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b1tl-rxnl96pg20Spure2prep2
Sample Name:
Data Collected on:

nmr300.chem.buffalo.edu-mercury300
Archive directory:

77.412
77.198
77000
76.573

/e

Sample directory:
FidFile: CARBON

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Dec 20 2013

Temp. 23.8 C / 296.9 K
Operator: Chemler

Relax. delay 8.000 sec NHTs
Pulse 45.0 degrees

Acg. time 0.868 sec

Width 18867.9 Hz

928 repetitions N

OBSERVE C13, 75.4536377 MHz '

(3]
DECOUPLE H1, 300.0754430 MHz Saw3d Ts
Power 38 dB ~OSa -
continuously on o 2e
WALTZ-16 modulated SR
DATA PROCESSING S

Line broadening 0.5 Hz
FT size 32768
Total time 25 hr, 5 min

/E

127.076

133.944
131.426

//__136 661
!
117.613
47 .620

144,399
143.4883
140.766
25.275
125,153
61.005
32.220
21.536
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b1t3-rxn165pg185CNMR
Sample Name:

Data Collected on:
nmr400.chem.buffalo.edu-inovad00
Archive directory:

Sample directory:
FidFile: CARBON

Pulse Seguence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Dec 10 2013

Temp. 25.0 C / 298.1 K
Operator: Chemler

Relax. delay 8.000 sec

Pulse 45.0 degrees

Acg. time 1.303 sec

Width 25157.2 Hz

1168 repetitions
OBSERVE C13, 100.5647187 MHz
DECOUPLE H1, 399.9409068 MHz
Power 32 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.5 Hz

FT size 65536
Total time 25 hr, 51 min
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b1t3-rxn700pgl20prep2carbon
Sample Name:
Data Collected on:

roesy.chem.buffalo.edu-mercury300
Archive directory:

77.412
77.198

Sample directory:
FidFile: CARBON

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Jul 18 2013

Temp. 25.0 C y 298.1 K
Operator: Sherry

Relax. delay 8.000 sec
Pulse 45.0 degrees
Acqg. time 0.868 sec

Width 18867.9 Hz NHTs
6000 repetitions

OBSERVE €13, 75.4536377 MHz .

DECOUPLE H1, 300.0754430 MHz N

Power 38 dB I

continuously on OZS t-Bu
WALTZ-16 modulated
DATA PROCESSING

Ling broadening 0.5 Hz

FT size 32768
Total time 25 hr, 5 min oh OMe

t-Bu

129.747

125.519

164.015
145,238
143.453
141.118

136.615

~134.115
13
13
“—125.031
118.300

76.573

31.564

36.005

64.637
61.066
47 .482
32.113
21.521
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b1t3-rxn?49pgl69purelpreplcarbon
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: Sep 10 2013

Temp. 25.0 C s 298.1 K
Operator: Sherry

Relax. delay 8.000 sec

Pulse 45.0 degrees

Acq. time 0.868 sec

Width 18867.9 Hz

5280 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 41 hr, 49 min
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b1t3-rxn744pgl6dcarbon

Sample Name:

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

77.427
77.198
76.573

V=
=

Sample directory:
FidFile: CARBON

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Sep 5 2013

Temp. 25.0 C s 298.1 K
Operator: Sherry

Relax. delay 8.000 sec

Pulse 45.0 degrees

Acg. time 0.868 sec

Width 18867.9 Hz

6208 repetitions NHSES
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 8
Total time 25 hr, 5 min

Iz

~=1.983

128.236
—125.351
49.222
10.456

- 46.139
32.968

130.953
60.043

—152.663

—115.156

—107.952
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b1t3-rxn767pgl87purelcarbon
Sample Name:

Data Collected on:
nmr300.chem.buffalo.edu-mercury300
Archive directory:

