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20100629dibenzyllactone

Sample Name:

Data Collected on:
chemnmr500.chem.buffalo.edu-inovasoo

Archive directory:

Sample directory:

FidFile: PROTON

Pulse Sequence: PROTON (s2pul)

Solvent: cdcl3

Data collected on: Jun 29 2010

Operator: Chemler

Relax. delay 1.000 sec

Pulse 45.0 degrees
Acq. time 2.048 sec

FT size 32768
Total time 0 min 27 sec
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20100629dibenzyllactoneC13
Sample Name:

Data Collected on:
chemnmr500.chem.buffalo.edu-inovas00
Archive directory:

Sample directory:
FidFile: CARBON

Pulse Seguence: CARBON (sZpul)
Solvent: cdcl3
Data collected on: Jun 2% Z010

Operator: Chemler

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 1.042 sec

Width 31446.5 Hz

672 repetitions
OBSERVE C13, 125.6995565 MHz
DECOUPLE H1, 499.9008903 MHz
Power 36 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.5 Hz

FT size 65536
Total time 1 hr, 8 min
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20100628dibenzylalcohol
Sample Name:

Data Collected on:
chemnmr500.chem.buffalo. edu-inovasog
Archive directory:

Sample directory:

FidFile: PROTON

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl3

~
Data collected on: Jun 28 2010 %
~

7.243
7.234

Operator: Chemler

I~

Relax.
Pulse 45.0 degrees
Acq. time 2.048 sec
wWidth 8000.0 Hz
8 repetitions
0BSERVE H1, 499.8984346 MHzZ
DATA PROCESSING
FT size 32768
Total time 0 min 27 sec

7.260
7.256
—7.250

7.262

delay 1.000 sec ™~

—.7.231

7.211
——7.208
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20100628dibenzylalcoholC13

Sample Name:

Data Collected on:
chemnmr500.chem.buffalo.edu-inovas00o

Archive directory:

sSample directory:

FidFile: CARBON

Pulse Sequence:

Solvent: cdcl3
Data collected on: Jun 28 2010

CARBON (s2pul)

Operator: Chemler
Relax. delay 1.000 sec
Pulse 45.0 degrees
Acq. time 1.042 sec
Width 31446.5 Hz
512 repetitions
OBSERVE C13, 125.6995603 MHz
DECOUPLE H1, 499.9008903 MHz
Power 36 db
cont inuously on
WALTZ-16 modulated
DATA PROCESSING
Line broadening 0.5 Hz
FT size 65536
Total time 34 min

3.3486
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p—-

127763

130.908

126.160

113.074
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20100628Msdibenzylsubstrate
Sample Name:
Data Collected on:

chemnmr500.chem.buffalo.edu-inovasoo

Archive directory:
Sample directory:
FidFile: PROTON
Pulse Sequence:

Soivent: cdcl3
Data collected on: Jun 28 2010

PROTON (s2pul)

Operator: Chemler

Relax. delay 1.000 sec
Pulse 45.0 degrees

Acq. time 2.048 sec

Width 8000.0 Hz

8 repetitions

OBSERVE H1, 499.8984258 MHz
DATA PROCESSING

FT size 32768

Total time 0 min 27 sec

4,061
4.050

—
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20100628Msdibenzysubstratec13
Sample Name:

Data Collected on:
roesy.chem.buffalo.edu-mercury300
Archive directory:

Sample directory:
FidFile: CARBON

Pulse Sequenceé: CARBON (sZpul)
Solvent: cdcl3
Data collected on: Jun 28 2010

Operator: Chemler

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acg. time 0.868 sec

Width 18867.9 Hz

2944 repetitions

OBSERVE C13, 75.4536377 MHz
DECOUPLE H1, 300.0754430 MHz
Power 38 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.5 Hz

FT size 32768
Total time 1 hr, 55 min

143.926

130.800
130.434
130.403

—130.342
128.007

,_
7
7
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20100708SESdibenzylsubstrate
Sample Name:

Data Collected on:
chemnmr500.chem.buffalo.edu-inovasoo
Archive directory:

Sample directory:
FidFile: PROTON

Pulse Sequence: PROTON (s2pul)
Solvent: cdc

pata collected on: Jul 8 2010

Operator: Chemler

Relax. delay 1.000 sec

Pulse 45.0 degrees

ACq. time 2.048 sec

Width 8000.0 Hz

8 repetitions

OBSERVE H1, 499.8984293 MHz
DATA PROCESSING

FT size 32768

Total time 0 min 25 sec

5.140
—4.909

——_4.874

-—5.162
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20100708SESdibenzylsubstrateCls
Sample Name:

Data Collected on:
chemnmr500.chem.buffalo.edu-1inova500
Archive directory:

Sample directory:
FidFile: CARBON

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Jul 8 2010

Operator: Chemler

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 1.042 sec

Width 31446.5 Hz

768 repetitions

OBSERVE C13, 125.6995594 MHz
DECOUPLE H1, 499.9008903 MHz
Power 36 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.5 Hz

FT size 65536

Total time 1 hr, 2 min

143.918

137.291

130.778
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126.389

113.761
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20100630Bssubstrate
Sample Name:

Data Collected on:

chemnmr500.chem.buffalo.edu-inovasoo

Archive directory:
Sample directory:

FidFile: PROTON

Pulse Sequence: PROTON (s2pul)

Solvent: cdcl3

Data collected on: Jun 30 2010

Operator: Chemler

Relax. delay 1.000 sec
Pulse 45.0 degrees
Acq. time 2.048 sec
Width 8000.0 Hz

B repetition

s
H1, 499.8984302 MHz

OBSERVE

DATA PROCESSING

FT size 32768

Total time 0 min 25 sec

7.828
_7.811
7.808

7.564
7.553
7.550
7.504
7.501
_7.488

.569

.7.586
7.583

7.473
7.241
7.222
7.214
7.211

-7.192
7.190

5.678
- 5.656
5.643

5.620

$.079

4.788
4.753

.082
3.089
3.077
2.676
2.649

—~3.099

=

~3.105

-3.122

2.617

o

1.585

1c

-0.000

1.393
.381
376
1.371
1.360
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20100628dibenzylalcoholC13
Sample Name:

Data Collected on:

chemnmr500 .chem.buffalo.edu-inovas00

Archive directory:
Sample directory:
FidFile: CARBON

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl13
Data collected on: Jun 28 2010

Operator: Chemler

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acg. time 1.042 sec

Width 31446.5 Hz

512 repetitions

OBSERVE C13, 125.6995603 MHz
DECOUPLE H1, 499.9008903 MHZ
Power 36 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.5 Hz

FT size 65536
Total time 34 min

144.704

~—137.741

137.73%

130.908

127.763

126.160

~113.074

—177.252

7.000

76.748

59.593

_—44.392

- . A42.942

-  36.773
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20080921dibenzylsubstrate
Sample Name:

Archive directory:
Sample directory:
FidFile: HL
Pulse Sequence:

Solvent: CDC13
Data collected on:

szpul
Sep 21 2008

Operator: Chemler
Mercury-30088 “roesy.chem.buffalo.edu®

Relax. delay 2.000 sec
Pulse 39.7 degrees

Acg. time 1.8931 sec

Width 10000.0 Hz

16 repetitions

OBSERVE HL, 493.8984089 MHz
DATA PROCESSING

Line broadening 0.7 Hz

FT size 65536

Total time 1 min 38 sec

7.722

7.202
7.199

7.213
7.011
6.9896

~7.193
7.006
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20100629dibenzyisubstratecl3
Sample Name:

Data Collected on:
roesy.chem.buffalo.edu-mercury3og
Archive directory:

Sample directory:

FidFile: CARBON

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3

Data collected on: Jun 29 2010

Operator: Chemler

Relax. delay 1.000 sec
1

ions
3, 75.4536400 MHz
DECOUPLE H1, 300.0754430 MHz
Power 38 dB
continuously on
WALTZ-16 modulated
DATA PROCESSING
Line broadening 0.5 Hz
FT size 3276

8
Total time 1 hr, 14 min

143.788
137.226

-130.709
129.671
' 127.824

I

143,346
—— 135890

——————————127.107
126.267

—5.682
5.660
5.646

5.624

0.99

113.660

5.083
5.061
—4.796
-4.760

4.281
4.270
4.257

h¥

———

3.082
2.618

\—2.591
—2.432

\

—1.588

=

379
1.367

Ts
1d

0.000

77.427

.000

7

\__76.573

. —44.064

33.762

——-43.026
. 39.348

——21.521
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20100630PMBSdibenzylsubstrate
Sample Name:
Data Collected on:
chemnmr500.chem.buffalo.edu-inovaS00
Archive directory:
Sample directory:
FidFile: PROTON
Pulse Sequence: PROTON (s2pul)
Solvent: cdcl3 w
Data collected on: Jun 30 2010 o
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Operator: Chemler J | | :J | /O

S /S/

Relax. delay 1.000 sec = / O
Pulse 45.0 degrees

Acq. time 2.048 sec

Width 8000.0 Hz

8 repetitions

OBSERVE H1, 499.8984268 MHz
DATA PROCESSING

FT size 32768

Total time 0 min 25 sec
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20100630PMBSdibenzyisubstrateci3
Sample Name:
Data Collected on:
roesy.chem.buffalo.edu-mercury300
Archive directory:
Sample directory:
FidFile: CARBON
Pulse Sequence: CARBON (s2pul)
Solvent: cdci3 noae
Data collected on: Jun 30 2010 oneS
comn
Operator: Chemler ooy
Relax. delay 1.000 sec J J
Pulse 45.0 degrees T: r

Acq. time 0.868 sec
width 18867.9 Hz

NH

1152 repetitions | -0
OBSERVE C13, 75.4536423 MHz ] O;S/

DECOUPLE  HL, 300.0754430 MHZ |
Power 38 dB

continuously on

WALTZ-16 modulated |
DATA PROCESSING |
Line broadening 0.5 Hz ]
FT size 32768 |
Total time 57 min
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20100701PCBSdibenzyIsubstrate
Sample Name:

Data Collected on:

chemnmr500.chem.buffalo.edu-inovasoo

Archive directory:
Sample directory:
FidFile: PROTON

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl3
Data collected on: Jul 1 2010

Operator: Chemler

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acg. time 2.048 sec

Width 8000.0 Hz

8 repetitions

OBSERVE H1, 499 .8984283 MHZ
DATA PROCESSING

FT size 32768
Total time 0 min 25 sec

7.732
7.728
718

10

—7.737

2.452

7.714
7.457

20200701PCBSdibenzylsubstrateCl
Sample Name:

Data Collected on:

3

roesy.chem.buffalo.edu-mercury300

Archive directory:
Sample directory:
FidFile: CARBON

Pulse Sequence: CARBON (sZpul)
Solvent: cdcl13
Data collected on: Jul 1 2010

Operator: Chemler

Relax. delay 1.000 sec
Pulse 45.0 degrees

Acg. time 0.868 sec

Width 18867.9 Hz

6864 repetitions
OBSERVE C13, 75.4536400 MHz
DECOUPLE H1, 300.0754430 MHz
Power 38 dB

continuously on

WALTZ-16 modulated
DATA PROCESSING

Line broadening 0.5 Hz

FT size 32768
Total time 4 hr, 49 min

143,743

139.072

138.569
137.149

.~ 130.678
/—129.350

—— __128.465
N 127.885

126 .359

113.782

3.117
.105

—3.100

3.094
—3.088

3.084

3.072
~2.693

2.667
" 2.630

2.604

—1.570

1.392
1.380
—-1.375

.370
1.359

\v‘l

1f

=0.000

Cl

44.094

42 . 985

39.424

33.853
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20100702Nsdibenzylsubstrate

Sample Nam

Data Collected on:
chemnmr500.chem buffalo.edu-inova500
Archive directory:

Sample directory:

FidFile: PROTON

Pulse Sequence: PROTON (sZpul)
Solvent: cdcl13

Data collected on: Jul 2 2010

Operator: Chemler
Relax. delay 1.000 sec
Pulse 45.0 degrees
Acg. time 2.048 sec
wWidth 800G 6, Hz
8 repetitios

OBSERVE HJ,. a8
DATA PROCESSING
FT size 327

Total time 0

8.292

7.201

7.190
7.034
7.027

7.184
7.022

7.018

7.011

7.007

7.001

5.682
—5.660

5.107
—4.839

5.129
4.804

5.647
5.624

4.502
4.490
4.478

2.611

3.178
3.167
3.163

1.583

1.383
.373
366

fat

.362
1.351

\(:1

=-0.000

19

20100702Nsdibenzylsubstratec13
Sample Name:

Data Collected on:
chemnmr500.chem.buffalo.edu-inovasoo
Archive directory:

sample directory:

FidFile: CARBON

Pulse Sequence: CARBON (s2Zpul)
Solvent: cdcl3

Data collected on:

Jul 2 2010

Operator: Chemler

Relax. delay 1.000 sec
Pulse 45.0 degrees
Acq. time 1.042 sec
Width 31446.5 Hz

1024 repetitions
OBSERVE C13, 125
DECOUPLE H1, 438
Power 36 dB
continuously on
WALTZ-16 modulated
DATA PROCESSING

Line broadening 0.5 Hz
FT size 65536
Total time S6 min

.6995574 MHz
.9008803 MHz

149.919

146 . 086

143.666

137.039

130.672

-

128.152

—127 98t

126.450

124,327

113.929

77.252

76.748

—44.087

42.881

39.628

34.025

19




20091030difluorobenzyibutyrolactone

Sample Name: F
Archive directory:

