Ims+MeI-1H on 10-08-13

Sample Name:
3a

Azchive directory:
Sample directory:
Fidrile: 3a-18

Pulse Sequence: PROTON (s2pul

Solvent: cdel3
Data collected on: Aug 10 201

Operator: IOE

Relax. delay 2.000 sec
s

OBSERVE  H1, 399.8257242 Mz
DATA PROCESSING

Line broadening 0.3 Hz

FT size 131072

Total time 1 min 17 sec

2892.20
2887.80

1H NMR

2884.28
2877.23
2807.20
2800.26
2793.31
2791.55
2787.64
2779.81
2772.48
2765.04

3

2671.14

2663.32

1326.51
1318.69

Agilent Technologies

10 9

2124
6.07{~
2.00C

1H NMR expansion

Ins+eI-18 on 10-08-13

Sample Name:
38

bata Collected on:
‘Agilent MeR-vanzs400
Archive directory:

sample directory:

Fideile: 3a-1n
Pulse Sequence: PROTON (s2pul)
Solvent: cdel3

Data collected on: Aug 10 2013

Operator: 108

Rolax. delay 2.000 sec

Pulse 15.0 degrees

g, 2.281 sec

idth 6410.3 Hr

16 repetitions

OBSERVE L, 399.8257242 Mz
SSING

Total time 1 nin 17 sec

2092.20

2877.23

2807.20

2791.55

3.007€

2765.08

267110

7.6 7.5 7.4




13C NMR

IMS#MeI-13C done on 11-08-13

Agilent Technologies

308

Agilent-NMR-vnnrs400
Archive directory:

152.284
32.425
14
128.904
123.151
118.826
77.323
77.005
76.686

132.812

sample directory:
FidFile: 3a-13C

Pulse Sequence: CARBON (s2pul)
Solvent: cdel3
Data collected on: Aug 10 2013

Operator: IOE

Relax. delay 1.000 sec
Pulse 45.0 degrees

Acq. time 1.311 sec

Width 25000.0 Hz

512 repetitions

OBSERVE (C13, 100.5362583 Miz
DECOUPLE H1, 399.8277233 Mz
Power 40 dB.

continuously on

WALTZ-16 modulated

DATA PROCESSING

Total time 19 min

b i B 2 I L U B

160 140 120 100 80 60 40 20 PPm

13C NMR expansion

IMS+MeI-13C done on 11-08-13

Agilent Technologies

sample Name
c

Archive directory:

52.280
132.812
132,425
129.215
128.904
123.151
118.826

sample directory:

FidFile: 3a-13C

Pulse Sequence: CARBON (s2pul)
Solvent: cdel3
Data collected on: Aug 10 2013

Operator: I0E

Relax. delay 1.000 sec

512 repetitions
OBSERVE C13, 100.5362583 Mz
DECOUPLE K1, 399.8277233 MHz
Power 40 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Total time 19 min




DEPT (Distortionless Enhancement by Polarization Transfer); Quaternary carbons are suppressed. CH and CHjg carbons up and CH,, carbons down.

Only CH carbon CH and CHj3 carbons up and CH, carbons down

Agilent Technologies

VKS-3a-XA3-Xilup-Xai2down

Sample Name
3a-Xu3-XHup

Data Collected on:
Agilent-NMR-vnmrsd00

Archive directory:

Agilent Technologies

VKS-3a-Xi-only

Sample Name:

234 ¢ 4 8 sample irectory: 388 § 8 sample arectory
ass T FidPile: VKS-3a-xH3-Xiup-Xi2down BB Fidrile: DEPT
Pulse Sequence: DEPT Pulse Soquence: DEPT
solvent: ode solvant: cdels
Dt collected on: Sep 15 2013 Data collected on: Sep 16 2013
Operator: IOE Operator: IOE
Relax. deley 2.000 sec
Relax. delay 2.000 sec e
Pulse 90.0 degrees =300 degrens
Acg: tima:1.311:sec Width 25000.0 B
Width 25000.0 T
1024 repetitions OBSERVE C13, 100.5362583 Mz
omseRvE €13, 100.5362563 iz DEcovPLE 1, 399.8277233 e
DecovPLE 1, 299.6277233 Maz Power 40 a3
Power 40 da on during scquisition
on during acquisition ot during delay
off during delay VALTZ-16 modulated
WLT2-16 Bodutated DATA BROCESSING
DATA PROCESSING Line brosdening 3.0 Hx
Line broadentng 3.0 Bz L e
FT size 65536 foral time mn
Total tine 56 min
T T T T T T T T T Banas T T T T T
- T T T - T o 160 140 120 100 80 60 40 20 ppm
160 140 120 0 20 ppm

IMS+MeI-13C done on 11-08-13

i —
T o -

Azchive directory:
Sample directory:

Fidrile: 3a-13¢

Pulse Sequence: CAREON (s2pul)

