Synthesis of Azepines by a Gold-Catalyzed Intermolecular [4+3]-Annulation
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Current Data Parameters

USER nshapiro

NAME 09-129-noesy-2
EXPNO 11
PROCNO 1

F2 - Acquisition Parameters
Date_ 20080507

Time 19.35
INSTRUM AV-500
PROBHD 5 mm TBI 1H/31
PULPROG noesygpph

TD 4096
SOLVENT CDC13

NS 2

DS 4

SWH 4496 .403 Hz
FIDRES 1.097755 Hz
AQ 0.4555252 sec
RG 88

DW 111.200 usec
DE 7.11 usec
TE 300.0 K

do 0.00010139 sec
D1 4.00000000 sec
D8 0.66000003 sec
Dlé6 0.00010000 sec
INO 0.00022213 sec
MCREST 0.00000000 sec
MCWRK 4.00000000 sec
TAU 0.32890001 sec
======== CHANNEL fl ========
NUC1 1H

Pl 7.60 usec
P2 15.20 usec
PL1 0.00 dB
SFO1 500.2322510 MHz
====== GRADIENT CHANNEL ====
GPNAM1 SINE.100
GPNAM2 SINE.100

GPX1 0.00 %
GPX2 0.00 %
GPY1 0.00 %
GPY2 0.00 %
GPZ1 40.00 %
GPZ2 -40.00 %
Ple 1000.00 usec
Fl1 - Acquisition parameters
NDO 1

TD 128

SFO1 500.2323 MHz
FIDRES 35.171638 Hz
SW 9.000 ppm
FnMODE TPPI

F2 - Processing parameters
SI 2048

SF 500.2300104 MHz
WDW QSINE

SSB 2

LB 0.00 Hz
GB 0

PC 4.00

Fl1 - Processing parameters
SI 2048

MC2 TPPI

SF 500.2300104 MHz
WDW QSINE

SSB 2

LB 0.00 Hz
GB 0
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Current Data Parameters
NAME 09-076-noesy
11

EXPNO

PROCNO 1

DU /u
USER nshapiro

F2 - Acquisition Parameters
Date_ 20080507
Time 19.05
INSTRUM AV-500
PROBHD 5 mm TBI 1H/31
PULPROG noesygpph

TD 4096
SOLVENT CDCI3

NS 2

DS 4

SWH 4496.403 Hz
FIDRES 1.097755 Hz
AQ 0.4556364 sec
RG 88

DW 111.200 use
DE 7.11 use
TE 300.0 K
do 0.00010139 sec
D1 5.00000000 sec
D8 0.52999997 sec
D16 0.00010000 sec
INO 0.00022213 sec
MCREST 0.00000000 sec
MCWRK 5.00000000 sec
TAU 0.26389998 sec
======== CHANNEL f1 =======
NUC1 1H

P1 7.60 use
P2 15.20 use
PL1 0.00 dB
SFO1 500.2322510 MHz
====== GRADIENT CHANNEL ===
GPNAM1 SINE.100
GPNAM2 SINE.100
GPX1 0.00 %
GPX2 0.00 %
GPY1 0.00 %
GPY2 0.00 %
GPZ1 40.00 %
GPZ2 -40.00 %
P16 1000.00 use