Sample directory:

FidFile: HL

Pulse Sequence: s2pu)

Solvent: CDC13
Data collected on: Oct 30 2009

Operator: Chemler
Mercury-30088 ‘“roesy.chem.buffalo.edu”

7.167
7.163
7.014
6.997

N
\

Relax. delay 2.000 sec F
Pulse 39.7 degrees O
Acq. time 1.891 sec
Width 10000.0 Hz
16 repetitions O
OBSERVE H1, 489.8984013 MHz
DATA PROCESSING - o ©
Line broadening 0.7 Hz ~ g 5 v 14
FT size 65536 - o o
Total time 1 min 38 sec o™~ W% N
@ - b4
- < = W Y
~ LR o -
| o ) | o =
3 g 1 H
~ © | { =Y
B / | |
P f | i
= g g
~ - - 5
L . e
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| Lvh_ﬂJ
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et E -
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20091031difluorobenzylbutyrolactoneCis
Sample Name:
Archive directory: F

Sample directory:

FidFile: stdi3c

Pulse Seguence: stdl3c (s2pul)
C13

Solvent: Cl
Data collected on: Oct 31 2008

© o ~o nown
oo < w© wo~
Operator: Chemler e n © m < ew
Mercury-300BB "roesy.chem.buffalo.edu" - w ~r e
o m - ~eo
Relax. delay 5.000 sec | ] | L J
Pulse 30.0 degrees =

Acq. time 1.706 sec

Width 18761.7 Hz

748 repetitions

OBSERVE €13, 75.4536599 MHz
DECOUPLE H1, 300.0754431 MHz | O
Power 1023 dB |

continuously on
WALTZ-16 modulated 14
DATA PROCESSING

Line broadening 1.0 Hz

FT size 65536

Total time 1718 hr, 40 min

—
42.883
M

65.132
28.852

~—132.000
131.954

163.749
-160.494
49.781

180.6586
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20100705difluorobenzylalcoholalkene
Sample Name: F
Data Collected on:
chemnmr500.chem.buffalo.edu-inova500

Archive directory:

sample directory:

FidFile: PROTON

Pulse Sequence: PROTON (s2pul)

3

Solvent: cdcl
Data collected on: Jul 5 2010

6.956
6.952
6.943
6.939

Operator: Chemler

N

Relax. delay 1.000 sec
Pulse 45.0 degrees
Acg. time 2.048 sec
Width 8000.0 Hz -
8 repetitions ~ OH
OBSERVE Hi, 499.8984268 MHz a .
DATA PROCESSING a9 15
FT size 32768 o
Total time 0 min 25 sec H

|

~7.248
6.934
6.925
6.921

<«
SogR
Ry
lwn
-0
-

1.568
1.561

108
1.900

4.898

5.131
4.865

5.774
5.751
5.738
5.716
ﬁ.un
- 5.
4.863
2.718
2.644

6.915

0.000

20091105d1fluorobenzylalkenealcohol1C13
Sample Name:

Archive directory:

Sample directory:

FidFile: stdl3c

Pulse Sequence: std13c (sZpul) F

Solvent: CDC13
Data collected on: Nov 5 2009

Operator: Chemler
Mercury-300BB “roesy.chem.buffalo.edu"

132.136
114758

114.486
. 43.528

Relax. delay 5.000 sec

Pulse 80.0 degrees

Acg. time 1.706 sec

Width 18761.7 Hz

3128 repetitions
OBSERVE C13, 75.4536599 MHz
DECOUPLE H1, 300.0754431 MHz
Power 1023 dB i
continuously on
WALTZ-16 modulated
DATA PROCESSING

Line broadening 1.0 Hz

FT size 65536 | | OH

Total time 2148322 hr, 50 min

——132.23%

T N_76.575
M

144.232

113.613
59.448
36.585

133.237

[
—42.936

33.191

163.210
- 159.970

T L T T
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20100702difluorosubstrate
Sample Name:
Data Collected on:
chemnmrS$00.chem.buffalo.edu-inova500
Archive directory: F
Sample directory:
FidFile: PROTON

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl3

00O WD oW
Data collected on: Jul 2 2010 SS8Chhne
LI TR

o
Operator: Chemler
Relax. delay 1.000 sec ,/;::E/
Pulse 45.0 degrees
Acqg. time 2.048 sec
Width 8000.0 Hz

8 repetitions
OBSERVE H1, 499.8984263 MHz

DATA PROCESSING

FT size 32768
Total time 0 min 25 sec

NH

Ts
1h

7.710

5.090
5.067
4.767
4.731
4.520
4.508

—5.625
5.604
== 5y
\_5.568
4.496
2.071
3.
3.055
0.003
-0.000

20100702d1ifluorosubstratec1s

Sample Name:

Data Collected on:
roesy.chem.buffalo.edu-mercury300

Archive directory:

Sample directory:

FidFile: CARBON

Pulse Sequence: CARBON (sZpul)

Solvent: cdcl3
Data collected on: Jul 2 2010

Operator: Chemler

131.930

-129.671

T N\_127.061

~-114.805

132.021
.530

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 0.868 sec

Width 18867.8 Hz

4128 repetitions

OBSERVE C13, 75.4536400 MHz
DECOUPLE H1, 300.0754430 MHz
Power 38 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.5 Hz

FT size 32768
Total time 6 hr, 10 min

43.148
M

s

NH

Ts
1h

77.427
77.000
\__76.573

39.180

143.300
132.693
132.647
114.164
33.700

L9379

163.172
159.921
143.483
136875
K}
21.475
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20100610diomethyllactone
Sample Name:
Data Collected on:

chemnmrs00.che
Archive directory:

uffalo.edu-inova500

Sample directory:

FidFi PROTON

Pulse Seguence: PROTON (s2pul)
Solvent: cdc13
Data collected on: Jun 10 2010

Operator: Chemier

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acg. time 2.048 sec

Width 8000.0 Hz

8 repetitions

O0BSERVE HL, 493.8984307 MHZ
DATA PROCESSING

FT size 32768
Total time 0 min 27 sec

2.499

3.484
3.469

2.992

\

B —2.045

21

-0.000

20100610diomethyllactoneCl3
Sample Name:

Data Collected on:
chemnmr500.chem.buffalo.edu-inovaso0
Archive directory:

Sample directory:
FidFile: CARBON

Pulse Sequence: CARBON (s2pul)
Solvent: cdci3
Data collected on: Jun 10 2010

Operator: Chemler

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acg. time 1.042 sec

width 31446.5 Hz

112 repetitions
OBSERVE C13, 125.6395603 MHz
DECOUPLE H1, 499.3008903 MHz
Power 36 db

cont inuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.5 Hz

FT size 65536
Total time 13 min

181.648

136.871
- 135.100

~—130.603

126.251

77.260
27.000

\76.748

65.479

50.088

39.231

-28.726

21

0.129

T T LIS S S LA S e e e e T T
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20091104diomethylalkenealcohol
Sample Name:

Archive directory:

Sample directory:

FidFile: H1

Pulse Sequence: s2pul
Solvent: CDC13
Data collected on: Nov 4 2009

Operator: Chemler
Mercury=-300BB "roesy.chem.buffalo.edu"

2.247.

Relax. delay 2.000 sec
Pulse 39.7 degrees
Acg. time 1.891 sec |
Width 10000.0 Hz |
16 repetitions

OBSERVE H1, 499.8984068 MHz

DATA PROCESSING

Line broadening 0.7 Hz

FT size 65536 OH

Total time 1 min 38 sec

—
2.811

2.805

7.1438
7.107

7.150
o
7.102
7.098
=

5.062

/5. 0a0
3.

3
3.795

7.252
/—7.161
4.949
4.912
—2.838
\__2.777
—1.842
1.827
1.813
1.241
0.000

20091106diomethylalkenealcoholC13

Sample Name:

Archive directory:

Sample directory:

FidFile: stdl3c

Pulse Sequence: stdl3c (s2pul)
DC13

Solvent: C
Data collected on: Nov 6 2009

Operator: Chemler
Mercury-300BB "roesy.chem.buffalo.edu”

-~ 125.223
39.992

Relax. delay 5.000 sec
Pulse 830.0 degrees
Acqg. time 1.706 sec
Width 18761.7 Hz

3860 repetitions ~
OBSERVE C13, 75.4536604 MHZ
DECOUPLE H1, 300.0754431 MHZ
Power 1023 dB

continuously on

WALTZ-16 modulated
DATA PROCESSING

Line broadening 1.0 Hz
FT size 65536
Total time 2148322 hr, 50 min

- 126.217

 —131.408
—__130.430
- 76.975

_77.425
77.000

0.642

144,202
~136.317
58.722

112,733
———37.359

137 .486

44,583

OH
22 \
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20091212diomethylsubstrates
Sample Name:

Archive directory:

Sample directory:

FidFile: H1
Pulse Seguence: sZpul
Solvent: CDCI13

Data collected on: Dec 12 2009

Operator: Chemler
Mercury=-300BB "roesy.chem.buffalo.edu"

Relax. delay 2.000 sec

Pulse 39.7 degrees

Acg. time 1.891 sec

Width 10000.0 Hz

16 repetitions
OBSERVE H1, 499.8984089 MHz
DATA PROCESSING

Line broadening 0.7 Hz
FT size 65536
Total time 1 min 38 sec

Ts
5a

5.684

5.661

5.648
—5.626

y
/

_ 5.288

ST _4.786

3.062
3.050
—3.046

[Ep—— — [
6.08
2.68 z.07

20091216diomethylsubstrateC1s

Sample Name:

Archive directory:

Sample directory:

FidFile: stdl3c
Pulse Sequence:

Solvent: CDC13
Data collected on: Dec 16 2009

std13c (s2pul)

Operator: Chemler
Mercury-300BB  "roesy.chem.buffalo.edu"

Relax. delay 5.000 sec
Pulse 90.0 degrees
Acg. time 1.706 sec

ns

3, 75.4536599 MHz
, 300.0754431 mHz
dB

continuously on
WALTZ-16 modulated
DATA PROCESSING

Line broadening 1.0 Hz
FT size 65536

Total time 2148322 hr, 50 min

131.165
130.566
129.693
~—-127.083
126.346
125.307

A

F
,;

136.955
135,809

143.321
~137.403

/,

113.302

. 143.375

. 77.425
77.205

1.625
1.613

/

504

1.

1.593

" 1.548

\

27.000
76.575

44.583

—39.651

39.506

34.521

NH
Ts

5a

20.574

LI B e S s e e

-0.010



20081012ditriflucromethylbenzylbutyrolactone
Sample Name:

Archive directory:

Sample directory:

FidFile: stdih

Pulse Sequence: stdlh (s2pul)

Solvent: CDC13
Data collected on: Oct 12 2009

o
Operator: Chemler @
Mercury-300BB “"roesy.chem.buffalofedusd

356
1.568
0.000

Relax. delay 1.000 sec L
Pulse 47.9 degrees I

Acg. time 1.800 sec
Width 6000.6 Hz
16 repetitions <
OBSERVE  HL, 399.9389018 MHz I 4 F C o~ "
DATA PROCESSING i ~ 3 =4 ~
Line broadening 0.3 Hz ‘ . <
FT size 32768 ™ o~
Total time 0 min S1 sec T2 - g
SaY =
B < o
| ~ i
o P
g 5w
FsC o ki S8
o
|
|-
P ‘ , _/
ll I M | | J\
AV B 1V I Y S

- . S .
9 8 7 6 5 4 3 2 1 ppm
e [ JI— f—
1.00 2.12 2.16
4.08 2.20 2.15
20091016ditrifluoromethylbenzylbutyrolactoneCl3
Sample Name:
Archive directory:
sample directory:
FidFile: stdi3c
Pulse Sequence: stdl3c (s2pul) F3C
coci3

Solvent:
Data collected on: Oct 16 2009

Operator: Chemler
Mercury-300BB 'roesy.chem.buffalo.edu”

—130.490
J—129.374
//—128.541
| 125.838
/—125.679
77.000

Relax. delay 5.000 sec
Pulse 90.0 degrees

Acg. time 1.706 sec

Width 18761.7 Hz

5936 repetitions

OBSERVE C13, 75.4536593 MHz
DECOUPLE H1i, 300.0754431 MHz
Power 1023 dB F C
continuously on 3
WALTZ-16 modulated O
DATA PROCESSING

Line broadening 1.0 Hz O

24

" 76.575

T—

~—177.425

/77197

5536
Total time 1840510 hr, 17 min

\7125.553
" 125.580
43.376

.102
28.913

W -125.535
6

-122.234

—140.142
49.546

N\

——-180.011

- —_-0.021

. —
.
- -

B e e e

180 160

S e e O N B B | L e e e L e e o T

140 120 100 80 60 40

ppm




20091018ditrifluoromethylbenzylalkenealcohol2

Sample Nam

Archive directory:
Sample directory:
FidFile: H1

Pulse Sequence:

Solvent: CDC13
Data collected on:

s2pul
Oct 18 2009

Operator: Chemler
Mercury-30088 "roesy.chem.buffalo.edu"

Relax. delay 2.000 sec
Pulse 39.7 degrees
Acg. time 1.891 sec
Width 10000.0 Hz
16 repetitions
OBSERVE H1, 499.8984031 MHz
DATA PROCESSING
Line broadening 0.7 HZ
FT size 655
Total time

T__7.260

7.519
.7.275

7.535

36
1 min 38 sec

F3C

FsC

25

5.184
5.162
4.942
4.906

OH

3.861
3.850

~—3.875

3.836

2.789

2.810
1.588
1.257

0.000

1.603

1.618
1247

2.837

‘LZ.?EZ

—1.237

L
{

————————

9

20091018ditrifluoromethylbenzylalkenealcohalC13
Sample Name:

Archive directory:

Sample directory:

FidFile: stdi3c
Pulse Sequence: stdi3c (sZpul)
Solvent: CDC13

Data collected on: Oct 18 2009

Operator: Chemler
Mercury-300BB “roesy.chem.buffalo.edu"

Relax. delay 5.000 sec
Pulse 90.0 degrees

Acq. time 1.706 sec

Width 18761.7 Hz

5392 repetitions

OBSERVE C13, 75.4536593 MHz
DECOUPLE H1, 300.0754431 MHz
Power 1023 d

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 65536

Total time 1940510 hr, 17 min

_.—-143.564

141.675

131.142

~—128.964
126.073

/
/
.124.836
o/

128.532

124.738

114.183

\—124.565

\_122.469

\

\
A

LUH s .