Sample directory:
FidFile: CARBON

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Nov 19 2013

Temp. 23.8 C / 296.9 K
Operator: Chemler

Relax. delay 8.000 sec

Pulse 45.0 degrees

Acg. time 0.868 sec

Width 18867.9 Hz

560 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 32768
Total time 25 hr, 5 min

158.166

163.843

145.116

143.407

133.959

136.585
I-_134'20d

 ,—130.159

—129.716

w127.198

\_125.626

MeO

119.536
113.355

110.471

NHTs

t-Bu

t-Bu

OMe

77.427
77.198

.000
76.573

64.653

61.402

55.678

47 .254

35.990

82.251

—_31.564

21.521
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b1t3-rxn780pg200purelcarbon
Sample Name:

Data Collected on:
nmr400.chem.buffalo.edu-inovadoo
Archive directory:

Sample directory:
FidFile: CARBON

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Nov 25 2013

Temp. 25.0 C / 298.1 K
Operator: Chemler

Relax. delay 8.000 sec

Pulse 45.0 degrees

Acg. time 1.303 sec

Width 25157.2 Hz

5456 repetitions

OBSERVE C13, 100.5647171 MHz
DECOUPLE H1, 399.9409068 MHz
Power 32 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.5 Hz

FT size 65536
Total time 25 hr, 51 min

— 164.031
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Nov 26 2013

: PROTON (s2pul)
on:

3
1

/ 298.1 K

nler

t-Bu
OMe

NHTs
t-Bu

O,

2l

Cl

_

aﬂm.nli\

LLETL

W
SN

1.000 sec
300.0738815 MHz
G

:grees
nin 23 sec

709 sec

Hz

ppm

Ly

2.05
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b1t3-rxn788pg208purelpreplcarbon
Sample Name:

Data Collected on:
nmr300.chem.buffalo.edu-mercury300
Archive directory:

Sample directory:
FidFile: CARBON

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Nov 26 2013

Temp. 25.0 C 7 298.1 K
Operator: Chemler

Relax. delay 8.000 sec

Pulse 45.0 degrees Cl NHTs
Acg. time 0.868 sec

Width 18867.9 Hz

608 repetitions N

OBSERVE C13, 75.4536377 MHz |

DECOUPLE H1, 300.0754430 MHz OZS t-Bu
Power 38 dB
continuously on
WALTZ-16 modulated
DATA PROCESSING 21 OMe
Line broadening 0.5 Hz

FT size 32768 t-Bu
Total time 25 hr, 5 min

139.942
136.539
133.990

F

~
-
\—

125.214

145,437
143.560
127.916

127.152

125.535

—119.063
21.536

\_

164.072
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b1t3-rxn768pgl88purelpreplcarbon

Sample Name:

Data Collected on:

nmr300.chem.buffalo.edu-mercury300

Archive directory:
Sample directory:
FidFile: CARBON

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl13

Data collected on: Dec 2 2013

Temp. 25.0 C s 298.1 K
Operator: Chemler

Relax. delay 8.000 sec

Pulse 45.0 degrees

Acqg. time 0.868 sec

Width 18867.9 Hz

6000 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 25 hr, 5 min

164.087

Br

0,S

2k

128.160

—129.793
\_127.152
\__125.535

145.452
130.831
130.205

143.575
140.476

7
/-
=

119.481
118.483

NHTs

t-Bu

OMe
t-Bu

77.427

77.000
76.573

=

64.668

61.387

47.437

36.020

—31.823

31.548

21.536
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b1t3-rxn789pg209purelprepl
Sample Name:

Data Collected on:
nmr300.chem.buffalo.edu-mercury300
Archive directory:

Sample directory:
FidFile: CARBON

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Dec 3 2013

Temp. 25.0 C 7 298.1 K
Operator: Chemler

Relax. delay 8.000 sec

Pulse 45.0 degrees

Acg. time 0.868 sec

Width 18867.9 Hz

6064 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 32768
Total time 25 hr, 5 min