F1 - Acquisition parameters
NDO 1

™ 128
SFO1 500.2323 MHz
FIDRES 35.171638 Hz
SW 9.000 ppm
FnMODE TPPI

F2 - Processing parameters
Sl

SF 500.2300104 MHz
WDW QSINE
SSB 2
LB 0.00 Hz
GB 0
PC 4.00

F1 - Processing parameters
Si

MC2 TPPI
SF 500.2300104 MHz
WDW QSINE
SSB 2
LB 0.00 Hz
GB 0
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Current Data Parameters
NAME 09-149A
EXPNO 11
[} , ppm PROCNO 1
DU /u
r USER nshapiro
s F2 - Acquisition Parameters
I I Date_ 20080501
L 4.0 Time 13.22
L - INSTRUM AV-500
L PROBHD 5 mm TBI 1H/31
L PULPROG noesygpph
L TD 4096
SOLVENT CDCI3
- 4.5 NS 1
[ DS 4
r SWH 3591.954 Hz
|:| r FIDRES 0.876942 Hz
r AQ 0.5703524 sec
| - 5.0 RG 60
|:| Elz b DW 139.200 usec
t DE 7.11 usec
5 TE 300.0 K
5 do 0.00012915 sec
- 5.5 D1 5.00000000 sec
Fr'.|1 F L D8 2.09999990 sec
L D16 0.00010000 sec
L INO 0.00027765 sec
K MCREST 0.00000000 sec
L 6.0 MCWRK 5.00000000 sec
- TAU 1.04890001 sec
[ == CHANNEL f1l ========
[ 1H
r 7.60 usec
- 6.5 15.20 usec
r 0.00 dB
F 500.2333515 MHz
5 ====== GRADIENT CHANNEL ====:
@ @ - 7.0 GPNAM1 SINE.100
L GPNAM2 SINE.100
L GPX1 0.00 %
nn D L GPX2 0.00 %
ﬂ @ Eﬂ I GPY1 8.80 %
GPY2 .00 %
@ g u - 7.5 GPZ1 40.00 %
@ [ GPZ2 -40.00 %
[ P16 1000.00 usec
r F1 - Acquisition parameters
I —- 8.0 NDO 1
@ r TD 128
F SFO1 500.2334 MHz
F FIDRES 28.137943 Hz
t SwW 7.200 ppm
- 8.5 FnMODE TPPI
L F2 - Processing parameters
L Sl 2048
L SF 500.2300104 MHz
| WDW QSINE
L 9.0 SSB 2
LB 0.00 Hz
[ GB 0
r PC 4.00
ﬂ - 9.5 F1 - Processing parameters
| r Si 2048
i F MC2 TPPI
m F SF 500.2300104 MHz
r WDW QSINE
n j‘ —10.0 SSB 2
e | | N LB 0.00 Hz
I I I I I I GB 0
9 8 7 5 4 ppm


Nathan
Stamp


O NOoOwWw—HWOWMM>ENWOOOM
\\¢] M N>V FHFANLWODO O
< NNVvVLVVvLVvwLVUNNLLNOO ©
(&) cocor>~>m>b>I>O>IO>DD>D>VLO
T T T T T T T T
8.4 8.3 .2 8.1 8.0 7.9 7.8 7.7 7.6 7.5 7.4 7.3 7.2 7.1 7.0 6. ppm

-

L

3.823

1.554

| 0Bz

PhiF

L B B I e B e e L L B B R B LR |

11

10

.00

9

8

6

5

S-59

4

.09

3

2

1

0

-1

ppm


Nathan
Stamp

Nathan
Rectangle


09799

6"

65°
9L"
S6°
69"
v.L-
81"
ves

v8-°

4ol
“E9T

PAS

8v”

29T —

G8T

80

110 1% 90

160 150 140 130 120

180 170

210 200 190

0 ppm

60 50 40 30 20 10

70


Nathan
Rectangle

Nathan
Stamp


)

Bz

PhdF

- ——

=

Current Data Parameters

usec

MHz
Hz

ppm

MHz

Hz

MHz

Hz

NAME 09-149C-2
EXPNO 11
PROCNO 1
DU /u
USER nshapiro
F2 - Acquisition Parameters
Date_ 2008050
Time 12.43
INSTRUM AV-500
PROBHD 5 mm TBI 1H/31
PULPROG noesygpph
TD 4096
SOLVENT CDCI3
NS 2
DS 8
SWH 3501.401
FIDRES 0.854834
AQ 0.5851016
RG 222
DW 142.800
DE 7.11
TE 300.0
do 0.00013312
D1 5.00000000
D8 2.09999990
D16 0.00010000
INO 0.00028559
MCREST 0.00000000
MCWRK 5.00000000
TAU 1.04890001
======== CHANNEL f1 ====
NUC1 1H
P1 7.60
P2 15.20
PL1 0.00
SFO1 500.2332515
====== GRADIENT CHANNEL
GPNAM1 SINE.100
GPNAM2 SINE. 100
GPX1 0.00
GPX2 0.00
GPY1 0.00
GPY2 0.00
GPZ1 40.00
GPZ2 -40.00
P16 1000.00
F1 - Acquisition parameters
NDO 1
D 128
SFO1 500.2333
FIDRES 27.355888
SW 7.000
FnMODE TPP1
F2 - Processing parameters
S1