77.205

- 77.425
=__77.000
76.575

-y

FsC

FsC

OH
25

44.287

59.304

36.562

———————————__43.172
=0.021

T

160

S S A

140

L R B B B

120 100




20081119ditrifluoromethylsubstrate
Sample Name:

Archive directory:

Sample directory:

FidFile: H1

Pulse Sequence: s2pul

solvent: CDCI3
Data collected on: Nov 19 2009

L 2.441

mmuonL®
SomTann
Operator: Chemler —“Soen~m~©os
Mercury-300BB "roesy.chem.buffalo.edu" ™o wj LYY :j
Relax. delay 2.000 sec o ,) -
Pulse 39.7 degrees
Acg. time 1.891 sec
Width 10000.0 Hz
16 repetitions
OBSERVE H1, 493.8984022 MHZz
DATA PROCESSING N o |
Line broadening 0.7 Hz u;:ue |
FT size 65536 AL ‘
Total time 1 min 38 sec ALY
~ 1L = ‘
I { = |
~
o 0 I
&=
~r
~r |
Ll

5.144

5,123

-4.812
4,778
1.418

\—4.407
—3.115

5.648
626
5.61
5.590

4.431
—3.127

‘» 7 ‘
‘ 1 L ] | - -
o ,77*1‘\_)1‘&)[1—“ . . . .

=0.000

1.575

9 8 7 6 5 a4 3
oY to e - b et

2.083 1.02 1.02 2.00 3.00
3.97 4.06 1.02 1.00 4.03

20091130ditrifluoromethyisubstratecls
Sample Name:

Archive directory:

Sample directory:

FidFile: stdi3c

Pulse Sequence: stdl3c (sZpul)

Solvent: CDC13
Data collected on: Nov 3D 2003

~odomo
NT~mE e
Operator: Chemler LA R i
Mercury-300BB "roesy.chem.buffalo.edu® Smmann
R R
REpRpR R )
Relax. delay 5.000 sec { IL

Pulse 90.0 degrees 1

Acq. time 1.706 sec |

Width 18761.7 Hz

3444 repetitions ‘
|

F3C
OBSERVE C13, 795.4536599 MHz
DECOUPLE H1, 300.0754431 MHZ
Power 1023 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 655

Total time 2148322 hr, 50 min

136.940
TTT\124.8589
124.806
43.900

142.707
141.083

o 114.744

143.633
/-

\__122.393
— ..43.187

—

—33.937
21.4486

—_—39.112

-0.028

e B e B I e e L S L A A S S s R N 0 R

180 160 140 120 100 80 60



20030929Tsbutyrolactam

sample Nam;
Archive directory:
Sample directory:
FidFile: stdih

Pulse Sequence: stdlh (sZpul)
Solvent: CDC13
Data collected on: Sep 29 2009

Operator: Chemler
Mercury-300BB "roesy.chem.buffalo.edu"

Relax. delay 1.000 sec

Pulse 47.9 degrees

Acq. time 1.800 sec

Width 6000.6 Hz

16 repetitions

OBSERVE H1, 399.9389116 MHz
DATA PROCESSING

Liné broadening 0.9 Hz

FT size 32768

Total time 0 min 51 sec

—7.930
\7.908
7.338
7.319

\—7.256

20091022Tsbutyrolactamc13
Sample Name:

Archive directory:

Sample directory:

FidFile: stdi3c

Pulse Sequence: stdl3c (s2pul)

Solvent: CDC13
Data collected on: Oct 22 2009

Operator: Chemler
Mercury-3008B "roesy.chem.buffalo.edu"

129.556

——127.917

Relax. delay 5.000 sec
Pulse 90.0 degrees

Acq. time 1.706 sec

Width 1B8761.7 Hz

96 repetitions

OBSERVE C13, 75.4536679 MHz
DECOUPLE H1, 300.0754431 MHz
Power 1023 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 65536

Total time 1552 hr, 25 min

~145.059

—173.257
—135.043

N—Ts
16

3.911

3.876

2.449

N—Ts

16

77.425

ooo
\__76.575

47.163

2.438

~—2.430

—2.090

2.053

-108

1.614

18.054

-21.545

st

180 160 140

T T T T T T T

T

120

60

0.000

S-20



20100201di3methoxyllactam
Sample Name:

Archive directory:
Sample directory:
FidFile: H1

Pulse Sequence: s2pul
Solvent: CDCI3

Data collected on: feb 1 2010

Operator: Chemler
Mercury-300BB “roesy.chem.buffalo.edu"

Relax. delay 2.000 sec

Pulse 39.7 degrees

Acg. time 1.891 sec

Width 10000.0 Hz

16 repetitions
OBSERVE H1, 498.8984088 MHz
DATA PROCESSING

Line broadening 0.7 Hz

FT size 65536
Total time 1 min 38 sec

5.707
6.592

— "—6.507

6.492

20100201di3methoxyllactamC13
Sample Name:

Archive directory:

Sample directory:

FidFile: stdlic

Pulse Sequence: stdi3c (s2pul)

Solvent: CDC13
Data collected on: Feb 1 2010

Operator: Chemler
Mercury=-300BB "roesy.chem.buffalo.edu"

Relax. delay 5.000 sec
Pulse 30.0 degrees
Acq. time 1.706 sec

7

420 repetitions

OBSERVE C13, 75.4536667 MHz
DECOUPLE H1, 300.0754431 MHz
Power 1023 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 65536

Total time 17186 hr, 35 min

137.630

159.424

144,756

— —176.528

. - -135.194

L

L

~129.389
\129.291
N 128.107
122.135
115.450
112.559

T ——

MeO,

—3.045

3.071
—
3.017 ’

-

2.577

—_.2.551

h 2.477

1.964

[—

6.00

—77.425
77.000
\__76.583

/_77.205

54.994

MeO

51.906

.43 .809

- 43.978

—25.498
21.621

OMe

=0.014

OMe

L B o e L N B

180 160 140

L e e e o e L L S e e e e

120

100

ppm
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20100224di3methoxylsubstrate

Sample Name:
Archive directory:
Sample directory:
FidFile: H1

Pulse Sequence:

Solvent: CDC13
Data collected on:

s2Zpul

Operator: Cheml

er
Mercury-300BB “roesy.chem

Relax. delay 2.000 sec
Pulse 39.7 degrees
Acq. time 1.891 sec
Width 10000.0 Hz
16 repetiti
O0BSERVE
DATA PROCESSING
Line broadening 0.7 Hz
FT size 65536
Total time 1 min 38 sec

Feb 24 2010

.buffalo.edu"

ons
Hi, 499.8984049 MHz

7.290
7.274
7.256
.111

—

/7

—7.708
f—7.691

_

2.05
2.79

20100224di3methoxylsubstrateC13

sample Name:
Archive directory:
Sample directory:

FidFile: stdl3c

Pulse Sequence: stdi3c (s2pul)

Solvent: CDC13
Data collected on:

Operator: Chemler
Mercury-300BB

Relax. delay 5.000 sec
Pulse 90.0 degrees

Acq. time 1.706 sec
width 18761.7 Hz

3272 repetitions
OBSERVE C13, 75.4536627
DECOUPLE H1, 300.0754431
Power 1023 dB
continuously on
WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz
FT size 65536

Total time 2148322 hr, 50 min

MHz
MHz

Feb 24 2010

"roesy.chem.buffalo.edu"

138.822

159.105
—144.073

———_143.329
-136.873

2.05

6.745
6.740

6.607

6.604

5.682
5.660
—5.100

—5.717

5.695
5.077
4,793

—4.828

3.761

4.256

b

[R—

4.08

129.663
128.729
Th-127.045

116.535
111.610

123.121

113.629

—55.100

77.180

_77.410
= \__76.985

\__76.560

©& - Pw
g g
NwommSny
ggeoga=nz
ERA LR Y
: @ ]

=

S-22

OMe

MeO

NH

Ts
3a

\Y{

1.446
1.435
1.425

1.414
-0.000

OMe

MeO,

44,120

NH

Ts
3a

43.020

39.370
34.028
—21.492

R e
20 ppm



20100726dithiomethyllactamB
Sample Name:

Data Collected on:

chemnmr500. chem.buffalo.edu-inova500

Archive directory:
Sampie directory:

FidFile: PROTON
Pulse Sequence: PROTON (s2pul)
Solvent: cdcl

Data collected on: Jul 26 2010

Operator: Chemler

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acgq. time 2.048 sec

Width 8000.0 Hz

8 repetitions
0BSERVE H1, 499.8984249 MHz
DATA PROCESSING
FT size 32768
Total time 0 min 25 sec

7.807
7.791

SUNEIENSRENESY o

7.363

4347

7.251

6.944

6.927
6.676

6.860

MeS

MeS

17

2.528
2.443

\

1.958
1.929

___.4\3:

S ——

=0.000

20100727dithiomethyllactamC13B
Sample Name:

Data Collected on:
roesy.chem.buffalo.edu-mercury300
Archive directory:

Sample directory:

FidFile: CARBON
Pulse Sequence: CARBON (sZpul)
Solvent: CDCI3

Data collected on: Jul 27 2010

Operator: Chemler

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 0.868 sec

Width 18867.9 Hz

4000 repetitions

0BSERVE C13, 75.4536412 MHz
DECOUPLE  H1, 300.0754430 MHz
Power 38 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.5 Hz
FT size 32768
Total time 3 hr, 51 min

————176.465

—_— 144,933

—136.920

/

135.135

132.799

—130.327

—129.472

128,312

T\ 126.466

MeS

MeS

17

76.573

77.412

$2.076

43.926

43.224

1.98

—_—25.443

15.691

——21.750

L B e e

180

T T

160

140

120

T
100

T

T

80

T

L B e B s B s
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20100817dithiomethyisubstrate
Sample Name:

Data Collected on:
chemnmrS00.chem.buffalo.edu-inovaS00
Archive directory:

MeS

Sample directory:
FidFile: PROTON

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl3
Data collected on: Aug 17 2010

Operator: Chemler

Relax. delay 1.000 sec
Pulse 45.0 degrees
Acg. time 2.048 sec

8 repetitions
OBSERVE H1, 499.8984278 MHz
DATA PROCESSING
FT size 32768
Total time 0 min 25 sec

MeS

NH
Ts

6.902

7.709
~7.692

5.635

5.612

5.599

_5.577
5.065
== 5.043
—a.789

_4.732

4.414

4.391

3.039
3.027
2.551
2.524
2.459

2.454
2.445
2.435

2.580

2.607
1.629
1.380
1.368
—1.364

1.347

0.000

20100817dithiomethylsubstrateCl3

Sample Name:

Data Collected on:
roesy.chem.buffalo.edu-mercury3oo

Archive directory:

Sample directory:

FidFile: CARBON

Pulse Sequence: CARBON (s2pul)

Solvent: cdcl3
Data collected on: Aug 17 2010

Operator: Chemler

131.121

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 0.868 sec

Width 18867.9 Hz

3200 repetitions

OBSERVE C13, 75.4536412 MHz
Cl H1, 300.0754430 MHz
Power 38 db
cont inuously on
WALTZ-16 modulated

DATA PROCESSING
Line broadening 0.5 Hz

FT size 32768

_Total time 8 min 15 sec

—133.990

129.671
127.076
126.099

MeS

143.590
392

136.875
136.081

113.874

—77.427

MeS

4“/743 .423

76.588

39.256
-—33.731

21.521

-15.828

S-24



20100814dimethoxyliactam
Sample Name:

Data Collected on:

chemnmr500.chem.buffalo.edu-inovasoo

Archive directory:
sample directory:
FidFile: PROTON

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl13
Data collected on: Aug 14 2010

Temp. 22.0 C / 285.1 K
Operator: Chemler

Relax. delay 1.000 sec
Pulse 45.0 degrees
Acq. time 2.048 sec
Width 8000.0 Hz

8 repetitions
OBSERVI H1, 439.8984254 MHz
DATA PROCESSING

FT size 32768
Total time 0 min 25 sec

7.838
7.834

.824
7.821

,\.__7

3.757

MeO

2.508

2.533

1.952

1.937
1.923

1.585

MeO

0.000

20100816dimethoxyllactamCl3
Sample Name:

Data Collected on:

roesy.chem.buffalo.edu-mercury300

Archive directory:
Sample directory:
FidFile: CARBON

Pulse Sequence: CARBON (szZpul)
Solvent: D20
Data collected on: Aug 16 2010

Operator: Chemler

Relax. delay 1.000 sec
Pulse 45.0 degrees

Acq. time 0.868 sec

Width 18867.9 Hz

2336 repetitions

OBSERVE C13, 75.4536405 MHz
DECOUPLE H1, 300.0762142 MHz
Power 38 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.5 Hz

FT size 32768
Total time 8 min 15 sec

158,395

176.908

144.796

130.892

128.411
128.389

f—
~r—

178,190

113.737

77.427
0
—76.588

77/001

MeO

55.083

——-52.229

43.957

42.904

—25.428

21.689

180 160

AL S o s e e e

T
140

S-25



S-26

20100803dimethoxylsubstrate
Sample Name:
Data Collected on:

Chemnmr500. chem. buffalo.edu-inovas00
Archive directory:

Sample directory: Meo
FidFile: PROTON
Pulse Sequence: PROTON (s2pul)

Solvent: cdcl3
Data collected on: Aug 9 2010

3.768
3.766

Operator: Chemler

Relax. delay 1.000 sec
Pulse 45.0 degrees
Acgqg. time 2.048 sec
width 8000.0 Hz

B repetitions

OBSERVE  H1, 499.8984298 MHz Meo

DATA PROCESSING —_—
FT size 32768

Total time 0 min 25 sec

3.047
2.505
2.425

%
\_2.533

-Am =)
@
=3 Se
&% 29
L
CoN
BT
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20100810dimethoxyisubstrateci3
Sample Name:

Data Collected on:
roesy.chem.buffalo.edu-mercury300

Archive directory: Meo

Sample directory:
FidFile: CARBON
Pulse Sequence: CARBON (s2pul)

Solvent: cdcli3
Data collected on: Aug 10 2010

Operator: Chemler

113.187

Relax. delay 1.000 sec
Pulse 45.0 degrees
Acqg. time 0.868 sec
Width 18867.9 Hz

3576 repetitions Meo —_—
OBSERVE €13, 75.4536423 MHz

DECOUPLE H1, 300.0754430 MHz

Power 38 dB

continuously on NH
WALTZ-16 modulated \

DATA PROCESSING T
Line broadening 0.5 Hz S
FT size 32768

131.548
129.625

Total time 8 min 15 sec bl 1j
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S-27

20091123diométhoxylbutyrolactam

Sample Nai

Archive directory:
Sample directory:
FidFile: H1

Pulse Sequence: s2pul

Solvent: CDC13 3 2008
Data collected on: Nov 2 OMe

OMe

3.750

Operator: Chemler
Mercury-3008B '"roesy.chem.buffalo.edu"

Relax. delay 2.000 sec
Pulse 39.7 degrees
Acg. time 1.891 sec
Width 10000.0 HZ

16 repetitions (@)
OBSERVE H1, 499.8984040 MHz
DATA PROCESSING N
Line broadening 0.7 Hz

FT size 65536 Ts

Total time 1 min 38 sec

2.475

3.151
3.137
38.123
3.030
3.003
2.865
2.838
1.897
_1.883
1.869
0.000

"__6.588
s

| . _JLJuul._J _ _,LJ‘LA L _,‘_A_JL_.,_ e e

B T I T ——TT S B S S p S L S

T T
9 8 7 6 5 4 3 2 1 ppm

- oy -t b e
1.96 2.04 2.03 6.17 2.08 3.00
2.04 2.032.01 2.05 2.04 2.01
20091123diomethoxylbutyrolactamCi3
Sample Name:
Archive directory:
Sample directory:

FidFile: stdi3c OMe OMe

Pulse Sequence: stdl3c (s2pul)
Solvent: CDC13
Data collected on: Nov 23 2009

Operator: Chemler
Mercury-300BB “roesy.chem.buffalo.edu"

131.628
128.152
55.108

127.817

Relaw. delay 5.000 sec
Pulse 90.0 degrees

Acgqg. time 1.706 sec

Width 18761.7 Hz

180 repetitions

OBSERVE C13, 75.4536650 HHz
DECOUPLE H1, 300.0754431 HHz
Power 1023 d

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 65536

Total time 171 hr, 52 min

120.443
110.138
z

Ts
23

35.978

125.193

157.708
77.425
77.205
77.000
76.583
52.376
25.627
21.6138

44,393

177.120

144,513
135.521

|
|

. L " | _J=# " A " l " Ay uJ I
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20100624diomethoxylsubstrate

Sample Name:

Data Collected on:
chemnmr500.chem.buffalo.edu-inovas0o

Archive directory:

Sample directory: OMe OMe

FidFile: PROTON

Pulse Sequence: PROTON (sZpul)

13

Solvent: cdc
Data collected on: Jun 24 2010

629

Operator: Chemier

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acqg. time 2.048 sec

Width 8000.0 Hz

8 repetitions

O0BSERVE H1, 499.8384499 MHZ
DATA PROCESSING

FT size 32768

Total time 0 min 27 sec

-
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i o w
) seen ¥33E2%c oS
538E eoRoenZo ERES-
T eZe® AEAER T ePies-
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|
Iy / 1
—— - e u » |
e r———— e T [ e T Ty T T T
9 8 6 5 4 3 2 1 ppm
. oo - NP - S -
z.00 2.14 4.27 1.06 1.05 2.12 3.10
2 2.15 1.06 06 6.39 4.23 2.07

20100624d iomethoxylsubstratec13

Sample Name:

Data Collected on:

roesy.chem.buffalo.edu-mercury300

Archive directory:

Sample directory:

FidFile: CARBON OMe OMe
Pulse Seguence: CARBON (s2pul)

Solvent: cdcl3
Data collected on: Jun 24 2010

129.518
127.3851

—126.969
119.689
110.379

Operator: Chemler

,-132.525

Relax. delay 1.000 sec
Pulse 45.0 degrees
Acgqg. time 0.868 sec
Width 18867.9 Hz NH
800 repetitions
OBSERVE C13, 75.4536469 MHz \
DECOUPLE H1, 300.0754430 MHz Ts
|
|
|

—55.022

-

Power 38 dB
continuously on
WALTZ-16 modulated
DATA PROCESSING

Line broadening 0.5 Hz
FT size 32768

Total time 41 min

6.753

144.552
126.221

43.957
39.760
-33.380

157.906

e —111.829
21.414

~—143.010
—77.427
76.573

137,027

180 160 140 120 100 80 60 40 20 ppm



201008020methoxyllactonel
Sample Name:

Data Collected on:
chemnmr500.chem.buffalo.edu-inovas00
Archive directory:

sample directory:
FidFile: PROTON

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl13

Data collected on: Aug 2 2010

Operator: Chemler

Relax. delay 1.000 sec
Pulse 45.0 degrees
Acq. time 2.048 sec
Width 8000.0 Hz
8 repetitions
OBSERVE H1, 499.8384254 MHZ
DATA PROCESSING
FT size 32768
Total time 0 min 25 sec

7.250

3.816
3.341
3.332
3.314
3.304

e

2.913
2.685
—2.666
2.174
2.167

30

OMe

0.000

201008020methoxy1lactoneCl3
Sample Name:

Data Collected on:
roesy.chem.buffalo.edu-mercury3o0
Archive directory:

Sample directory:
FidFile: CARBON

Pulse Sequence: CARBON (s2pul})
Solvent: cdc13

Data collected on: Aug 2 2010

Operator: Chemler

Relax. delay 1.000 sec
Pulse 45.0 degrees
Acg. time 0.868 sec
Width 18867.9 Hz
4000 repetitions
OBSERVE C13, 75.4536412 MHz
DECOUPLE H1, 300.0754430 MHz
Power 38 dB
continuously on
WALTZ-16 modulated
DATA PROCESSING
Line broadening 0.5 Hz
FT size 32768
Total time 8 min 15 sec

157.479

179.213

130,541

- 128.007

126.893
120.513

Sk

110.257

OMe

30

0.846

77.427
66.560
28.237

76.573
39.592
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20100805omethoxylalcohol
Sample Name:

Data Collected on:
chemnmr500.chem.buffalo.edu-inovasoo
Archive directory:

Sample directory:
FidFile: PROTON

Pulse Sequence: PROTON (sZpul)
Solvent: cdcl3
Data collected on: Aug S 2010

Operator: Chemler

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acg. time 2.048 sec

Width 8000.0 Hz

8 repetitions
OBSERVE H1, 499.8984263 MHZ
DATA PROCESSING

FT size 32768
Total time 0 min 25 sec

OMe

mEmosrEssNLEENSEENdsSEEoREEo oo
e PP PP PR
SNEEE2IoSdEENYnIERRET9ERR s
0080 0} 08 3 3 o o o 3 o o o cded ok 4 b ok ok o i e i
‘ ‘ ‘ :

Ll \ LIL
L S

—=0.000

201008050methoxylalcoholC13
Sample Name:

Data Collected on:
roesy.chem.buffalo.edu-mercury300
Archive directory:

Sample directory:
FidFile: CARBON

Pulse Sequence: CARBON (sZpul)
Solvent: cdci3
Data collected on: Aug 5 2010

Operator: Chemler

Relax. delay 1.000 sec
Pulse 45.0 degrees

Acqg. time 0.868 sec

width 18867.9 Hz

2928 repetitions

OBSERVE C13, 75.4536389 MHz
DECOUPLE H1, 300.0754430 MHZ
Power 38

continuously on

WALTZ-16 modulated
DATA PROCESSING

Line broadening 0.5 HZ

FT size 32768
Total time 8 min 15 sec

130.342
128.602

—_127.168

130.968
120.116
110.242

142 508
114.607

157.540

T — — T — : —
5 4 3 z 1 ppm
[ e et b
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3.11 1.051.02 1.81
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T e
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H

31

55.236
-41.316
36.982

—61.387
35.8%2
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S-31

20100817omethoxylsubstrate
Sample Name:
Data Collected on:
chemnmr500.chem.buffalo.edu=-inovas0oo OMe
Archive directory:

Sample director:

FidFile: PROTON

Pulse Sequence: PROTON (sZpul)
Solvent: cdcl3
Data collected on: Aug 17 2010

2.716
2.703
2.690
2.676
2.604
2.589

1.681
1.671

Operator: Chemler

>
~
©
o~

Relax. delay 1.000 sec
Pulse 45.0 degrees
Acg. time 2.048 sec
Width 8000.0 Hz

8 repetitions

OBSERVE  H1, 499.8984258 MHz Ms
OATA PROCESSING

FT size 32768 |
Total time 0 min 25 sec § 9b

7.249

2.578
.962
.446
2.431
2.421

.
N

1,568

4 3 2 1 ppm
o B el e
3.09 1.06 1.071.01 1.43
1.01 2.97 1.04 0.89

20100817omethoxylsubstrateCl3

Sample Na

Data Collected on:
roesy.chem.buffalo.edu-mercury300 OMe
Archive directory:
Sample directory:
FidFile: CARBON
Pulse Sequence: CARBON (s2pul)

Solvent: cdcl3
Data collected on: Aug 17 2010

Operator: Chemler

Relax. delay 1.000 sec
Pulse 45.0 degrees
Acq. time 0.868 sec

wWidth 18867.9 Hz S R NH
1600 repetitions . ow = |
OBSERVE C13, 75.4536400 MHZ o Ng® <
DECOUPLE  H1, 300.0754430 MHz E N2 M - Ms
Power 38 3 = T w3
cont inuously on o bal
WALTZ-16 modulated ans N ] 9b
DATA PROCESSING z3 2w
Line broadening 0.5 Hz . o J
FT size 32768 =1 = |
Total time 8 min 15 sec - a @ -
N a @ a
- = !
B 5 5
bt 2 |
= |
: ‘
b=
NI

141.499

115.431

157.464

180 160 140 120 100



T=215=P
Pulse Sequence: szpul
Solvent: CDC13

Ambient temperature
INOVA-500 "tocsy.chem.buffalo.edu"

Relax. delay 2.000 sec
Pulse 39.7 degrees
AcCq. time 1.881 sec
Width 10000.0 Hz

16 repetitions
QBSERVE H1, 499.8884024 MHz
DATA PROCESSING

ine broadening 0.7 Hz
FT size 65536
Total time 1 min, 18 sec

7.300
7.260

—7.314
7.245

7.230

329

"

1

7.218

7,200

—a.853

28

Nigi73e

T

T-215-P~CNNR
Pulse Sequence: s2pul

Solvent: COC13
Ambient temperature
GENINI-300 “roesy.chem.buffalo.edu®

Relax. delay 5.000 sec
Pulse 30.0 degrees

4112 repetitions
OBSERVE €13, 75.4526601 MH2
DECOUFLE H1, 300.075443L MHz
Power 1023 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 6553
Total time 15 hr, 32 min, 16 sec

138.106

178.663

\
MMWMWWWMMWWWW iy

180 160 140

128.685

—128.852

125.735

T
120
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27.000
PR
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| N
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T

