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Experimental Section

General: Reactions were carried out in oven-dried glassware under nitrogen
atmosphere. All commercial reagents were used without purification, and all solvents
were reaction grade. 2-Propanol was freshly distilled from calcium hydride. All reaction
mixtures were stirred magnetically and were monitored by thin-layer chromatography
using silica gel precoated glass plates, which were visualized with UV light and then
developed using a solution of anisaldehyde. Flash column chromatography was carried
out using silica gel (230-400 mesh). 'H NMR and *C NMR spectra were recorded on a
400 MHz NMR spectrometer. Deuterated chloroform was used as the NMR solvent.
The chemical shift values (8) are reported in parts per million relative to the residual
signals of these solvents (CDCls: & 7.24 for 'H and & 77.0 for "°C). Infrared spectra

were recorded on a FT-IR spectrometer using two sodium chloride plates.
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4b

2907.94

OH

1426.42
1423.46

L

666.10

‘\—\

191171

86.252
89.867
600.000

489.157

368.00

360.92
363.

67

,,\2\( LI Iy

o

g _ T
2.0 1.5 1.0

0.5 ppm

Current Data Parameters

NAME RTK-2-ethylbutanol
EXPNO 1
PROCNO L

F2 - Acquisition Parameters
Date 20120412

Time 14.34
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30

TD 65536
SOLVENT CDC13

NS 16

DS 2

SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 99.16.

DW 60.800 usec
DE 6.50 usec
TE 292.8 K

D1 1.00000000 sec
TDO il
======== CHANNEL f1l ========
NUC1 1H

P1 15.00 usec
PLWL 12.60000038 w
SFO1 400.1324710 MHz
F2 - Processing parameters
SI 65536

SF 400.1300070 MHz
WDW EM

SSB 0

LB 0.30 Hz
GB 0

BE 1.00

- 845 -
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Current Data Parameters

NAME RTK-2ethylbutanol
Sab N > < N EXPNO 2
M A “ 5 a PROCNO 1
~ o < ) o S
B e = o = F2 - Acquisition Parameters
~ Date 20120418
Time 16.11
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
TD 65536
OH SOLVENT cpel3
NS 256
DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
h—u RG 186.53
DW 20.800 usec
DE 6.50 usec
TE 292.7 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1,
======== CHANNEL fl ========
NUC1 13¢
Pl 9.98 usec
PLW1 52.09999847 W
SFO1 100.6228293 MHz
======== CHANNEL f2 ========
CPDPRG2 waltz16
NUC2 1H
PCPD2 90.00 usec
PLW2 12.60000038 W
PLW12 0.34999%99 w
PLW13 0.28349999 w
SFO2 400.1316005 MHz
F2 - Processing parameters
SI 32768
SF 100.6127690 MHz
WDW EM
SSB
LB 1.00 Hz
GB
PC 1.40
A i J \

75 70 65

60

55

50

45

40

35

30

25

20

15

10 5 ppm
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Current Oats Parameters
OI NAME mar-12
EXPND 13
PROCND 1
F2 - Acgquisition Parameters
Date_ 20120308
Time 8.49
INSTRUM spect
PROBHD S am Dual 13C/
PULPROG © 2930
0 32788
SOLVENT COC13
NS 32
0s 0
ShH 8223.BBS Hz
FIDRES 0.250967 Hz
4@ 1.9923444 sec
RG 203.2
D 60.800 usec
DE 6.00 usec
TE 29B8.2 K
04 1.00000000 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec
sm====== CHANNEL f1 ========
NUC1 1H
Pl 11.00 usec
PL1 ~2.00 dB
5F01 400.1324710 MHz
F2 - Processing parameters
£ 16334
SF 400.1300074 MHz
viDW EM
1 558 0
LB 0.30 Hz
o8 0
B 1.00
10 NMR plot parameters
ﬁ X 30.00 cm
CY B.00 cm
h FiP 8.100 ppm
— F1 3241.05 Hz
| FepP ~0.100 pam
F2 -40.01 Hz
3 2 =l 1=H8B o PPMCH 0.27333 ppm/cn
Z - o woflelles B HZCHM 109. 36887 Hz/cn
2 b= =128 S
< & sl 12 = &
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Current Data Parameters

