Overman, Roberts and Sneddon—S30

Catalytic Asymmetric Synthesis of
Allylic Thiol Derivatives

Larry E. Overman,* Scott W. Roberts, and Helen F. Sneddon

Department of Chemistry, 1102 Natural Sciences 11, University of California,
Irvine, California 92697-2025, USA

Supporting Information — Table of Contents

Materials and Methods e S1
Experimental Procedures ... S2
NMR SPOCIA, oot reees s seees s eees e ss e essess s e s e es s seesane S16



NMR Spectra.

swr-1-91-2
1H spectrum

7.270

H, 600 MHz,
CDCl;
1c

Overman, Roberts and Sneddon—S31

Current Data Parameters
USER

NAME siR-191-2
2RAGRANERG EXPRO z
EEEE S PROCNO 1

L [ = F2 - Acquisition Parameter
Date_ 20070814
11.05

INSTRUM av00
PROBHD & mm TB1 1H/13
PULBROG 2530
97938
cocisT
H
2

5385 we

0.096178 He

5259 se
103

52,000 us

.00 us

296.0 K
010000600 se:
1

CHANNEL £1 ===
In
1 8.00 us
bt 00 do
s¥01 600.1342009 M
ng pazancters
6553
5P 600.1300294 M
Wou EY
ssB (]
15 0.30 1z
o8
B 1.00

swr-1-91-2
13C spectrum with 1H decoupling

13C, 125 MHz,
CDCl;
11c

12074
5.0
ne
a5

.10

0.0 0.5 ppm
g oo
Gurrent Oata Paraneters
ey scot
R o0
ot 125.7542548 it
eees CHNEL 12 =
o2 altiie
ez "
=3 100,00 vsec
o Ry
oz 2354 8
4w sonzmon e
F2 - processing paraneters
st
& 125.7804150 Wiz
or ]
s o
n o0 ke
@ o
S 200
10 1 plot pacaneters
o 2250 cn
1565
Fip 230,637 pon
o 500560 1
= -10.267 pon
2 -1293.96 e
Powcn s e
et 132910706 e/en

ppm 200



Overman, Roberts and Sneddon—S32

ghmqc ‘
65 5 5. . a0 35 3.0 2.5 2.0 s 10
pen currant tata taxansters
10 10 Him s
Fromo i
15 —— < 15 52 - rcquiaition paramocers
B TosTo8as
2 - 20 Time fn
25 25
30 30
35 - s
10 20
15| 15
———
J . 50
55 55
60 60
6 6
0 70
s 75 S N
a0 105
8
w - - - . - L
95
100
105
110
15 o 115 11 - Acqubeition paranstere
ey e
120 120 Thor 125.2806 iz
Fiones 23310138 na
o 1357564 b
125 JECH undetined
o 130 ¥ - receseing parsmstece
i 5.0 e
10 - wo §2 b
s g-HMQC, 500 MHz, O ——
3 fd
S 125.9800155 oz
CDCl; w0 B okt
155 11c s 8 o
160 160
165 - 165
170 170
65 6 5.0 4 o 3 %0 205 2.0 15 100 pom
Curzent Data parameters
USER Scottr
1H spectrum NANE Swr-124-4
g FEETL BEAPRINNARSEELERRISARAIANS EXENO.
g 85288 A2REEERNRE2EERERRFZAREREER Frocwo 1
i Seedd PEPCQRP PO e i R €2 - neauisition rarameter
N Dae_ 20070527
Tine 18,0
e
PROBHD 5 rm 7RI 1H/17
oLy 2a3
™ 57538
souvent coe1at
g
bs
S 9615385 1z
FIoREs 0.096178 1
o 50928288 sa
&S o6
o 52.000 us
oE &0
™ 296.0 K
o 0.10000000 se
| T H
cecesecs CHANNEL £1 srmxan
1 1
1 v .00 us
) -1.00 a8
H, 600 MHz, sro1 6001332009 1
£2 - Processing parameters
CDCl3 & 55556
s 600.1300287 01
14a o £
sse o
e 030 H2
G o
3 1.00
55 s 85 0 75 70 60 sis s 45 40 35 3.0 25 20 15 1.0 03 vom