60

28

41.091

b i e A

T
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28.0

T
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S-33

T-233~P2

Pulse Sequence: szpul

solvent: GDG13
Ambient temperature
INOVA-500 “tocsy.chem.buffalo.edu®

Pulse 39.7 degrees

Acq. time 1.891 sec

Width 10000.0 Hz

16 repetitions er1
OBSERVE H1, 499.8984103 MHz
DATA PROGESSING

Line broadening 0.7 Hz

FT size 65536 29

Total time 1 min, 18 sec

Relax. delay 2.000 sec |

~
oS
&
LS oy
Sa9uY wa
% R
e ] g
n | ql

375

—1.887
9
T.514

~—5.680
f—5.662
5.658
-4

-

i
—_

T T T e T T T T e T — T T —r T
L] 8 7 6 5 4 3 2 1 ppm
bl - gt o et b
2.55 2.13 1.07 1.15
3.01 2.06 2.12 112 1.02
T-233-P2-CNNR
Pulse Sequence: sZpul - —
Solvent: CDC13 Bl S3m
Ambient temperature o o
GEWINI-300 “roesy.chen.buffalo.edu" bt TRR
B
Relax. delay 5.000 sec \
Pulse 80.0 degrees =
. time 1.706 sec =
Width 18761 5

576 repetitions
OBSERVE C13, 75.4536607 MHz
DECOUPLE Hi, 300.0754431 Mhz
Pover 1023 dB
e on ‘ 29
WALTZ-16 modulated
DATA PROGESSING
Line broadening 1.0 Hz
FT size 65538
Total time 15 hr, 32 min,

128,

_41.978

12.780

141.942
125,915
51.183
36.834

246

115

110,045

160 140 izo 100

WA o

18



T-195-P
Pulse Sequence: s2pul
Solvent: COCI3
Ambient temperature
File: T-185-P
INOVA-500 “tocsy.chem.buffalo.edu
Relax. delay 2.000 sec

Pulse 39_7 degrees

Acq. time 1.831 sec

Width 10000.0 Hz

16 repetitions

OBSERVE  H1, 499.8984056 MHz

DATA PROCESSING

Line broadening 0.7 Hz

FT size 65536

Total time 1 min, i8 sec

MWHMs

9a

1.686

J
8 >
& 2
‘ U Al A
| " . \,[l
i | I ¥JH‘UM A ML
—— S o e ‘ : ey =y P
9 & 7 6 5 4 3 2 1 ppm
i L e o PR T
2,785,897 2.0 1.07 3.06 1.05 1.45
0.98 0.99 0.97 1.08 2.15 1.07

T-195-

PUlse Senu

Solvent:

Ambient tem e

SEHINI-300 chem. buffalos
Rel 806 sec

Py S0.0 degrees
Acq. time 1.705 sec

Width 18761.7 Hz

1132 repatitions

0BSERVE €13, 75.4536588 Mz
DECOUPLE H1, 300.0754431 HHz
Power 1023 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 65536

Total time 15 hr, 32 min, 16 sec

9a

MHMs

To
L
]
o
: 4 =
N G &
it T 2 2
1§ = [
~‘ )
|
|
A ” i T A Bt ol ) e iy o y sl
e Gl L T plE i il iz, ik it S o i
1 B I T T Tt T T L S T T T T ' T ;
18 160 140 120 100 a0 60 afn z0 npm
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2009111811 gand
Sample Name:
Archive directory:
sample directory:
FidFile: H1

Pulse Sequence: s2pul
Solvent: CDC13
Data collected on: Nov 18 2009

Operator: Chemler
Mercury-300B8 “roesy.chem.buffalo.edu"

Relax. delay 2.000 sec
Pulse 39.7 degrees

Acg. time 1.891 sec

Width 10000.0 Hz

16 repetitions

OBSERVE H1, 499.8983961 MHz

DATA PROCESSING

Line broadening 0.7 Hz O O
FT size 65536

Total time 1 min 38 sec / \

N N
27

4.298

4.279

4.317

.885

3.904
—
\__3.866

1.527

2009111911gandC13
Sample Name:
archive directory:
Sample directory:
FidFile: stdl3c

Pulse Sequence: std13c (s2pul)
Solvent: CDCI13
Data collected on: Nov 19 2009

Operator: Chemler
Mercury-300BB "roesy.chem.buffalo.edu"

Relax. delay 5.000 sec O O

Pulse 90.0 degrees
Acg. time 1.706 sec
Width 18761.7 Hz / \

3260 repetitions

OBSERVE C13, 75.4536604 MHz N N
DECOUPLE H1, 300.0754431 MHZ

Power 1023 dB

cont inuous 1y on 27
WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Wz

FT size 65536

Total time 2148322 hr, 50 min

169.911

77.417

7.000

7

N 76.575

67.983

-.54.357

—-24.246

38.603

180 160 140 120

100

60

= = e
40 20 ppm
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201007 13Msdibenzylproduct
Sample Name:

Data Collected on:
chemnmr500.chem.buffalo.edu-inovason
Archive directory:

Sample directory:
FidFile: PROTON

Pulse Sequence: PROTON (s2pul)
Solvent: cdc13
Data collected on: Jul 13 2010

Operator: Chemler

Relax. delay 1.000 sec
Pulse 45.0 degrees
cq. time 2.048 sec

width 8000.0 Hz

8 repetitions

OBSERVE H1l, 499.8984268 MHz
DATA PROCESSING

FT size 32768
Total time 0 min 25 sec

~7.189
7.183

7.1727
7.170

7.104

—7.113

—7.097

20100713MsdibenzylproductCla

sample Name:

Data Collected on:

roesy .chem.buffalo.edu-mercury300

Archive directory:

Sample directory:

FidFile: CARBON
Pulse Sequence: CARBON (s2pul)

Solvent: cdc13
Pata collected on: Jul 13 2010

Operator: Chemler

130.525
128.404

128.236

Relax. delay 1.000 sec
Pulse 45.0 degrees
Acq. time 0.868 sec
Width 18867.9 Hz
3152 repetitions
0BSERVE 75.4536389 WHz
DECOUPLE H1, 300.0754430 MHz
Power 38 dB
continuously on
WALTZ-16 modulated
DATA PROCESSING
Line broadening 0.5 Hz
FT size 32768
_Total time 9 hr, 38 min

~—130.739

/=

_137.226

135.974

/-

AL
126 .847
126.756

=T

126.664

?7.427
000

76.573

64.805

48 .474

47 .482

45 580

35.791

—39.241

35.608

—
.

35.181

N
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20100713SESdibenzylproduct

Sample Name:

Data Collected on:
chemnmr500.chem.buffalo.edu-inovasoo

Archive directory:

Sample directory:

FidFile: PROTON

Pulse Sequence: PROTON (s2pul)

Solvent: cdcl3
Data collected on: Jul 13 2010

7.090
7.082
3.974
3.954
3.387

2.990
979

1.547
1.543
1.533
1.518
0.979
0.975
0.958

Operator: Chemler

~—0.985
0.93%9

724
-0.034

h
\—0.946

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 2.048 sec

width 8000.0 Hz o

8 repetitions ‘D“r
OBSERVE _ H1, 499.8984273 NHz RELE
DATA PROCESSING: -
FT size 32768 &
Total time 0 an

0.992

7.338

-0.006

[R— [} [ —— [ —
9.48 1.00 1.00 1.88 7.38

20100713SESdibenzylproductCis

Sample Name:

Data Collected on:

chemnmr500.chem.buffalo.edu-inovaSod

Archive directory:

Sampie directary:

Fidfile: CARBON
Pulse Sequence: CARBON (s2pul)

c13

Solvent: cd
Data collected on: Jul 13 2010

Operator: Chemler

28.167

128.297
127.786

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acqg. time 1.042 sec

Width 31446.5 Hz

1088 repetitions
OBSERVE C13, 125.6895574 MHz
DECOUPLE H1, 499.5008903 MHz
Power 36 dB

continuously on

WALTZ-16 modulated
DATA PROCESSING

Line broadening 0.5 Hz
FT size 65536
Total time 1 hr, & min I

/1
77.000
\_76.748

77.260

—-130.633

26.724
126.618

\ !
38.621
35.773

o
@
—

126 .595
64.601
45.667
10.059
=1 . 850

135.985
48.011

137.337

~137.436

/

L I e

180 160 140 | 120 100 80 60 a0 20 0 ppm
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20100714BSsubstrate

Sample Name:

Data Collected on:
chemnmr500.chem.buffalo.edu-inovas00

Archive directory:

Sample directory:

FidFile: PROTON

Pulse Sequence: PROTON (s2pul)

Solvent: cdcl3 TROLT S

Data cqllected on: Jul JMW/YHI I

~

nole
ﬂpar&orlﬂ_
i
~

el time 0 min 25 sec

7.887

2.988

L

|

201007148SsubstrateCis
Sample Name:

Data Collected on:
chemnmr500 .chem.buffalo.edu-inova500
Archive directory:

Sample directory:
FidFile: CARBON

Pulse Sequence: CARBON (sZpul)
Solvent: cdcl3
Data collected on: Jul 14 2010

Operator: Chemler

Relax. delay 1.000 sec
Pulse 45.0 degrees

Acq. time 1.042 sec

wWidth 31446.5 Hz

1200 repetitions

OBSERVE C13, 125.6995574 MHz
DECOUPLE H1, 499.9008303 MHz
Power 36 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.5 Hz

FT size 65536

Total time 1 hr, 8 min

137.092
136.779
136.230
132.847

/i

180.458
128.167

127.671
126.671

\

N

126.587

\126.564

\

77.260

—

77.000
. 76.748

65.861

-
0.98
00

47 .875

AN

44,667

48.240

2c

~-38.025

35.918

~—-34.193

=0.000
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20100719dibenzylproduct

Sample Name:

Data Collected on:
chemnmrs00.chem.buffalo.edu-inovaS00

Archive directory:

Sample directory:

FidFile: PROTON

Pulse Sequence: PROTON (s2pul)
3

Solvent: cdcl WHOO NN EONTOE oW
Data collected on: Jul 18 2010 senwIneTIaDLLY
N N N N N L X

Operator: Chemler

=
-

Relax. delay 1.000 sec =
Pulse 45.0 degrees ja
Acq. time 2.048 sec r
Width 8000.0 Hzgy

8 repetitions o mw
OBSERVE  H1, 493893
DATA PROCESSING o

o~

L

Z

Ts
2d

J—2.975

T\ _2.345

2.956
2.679

2.650
~2.422

- [E———

2.00 6.70 2.08
2.031.10
20100718d ibenzy 1productC13
Sample Name:
Data Collected on:
chemnmr500.chem.buffalo.edu-inovaSoo
Archive directory:
Sample directory:
FidFile: CARBON
Pulse Sequence: CARBON (sZpul)

Solvent: cdcl3
Data collected on: Jul 19 2010

130.496
127.801

Operator: Chemler

Relax. delay 1.000 sec L‘ LL
Pulse 45.0 degrees K\\
Acq. time 1.042 sec .
Width 31446.5 Hz |
800 repetitions

OBSERVE C13, 125.6995584 MHz
DECOUPLE H1, 439.3008903 MH2z
Power 36 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.5 Hz

FT size 65536

Total time 1 hr, 8 min

/

650
126.526

-126.641

=

126.541

143.597
//_ 137.1786

~137.123

136.306
/,7133.509

s e e e e S e

S
180 160

76.748

ooo

77.260
t

65.747

48.225

47.622

44.667

38.033
35.941

34.124

21.557

—.0.000

S-39



20100717PHMBSdibenzylproduct

Sample Name:

Data Collected on:
chemnmr500.chem.buffalo.edu-inova500

Archive directory:

Sample directory:

FidFile: PROTON

Pulse Sequence:

Solvent: cdcl3
Data collected on:

PROTON (s2pul)

Jul 17 2010

Operator: Chemler
Relax. delay 1.000 sec
Pulse 45.0 degrees
Acg. time 2.048 sec
Width 8000.0 Hz
8 repetitions

OBSERVE H1, 499.8984302 MHz

DATA PROCESSING

FT size 32768

Total time 0 min 25 sec

7.814

©
=3
=4
@

6.902
3.850
3.450
3.438

-3.426
3.314
3.306
3.288
3.294
3.287
3.280
3.273

/-

20100717PMBSdibenzylproductC13

Sample Name:

Data Collected on:
chemnmr500.chem.buffalo.edu-inova500

Archive directory:

Sample directory:

FidFile: CARBON

Pulse Sequence:

Solvent: cdcl3
Data collected on:

CARBON (s2pul)
Jul 17 2010

Operator: Chemler
Relax. delay 1.000 sec
Pulse 45.0 degrees
Acq. time 1.042 sec
Width 31446.5 Hz
1920 repetitions
OBSERVE C13, 125.6995584 MHz
DECOUPLE H1, 499.9008303 MHz
Power 36 dB
continuously on
WALTZ-16 modulated
DATA PROCESSING
Line broadening 0.5 Hz
FT size 65536
Total time 2 hr, 17 min

162.981

LI B S e B e B B LB S e

160

137.169

-137.123

—130.511

136.344

129.847

—

~—128.450
| 128.274

128.145

— 127 .664

126.633

126.511

126.557

———114.104

77.252
77.000
76.748

3.051
3.034
——3.022

[ _2.989

—2.978

2.960

2.388

2.289

X

—2.360

2.261
2.024

1.997

0.073
0.000

S

65.754

§5.562

L 48.202

1 ppm

47 .607

44.637

— . 38.063

35.941
34.025
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20100711PCBSproduct
Sample Name:
Data Collected on:

chemnmr500 .che
Archive directory:

buffalo.edu-inova500

Sample directory:

FidFile: PROTON

Pulse Sequence: PROTON (Squ])
Solvent: ®BBu A~ T oW D
Data collcted DR JTE A 2L 55

~
Operator: |C

Relax. dela

Pulse 45.0 deg
Acg. time 2.048 s
Width 8000.0 Hz

8 repetitions
OBSERVE H1, 433.8984Z298 M
DATA PROCESSING

FT size 32768

Total time 0 min 25 sec

7.778

3.510

-
=3
©

2.947
,—2.694

—2.665

\_2.936

n

2.335

2.091

1.754

0.073

=0.000

201007 11PCBSproductC13
Sample Name:

Data Collected on:
roesy.chem.buffalo.edu-mercury300
Archive directory:

Sample directory:
FidFile: CARBON

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3

Data collected on: Jul 11 2010

Operator: Chemler

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acqg. time 0.868 sec

Width 18867.9 Hz

11728 repetitions

OBSERVE C13, 75.4536400 MHZ
DECOUPLE H1, 300.0754430 MHZ
Power B

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.5 Hz

FT size 32768
Total time 9 hr, 38 min

136.997
136.920
135.974

—139.286
/L’
/:7135.623

/
/
/
/

-130.449

-

1.09

—128.304
128.045

1

128.251
128.221

127.687
126.710
126.633
77.000
76.573

77.412
—77.198

Eamd
1.06 1.07
2.12

65.584

1.09 1.09

48.261

47 .681
. 44.903

e
1.02 1.03

e
1.03
.03

. 38.371
34.511

—0.933

e T e

180 160

2L S e o e s e

140

20

S-41



20100814Nsproduct
Sample Name:
Data Collected on:

chemnmr500.che
Archive directory:

Sample directory:

FidFile: PROTON

Pulse Sequence: PROTON (sZpul)
Sttty OB Mo T T O™~ -~
O41E; FPIIBG S DB SARE B R RIT

8 repetitions
OBSERVE H1, 499.89842
DATA PROCESSING

FT size 32768

Total time 0 min 25 sec

8.338

~

oo

pep--3=4
N -
~

~r

uffalo.edu-inovaSo00

20100816NsproductCi13
Sample Name:

Data Collected on:

roesy.chem.buffalo.edu-mercury300

Archive directory:
Sample directory:
FidFile: CARBON

Pulse Sequence: CARBON (sZpul)
Solvent: cdcl3
Data collected on: Aug 16 2010

Operator: Chemler

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acgq. time 0.868 sec

Width 18867.9 Hz

4688 repetitions
OBSERVE C13, 75.4536400 MHz
DECOUPLE H1, 300.0754430 MHz
Power B

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.5 Hz

FT size 32768
Total time 8 min 15 sec

149.985
- 143.315

136.661
135.562

136.875

130.434

[SN——py—]
6.782.12

1.11

128.633
- 128.282
127.717
126.801
124.222

128.190

-0.000

77.427
77.000

76.573

1.03

o 65 507

[ERFE——
1.04 1.
3.13

)

T L
02 1.01

1.011.01

47 .803

-

18.276

_44.964

—35.440

38.615
—————34.555

S-42
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20100711difluorobenzylproduct

Sample Nam

Data Collected on:
chemnmr500_chem.buffalo.edu-inova500

Archive directory:

Sample directory:

FidFile: PROTON

Pulse Sequence: PROTON (s2pul)

Solvent: cdecl3 o~ w © ©
Data collected on: Jul 11 2010 =¥y ng
F e a2
Operator: Chemler |
? N
Relax. delay 1.000 sec 1
Pulse 45.0 degrees
Acq. time 2.048 sec
Width 8000.0 Hz
8 repetitions
0BSERVE H1, 499.8984263 MHZ
DATA PROCESSING
FT size 32768
Total time 0 min 25 sec
o
we
- - ~ @ ~e
a% TN @ .
RRRE 3ngs <%
~oN MM |
3 Iy e
< |
@ I
|
|
S — |
L B e e e L e Y L — T T T T T T T T T
9 8 7 6 5 4 3 2 1 ppm
B W tamrt I e s s e
2.00 7.10 1.05 1.05 3.0B.07 1.75
2.00 1.03 2.09 1.09.05 1.03 1.03

20100711d1fluorobenzy 1productcls
Sample Name:
Data Collected on:
chemnmr500. chem.buffalo.edu-inovasno
Archive directory:
Sample directory:
FidFile: CARBON
Pulse Sequence: CARBON (s2pul)

Solvent: cdci3
Data collected on: Jul 11 2010

Operator: Chemler

N\ 131.718

Relax. delay 1.000 sec
Pulse 45.0 degrees
Acg. time 1.042 sec
Width 31446.5 Hz |

77.000

N_76.748
M

Y
26608 repetitions v
OBSERVE C13, 125.6995574 MHz i
DECOUPLE H1, 499.9008903 MHz ~
Power 36 dB
continuously on I
WALTZ-16 modulated
DATA PROCESSING |
Line broadening 0.5 Hz
FT size 65536
Total time 22 hr, 57 min oo
0
S o
-7
. <
w
oan
o
S © -
=
o ™ <2 ..,gga
T R g5 &g3
- Lo
P ~ e H | ’J o
3
- -
= o i -
- g3 g
| -« e
k as 3
ad o - ©
e - <
aol |
gan L
| e |
W\g |
: !
| ‘
| | I
N Lol |
| | i |
| e ) |
N | J
B B e N e o LA B o o By L o B A B e e o o o o A S S ML e e e o e ot o | —rT i
180 160 140 120 100 a0 60 40 ppm




S-44

STANDARD PROTON PARAMETERS

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
INOVA-500 ''tocsy.chem.buffalo.edu" |

Relax. delay 2.000 sec
Pulse 39.7 degrees
Acg. time 1.891 sec
Width 10000.0 Hz

16 repetitions

SMe

OBSERVE  H1, 499.3938%08) e
DATA PROCESSING X0 0 @ ® MeS
Line broadening 0.7 Hz: 4 - -

LES N

FT size 65536
Total time 1 min, 18 tek

2.492
—

2.511
—

.46

1.568

6.993

\6.976
6.824

6.841

—7.778
2.620
1.276

—.3.484

L }\J\M{\ /UUY' N Mo

8 7 6 5 4 3 2 1 0 ppm |

- - e e o
2.00 3.77 2.16 0.83 1.76 8.391.21 1.212.02 1
2.01 0.91 0.88 0.89 0.511.28 1.08 1.92 2.79 |

Imran-040209 ‘

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature

130.484
129.603
129.474

\__126.515

" i a PP
GEMINI-300 "roesy.chem.buffalo.edu 8RS SMe
' .
Relax. delay 5.000 sec L Wi
Pulse 80.0 degrees ///
Acq. time 1.706 sec
Width 18761.7 Hz MeS |
4432 repetitions
OBSERVE ' C13, 75.4536624 MHz
DECOUPLE H1, 300.0754431 MHz
Power 1023 4B
continuously on
WALTZ-16 modulated
DATA PROCESSING
Line broadening 1.0 Hz
FT size 65536
Total time 23 hr, 18 min, 2 sec
-
- g e..r%
z > 2o T
. 2 ~a 82345
8,888 4 SR monn
foswnt 2 ,‘é‘"’Rﬂ,U
N T s L 2
Do N:I“\ A w
ae 5L~ < <
Inen ~ o S
R % |
. < 0 |
s L - 2 ‘
@ - ‘ |
2
o |
2 | |
3
|
{
|
I




S-45

STANDARD 1H OBSERVE

Pulse Sequence: s2pul

Solvent: CDC13 MeO

Ambient temperature

Sample #2

File: IH-methoxy-carb

INOVA-500 ‘'nmrdata.chem.buffalo.edu"

Relax. delay 1.000 sec
Pulse 46.9 degrees

Acq. time 1.800 sec

Width 6000.6 Hz

16 repetitions

0BSERVE H1, 399.9389025 MHz
DATA PROCESSING

Line broadening 0.9 Hz

FT size 32768

Total time 0 min, 44 sec

—7.260

7.343
7.328

7.766
—7-745

6.715
6.708
6.694

\6.689

o e Bl e el so o dedens o bk b b
1.91 1.04 6.00 0.971.94 2.97 0.94 1.01
05 5.89 0.980.96 0.98 2.02 1.28
IH-p-methoxy-carb-prod
Pulse Sequence: s2pul Thiks @i #
Solvent: CDC13 S3ES —_—
Ambient temperature RO e
GEMINI-300 "roesy.chem.buffalo.edu" TRER
Ly

Relax. delay 10.000 sec
Pulse 90.0 degrees

Acq. time 1.706 sec

Width 18761.7 Hz

3088 repetitions
OBSERVE  C13, 75.4536601 MHZ
DECOUPLE H1, 300.0754431 MHz
Power 1023 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 65536
Total time 119 hr, 53 min, 1 sec

OMe
MeO

w20
RO 2
maﬁ:::fa o g
2% | Sty [l &
So w,:»\i 28 5% e a8
! 59 sl 8% w3 el e
B2 271 HE 5 B9 g w8
o S L‘J 5] [ (". ! &
S 2 g ‘{ 3
| |
‘ . !H (1—
[ ‘ J J\J )l | ‘ ‘
180 160 140 120 100 80 60 40 20 0 ppm



20100708d1i3methoxylparaproduct
sample Name:

Data Collected on:
chemnmr500.chem.buffalo.edu=-inovaso0
Archive directory:

Sample directory:
FidFile: 20100708di3methoxylparaproduct

Pulse Sequence: PROTON (s2Zpul)
Solvent: cdc13
Data collected on: Jul 8 2010

Operator: Chemler

Relax. delay 1.000 sec
Pulse 45.0 degrees
Acq. time 2.048 sec
Width 8000.0 Hz

8 repetitions
O0BSERVE H1, 499.8984283 MHz
DATA PROCESSING

FT size 32768

Total time 0 min 25 sec

i
2.00 2.08 1.061.03
2.01 2.061.05

20100617di 3methoxy lor thoproductC13
Sample Name:

Data Collected on:
roesy.chem.buffalo.edu-mercury300
Archive directory:

Sample directory:
FidFile: CARBON

Pulse Seguence: CARBON (sZpul)
Solvent: cdc13
Data collected on: Jun 17 2010

Operator: Chemler

Relax. delay 1.000 sec
Pulse 45.0 degrees
Acq. time 0.868 sec

OBSERVE C13, 75.4536377 MHz
DECOUPLE H1, 300.0754430 MHz
Power 38 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.5 Hz

FT size 32768

Total time 5420 hr, 38 min

138.904
T -138.447
— 134.387

159.310

-156.929
143 .422

129.564

45

\.-127.809

126.786

\124.039
T _116.759

—122.925
120.330

111.310

108.776

"

o i
3.15 .
3.11 1.03

77.427
77.000

N 76.573

65.385

J

Ts
ortho-4a

0.073
-0.000

i
2.12

2.09

MeQO,

—955.572

— —55.159

47 .696

47,391

—————————__44.445

ortho-4a

37.577

34.235

. 27.783

- 21.552

ppm

_-0.014

L e |

T T

100

ol

L e e e A

80
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20100701di3methoxylparaproduct
Sample Name:

Data Collected on:
chemnmr500.chem.buffalo.edu-inovas00
Archive directory:

Sample directory:

FidFile: 20100701di3methoxylparaproduct
Pulse Sequence: PROTON (s2pul)

Solvent: cdcl3
Data collected on:

Jul 1 2010

6.706

Operator: Chemler

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acg. time 2.048 sec

Width 8000.0 Hz

8 repetitions

OBSERVE H1, 499.8984278 MHZ
DATA PROCESSING

FT size 32768

Total time 0 min 25 sec

i

MeQ,

—2.657

627

S-47

OMe

Hh

- oo [
2.00 1.04  2.031.03
2.01.03  1.01.00

20100701d13methoxylparaproductCi3
Sample Name:

Data Collected on:
roesy.chem.buffalo.edu-mercury300
Archive directory:

sample directory:

FidFile: CARBON

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl

Data collected an:

Jul 1 2010

129,625
129.075
128.984

N\ 128.282

Operator: Chemler

~—127.763

. 138.401

—

f—

Relax. delay 1.000 sec
Pulse 45.0 degrees
Acg. time 0.868 sec
Width 18867.8 Hz

4560 repetitions
OBSERVE C13, 75.4536389 MHz

DECOUPLE HL, 300.0754430 MHz

Power 38 dB
continuously on
WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.5 Hz |
FT size 32768 |
Total time 3 hr, 51 min

159.326
158.379
143.575
138.752
133,844

;

180

122 .925

116.881

113.966

111.234

L e R

100

?77.427

MWMW

6

" 76.588

[ [IETE [S iy
1.05 2.06
1.031.04 1.031.