Selvane: cdet
{ Data collected on: Aug 10 2013

80

60

77 Rd1kx 'ad1by 1.600 'séc
40  Puise 4s.

o cime T eee PR
width 25000.0
512 repatations
omsERvE C13, 1005362583 Mz
DEcovPLE m1, 3998277233 Mus
Power 40 a8
continuously on

J WALTZ 16 modulated

DATA PROCESSING
Line broadening 2.0 Hz
I size §3536

Total time 19 min

80

60

T T T T
40 20 ppm

80

60

40 20 ppm



2930.05
2922.49

2866.36
2858.58

2822.08

2813.09

2804 .32

2796.98
2777.03

2769.79
2762.34

2716.30

1965.74

'HNMR

IMS+bezyl chloride-1H done on
11-08-13

Data Collected on:
Agilent-NMR-vnmrs400
Archive directory:

sample directory:

FidFile: 3d-1H

Pulse Sequence: PROTON (s2pul)
Solvent: cdel3
Data collected on: Aug 10 2013

Operator: IOE
Relax. delay 2.000 s
Pulse 45.0 degrees
Acq. time 2.281 sec
Width 7183.9 Hz

16 repetitions
OBSERVE ~ H1, 399.8257242 MHz
DATA PROCESSING

Line broadening 0.3 Hz

FT size 131072

Total time 1 min 17 sec

1.85C
2271

6.02{y |
2.00L
1.79-<

Agilent Technologies

"H NMR expansion

1MS+bezyl chloride-1H done on
11-08-13

Data Collected on:
Agilent-NMR-vamr:
Archive directory:

796.98

2804.32
2777.03
2762.34
2716.30

Sample directory:

FidFile: 3d-1H
Pulse Sequence: PROTON (s2pul)
Solvent: cdel3

Data collected on: Aug 10 2013

Operator: I0E

Relax. delay 2.000 sec
Pulse 45.0 degr
Acq. time 2.281 sec
Width 7183.9 Hz

16 repetitions

OBSERVE  H1, 399.8257242 MHz
DATA PROCESSING

Line broadening 0.3 Hz

FT size 131072

Total time 1 min 17 sec




Standard 1H experiment on SS1

Sample Name:
3d-13¢

Archive directory
Sample directory:
FidFile: 3d-13¢

Pulse Sequence: CARBON (s2gul)
Solvent: cdel3
Data collected on: Aug 10 2013

Operator: I0E

Relax. delay 1.000 sec
45.0 de

Aeq. ¢ g
Width 25000.0 Hz
512 repetitions
€13, 100.5362583 Maz
DECOUPLE K1, 399.8277233 Mz
Power 40 dB
continuously on
WALTZ-16 modulated

135.870
134,512

133.487

131.924
128.873

13

128.706
128.532
128.289
128.130
127.500

122,901

il

120.154

76,997
76.678
76.360

322

.708

Agilent Technologies

180 160

140

Standard 18 experiment on SS1

Sample Name:

Archive directory:
Sample directory:

Fiarile: 3a-13¢

Pulse Sequence: CARBON (s2pul)

Solvent: cdel3
Data collected on: Aug 10 2013

operator: ToE

Pulse 45.0 de

1.311 sec

Acq. time
Width 25000.0 Az

delay 1.000 sec
grees

OBSERVE C13, 100.5362583 Miiz
M1, 3998277233 wuz

120

100

80

R e

60

40

ET
20

¥ C NMR expansion

52

70
30,512
33,487

920

128.873

128.130

127.500

501

ppm
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DEPT (Distortionless Enhancement by Polarization Transfer); Quaternary carbons are suppressed. CH and CHjy carbons up and CH,, carbons down.

Only CH carbon

Agilent Technologies

132.288
129.0m
128.896
128.653
127860
123.265
120,511

§

VKS-3d-DEPT-XHonly

Sample Name
3a-DEPT-xH

Archive directory:

T T T
130 120 110 100

VKS-3d-XH-XH3up-XH2down

Sample Name:
3d-DEPT

Data Collected on:
Agilent-NMR-vmrs400

Archive directory:

CH and CH3 carbons up and CH, carbons down

Agilent Technologies

S iz
828z 8 2 2
S g ittt EEEEEE £ :
Sririie
Sequence: DEPT FidFile: 3d-13C-DEPT-XH-XH3 a93aadq
e -
Tmisiare
. reiee 90'0 dasremr
on during acquisition 56" mepatiticng
e o e L
S e M B $ e
Total time 14 min WALTZ-16 modulated
S
T T T T T T - J
90 80 70 60 50 40 30 20 10 ppm ’_]
e i s Wt et
160 140 120 100 80 60 ‘ 40 20 ppm
1:vEs 13034 = oNE TOUNSNO o N -] o 3
s PorazifEsnin i : Ao Technolgies
- 3 Bigiisnis 33
§SEEEY
s e
e s ket
Data collected on: Aug 10 2013 l 1l
,
180 160 140 120 100 80 60 40 20 Ppm
180 160 140 120 100 80 60 40 20 Ppm
r L | T T T T T T T T T T R
180 160 140 120 100 80 60 40 20 ppm