13C spectrum with 1H decoupling

Overman, Roberts and Sneddon—S33

Current Data Parameters
USER scott

3 a 3 - P NAME SWR-1-24-4
a8 a @ BEE 2 8% 253 & EXPNO 7
o o ¢ =ae L ama A PROCNO i
h h n T 117 Y 7 F2 - Acquisition Parameter
Date_ 20070928
Tine 816
InSTR
BROBHD 5 nnm broadband
BULPROG 2gde30
™ 5536
souvar coe13
1842
1
g 30303031
FIoaes 0.462388 K2
1.0813540 se.
3251
13,
C, 125 MHz, i
Pl 0:00 an
CDCI Sror 1256949309 i
3
HANNEL £2
4a waleris
1
80.00 us:
“3l00 &
1470 a8
4998274391t
F2 - Processing parameters
st
sF 125.6810767 M
P B
ssB o
ia 1.00 1z
a8 o
e 2.00
Y
20 210 200 150 180 170 Mo 130 120 10 100 s s 70 60 50 & 30 20 10 o pem
ghmqe
5.0 as a0 s .0 25 2.0 15 1.0 a.s
oo
s
10 10 g - acquisition Paramsters
Bace. Zo076077
15 15 Tine )
oSG ETR avigo
FROSD. 5 w71 /13
20 20 mieReo ‘macapat
m i
25 P
20
35
0
a5 < ~>
3 - >
55
50
65
704
75
80
85|
50
95|
100
108
110 110 £ - emssition pazamters
m 250
s 115 S0 150,575 wax
—5 s Fibees 118,013538 He
00.185 pe
120 120 Fvooe o
125 125 F5 - Procesning passmaters
& 600.3200000 iz
10 130 uw =
o 5.00 bz
135 1s 1 S
% 1.00
— -
110
a0 g-HMQC, 600 MHz, £1 - processing parsnscors
105 15 e o
cDCl, -
150 14 150 M asa
5 0.00 1
155 a 155 G o
160 160
165 . 165
170 170
5.0 a5 alo 3ls 30 25 200 s 100 o's pon



Overman, Roberts and Sneddon—S34

Current Data Farameters
USER scoct

1H spectrum v Sur-1-16-3
2 AYREISE HIRINN PERERErEE R ERES 1 k) EXPNO. 4
5 4X28758 A8%302  23InR83E328RRRR EERE S FROCIO 1
s il
. p- i
:
TBSO B fi
"H, 600 MH o8
cnc N
14b S 600.1360598 e
A L
2

00,
T03L
T052
5150
178
T
ERHY
T
083

Current Data Parameters

13C spectrum with 1H decoupling . o o e P

3 a ga B e 3 38 F8 Exeno 5
- - - oo v o o T H Acquisition Parameter

{ | e 132

. v el
TBSO. E 298.1 K

[ !

SP——
13C, 150 MHz, 500 o2
cDCly
14b

2 - brocesatn parmacers

& 4

A "
Ly

220 210 200 150 180 170 160 150 140 130 120 110 100 80 80 70 60 50 w0 30 20 10 o pem