.16

66.072

MeO

55.251
55.144
48.123
47.620

44.720

2.9%.02
03

38.371

21.552

T —

OMe

e e

ppm



S-48

20100617di3methoxylorthoproductNOESY1D

Sample Name:

Data Collected on:
chemnmrS500._ches

Archive directory:

Sample directory: Meo
FidFile: 20100617di3methoxy10rthoproductNOESY1D

nOe

uffalo.edu-inova500

Pulse Sequence: NOESYLD
Solvent: cdcl3
Data collected on: Jun 17 2010

Operator: Chemler

Relax. delay 1.000 sec
Pulse 90.0 degrees
Acg. time 2.925 sec¢
Width 1400.6 Hz

384 repetitions

OBSERVE  H1, 499.8984258 MHZ ortho-4a

DATA PROCESSING =
FT size 8192 <=
Total time 30 min See
[y}
o o~
8 2
o™ -
<
H 8
. |
® {
Hb
o L3 |
g 3 |
oo |
3 ‘ |
Ha ‘ |
| Il
WWWWMWU VMW»WWWWMWMW
R L e e R Hp--.l-..‘.‘.|..H.H‘_H”Hru.,|‘ R AL B BN e o s
3.8 3.6 \3.4 3.2 3.!] 2.8 2.6 2.4 . . 1.8 1.6 1.4 ppm

20100701di3methoxylparaproductNOESY1D
Sample Name:

Data Collected on:
chemnmr500.chem.buffalo.edu-inova500
Archive directory:

Sample directory:

nOe

FidFile: 20100701di3methoxylparaproductNOESY1D

Pulse Sequence: NOESY1D Meo
Solvent: cdcl3
Data collected on: Jul 1 2010

Operator: Chemler

Relax. delay 1.000 sec
Pulse 90.0 degrees

Acg. time 2.402 sec

Width 3410.1 Hz

10752 repetitio

OBSERVE H1, 455 5!5“255 WHZ
DATA PRDCESSING

FT size 163

Total Ume 12 hr, 45 min

7.726
7.710
2.888
2.180
1.821

2.908
—2.207

—
1.8

{ o
&
| g | on Hb
f mB
] o 2~
T g8l | <
R o |
I e 9 o
w 9
w |
o @
a4 =
T =
Mg o
s
=

3 2 ppm



20100620diomethylcisproduct
Sample Name:

Data Collected on:
chemnmr500.chem.buffalo.edu-inovasoo
Archive directory:

Sample directory:
Fidfile: PROTON

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl1d
Data collected on: Jun 20 2010

Operator: Chemler

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acg. time 2.048 sec

Width 8000.0 Hz

8 repetitions

OBSERVE H1, 499.8984293 MHz
DATA PROCESSING

FT size 32768

Total time 0 min 27 sec

7.682
F

20100114diomethyImajorproductC13
Sample Name:

Archive directory:

Sample directory:

FidFile: stdi3c

Pulse Sequence: std13¢ (s2pul)
Solvent: COC13
Data collected on: Jan 14 2010

Operator: Chemler
Mercury-300BB "roesy.chem.buffalo.edu"

Relax. delay 5.000 sec
Pulse 90.0 degrees \1‘
Acq. time 1.706 sec ‘
Width 18761.7 Hz

3320 repetitions

OBSERVE C13, 75.4536610 MHz
DECOUPLE H1, 300,0754431 MHz
Power 3 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 65536

Total time 2148322 hr, 50 min

- 129.549
—128.099
127 .659

~—130.907
/—130.763
/

. i il

125.565

26.551
126 .316
126.020

X

2.915

e

I
" /

77.417

/—77.187

77.000
76.575

M

il
1.06
2.071.

64.654

T T
2

S
1.04.08 3.03

03 1.061.08.04

47.a97

—48.931

35.750
4.741

41.092
3

o
o
<
@

-21.515

20.247
18.117

- -0.028

.

L S B B e e L s L I A A S s S B

180 160 140

100
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20100215diomethy iminorproduct
Sample Name:

Archive directory:

Sample directory:

FidFile: H1

Pulse Sequence: s2pul
Solvent: CDC13
Data collected on: Feb 15 2010

Operator: Chemler
Mercury-300BB

Relax. delay 2.000 sec
Pulse 39.7 degrees
Acqg. time 1.831 sec
Width 10000.0 Hz

16 repetitions
OBSERVE H1, 453.8984049 MHz
DATA PROCESSING

Line broadening 0.7 Hz
FT size 65536
Total time 1 min 38 sec

—7.734

"roesy.chem.buffalo.edu”

20100215diomethyIminorproductC1i3
Sample Name:

Archive directory:

Sample directory:

FidFile: stdl3c

Pulse Sequence: std13c (s2pul)
Solvent: CDC13
pata collected on: Feb 15 2010

Operator: Chemler
Mercury=-30088

Relax. delay 5.000 sec
Pulse 90.0 degrees
time 1.706 sec

OBSERVE C13, 75.4536604 MWHz
DECOUPLE H1, 300.0754431 MHz
Power 1023 dB

cont inuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 65536
Total time 214832Z hr, 50 min

143.496

"roesy.chem.buffalo.edu”

129.579

128.312

—  \_127.796

126.597
125.906
125.618
~-125.518

\&

7

cvounmnen
Sgeusensy
23385383
KB dcici s
I

77.205
?7.000

—77.425
\_76.575

)

~—65.762

©wn
o~
~o
S
T o
i

—48.787
———47.740

-0.021

T

a0

I

I e e e B

60 40
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20100620diomethylcisproductcosyNOESY1D
Sample Name:

Data Collected on:
chemnmr500.chem.buffalo.edu-inovas00
Archive directory:

Sample directory:
FidFile: 20100620diomethylcisproductcosyNOESY1D

Pulse Sequence: NOESY1D
Solvent: cdcl3
Data collected on: Jun 20 2010

Operator: Chemler

Relax. delay 1.000 sec

Pulse 90.0 degrees

Acqg. time 2.928 sec

Width 1398.9 Hz

11200 repetitions

OBSERVE Hi, 499.8983908 MHz
DATA PROCESSING

FT size 8192

Total time 14 hr, 42 min

2.965
2.985
2.924

3.228
S
__—3.206

3.197

F Ha

‘\
' J M ILJ‘

AT

Hb

-

o bl

>

< a
o~

o |

2.491
——-2.282

2.075

A R A A B AR AR AR DAL A
3.8 ( 3.6 3.4 3.2 3.0

20100621diomethyltransproductNOESY1D
Sample Name:

Data Collected on:
chemnmr500.chem.buffalo.edu-1inovas500
Archive directory:

Sample directory:
FidFile: 20100621diomethyltransproductNOESY1D

Pulse Sequence: NOESY1D
Solvent: cdcl3
Data collected on: Jun 21 2010

Operator: Chemler

Relax. delay 1.000 sec
Pulse 90.0 degrees

Acq. time 2.928 sec

Width 1398.9 Hz

9600 repetitions

OBSERVE H1, 499.8%84259 MHz
DATA PROCESSING

FT size 8192

Total time 12 hr, 41 min

——3.248

- 8.217

2

Nz.771

2.6 2.4 2.2 2.0 1.8 1.6 1.4  ppm

nOe

2.296
2.090
2.062

2.324

I
(op
2.042

- ey

\
T T T T T
3.8 3.6 \ |

‘ ‘
: UWWWJUWMUM ‘ St —

T L B O B S R S R B e B R LR R R

2.6 2.4 2.2 2.0 1.8 1.6 1.4 ppm

L LI O e
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20100628diomethoxy Imajorproduct
Sample Name:

Data Collected on:
chemnmr500.chem.buffalo.edu-inova500
Archive directory:

Sample directory:
FidFile: PROTON

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl3
Data collected on: Jun 23 2010

Operator: Chemler

Relax. delay 1.000 sec
Pulse 45.0 degrees

Acg. time 2.048 sec

Width 8000.0 Hz

8 repetitions

0BSERVE H1, 499.8984278 MHz
DATA PROCESSING

FT size 32768

Total time 0 min 27 sec

T e
9 8 7
W L
2.00 2.04 2.0304
2.321.051.02
20100629diomethoxyImajorproductCis
Sample Name:
Data Collected on:

roesy.chem.buf fi
Archive directory

o.edu-mercury300

Sample directory:
FidFile: CARBON
Pulse Sequence: CARBON (s2pul)

Solvent: cdcl2
Data collected on: Jun 29 2010

127.809
127.763
126.740

Operator: Chemler

129.381

Relax. delay 1.000 sec
Pulse 45.0 degrees

Acq. time 0.868 sec

Width 1B867.9 Hz

6000 repetitions

OBSERVE C13, 75.4536389 MHz
DECOUPLE H1, 300.0754430 MHZ
Power 38 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.5 Hz

FT size

Total time 9 hr, 38 min

132.784

138.294

S
—133.761

143.254

. 157.799
— _156.34%

—126.068

125.443
120.818
“120.101

110.333

108.456

77.427

76.588

"

3.06

3.08

65.950

1.04

3

S

2.07
1.08.05 1.02

55.388

OMe

54.869

48.017

48.368

L

2.191

\2.165

2.088
—2.072

1.624
1.618

OMe

4.02
1

b

1.

o

03

@
<
<
™

30.266

21.536

e B L o B e S S B T

180 160 140

120

100

ppm

0.000
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20100727diomethoxy Iminarproduct

Sample Name:

Data Collected on:
chemnmr500.chem.buffalo.edu-inova500

Archive directory:

sample directory:

FidFile: PROTON

Pulse Sequence: PROTON (s2pul)

Solvent: cdcl3
Data collected on: Jul 27 2010

6.739
6.683
6.668

Operator: Chemler

\=

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acqg. time 2.048 sec

Width 8000.0 Hz

8 repetitions
0BSERVE HL, 499.8984283 MHz
DATA PROCESSING

FT size 32768
Total time 0 min 25 sec

— T T — T
9 8 7 6
ity

o
z2.00 1.061.00.05
1.95.042.11 02

20100728diomethoxy IminorproductCls
sSample Name:

Data Collected on:

roesy.chem.buffalo.edu-mercury300

Archive directory:

Sample directory:

FidFile: CARBON

Pulse Sequence: CARBON (s2pul)

Solvent: D20
Data collected on: Jul 28 2010

Operator: Chemler

129.371
127.891

.860

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acg. time 0.368 sec

Width 18867.9 Hz

4608 repetitions

OBSERVE €13, 75.4536378 MHz
DECOUPLE H1, 300.0762142 MHz
Power 38 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING .

Line broadening 0.5 Hz

FT size 32768
Total time B min 15 sec

120.366

26.609
126.120

132.531
A
huie
T\ _120.107

143,184
139.002

—157.836
———-156.920

110.507

~108.691

3.044

1.634

=0.000

I
2.98 1.00 2.07
2.96

77.448

77.021

_76.594

2.07

65.605

0.99

55.608
— --54.821

48.236

38.102

—— __37.430

33.706

28.059

21.542

ppm

et s ik iaaia .
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20100630diomethoxyimajorproductNOESY10b
Sample Name:

Data Collected on:
chemnmr500.chem.buffalo.edu-inova500
Archive directory:

Sample directory:
FidFile: 20100630diomethoxyImajorproductNOESY1Db

Pulse Sequence: NOESY1D
Solvent: cdcl3
Data collected on: Jun 30 2010

Operator: Chemler

Relax. delay 1.000 sec
Pulse 90.0 degrees

Acq. time 2.409 sec

Width 3400.2 Hz

10240 repetitions

OBSERVE H1, 499.8984298 MHZ
DATA PROCESSING

FT size 16384

Total time 12 hr, 3 min

—7.701
7.686

7.006

-.7.002

6.991
--6.987

Ha

20100628diomethoxyImajorproductNOESY1D
Sample Name:

Data Collected on:
chemnmr500.chem.buffalo.edu-inova500
Archive directory:

Sample directory:
FidFile: 20100628diomethoxyImajorproductNOESY1D

Pulse Sequence: NOESY1D
Solvent: cdci3
Data collected on: Jun 28 2010

Operator: Chemler

Relax. delay 1.000 sec
Pulse 90.0 degrees

Acq. time 2.402 sec

Width 3410.1 Hz

8088 repetitions

QBSERVE H1, 499.8984278 MHz
DATA PROCESSING

FT size

Total time 10 hr, 22 min

6.822
6.807

Hd

—3.363
3.351
3.340

2.991

2.157

2.130

2.064

2.037
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20100703diomethoxyIminorproductNOESY1D
Sample Name:

Data Collected on:
chemnmr500.chem.buffalo.edu-inova500
Archive directory:

sample directory:
FidFile: 20100703diomethoxyIminorproductNOESY1D

Pulse Sequence: NOESY1D
Solvent: cdcl3d
Data collected on: Jul 3 2010

Operator: Chemler

Relax. delay 1.000 sec
Pulse 90.0 degrees

Acg. time 2.409 sec

Width 3400.2 Hz

11776 repetitions

0BSERVE H1i, 499.8984273 MHz
DATA PROCESSING

FT size 16384

Total time 14 hr, 18 min

7.726
7.708

— R L

3.114
3.094

g
@
7] R
pid i
@ o
|
0
EE
Se
@ < =
o) n = =3
©o B
=1
= o ™
N 1
) L
.M FTewLY}

20100703diomethoxyIminorproductNOESY1Db
Sample Name:

Data Collected on:
chemnmr500.chem.buffalo.edu-inovaS00
Archive directory:

Sample directory:
FidFile: 20100703diomethoxyIminorproductNOESY1Db

Pulse Sequence: NOESY1D
Solvent: cdcl3
Data collected on: Jul 4 2010

Operator: Chemler

Relax. delay 1.000 sec
Pulse 90.0 degrees

Acq. time 2.416 sec

Width 3390.4 Hz

8600 repetitions

OBSERVE H1, 489.8984273 MHz
DATA PROCESSING

FT size 16384

Total time 10 hr, 56 min

3.139
3.126

/

—
Y/

-3.443
3.432

nOe

3.455

3.796

i JWM

3.116
3.111

/

ppm
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20100704ditrifluoromethylmajorproduct