163.813

145,086
143.392

;:f

138.645

129.716
/_128.450
177,183
—_125.580

136.630
.519

135.593

/-
§;::

132.326
130.357

\;_125
118.300

NHTs

t-Bu

t-Bu

OMe

77.427
.000
76.573

64.622

61.203

47.391

35.959

T—-31.518

- 82.006

Mo
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\20.849

S-21

LANNLINL N N B B B S B B B B RN R N L B B B

180 160

LA LI B LB B

140

120

LN I N |

|
40

T T

LI B B B

20



S-22

3
E
3
3
€ES°T ==,
1
T9€° 2 IL;
f =
ATAE —
.4
E
- ;
o
/) ,
T [7)) 3
Z-F
—
3
08072\ ]
IpT" 2 E
0ST° 2 / i
98T £
502°¢ 1
£€2° ¢
8bz L 3
092" ¢
5082
QI 2 ——
MR ¢ =
—
—~ m
[ad - N
= = = =
o o =
o™
w — M~ 4
— o™ 3
}¥4 (&) = &)
= o @ =] L] -
o =] - w o w
= < . o ]
o [:+] = wa -] -]
[~'4 a o o ow . o
o [= o L oo o 1
[+] @ LN @ c
e T DO 0@ o

ppm

e An s

1.861.3p1.02

.00

2.2211 0.92



S-23

b1t3-rxn7?18pgl38purelcarbon

Sample Name:

TOOWN M-

NOoOONOOoO®

Data Collected on: eseeqes
nmr300.chem.buffalo.edu-mercury3o0 S Mmoo
Archive directory: R R M
Sample directory: J

FidFile: CARBON

/7
=

M~
Pulse Sequence: CARBON (s2pul) S b=
Solvent: cdcl3 . =
Data collected on: Dec 4 2013 N

Temp. 25.0 C / 298.1 K
Operator: Chemler

Relax. delay 8.000 sec

Pulse 45.0 degrees

Acg. time 0.868 sec

Width 18867.9 Hz

608 repetitions
OBSERVE C13, 75.4536435 MHz
DECOUPLE H1, 300.0754430 MHz
Power 38 dB

continuously on NH
WALTZ-16 modulated

\__126.466
125.016
-
=0
\__76.573

__22.574
21.475

o wn [
DATA PROCESSING ™
Line broadening 0.5 Hz >aw Ts
FT size 32768 a4 13
Total time 25 hr, 5 min Q-
-

s
ﬁ?ff::

\_122 .680

83.929

109.921
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PROTON (s2pul)
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bi1t3-rxn?21lpgldlcarbon
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 19 2013

Temp. 25.0 C / 298.1 K
Operator: Sherry

Relax. delay 8.000 sec
Pulse 45.0 degrees
fcg. time 0.868 sec
Width 18867.9 Hz
5936 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 25 hr, 5 min

136.356
135.989
135.013

143.315
133.028

131.380
129.762

129.320

"

129.075
128.938

=

128.557

o

127 .488

\ %‘
126.191

27.671
126.847

124.848

77.427
77.198
77.000
76.771
76.588

76.359

31.381

- 21.506
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Relax.
Pulse 4%,
Width 6

Data collected on:
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Solvent:
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b1t3-rxn709pgl29purelprep2major
Sample Name:

Data Collected on:
nmr400.chem.buffalo.edu-inovad00
Archive directory:

Sample directory:
FidFile: CARBON

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Dec 12 2013

Temp. 25.0 C s 298.1 K
Operator: Chemler

Relax. delay 8.000 sec

Pulse 45.0 degrees

Acqg. time 1.303 sec

Width 25157.2 Hz

5840 repetitions

OBSERVE C13, 100.5647179 MHz
DECOUPLE H1, 399.9409068 MHz
Power 32 dB

continuously on

WALTZ-16 modulated
DATA PROCESSING

Line broadening 0.5 Hz
FT size 65536
Total time 25 hr, 51 min

144.357
142.907

141.647

137.471

35.540

129.661

34.043
394

)