Overman, Roberts and Sneddon—S35

ghmqc
W Min
5.5 X 5.5 5.0 B 4 35 1.0 15 1o 0 00 05
som - Current Data Faramaters
Gee s
o N o o sl
$ FRoco H
> H F2 - Acquiaition Parsmaters
Baca 20070527
. 10 Tine 3550
gt avio
1s 15 HROMD S m1az /i3
it rat
- w ]
20 20 Souve enct
N 2
5 1
25 25 G ase.ef we
Flbuss S350 he
30 30 A0 011058998 sec
B 2020
b 1157200 usec
35 EA 100 rec
H E 26801 X
H sm2 1450000060
“© : 5 0700000300 sac
: o 130000003 0c
as. ; 5 & 0C003a4828 vae
i by 0100003000 1o
i 4230000400 sec
7 0% %— 0 5ie 0100020000 see
DELM 0100272428 rec
55 55 T 0130001755 sae
[ —
0 S
— e e .
7
7 .
5
8 .
90 .
a
® & o
100
108
£1 - Acquisition pacamsters
o H
110 [o) 1o 256
e s S0 1509877 s
Fibres 12810 H
— tp o 1380775 paa
120 s 120 PoworE o
€2 - processing parameters
125 H 9 PoriDaa
: 500.1200000 iz
13 TBSO =
H 5.00 5
I - I ]
S 1.00
100 140 p1 - processing paremaers
& o
165 ° a5 W2
5 150.9028080 stz
g-HMQC, 600 MHz, o Game
150 150 Son
CcDCI i 0.00 s
155 3 155 O °
10 14b 160
165 165
170 10
s 60 5.5 5.0 4 s 30 s i) o5 0o o5 opm
Curzent Data Parameters
UsER Scortr
1H spectrum N SwR-1-60-4
R 85820288 2338 SBRNEITRY ansss § nREgE8s EXPNO 2
g 8838858 23%%  3EBREEIRER EEEH ERELEE Frocro H
& N ; F2 - Acquisition paramecer
Date. 20070526
Tine 17.01
s
PROEHD & rm TBI 1H/13
PULPROG 10,
98074
souvant coctsr
ns.
oS 2
s 9615385 e
FIoRES 0.035042 Bz
A 5099897 s0
] 80
o 52,000 us
9 6,00 us
TIPSO % 25:% ¥
bt 0.10000000 se
™0 ¥
| CHANNEL £1 smmess
1
1 5.00 us-
-1100 aB
H, 600 MHz, 600.1342009 14
CDCI 52 - Processing parameters
3 s1 65536
E 600.1300284 161
14¢c oy &)
ss8 o
i 0.30 Kz
Ge o
(S 1.00
55 9.0 a5 80 75 70 65 &0 s s 4o 2.5 2.0 15 10 05 0.0 0.5 ppm



Overman, Roberts and Sneddon—S36

swr-1-60-2 us
i it
13C spectrum with 1H decoupling . B R . X i e
g 3 4 z s Sevo 3
z : g a Froci i
- - - - - A F2 - Acquisition Parameter
| 30636715
Tine i
| firee cryoion
BRSNS 5 mm cPRCY in-
FiirRos Zaacio
5 e
. Souvar cacts
5 Sia
o i
S
Fiones
ag
@
5
TIPSO o
=
o
o
e
s 2203500000 se.
CHAEL £1 2menn
3¢, 125 MHz,
’ o 15.00 us
ko
CDCl; tas.mmadiih v
14c G, 2 -
255
5002235631
£2 - Processing parameters
&
1257853999 118
4
3
1.00 w2
3
108
|
1 J N "
T a0 a0 s ame o 160 s e a3 130 ado 10 s s 70 e o 40 30 30 10 0 o
ghmgqe
" AR A n
0 6 ) 5o 5.0 s “o o 2.5 1s 1o o
pem. = Current Data Paramets
o st
s S ExeNo 3
10 10 k2 - hcquisition Parameters
— = 5 Dt it
- BOD 5 m e Dk
" DA 20 Bivihee Teacvpst
B s
25 . 25 50 H
H = i
S w016 e
30 . 10 oees 731622 Hr
: i
35 s 8
40 40 e
Torz
&
as - ®
&
i
— = o 0 &
st
55 55 B
:
60 i - 60 = CHAMNEL £ wovsssss
654 pEea— N A 16100 wmc
704 H 70 600.1321026 MHz
s, €2
s s ey
_ . . 1535 usee
. A
s
e & 150.9153920 MHz
04
35
100 X
105
£1 - Acquisition paremsters
o s
1o 10 3B 25
Bos 150,515 s
us ns R
1 - . o
120
120 F2 - Processing parameters
g e
125 TIPSO 128 5 001300085 Wi
= 3
130 130 1y 5.00 Mz
& ]
s - .-
£1 - erocessing parsmsters
o & H
1o S i
5 150.9028085 iz
1 g-HMQC, 600 MHz, 145w s
H
150 CDCl3 150 5 o0 e
155 14c 155
160 . 160
165 165
o s oo S5 %o i o s o 2 o s o o oo