NAME mar-12
EXPNO 14
PROCND 1

F2 - Acquisition Parameters

Date_ 20120308
Time 16.18
INSTRUM spect
PROBHD 5 mm Dual 13C/
PULPROG z9pg30
0 85536
SOLVENT €DhC13
NS 2048
D3 2
SWH * 3iB47.133 Hz
FIDRES 0.485948 Hz
AD 1.0289652 sec
RG 3649.1
D 15.700 usec
DE 6.00 usec
TE 298.2 K
D1 2.00000000 sec
d11 0.03000000 sec
DELTA 1.89929998 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec
CHANNEL f] ===s=====
13C
10.50 usec
PL1 -1.00 dB
SFD1 100.6254358 MHz
======== CHANNEL 2 ========
CPDPRG2 waltzi6
NUC2 1H
PCPD2 105.00 usec
PL2 -2.00 d8
PL12 18.00 dB
PLi3 20.00 dB
SFo2 400.1324708 MHz

F2 - Processing parameters

ST 32768
SF 100 :6127290 MHz
WOW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

1D NMR plot parameters

Cx 30.00 cm
cY 15.00 cm
F1P 160.000 ppm
F1 16098.04 Hz
Fap -5.000 ppm
F2 ~503.06 Hz
PPMCM 5.50000 ppm/cm
HZCM 553.37006 Hz/cm
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2907.22

21196.35
2194.91
2193.43
2191.95
2190.47
2188.95
2187.51

OH

CLONODODAIAHAMI MM WO
M HATOWN MO O O Current Data Parameters
s e dad e g gy NAME RTK-861
VOIS FIIONAAO OO EXPNO 1
00 00 00 00 00 0 O W) ) ) ) T PROCNO 4
F2 - Acquisition Parameters
Date 20120418
Time 14.44
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
TD 65536
SOLVENT €pcl3
NS 16
DS g
SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 99.16
oW 60.800 usec
DE 6.50 usec
TE 291.4 K
D1 1.00000000 sec
TDO 3.
======== CHANNEL fl ========
NUC1 1H
Pl 15.00 usec
PLW1 12.60000038 W
SFO1 400.1324710 MHz
F2 - Processing parameters
SI 65536
SF 400.1300077 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
BC 1.00

A W
0 [=2] ™0 N
o w0 ™| |0
~ -2} N (M <t
0 o «— |0
[=2] o (=<2

L - N[

100729 — —

99.817

302.187
300.000

T

T
7.5

R N B B B B

— T

7.0 6.5 6.0 5.5 5.0 4.5 4.

o

3.5 3.0 2.

o

2.0 1.5 1.0

0.5 ppm

- S55-



147.781

OH

117931

77.346
794831
77.028
76.711

<

——66.033

——43.355
——40.892
—37.960

_—31.623

T=31.129

—26.132

— 21,128

130

120

20

Current Data Parameters

NAME RTK-856
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20120416

Time 22i..39
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30

TD 65536
SOLVENT EDEL3

NS 1024

DS 4

SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 186.53

DW 20.800 usec
DE 6.50 usec
TE 292.8 K

D1 2.00000000 sec
D11 0.03000000 sec
TDO a3
======== CHANNEL fl ========
NUC1 13C

Pl 9.98 usec
PLW1 52.09999847 W
SFO1 100.6228293 MHz
======== CHANNEL f2 ========
CPDPRG2 waltzl6

NUC2 1H
PCPD2 90.00 usec
PLW2 12.60000038 W
PLW12 0.34999999 W
PLW13 0.28349999 w
SFO2 400.1316005 MHz
F2 - Processing parameters
ST 32768

SF 100.6127690 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

PC 1.40
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