Sample Name:

Data Collected on:
chemnmr500.chem.buffalo.edu-inova500

Archive directory:

Sample directory:

FidFile: PROTON

Pulse Sequence:

Solvent: cdcl3
Data collected on: Jul

PROTON (sZpul)
4 2010

Operator: Chemler

Relax. delay 1.000 sec
Pulse 45.0 degrees

Acgqg. time 2.048 sec

Width B000.0 Hz

8 repetitions

OBSERVE H1, 499.8984248 MHz
DATA PROCESSING

FT size 32768

Total time 0 min 25 sec

7.743

»351
7.334
7.250

7.139

=

7.124
7.022
7.00%

L ‘
&*;;=-i§g;;;;;:::ff__-
©

ja

=

FsC

3.594

T\ 2.444

=0.000

20091214ditrifiuoromethylimajorproductCi3
Sample Name:

Archive directory:

Sample directory:

FidFile: stdl3c
Pulse Seguence:

Solvent: CDC13
Data collected on:

stdi3c (szpul)
Dec 14 2009

Operator: Chemler
Mercury=300B8 "roesy.chem.buffalo.edu"

~—-130.657

Relax. delay 5.000 sec
Pulse 90.0 degrees

Acg. time 1.706 sec

Width 18761.7 Hz

3020 repetitions

OBSERVE C13, 75.4536604 MHz
DECOUPLE H1, 300.0754431 MHz
Power 1023 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 6553

6
Total time 2148322 hr, 50 min

~—143.921

—

125.853
125.208

125.155

125.110
125.064

—-125.019
- 123.637

N

123.592

122.393
—122.249

[}
2.10
1.06 1.07

o«
1.03

FsC

64.730

" 47.4686

44773

48.013

_38.224
—85.325

-
b4
v
<
3

|

21.488

. ____-D.036

——————————t e

180 160

e

-

T

20

T
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20100705ditrifluoromethyIminorproduct
Sample Name:

Data Collected on:
chemnmrS00.chem.buffalo.edu-inova500
Archive directory:

Sample directory:

FidFile: PROTON

Pulse Seguence: PROTON (szZpul)
Solvent: cdc13

Data collected on: Jul 5 2010

Operator: Chemler

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 2.048 sec

Width 8000.0 Hz

8 repetitions

0BSERVE H1, 499.8984249 MHz
DATA PROCESSING

FT size 32768

Total time 0 min 25 sec

F4C

TTh—2.448

@
= |
"y |
- . |
am o
an~
]
I 2w
| <@
N'L“;
| ]
| 1
|
|
|
- . . » JJ__JJ‘A,,L#%
T e e N A A e B N A — T T T T T T —
9 8 7 6 5 4 3 2 1 ppm
B e e st ) Lyl bt e
2.00 4.90 1.049 1.08 71.06 06
3.03 2.11 2.111.05 4.09 1.03 1.05
2010ditrifluoromethyiminorproductCis
Sample Name:
Data Collected on:
roesy.chem. buffalo.edu-mercury300
Archive directory:
Sample directory:
FidFile: CARBON
Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3 ~mon
Data collected on: Jul 6 2010 SAER
- o NN
Operator: Chemler LS "i"""
- o
Relax. delay 1.000 sec S 8w
Pulse 45.0 degrees ~o® Ty
cg. time 0.868 sec oMn 2o F C
Width 18867.9 Hz Sooy 3
11496 repetitions NG o i
OBSERVE C18, 75.4536377 MHz o8
DECOUPLE H1, 300.0754430 MHz -
Power 38 dB = |
continuously on ©
TZ-16 modulated o
DATA PROCESSING o
Line broadening 0.5 Hz
FT size 32768
Total time 8 min 15 sec
o
@
<
L2 gz 8
- = <o
EEE L] K e B2
LA o & T 2w
) -
2§2;2 M = o ol | S8 &
T ~ 8 S 2 2
a . . -
b = [ 1 by
”// [l
l \
o
3
| <
| <
| il
| {
s m J ) _l Lo " . J L ‘.l. I m Lo " Ll
s VT pstomhatimit o (o Al
L L I B e e e B A LA e e B 2 e e e | T T T R T T L AN S o e
180 160 140 1z0 100 80 60 40 20 ppm

S-57



20100704ditrifluoromethylmajorproductNOESY1D
Sample Name:

Data Collected on:
chemnmr500.chem.buffalo. edu-inova500
Archive directory:

Sample directory:
FidFile: 20100704ditrifluoromethyimajorproductNOESY1D

Pulse Sequence: NOESY1D
Solvent: cdcl13
Data collected on: Jul 5 2010

Operator: Chemler

Relax. delay 1.000 sec
Pulse 80.0 degrees
Acg. time 2.416 sec
Width 3390.4 Hz

7424 repetitions
OBSERVE H1, 499.8984249 MHz
DATA PROCESSING

FT size 16384

Total time 8 hr, 43 min

7.712
7.696

T
6.991

6,975

F3C

20100705ditrifluoromethyIminorproductNOESY1D
Sample Name:

Data Collected on:
chemnmr500.chem.buffalo.edu-inovaS00
Archive directory:

Sample directory:
FidFile: 20100705ditrifluoromethylIminorproductNOESY1D

Pulse Sequence: NOESYLD
Solvent: cdcl3
Data collected on: Jul 5 2010

Operator: Chemler

Relax. delay 1.000 sec

Pulse 830.0 degrees

Acqg. time 2.416 sec

Width 3390.4 Hz

10752 repetitions

0BSERVE H1, 499.8984249 MHz

DATA PROCESSING Fs;C
FT size 16384

Total time 12 hr, 40 min

—7.715

— _7.698

6.957

= —6.942

e
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o
P
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20100104benzylcarbonamination
Sample Name:

Archive directory:

Sample directory:

FidFile: HL

Pulse Sequence: s2pul

Solvent: CDC13
Data collected on: Jan 4 2010

Operator: Chemler

Mercury=-30088 "roesy.chem.buffalo.edu" 5
N
Relax. delay 2.000 sec
Pulse 39.7 degrees
Acg. time 1.891 sec
Width 10000.0 Hz
16 repetitions N
OBSERVE H1, 499.8984056 MHz
DATA PROCESSING \
Line broadening 0.7 Hz
FT size 65536 Ms
Total time 1 min 38 sec .
g trans-10a
~
n
-
-
~
'3
=
©
m
©
gL
o
-
:2 I\
™~
o T
S =
RI S
'

T : T - T — — ————— T - oo T
9 8 7 6 5 4 3 2 1 ppm
- . iy f— -
4.00 2.07 1.08 1.09
3.17 4.19 2.06

20100104benzylcarbonaminat ionC13
Sample Name:

Archive directory:

Sample directory:

FidFile: stdl3c

Pulse Sequence: stdi3ec (s2pul)

Solvent: CDC13
Data collected on: Jan 4 2010

=g
Operator: Chemler =N
Mercury-300BB ‘“roesy.chem.buffalo.edu" - o
an N
Relax. delay 5.000 sec | N
Pulse 90.0 degrees "
Acg. time 1.706 sec @ -
width 18761.7 Hz o ‘ s
80 repetitions o H 2
OBSERVE €13, 75.4536667 MHz @ i o *
DECOUPLE H1, 300.0754431 MHz - N -
Power 1023 d [ . 230w
continuously on \ ~ GEJ £
WALTZ-16 modulated | MS o 2 4
DATA PROCESSING 3 Wme 4
Line broadening 1.0 Hz | trans 1oa ‘ L
FT size 65536 - o
Total time 17 hr, 11 min 2 |
- |
| *
|
~ o
oo~
- g
w v
EX] -2
< g S
R Lgr

L e e e e LA B e e e L e e S S o | T T T

T
140 120 100 80 60 40 20 ppm
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20100708benzylcisproduct

Sample Na

Data Collected on:
chemnmr500.che
Archive directory:

uffalo.edu=-inovaso0

Sample directory:
FidFile: PROTON

Pulse Sequence: PROTON (s2pul)
Solvent: cdci3

© oo

Data collected on: Jul & 2010 3PS

[NENENPY

Operator: Chemler [
Relax. delay 1.000 sec Pd
Pulse :5,0 degrees \

Acg. time 2.048 sec
Width 8000.0 Hz MS

8 repetitions :

OBSERVE  H1, 499.8884258 MHz cis-10a
DATA PROCESSING |
FT size 32768

Total time 0 min 25 sec

®
R
o
1A
n
~
=
2
E
<
- 0
e
o
"
Ll
NS
ho
B
[ =15
|
I
L -
T — — T T —————— T — ——— v r ——T ————
9 8 7 6 5 4 3 2 ppm
Cx o Lo — o
3.96 1.051.09 1.08 1.07

1.00 1.07 5.371.10 1.05

20100707benzylcisproductCl3

Sample Name:

Data Collected on:
roesy.chem.buffalo.edu-mercury300

Archive directory:

Sample directory:

FidFile: CARBON

Pulse Sequence: CARBON (s2pul)

Solvent: cdc13
Data collected on: Jul 7 2010

Operator: Chemier

127.244

- 126.603
~35.166
33.578

128.251

—

\
Relax. delay 1.000 sec
Pulse 45.0 degrees MS

Acg. time 0.863 sec H

Widih 18867.9 Hz | cis-10a
1820 repetitions

OBSERVE €13, 75.4536400 HHz
DECOUPLE H1, 300.0754430 MHZz
Power 38 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.5 Hz

FT size 32768

Total time 9 hr, 38 min

77.427
31.350

76.588
48.50%
35.318

279
L 126.572
59.453
38.096

136

~137.455
—130.541

T LA o 0 LA e e R R B e B

180 160 140 120 100 a0 60 40 20 ppm



201006030methoxyltransproduct
Sample Name:

Data Collected on:
chemnmr500.chem.buffalo.edu-inovasoo
Archive directory:

Sample directory:
FidFile: HL

Pulse Sequence: s2pul
Solvent: cdcl3

Data collected on: Jun 8 2010

Operator: Chemler

Pulse 45.0 degrees

Acq. time 1.892 sec

Width 8000.0 Hz

8 repetitions

0BSERVE HLi, 439.8984250 MHz
DATA PROCESSING

FT size 32768

Total time 0 min 17 sec

7.249
7.145

20100610omethoxyltransproductCi3
Sample Name:

Data Collected on:
chemnmr500.chem.buffalo.edu-inovas00
Archive directory:

Sample directory:
FidFile: CARBON

Pulse Sequence: CARBON (s2pul)
Solvent: cdc13
Data collected on: Jun 10 2010

Operator: Chemler

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acg. time 1.042 sec

Width 31446.5 Hz

256 repetitions

OBSERVE C13, 125.6995680 MHz
DECOUPLE HL, 499.9008303 MHz
Power 36 dB

cantinuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.5 Hz

FT size 65536

Total time 13 min

———157.141

180 160

0.80

135.985

0.81
3

-3.816

126.839

124.052

LML T e s e s S e

140

122.067

T
120

—107.3%5

77.252

76.740

62.219

55.180

49,286

1.0

1.06

42.659

MeQ

1y,

N
Ms
trans-10b

-0.000

5
0.91

37.058

34.528

__—30.077

~——__28.543

MeQ

N
Ms
trans-10b
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20100818omethoxylcisproduct
Sample Name:

Data Collected on:
chemnmr500.chem.buffalo.edu-inovaS00
Archive directory:

Sample directory:

FidFile: PROTON

Pulse Seguence: PROTON (sZpul)
Solvent: cdcl3

Data collected on: Aug 18 2010

Operator: Chemler

Relax. delay 1.000 sec
Pulse 45.0 degrees
Acq. time 2.048 sec
width 8000.0 Hz

8 repetitions
OBSERVE H1, 499.8984263 MHz
DATA PROCESSING

FT size 32768

Total time 0 min 25 sec

7.250

3.812
3.799
3.797
—3.400

3.392
3.386
3.381
3.373
3.367
3.358
3.246
3.232
3.227
~-3.214

3.208
3.185

MeQ

2.620
2.606
~2.602
2.527

= N

ol

111

Ms
cis-10b

—=0.000

2010818omethoxylcisproductCl3
Sample Name:

Data Collected on:
roesy.chem.buffalo.edu-mercury3oo
Archive directory:

Sample directory:

FidFile: CARBON

PUlse Sequence: CARBON (s2pul)
Solvent: cdcl3

Data collected on: Aug 18 2010

Operator: Chemler

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acg. time 0.868 sec

Width 18867.9 Hz

2048 repetitions

0BSERVE C13, 75.4536389 MHz
DECOUPLE H1, 300.0754430 MHZ

Power 38 dBb
continuously on
WALTZ-16 nmodulated
DATA PROCESSING

Line broadening 0.5 Hz
FT size 32768
Total time 8 min 15 sec

156,138

137.653

130.357

126.801

-125.260

120.849

108.563

L o e B B

140

0.84 1.79 0.87 1.00
3.76 0.95 3.77 0.90 0.88
~ o
L]
==
Roe

N
Ms

59.280
-55.465
48 .337

37.577
385.227

35,150
31.457

cis-10b

25.169
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szpul

H1
coci3

20100316omethoxylpropyl
Sample Name

Archive directory:
sSample directory
Pulse Sequeéence:
Solvent

FidFile
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