Overman, Roberts and Sneddon—S37

swr-1-86-2 Gurrenc Data Farameters
1H spectrum NANE SWR-1-86-2
- o = EXPHO
g g PROCHO 1
2 - Acauisition Parancter
Date. 20070810
Tima 1545
e avioo
PROBED 5 mn TBI 14/13
PULPROG 2030
™ 9793
SoLveNT coeiy
s

2
S 9615, 985 Hz
FIDRES 0.096178 Hz
A

© 5.0928259 se
RS
o 52,000 ue
b 6.00 us
e 295.0 K
TBDPSO. 1 010000000 se
™o

1 b e
H, 600 MHz, Sror 600.1302005

cDcl, o 123501
14d i 030 m

5.5 5.0 5.5 8.0 7.5 7.0 6.5 s .o 3.5 3.0 2.5 2.0 15 1.0 0.5 0.0 -0.5  ppm
swr-1-82-3C Current Data Parameters
USER scottr

13C spectrum with 1H decoupling

——s0.008
sz

=<

TBDPSO

3¢, 125 MHz,
CDCl4
14d

s 1257804011 w1
wow E7
sse ]
B 1.00 He
o8 ]
k3 2.00




Overman, Roberts and Sneddon—S38

ghmqc

- PP uyrent oaca pasameters
o oo i
2 - acquisition paranecers

— ——ea—
— ———— e R
7 L o
—_— 0 16.00 unee

120 ot 1hY
el A
: ot et
p—— : 130 8 ooy
] e i
¢ o 5 iy
it 1080.05 Senc

B TBDPSO e s s00.120883 e

190 £1 - processing paramecers

g-HMQC, 600 MHz, :

CcDCI 200 4 TG
3 o 000 s
14d ue ®
- 20
230
sa s 70 es 6o ss 5o as a0 3 30 25 20 15 10 pon
HFS-1I1-105-11
02/03/07
1H spectrum g3 IE3EEDEERER S88ESEREEEALIIE 53 H
f e PHN PN GeseesemAnannmm e 2 - earisition barameter
W \l V KM' W ‘ | bace " 20070303
| ine 174
st cryos00
ERCERD 5 e CORE .
s 230
w

H, 500 MHz, i
CDCl4 o sl m

F2 - Processing parameters
st 65536

14e ] 500.2280385 i
E

wow
ssB ]
s 0.30 2
o8 o
Bc .00




Overman, Roberts and Sneddon—S39

HFS-1lI-105-11
7 scorcr
- . ® - o - " urs- 111308 11
13C spectrum with 1H decoupling B B 789 K 3 3
: s HEE s 4 2 PROCNO 1
d ] s H - N heauisition paraneter
e 20070302
| 17,48
| cryoso0
! 5 nm CPTCY 1o
«
10303.031 1z
es3azz
126734470 se
91952
HO. o
NeREST
| o
13,
C, 125 MHz,
CDCl;y
¥2 - Processing parameters
s1
se 125.7804291 04
o B
o
1.00 1z
a
2.00
I o Ll L
195 150 105 180 175 170 165 160 155 150 145 160 135 130 135 120 115 1l0 105 100 S5 90 65 80 75 70 65 60 55 50 45 40 35 30 25 20 15 0 5 0 pm
Current Data Parameters
USER Soort
1H spectrum SWR-1-132-5
FERTEET £3338 2235 22032588 agssd 598 exeio i
EEEI §8388 R&sn 22823888 A%8ER% g3 oNo 1
uT et ISP T 2 - Acquisition Parameter
Ny N2 W N e
[ |
1 w1 -3l00
sFo1 439.8200588 101
H, 500 MHz,
P2 - Processing paramecers
cocl & :
3 SP 499.8250258 1
o £
14f ssp o
15 0.30 1z
s o
rc 2.00
”
) _J N
55 s0 &5 0 7.5 7.0 65 6.0 .;\ 5. o as 30 25 20 1 s o oom