7
=

\\

S

127.943

Ts

20

“__125.165

124.394

Ph

NHTs

117 .775

—77.821
77.206

L

\

/
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31.378
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b1t3-rxn709pgl28purelprepl
Sample Name:

Data Collected on: s
nmrd400.chem.buffalo.edu-inovadds
Archive directory:
/export/home/chempack/vnmrsys/
Sample directory:

FidFile: PROTON

Pulse Sequence: PROTON (sZpul)
Solvent: cdcl3
Data collected on: Dec 11 2013

Temp. 25.0 C / 298.1 K
Operator: Chemler

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 2.565 sec

Width 6387.7 Hz

8 repetitions
OBSERVE H1, 399.9389022 MHz
DATA PROCESSING

FT size 32768
Total time 0 min 29 sec

7.649

Ts

2p

4.197
4.193

Ph

NHTs

4.172
4.150
4.146
3.981
3.972
3.956

3.947
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i
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b1t3-rxn709pgl29purelprepl
Sample Name:

Data Collected on:
nmr300.chem.buffalo.edu-mercury300
Archive directory:

Sample directory:
FidFile: CARBON

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Dec 5 2013

Temp. 25.0 C 7 298.1 K
Operator: Chemler

Relax. delay 8.000 sec

Pulse 45.0 degrees

Acg. time 0.868 sec

Width 18867.9 Hz

6016 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 25 hr, S min
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S-31

b1t3-rxn781pg201purelprepl

Sample Name:

.000
76.687

Data Collected on:
nmr400.chem.buffalo.edu-inova400
Archive directory:

77.321

—l?

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

Solvent: cdc13
Data collected on: Dec 12 2013

Temp. 25.0 C s 298.1 K
Operator: Chemler

81.767

Relax. delay 8.000 sec

Pulse 45.0 degrees

Acg. time 1.303 sec NHTs
wWidth 25157.2 Hz

592 repetitions

OBSERVE C13, 100.5647171 MHz N
DECOUPLE H1, 399.9409068 MHz

Power 32 dB
continuously on 0,S t-Bu
WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.5 Hz

FT size 65536 OMe
Total time 25 hr, 51 min Ga B

-bu

129.768
126.997

125.851
36.088

163.817
145.388
143.365
136.944
130.409
64.724
62.113
59.693
47.074
44.005
36.966
25.980
25.354
25.285
21.522
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b1t3-rxné92pgliZpure2carboaminationcarbon
Sample Name:
Data Collected on:

roesy.chem.buffalo.edu-mercury3od
Archive directory:

32.678
31,091

-

29.671
29.335
-26.023

—77.412

Sample directory:

—-35.761

25.627

FidFile: CARBON

Pulse Sequence: CARBON (sZpul)
Solvent: cdel3
Data collected on: Sep 16 2013

Temp. 25.0 C / 298.1 K
Operator: Sherry

Relax. delay 8.000 sec

Pulse 45.0 degrees

Acg. time 0.868 sec

Width 18867.9 Hz

5104 repetitions
OBSERVE C13, 75.4536389 MHz
DECOUPLE H1, 300.0754430 MHz
Power 38 dBb

continuously on t-Bu
WALTZ-16 modulated N
D?TA PROCEiSIﬂG . \

ine broadening 0. z

FT size 32768 CDZS
Total time S0 hr, 11 min

64.714
37.150

/36,906

OMe

t-Bu

163.904
~

134.631

122.528
_58.235

142 .766
44.873

~132.113
62.256

-~ 109.982

' I
'l"llil'F'1'\|'|I| I|.|'||||||||ll"T"'|"I"|"|"i
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b1t3-rxn705pgl2Spurelprepl

Sample Name:

Data Collected on:
nmr400.chem.buffalo.edu-inovadoo

Archive directory:

Sample directory:

FidFile: CARBON
Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Dec 5 2013
Temp. 25.0 C s 298.1 K
Operator: Chemler
Relax. delay 8.000 sec

Pulse 45.0 degrees
Acg. time 1.303 sec
Width 25157.2 Hz
5680 repetitions

OBSERVE C13, 100.5647182 MHz
DECOUPLE H1, 393.9409068 MHz
Power 32 dB

continuously on
WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.5 Hz
FT size 65536
Total time 25 hr, 51 min

— 163.867

NHSES
N
C)2S t-Bu
6b OMe
t-Bu

145.415
~-125.994

130.231

—77.302

27 _1ga
76.982

. 76.669

64.736

. 62.240

S —

60.102

—_— . 46.926

~43.712

~——36.902

,—36.100

—-34.856

31.772

10.548
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b1t3-rxn708pgli8pureprep2carbon
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: Sep 17 2013

Temp. 25.0 C ;s 298.1 K
Operator: Sherry

Relax. delay 8.000 sec

Pulse 45.0 degrees

Acg. time 0.868 sec

Width 18867.9 Hz

6160 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 25 hr, 5 min

— 164,011

150.077

-145.742

~—-145.544

~—129.330

-128.312
- 125.962

124,466

NO,
OZSI
NH
N
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OMe
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e 54 .76 0
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. 36.936
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b1t3-rxn728pgld8purelcarbon
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: Sep 25 2013

Temp. 25.0 C s 298.1 K
Operator: Sherry

Relax. delay 8.000 sec

Pulse 45.0 degrees

Acg. time 0.868 sec

Width 18867.9 Hz

6000 repetitions 0,S
OBSERVE C13, 75.4536389 MHz N |
DECOUPLE H1, 300.0754430 MHz

Power 38 dB NH
continuously on

WALTZ-16 modulated

31.747

DATA PROCESSING N
Line broadening 0.5 Hz |
FT size 32768 _
Total time 25 hr, 5 min 0,S t-Bu
OMe
6¢C t-Bu
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S-41

b1t3=-rxn?37pglSpurelprepl
Sample MName:
Data Collected on:

roesy .chem.buffalo.edu-mercury3oo
Archive directory:

77.427
b i |

—
N\ __76.573

Sample directory:
FidFile: CARBON

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Nov 4 2013

Temp. 25.0 C s 288.1 K
Operator: Sherry

Relax. delay 8.000 sec

Pulse 45.0 degrees

Acqg. time 0.868 sec

Width 18B867.9 Hz

5792 repetitions OM
OBSERVE ©C13, 75.4536377 MHz €
DECOUPLE H1, 300.0754430 MHz

Power 38 dB 0,S
continuously on
WALTZ=-16 modulated NH

DATA PROCESSING
Line broadening 0.5 Hz

FT size 32768 o ™
Total time 25 hr, 5 min N e bt
| £ H
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b1t3=r%¥n719pgl3%purelcarbon
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: Sep 26 2013

Temp. 25.0 C / 298.1 K
Operator: Sherry

Relax. delay B.000 sec

Pulse 45.0 degrees

Acg. time 0.868 sec

Width 18867.9 Hz

6160 repetitions
OBSERVE €13, 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 25 hr, 5 min

163.859
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. bk
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1

.647
130.266

132.677

132

-

129.228

126.099
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b1t3-rxn738pglS8purelpreplcarbon
Sample Name:

Data Collected on:
nmr300.chem.buffalo.edu-mercury300
Archive directory:

Sample directory:
FidFile: CARBON

Pulse Sequence: CARBON (sZpul)
Solvent: cdcl3

Data collected on: Nov 7 2013

Temp. 25.0 C / 298.1 K
Operator: Chemler

Relax. delay 8.000 sec

Pulse 45.0 degrees

Acqg. time 0.868 sec

Width 18867.9 Hz

6288 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 25 hr, 5 min
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b1t3-rxn?77pgl97purelcarbon
Sample Name:

Data Collected on:

nmr300.chem.buffalo.edu-mercury300

Archive directory:
Sample directory:
FidFile: CARBON

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Nov 11 2013

Temp. 23.8 C / 296.9 K
Operator: Chemler

Relax. delay 8.000 sec

Pulse 45.0 degrees

Acg. time 0.868 sec

Width 18867.9 Hz

6128 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 25 hr, 5 min

163.859

145.422

130.357

125.977

OZSI
NH

0,S

6h  tBu

t-Bu

OMe

64.744
62.180
59.891

46.979
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29.809

I
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~26.008

.25.291
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b1t3-unsubstituted
Sample Name:

Data Collected on:
nmr300.chem.buffalo.edu-mercury300
Archive directory:

Sample directory:
FidFile: CARBON

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Dec 4 2013

Temp. 25.0 C / 298.1 K
Operator: Chemler

Relax. delay 8.000 sec

Pulse 45.0 degrees

Acqg. time 0.868 sec

Width 18867.9 Hz

1584 repetitions
OBSERVE €13, 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 25 hr, 5 min

163.248

e s

145.147

137.195
133.746

77.000

_76.573

77.412

-

()28 t-Bu

OMe
t-Bu

5b

125.565

64.592

115.538

42.629

36.127

,_81.7277

30.633

_28.633
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b1t3-rxn695pgliSprep2carbon
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 15 2013

Temp. 25.0 C / 298.1 K
Operator: Sherry

Relax. delay B.000 sec

Pulse 45.0 degrees

Acq. time 0.868 sec

Width 18867.9 Hz

48 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 250 hr, 57 min

165.721

145.422

143.407

137.393

,—130.525

129.762

127.091
126.038

NHTs
N
0,S t-Bu
6i OMe
! t-Bu

77.412
77.198

PRigigi

76.573

64.653

59.357

49.772

47 .498

36.081

31.777

29.641

24.116
21.506
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b1t3-rxn769pg189purel

Sample Name:

.000
76.573
31.640

Data Collected on:
nmr300.chem.buffalo.edu-mercury300
Archive directory:

77.412
77.198

{ —
| —

Sample directory:
FidFile: CARBON

Pulse Sequence: CARBON (s2pul) J
Solvent: cdcl3
Data collected on: Dec 4 2013

Temp. 25.0 C / 298.1 K
Operator: Chemler

Relax. delay 8.000 sec N}4

Pulse 45.0 degrees

Acg. time 0.868 sec 0,S t-Bu
Width 18867.9 Hz

3728 repetitions
OBSERVE C13, 75.4536377 MHz

DECOUPLE H1, 300.0754430 MHZ OMe
Power 38 dB -

continuously on 1i t-Bu
WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.5 Hz

FT size 32768

Total time 25 hr, 5 min

125.565
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16.835
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128.511
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b1t3-rxn?84pg204pure3carbon
Sample Name:

Data Collected on:
nmr300.chem.buffalo.edu-mercury300
Archive directory:

Sample directory:
FidFile: CARBON

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Nov 26 2013

Temp. 25.0 C / 298.1 K
Operator: Chemler

Relax. delay 8.000 sec

Pulse 45.0 degrees

Acg. time 0.868 sec

Width 18867.9 Hz

5312 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 32768
Total time 25 hr, 5 min

150.748

144,552

136.783

135.196

130.083
129.991

129.533

129.304
29.106

/[
\_ " 128.938
128.877

126.817

Ts
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NBoc
Ts

15
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77.198
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76.573
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27.870

21.658
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b1t3-rxn791pg21ipurel
Sample Name:

Data Collected on:
nmr300.chem.buffalo.edu-mercury300
Archive directory:

Sample directory:
FidFile: CARBON

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Dec 9 2013

Temp. 25.0 C / 298.1 K
Operator: Chemler

Relax. delay 8.000 sec

Pulse 45.0 degrees

Acg. time 0.868 sec

Width 18867.9 Hz

5472 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 25 hr, 5 min

145.177

143.788
136.752
134.707

__/;

133.837

130.556

—

129.655
28.892

127.538%

\_127.137

126.756

Ly
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125.428

\
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77.198
S 000

77
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=
\
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b1t3-rxn782pg202purel
Sample Name:

Data Collected on:
nmr300.chem.buffalo.edu-mercury300
Archive directory:

Sample directory:
FidFile: CARBON

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Dec 11 2013

Temp. 23.4 C / 296.6 K
Operator: Chemler

Relax. delay 8.000 sec

Pulse 45.0 degrees

Acg. time 0.868 sec

Width 18867.9 Hz

6048 repetitions

OBSERVE C13, 75.4536366 MHz
DECOUPLE H1, 300.0754430 MHz
Power 38 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.5 Hz

77.427
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FT size 32768 -
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SERVE
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bltl-rxnl191pg200CNMR
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: Sep 6 2010

Temp. 22.0 C s 295.1 K
Operator: Chemler

Relax. delay 10.000 sec
Pulse 45.0 degrees

Acq. time 0.868 sec

Width 18867.9 Hz

3584 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 12 hr, 26 min

g
b
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S-63

Sample Name:

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

Archive directory:

Sample directory:

FidFile: blti-bz-orthoaniline-CNMR

Pulse Sequence: CARBON (s2pul)

Solvent: cdc13
Data collected on: Aug 17 2010

130.647
129.243
128.908
128.831

Operator: Chemler

=

Relax. delay 7.000 sec

Pulse 45.0 degrees

Acqg. time 0.868 sec

Width 18867.9 Hz

5312 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 32768
Total time 10062 hr, 32 min

128.022

128.557
125.138

130.815
/ -

\ 120.193
117.354

57 .846

—~135.165
I
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roesy.chem.buffalo.edu-mercury300

Archive directory:

Sample directory:

FidFile: ass
Pulse Sequence: CARBON (s2pul)

Solvent: cdcl3 W -
Data collected onf Affgc27 2010
il

=~
Operator: Chemler® o

mM26.2
124.270

Relax. delay 10.000
Pulse 45.0 degrees
Acqg. time 0.868 s
Width 18867.9 Hz
4096 repetitions
OBSERVE C13, 75.453B6375 MHz
DECOUPLE HY, 309.0?55430 MHz
Power 38 dB
continuousdy on
WALTZ-16 mOdulate|
DATA PROCESSING
Line broadening 0.5 Hz
FT size 32768
Total time 12 hQP 26 min
w

w
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bltl-rxnl72pgl81CNMR

Sample Name:

Data Collected on:

roesy.chem.buffalo.edu-mercury300

Archive directory:

Sample directory:

FidFile: CARBON
Pulse Sequence: CARBON (s2pul)

Solvent: cdcl13
Data collected on: Sep 6 2010

Temp. 22.1 C / 295.2 K
Operator: Chemler

- 77.427
—76.573

Relax. delay 10.000 sec

Pulse 45.0 degrees

Acg. time 0.868 sec

Width 18867.9 Hz

640 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 32768 NHTs
Total time 12 hr, 26 min

ozsW
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140.904
136.539
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— 4,366

- 125.000

[ Sy T (s G SO CONM YIENY RERD BN O ST ENCY (TN PR TEE S S R g SO S |

60 40




S-68

EV0°T
090°T

819"
8EL”
192"
0L
e6L”
e’
bbg”
658"
298"
L8
987
268°
r68"
LI’
rig”
158°

LS

2

e v
Aug 16 2010

NN A A A A A A A A A

[A-1:

90"