SF 500.2300289
WDW QSINE
SSB 2
LB 0.00
GB 0
PC 4.00
F1 - Processing parameters
Sl 2048
MC2 TPP1
SF 500.2300288
WDW QSINE
SSB 2
LB 0.00
GB 0
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Current Data Parameters

NAME 09-132A
EXPNO 11
PROCNO 1

DU /u
USER nshapiro

F2 - Acquisition Parameters
Date_ 20080427
Time 10.21
INSTRUM DRX-500
PROBHD 5 mm BBO BB-1H
PULPROG noesygpph

TD 2048
SOLVENT CDCI3

NS 1

DS 4

SWH 5000.000 Hz
FIDRES 2.441406 Hz
AQ 0.2048500 sec
RG 128

DwW 100.000 usec
DE 7.11 usec
TE 293.0 K
do 0.00008444 sec
D1 6.00000000 sec
D8 2.73000002 sec
D16 0.00020000 sec
INO 0.00019995 sec
MCREST 0.00000000 sec
MCWRK 6.00000000 sec
TAU 1.36380005 sec
======== CHANNEL f1 =======:
NUC1 1H

P1 12.20 usec
P2 24.40 usec
PL1 -5.00 dB
SFO1 500.1327507 MHz
====== GRADIENT CHANNEL ====
GPNAM1 SINE.100
GPNAM2 SINE.100
GPX1 0.00 %
GPX2 0.00 %
GPY1 0.00 %
GPY2 0.00 %
GPZ1 40.00 %
GPZ2 -40.00 %
P16 1000.00 usec

F1 - Acquisition parameters
NDO 1

TD 256
SFO1 500.1328 MHz
FIDRES 19.536135 Hz
SwW 10.000 ppm
FnMODE TPPI

F2 - Processing parameters
Si 1024

SF 500.1300127 MHz
WDW QSIN
SSB 2
LB 0.00 Hz
GB 0
PC 5.00

F1 - Processing parameters
Sl

MC2 TPPI
SF 500.1300128 MHz
WDwW QSINE
SSB 2
LB 0.00 Hz
GB 0
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Current Data Parameters

NAME 09-132B
EXPNO 11
PROCNO 1

DU /u
USER nshapiro

F2 - Acquisition Parameters
Date_ 20080427
Time 11.13
INSTRUM DRX-500
PROBHD 5 mm BBO BB-1H
PULPROG noesygpph

TD 2048
SOLVENT CDCI3

NS 2

DS 4

SWH 5000.000 Hz
FIDRES 2.441406 Hz
AQ 0.2048500 sec
RG 128

DwW 100.000 use
DE 7.11 use
TE 293.0 K
do 0.00008444 sec
D1 4.00000000 sec
D8 2.11999989 sec
D16 0.00020000 sec
INO 0.00019995 sec
MCREST 0.00000000 sec
MCWRK 4.00000000 sec
TAU 1.05879998 sec
======== CHANNEL f1 =======
NUC1 1H

P1 12.20 use
P2 24.40 use
PL1 -5.00 dB
SFO1 500.1330008 MHz
====== GRADIENT CHANNEL ===
GPNAM1 SINE.100
GPNAM2 SINE.100
GPX1 0.00 %
GPX2 0.00 %
GPY1 0.00 %
GPY2 0.00 %
GPZ1 40.00 %
GPZ2 -40.00 %
P16 1000.00 use

F1 - Acquisition parameters
NDO 1

TD 256
SFO1 500.133 MHz
FIDRES 19.536135 Hz
SwW 10.000 ppm
FnMODE TPPI

F2 - Processing parameters
Si 1024

SF 500.1300127 MHz
WDwW QSIN

SSB 2

LB 0.00 Hz
GB 0

PC 5.00

F1 - Processing parameters
Sl

MC2 TPPI
SF 500.1300128 MHz
WDW QSINE
SSB 2
LB 0.00 Hz
GB 0
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Current Data Parameters