Overman, Roberts and Sneddon—S40

Current Data Parameters
USER

13C spectrum with 1H decoupling " - P “ NAME SWR-1519305
S & £ 8 R3¢ & FER a8 a 2 e 2
" - - " @ - exne bl = ] PROCNO 1
- - - - Enininl - @ e N - F2 - Acquisition Parameter
‘ INSTRUM an500
%
A o
| NCURK 501500000 se
13 T
C, 125 MHz, -
cpel e
3 PCPD2
14f PR
4 Ed
& ool
—— J W] | L
m 1
220 210 200 150 180 170 130 120 10 100 50 70 0 s0 w 30 20 10 o pm
- UL
e - . . . Current Data Parameters
. L ]
B e
— - B, L, s
5 [ %5 F1 - acquisition parameters
i
#
100 100 gpoy 150.9141 Mz
1054 Fios & o i0 16
115 I Fus B
3 N
120 120 @ 2ol
= = g-HMQC, 600 MHz, R T
CDCl,4 0 ashig
s 15 & 0.08 Hz
14f



Overman, Roberts and Sneddon—S41

Current Data Parameters

by
1H spectrum B eatES
gaszscoygeses 2533582 S3505RESRRRZIRREIISEENSs Exmg :
§3558RERER2ES 8833085  ARFREREEREIRECRIZNGBELLE Frocwo i
G G WO T eavtsieion reramter
Baco. Bosiosts
NN N TS\ by i
it
FRGBD. 5w Te1 /13
it i
» 57835
. SOV coiar
I 5
o H
S 9615255 H:
Fibas 3058103 iz
i 576535235 s
% frid
S 52,000 us.
o £50 e
] 25570 &
o 0.20000060 e
0 DO 1
cunme, £1
1 W
H, 600 MHz, n 500 us
i 5100 o
CD.Cl SFor 600.1342005
2v12 £2 - proceasing paranetera
&
149 k3 600.1300252 it
o 1
Y o
i 0.30 5
] o
® 100
|
J e
55 s0 a5 so 15 70 6o ss 50 s 40 3 30 2 20 1 10 o5 00 -0.5 pem
& [ £ R
Cucron: bata paransters
i i st
13C spectrum with 1H decoupling R . N I N uee .
8 2 g 2 BRI 88 EXPNO 5
g g g 3 §5geRde & A3 sy :
13
C, 125 MHz,
CD,Cl,
¥2 - broceasing paransters
& pet
s 125.760351 Mt
o £
Y i
i 1,00z
] 5
i 2.00
Nhpan e . " N
o ato ae  ase  as0 a7 e 1% e 1m0 e  ao 10 s0  s5 70 s  so 4 0 2 10 0 wm



Overman, Roberts and Sneddon—S42

ghmqge
_ 1 UL
6.5 6.0 55 5.0 as s0 15 3.0 2.5 2.0 15 10 05
pon - current outa saraneters
" Lo P i
- hequinition paxameters
20 20 SRS 6w ok ine
Souvar ey
30 _# R - 30 N i
B 3229974 w2
b et
— w0 —— o i Rrtitiely
1507850 unee
— — S S
0 —— & 0750000300
— - ol 18000005
0 50 & §:80005300 sec
o1 150020300 ras
o 300001830 sec
7 o [r—
50 0 60 o
s00.2218443 e
50 0 varp
100
110
— ————
120
130
R - Lao TL- Aewisition paramsters
S s
o 1257037 iz
150 50 oo unbetined "
F2 - processing parassters
£ s
160 | 160 Sp 500.2200000 iz
(¢] i s.of e
170 o0 8 e
e seramatere
g-HMQC, 600 MHz, 4 (e
180 180 w2 el
CD.Cl; g
190 1 49 150 &8 2 ve
200 . 200
L 210
65 5.0 55 5.0 as ao s B 25 2.0 s 1.0 o5 som
Curcent Data raraneters
usER Scottr
1H spectrum NAME SWR-1-135-2
o camman zeo snen 9 Exmio s
g 283588 §R88 gazs H FRocNo H
T LTSS Ty e h F2 - Acquisition Parameter
| Date. 20071601
I Time 11017
INSTRUM avi
PROBED 5 rm TI 18/13
EULPROG 2330
o ™ 57536
souvent coeT
s
oS 2
15385

