
P2 0.00 %
BPY4 0.00%
2 0.00 %
®11 10.00 %
e 10.00 %
P16 1000.0C usec
F1 - Acquisiticn paraneters
NDO 1
o 812
SFO1 500.1319 Mz
FIDRES B.41862 W2
N 8.648 ppa
F2 - Processing paraaeters
St 2048
F 500.1300233 MH2
NOW SINE
ss8 0
1] 0.00 Hz
-] 0
PC 1.00
F1 - Processing paraseters
14 1024
w2 oF
SF 500.1300233 Mz
L) SINE
838 [}
8 0.00 K2
8 [
20 WA plot parameters
o2 20.00 ca
cxy 20.00 ca
F2PLO €.104 ppm
Fao 3082.99 Wz
F2PHI -0.129 ppa
FaHI -64.41 Wz
FiPLO €.074 ppm
FiLo 3037.86 Wz
FAPHI -0.162 ppa
F1KI -81.25 2
F2PPMOH 0.31162 ppa/ca
F2HIOM 158 85014 Hz/ca
F1PPMON 0.31183 ppa/ca
FUHCH 155 95535 Ha/ce
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Peter Jervis Sample 3, 22/11/05 in CDC13 at +27C, set temp | ; (&
drx500, 6radient CCSYS0 ?‘4 |
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Peter Jervis Sample 3, 22/11/05 in COCI3 at +27C, set temp
drx500, Gradient HSGC
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Peter Jervis Sample 3, 22/11/05 in CDCI3 at +27C, set temp,

drx500, 1D-GOESY
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Peter Jervis Sample 3, 22/11/05 in CDCB at +27C, set temp,

drx500, 1D-GOESY
nOe
L 108
— )
\ h'-
seledlve

J excilation  nv3pj1s/t

nOe

selective L&

;t"g'“’”" nv23pj1d/4/1

A i
W ye
Y 5 ‘}
nv23pj1d/1/1
T T T T T T T T T T T T T
6.0 55 5.0 45 40 35 30 25 20 1.5 1.0 0.5 0.0 ppm
18a



Peter Jervis Sample 3, 22/11/05 in CDCI3 at +27C, set temp,
drx500, 1D-GOESY
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is Sample 3, 22/11/05 in CDCI3 at +27C, set temp,
Peter Jervis SamPp® jx500, 1D-GOESY i
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i mple 3, 22/11/05 in CDCI3 at +27C, set tem 5
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Peter Jervis Sample 07/12/05 in COC13 at +27C, set temp
drx500, Gradient COSY30
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Current Data Paraseters

Navg dcdip)td
EXPNO 2
PROCND 1
F2 - Acquisition Paraseters
Date 20054207
Tine 12.06
INSTRUN
PROBHD S s 18I W/C
cosygo
o 2048
SOLVENT cociz
NS ]
os 16
S 3415.30¢ Wz
FIDRES 1.667627 Wz
AQ 0.2998772 sac
L3 812.7
ow 145,400 usec
o€ 8.50 usec
TE 300.0 K
do £.00000300 sec
[} 2.00000000 sec
43 0.00000300 sec
018 0.00010000 sec
mwe 0.00029280 sec
—————— m 11 snsnnnsnnnnne
Ny 1
PO 10.70 usec
] 10.70 usec
AL 1.00 @8
SFO1 500.1322908 Wiz
BPNANY SINE. 100
PNANZ SINE. 100
Py 0.00 %
P2 0.00 x
6Py 0.00 ¢
e 0.00 %
(24} 10.00 %
72 10.00 %
P16 1000.00 usec

F! -~ Acquisition parsmaters
1

™ 512
SF01 500.1323 Mz
FIORES 6.670509 Wz
S €.829 ppa
F2 ~ Processing paraseters
St 2048
SF 500. 1300238 Mz
o S
ss8 0
Le 0.00 Hx
68 0
PC 1.00
F1 - Processing parameters

s1 1024
ez o
L 500.1300238 Mz
NOW S
S8 0
L8 0.00 K2
68 ]