L NAME 09-133A
H 8 8 [ 1.0 EXPNO 11
W ] y [ PROCNO 1
8 DU /u
r 1 5 USER nshapiro
) [ F2 - Acquisition Parameters
41 [ Date_ 20080427
1 L Time 12.22
4_ - 2.0 INSTRUM DRX-500
§°y r PROBHD 5 mm BBO BB-1H
47 r PULPROG noesygpph
r TD 2048
L 2 5 SOLVENT CDCI3
) ! b r - NS 1
F DS 4
| H SWH 5000.000 Hz
r FIDRES 2.441406 Hz
[ 3 - 0 AQ 0.2048500 sec
L RG 128
L Dw 100.000 usec
L DE 7.11 usec
5 - 3.5 TE 293.0 K
r do 0.00008444 sec
[ D1 5.00000000 sec
[ D8 1.29999995 sec
L 4 0 D16 0.00020000 sec
L = INO 0.00019995 sec
= MCREST 0.00000000 sec
r MCWRK 5.00000000 sec
[] [ 4 5 TAU 0.64879996 sec
(] — -
| [
4 g - 5.0
r PL1 -5.00 dB
0 [ SFO1 500.1327507 MHz
[ = GRADIENT CHANNEL
L 5 - 5 1 SINE.100
r GPNAM2 SINE. 100
é r 0.00 %
[ 6 0 0.00 %
[ - 0.00 %
L 0.00 %
L 40.00 %
= -40.00 %
- 6.5 1000.00 usec
[ F1 - Acquisition parameters
L NDO 1
| — TD 256
DEE F 7 = 0 SFO1 500.1328 MHz
I:l r FIDRES 19.536135 Hz
& [ SwW 10.000 ppm
_b, [ 7 5 FnMODE TPPI
1’7 L F2 - Processing parameters
5" L S1
¢ F SF 500.1300127 MHz
& - 8.0 WDW QSINE
r SSB 2
{ \ [ LB 0.00 Hz
¢ L GB 0
| l - 8.5 PC 5.00
r F1 - Processing parameters
[ Sl
[ 9 0 MC2 TPPI
“ L - SF 500.1300128 MHz
L WDw QSINE
H 0 b SSB 2
R r LB 0.00 Hz
i - 9.5 B 0
1 [
' g -10.0
A
I I I I I I I I I I
10 9 8 7 6 5 4 3 2 1 ppm
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Current Data Parameters

NAME 09-133B
EXPNO 11
PROCNO 1

DU /u
USER nshapiro

F2 - Acquisition Parameter
Date_ 20080427
Time 14.10
INSTRUM DRX-500
PROBHD 5 mm BBO BB-1H
PULPROG noesygpph

TD 2048
SOLVENT CDCI3

NS 2

DS 4
SWH 5000.000 Hz
FIDRES 2.441406 Hz
AQ 0.2048500 se
RG 128

DW 100.000 us
DE 7.11 usi
TE 293.0 K
do 0.00008444 se
D1 5.00000000 se
D8 1.33000004 ser
D16 0.00020000 se!
INO 0.00019995 se!
MCREST 0.00000000 se!
MCWRK 5.00000000 se
TAU 0.66380000 se
======== CHANNEL 1 ======
NUC1 1H

P1 12.20 ust
P2 24.40 usi
PL1 -5.00 dB
SFO1 500.1327507 MH:
====== GRADIENT CHANNEL ==:
GPNAM1 SINE.100
GPNAM2 SINE.100
GPX1 0.00 %
GPX2 0.00 %
GPY1 0.00 %
GPY2 0.00 %
GPZ1 40.00 %
GPZ2 -40.00 %
P16 1000.00 ust

F1 - Acquisition parameter
NDO 1

™ 256
SFO1 500.1328 MH
FIDRES 19.536135 Hz
Sw 10.000 ppi
FRMODE TPPI

F2 - Processing parameters
Sl 1024

SF 500.1300127 MH
WDW QSINE
SSB 2
LB 0.00 Hz
GB 0
PC 5.00

F1 - Processing parameters
Sl 256

MC2 TPPI
SF 500.1300128 MH
WDW QSINE
SSB 2
LB 0.00 Hz
GB 0
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