;
H, 600 MHz, 80 u
CDCl; 13 - Frocessies passmstars
11a ::rm w00.1335388 11

@

060
T,
iz
[
573
1979
TIE
ey




13C spectrum with 1H decoupling

167.97
139.06
115,710

13C, 125 MHz,
CDCl,4
1a

4787
36818
36,764

Overman, Roberts and Sneddon—S43

Current Data Parameters
USER

scottr
N NRME SWR-1-135-2
5 2 ExaN0 s
§ & PROCNO 1
R F2 - Acquisition Parameter
Date_ 20071010
16.09
TR crys500
PROBHD 5 mm CPTCI 1H
PULPR 2gdc30
™ Gsa1s
soLvenT coc13
§S 932
s 3
s 30303,031 Hz
FIDRES 0.453222 hz
a0 1.6794470 se
R 13004
o 16,500 us
o 6.00 us.
TE 298
ot 0.25000000 se.
ai1 0103000000 se.
MCREST 0100000000 se.

0101500000 se.

= CHANNEL £1

13c
15.00 us

-5:00
125.7942548 M1

2354 @
500.2225011 M
¥2 - processing paraceters
se 125.7803992 M1
[
o
B 1.00 1z
o

B3 2.00

T e T e T 1o v ik i ihe e 1 1% e 1k e 115 e 1 10 95 50 5 s 75 v 45 e %5 %o @ 4o % 0 s %0 1l §mm
ghmqc
65 eo s so w s o as o s 1s s
NAME SWR-1-135-2
R ) B :
0 W
e
2 it
20 = - H
30 3 g 0.1057220 sec
g = 2 o83 e
w® :
w = 50 B :
60 60 TN o.
%
w“
- o BB . ol e
fo) 2 "
130 130 groy 150.9179 MHz
— s E
o - ) N 10
150 3o 5
A ———
] - B
g-HMQC, 600 MHz, -
cDCl, = e
11a uo B 2
10 150
AP AR s B ; T e s



Overman, Roberts and Sneddon—S44

Current Data Paramaters
USER 3

F2 - Acquisicion Parameter
Date_ 20071019
15.09

1H spectrum SWR-1-181-2
H 3325388 GR%R seegazesrs 2 358 s Exeo §
§ g235205 &snReN 3EgsagiERs 8 848 B33 Erecno H

S N— i 5
H | 5 52,000 us
TBSO T 29400 &
o 0.10060030 se.
R

cHAMEL f1

T
.00 us:

H, 600 MHz,

1,00 &8
600.1342009 11

coel, I
15 & s00.1300338 14
a won £

1.00

i

T,
008
555,
T
17355
L]
7
5918

Current Data P or
OSER Cortr
A SWR-1-181-2

12

13C spectrum with 1H dgcoupling

H H ] 885 $ 5 g g o8 mowo
5 ﬁ " ne : - b " o M NN PROCNO 1
= s b H A R "7 e2 - acquisition arameter

Date. 200710
i i INSTRUM cryos00
PROBND. 5 nn CPTCH 1Mo
20LER0G Zo0c30
. o et
SoLvent oc1y
s 1726
oS f

30203.031 &z

(o] sak
FIbRES 0.463222 2
20 1.0791635 se
¥ Tises.2
N oW 16.500 us.
oE 200 us.

2535 &

TBSO. b 0.23080000 30
" 3:63000000 e

300000000 50

5:07508056 38

13G, 125 MHz, B i
cocl,
15a

CHANNEL £2 ==mame
waltzig
1

100.00 us

1060 dB

23150 a8
500.2225011 M

2 ing parametors
st

s 125.7804150 M
won M
sse o
LB 1.00 Hz
@ ]
e .00

195 190 185 180 175 170 165 160 155 150 145 140 135 130 125 120 115 110 105 100 95 90 85 8 75 70 & 60 55 50 45 40 35 30 25 20 15 10 5 0 -5 ppm