20 MR plot parameters

20.00 ca

Cxt 20.00 ca
F2PL0 5.740 ppn
Fao 2870.70 Wz
FaPHI 1.12% ppm
Favl1 862.74 Wz
FiPLO 5.733 poa
FiLo 2867.37 W2
FAPHI 1.132 ppm
FiHI 555.04 Kz
F2PPMOM 0.23074 ppm/ca
FaHz0M 115.39980 Hz/ca
FIPFPMON 0.23007 poa/ca
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Current Osts Feremtscs

s S07p) tao
D 3
PR0OR 1
F2 - Acquisition Pereseters
Dete_ 20091207
Tise ne
Peter Jervis Sample 07/12/05 in CDC13 at 427C, set tewp i B~
drx500, Gradient HSGC PULPAROS v igets
n 28
SOLVENT i3
L L)
os 18
- 10,38 M
FIoRES 2.104881 Mz
-a 0.2378480 sec
L4 bl
o™ 146.000 usec
.3 5.50 usec
TE 00K
o8 1450000000
@« 0.00000300 sec
ot 2.00000000 sec
-“ 0.00472444 sec
-l 0.0300000C sec
a3 0.0000030C sac
v o8 000010000 sec
- X
) -1
14 sy e
1‘1’2 v e
2 | —
L]
p2
nt
oL
croPRGR
ne2
”
P
poroR
n2
ne
s

- = 0
~ P
\ -
. \ A :
Vot | :
Aniddaril - 20
fyedesds o :
- - oo
e
- - - mll o
E 40 b
. w1
w2
wn
ozt
w22
e
2
- 60 Fi - Aequisition paresstars
o 4
n 512
w01 125.7968 Wiz
FIoRes 2. nmm
- 174.389 pon
— .
P ————t P F2 - Processing peressters
£ 80 81 ne
* 500.1300233 Wz
e e
s 2
] 0.00 kt
- ]
e .00
Fi =~ Processing pereseters
100 s1
2 1
- 125, 7577540 Wz
o e
5%
) 0.00 M
e -
20 A plot
120 7.0 co
o 17.00 cu
F20 .708 poa
Fa0 2084.78 W
= 0,141 pom
F2q “70.72 e
FIAD 140,162 pom
FiL0 176208
- E ppm FiA 2,014 pom
FIND 2.3 He
FERAN 0.34408 pom/ca
Lo e e L L B B T sy pisgeecntag s
ppn 5 4 3 2 1 0 FLPPMON 8.36448 pon/cn
Foa 1094 89087 Me/cu
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drx500, Gradient HSGC
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Peter Jervis Sample 07/12/05 in CDCI3 at +27C, set temp,
drx500, 1D-GOESY

nOe

selective
excitation dc08pj14d/3/1

& YUY NI PO Yy WY

dc08pj1d/2/1

WMWWJV;W

nOe

2
ER ) L
J
A dc08pj1d/1/1
I T yi T T T T T T T T T T
6.0 55 5.0 4.5 4.0 35 3.0 25 2.0 15 1.0 0.5 0.0 ppm
i &0 15 " Faeoy 115, 3900 Lo 19a
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Peter Jervis Sample 07/12/05 in CDCI3 at +27C, set temp,
drx500, 1D-GOESY
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Peter Jervis Sample 07/12/05 in CDCI3 at +27C, set temp,
drx500, 1D-GOESY
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site

nOe
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Peter Jervis Sample 07/12/05 in CDCIS at +27C, set temp,
drx500, 1D-GOES
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Peter Jervis Sample 07/12/05 in CDCI3 at +27C, set temp,

drx500, 1D-GOESY
nOe
ox T
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/' |"O°A
nOe v o ffd selective

dc08pj1d/10/1 excilation
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