™

NHTs

09¢° L
26¢° L
eTE" L

-

9047 ¢
TTL7 L
9TL7 2
8¢l L
eELT LT

i,

8L L

on:

1.000 sec
399.9389027 MHz
in 29 sec

/ 298.1 K
grees

ler
55 sec

1z

ppm

o
3.05
3.22

1.01
1.02

o

2.96




S-69

bl1tl-rxnl85pgl9%4prepcarbon
Sample Name:
Data Collected on:

nmr400.chem.buffalo.edu-inovad00
Archive directory:

77.321
272.000

AT
N\_76.679

Sample directory:
FidFile: CARBON

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Dec 18 2013

Temp. 25.0 C / 298.1 K
Operator: Chemler
NHTs

Relax. delay 8.000 sec

Pulse 45.0 degrees

Acq. time 1.303 sec N

Width 25157.2 Hz |

5488 repetitions Ms

OBSERVE C13, 100.5647187 MHz

DECOUPLE H1, 399.9409068 MHz 6'

Power 32 dB J
continuously on
WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.5 Hz
FT size 65536
Total time 25 hr, 51 min

129.760

126.966

61.960

59.311

47 .127
14,112
37.477
36.577
26.408
. 25.965
21.491

143.487
136.814
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b1t2-rxn568pg283purel
Sample Name:

Data Collected on:
nmr400.chem.buffalo.edu-inovad00
Archive directory:

Sample directory:
FidFile: CARBON

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Dec 11 2013

Temp. 25.0 C / 298.1 K
Operator: Chemler

Relax. delay 8.000 sec

Pulse 45.0 degrees

Acg. time 1.303 sec

Width 25157.2 Hz

832 repetitions
OBSERVE €13, 100.5647233 MHz
DECOUPLE H1, 399.9409068 MHz
Power 32 dB

continuously on

WALTZ-16 modulated
DATA PROCESSING

Line broadening 0.5 Hz
FT size 65536
Total time 25 hr, 51 min

134,285

117.813

(OPN

g

5d

77.313
77.000

76.679

52.922

43.951

34.157

29.706

24.728

5.123
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chemnmra400.chem. biiffalo.eduwi soma 409

irchive directoty
ample directory:
idFile: PROTON

I1se Sequence: PROTON (s2pul)
rlvent: cdcll
ita collected on: Jan 11 2013

‘emp. 25.0 C ; 298.1 K
rerator: Chemler

.elax. delay 1.000 sec

'ulse 45.0 degrees

icq. time 2.565 sec

lidth 6387.7 Hz

» repetitions

iISERVE H1, 399.9389019 MHz
\TA PROCESSING

" size 32768

ital time 0 min 29 sec

1.158
_1.147

1.137
—1.107

/

1095

007
0.988
0.976
0.971
0.360

NS
\__0.937

—0.951

1
L —
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T
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- e D b L L

1.1D.46 1.19 1.284.99 2.3%2.49

.96 1.00 0.81 2.81 1.511.38 2.%386
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b1t2-rxn570pgl85prepcarbon
Sample Name:

Data Collected on:
nmr400.chem.buffalo.edu-inovad00
Archive directory:

Sample directory:
FidFile: CARBON

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl13
Data collected on: Dec 10 2013

Temp. 25.0 C 7 298.1 K
Operator: Chemler

Relax. delay 8.000 sec

Pulse 45.0 degrees

Acqg. time 1.303 sec

Width 25157.2 Hz

4400 repetitions
OBSERVE C13, 100.5647187 MHz
DECOUPLE H1, 399.94039068 MHz
Power 32 dB

continuously on

WALTZ-16 modulated
DATA PROCESSING

Line broadening 0.5 Hz
FT size 65536
Total time 25 hr, 51 min

143.418

129.738

126.959

136.853

NHTs

0,8 W

6k

~77.321
77.000

=

\__76.679

62.121
59.220

47 .119

44 .066

37.538

27.415

26.308

25.881
21.484

5.024
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