Overman, Roberts and Sneddon—S45

ghmqe
1 | Ak -
5.0 B 5.0 s W0 15 30 25 2.0 15 10 0.5
pon - Currant ata Paranotars
USER “eotir
— IR
o o FReo 1
Acquirition Paramstars
o Bo087507
10 10 ]
S 1ar D23
macapat
% 20 el
@ D5 16
10 30 Fibees 27585785 e
3 o 011135308 sec
i 3050
B 128387 usec
0 o 2250 &
stz 1450000000
50 -
6
e
0
&
50 3
Ecez 70100 usae
£ 3160 48
Fiis 1315
100 100 SFO2 150.9163505 s
110 10
-
120 120
256
130 130 Foy 1509
Fibrss 128798742 1
- & 320°135 ppm
o 1ap Fscor £
F2 - Proconsing paramsters
& e
B €00.1300000 Wz
150 150w £
TBSO i
iy 5.00 42
& o
160 I 160 5 100
FL - Processing parassters
& o
— e o
170 170 & 350.5028080 iz
-HMQC, 600 MHz ey ]
g s s 5 0.0 ke
180 cDCl, 150 G ]
. 15a 10
oo sls o s a0 is 3o 25 20 s 1o o's oo
Current Data Parameters
USER scoter
1H spectrum SWR-1-156-2
EER R 2 238 EXPNO 2
RBNERRE 8 53 % PROCNO 1
TS T 7T ¥2 - Acquisition Parameter
Date. 20071029
Tine 15.57
HSTRIM
FROBWD 5 mm TBI 1H/13
PULPROG 2930
™ 97938
o - Souvenr coad
KS s
05 2
s 15.385 1z
N FloREs 0.095178 Hz
Boc x 6926259 se.
% 322
| o 52,0500 us
N o8 %
™ 29.0 K
I o 0.10000000 se-
1
censanee CHANNEL £1 =ses:
P i
1 7 8.00 us.
L1 -1:00 B
H, 600 MHz, sro1 600.1312009 1
ing parameters
cbcl, o
se 600.1300288 1
W £
15b 5o o
I 0.30 Wz
B o
B 1.00
A_dn M L J
as s eo s e 50 45 a0 a8 a8 s o8 .5 oom



Overman, Roberts and Sneddon—S46

Current Data Parameters
sz scottr

13C spectrum with 1H decoupling, Yo oasx s e L L 3 I3
& H g 8 833 % (] 38 R oo i
@ @ - ) B8 ~ snes No® S = PROCNO 1
N N N o I - menT - N - N F2 - Acquisition Parameter
Baca. Sob3105s
g
i cryoi00
FRonid. 5 mn coSCE ias
Fothros Sagcio
. et
Souanr Gl
i it
S s0303.01 1z
Fiones St b
i 15150535 se
i 33353
[ 5
i 1535 ue.

eL1 o
sFo1 125.7942548 bE

3¢, 125 MHz,
CDCl; i e

2354
15b 5702 500.2225011 M4
F2 - Processing parameters
s1 6553
§ 125.7804190 M
i Y
ssB o
18 1.00 Kz
E (]
sc 2.00

) N A | .

195 130 185 180 175 170 165 160 155 150 145 140 135 130 125 120 115 110 105 100 5 %0 85 80 75 70 65 60 S5 S0 45 40 35 30 25 20 15 10 5 0 ppm
ghmqc
. PUSY
5.0 7.5 7.0 65 5.0 55 5.0 as a0 s 0 25 2.0 15
s * - - cus it Data Paramet
o PR
0 o oo H
£2 - Acquisition Parameters
Bae. Zed71030
Tin ftae
A 10 mnsTRUM avéoo
Fimoa af
20 20 S cody
i f
B i
S sen1 25 ke
30 . B 30 Fines o e
I 00871013 sec
78 <5
e 2 o 92,400 usoc
w0 a0 2 4
— -
50 5
E L
60 0
2 o
M s00.1327008 iz
—_3 . 1377500 i
LR —
5 e
e
90 50
100 100
10 10
—A D 40.10 %
120 M 120 1000.00 usec
F1 - hcquisition paramstors
e | s o) e f
130 150 256
Sos 150,917
Fibres 1387013596 N
—_ ] - & 360.165 pim
_{ S N— . &
Boc | F2 - Processing paraneters
H i B
N = 600.1300000 Wz
150 B
o
— | 5.00 hz
o
160 100
Processing paransters
— fiih
o
170 150.9028090 MHz
g-HMQC, 600 MHz, G
0.00 e
150 CDCl; 3
190 . 190




