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——-— PROCESSING PARAMETERS ——--—

dc_balance
sexp : 0.2[Hz]
fft : 1 : TRUE
machinephase
ppm

Dite

File Name =

Crcation Date =

Revision Date =

ACQUISITION PARAMETERS =

syamaguchilll0l5-6ac

| Author = JEOL LTD.
| sample ID = a
Content = Single Pulse Experim

14-0CT-2011 23:37:22

15-0CT-2011 13:02:08

Spec Site = ECP400SL

Spec Type = DELTA NMR

Data Format = 1D COMPLEX
Dimensions = X

Dim Title = 1H

Dim Size = 16384

Dim Units = [ppm]

Actual start time 14-0CT-2011 23:36:21
Delay of atart 1lsl

pigital filter FALSE

(O B U )

Fnd_ time 14-0CT-2011 23:37:20
Experiment single pulse.exp
Field strength 9.298B1736([T]

Filter mode BUTTERWORTH

Filter width = 3.958B82819 [kHz]

Irr code = 146

Irr noise = WALTZ

Irr pwidth = 45[us]

Iterations 0

[

Local time
Obs noise

14-0CT-2011 23:37:21
WAUGH

S2

2.2241-
2.2046
2.1911°
1.4050 -
1.3708~

At
RN
S~ oin
QAnT
e e e

5.8349
42114
4.1992

' Obs pwidth = 1[us]

Prcke id = 2692
Recvr_gain = 6

Relaxatlion delay = 4[s]

Scans =8

Solvent = CHLOROFORM-D
Spin_get = 14 [Hz]
Spin_lock 90 = 1[us]
Spin_lock _attn = 29[dB]

Temp_ get = 23[d4c)

X90 = 11[us]

X acq duration = 2,0692992([s)

X angle = 45[degl]

X domain = 1H

X freq = 395.88252601 [MHz]
X offset = 5[ppm]

X points = 16384

X prescans =1

X pulse = 5.5[us]

X resolution = 0.48325539[Hz]
X sweep = 7.91765637 [kHz]
Trigo = 10[us]
Tri_noise = WALTZ
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 JEOLYF

—~——— PROCESSING PARAMETERS —---—
dc_balance
sexp : 2[Hz]
i ££t : 1 : TRUE
! machinephase
ppm

——=—= ACQUISITION PARAMETERS ---—

File Name = syamaguchilllOl5-6ac
Author = JEOL LTD.

Sample ID = 13C

Content = Single Pulse with Br

Creation Date 14-0CT-2011 23:44:03

0.5

Revision Date = 15-0CT-2011 13:06:56
Spec Site = ECP400SL
| | Spec Type DELTA NMR

! | Data Format

1D COMPLEX
| | Dimensions X

0.2

Iterations

1
Local_time 14-0CT-2011 23:44:01

| Dim Title = 13¢
| _ Dim Size = 32768
| i Dim Units = [ppm]
i | i Actual start time = 14-0CT-2011 23:38:44
Delay of start = 1[s]
Digital_ filter = FALSE
End_time = 15-0CT-2011 00:17:34
f | Experiment = single pulse dec
| Field strength = 9.2981736[T]
| i Filter mode = BUTTERWORTH
| | Filter width = 12.46882793[kHz]
| | Irr code = 146
i Irr domain = i
| , Irr freg = 395.88252601[MHz]
w | Irr noise = WALTZ
| Irzr offset = 5[ppm]
w Irr pwidth = 45[us]

|
u Obs _noise WAUGH
| Obs_pwidth 1lus]
_ Probe_id 2692
| | Recvr_gain 27
| | Relaxation delay 1isl
| Scans = 130
i 1 Solvent = CHLOROFORM-D
[ T U . : doseidovabiso whawt SPARN_get = 17 [E=]
. Spin_ lock 90 = 1[us]
. ) ey P . . Spin lock attn = 29[dB]
; = . Tem t = 24.3[dc
220110.0 200.0' 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 -10:420.0 oo™ ¢ . gha
N, M\ i\ X acq duration = 1.3139968[s]
[ FANS A \ X _angle = 30[deg]
o B el X_domain = 13c
s [ =R « n¥sok h® g X_freg = 99.54473003 [MHz]
e n RER 0 meSen =9 2 e Z aanepemd
e ~ e o LIS e ] points =3
iri I I pule o (= [l ol aete) i (o] X prescans = 4
] Ll kel X pulse = 3.33333333[us]
X resolution = 0.767.03686[Hz]

X : parts per Million : 13C
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———— PROCESSING PARAMETERS ----
dc_balance

sexp : 0.2[Hz]

£t : 1 : TRUE

machinephase

ppm

s\ 0B

———— ACQUISITION PARAMETERS —--———
File Name syamaguchill0827-ani

Author = JEQOL LTD.
Sample ID = a
Content = Single Pulse Experim

Creation Date 27-AUG-2011 04:54:25

Revision Date 27-AUG-2011 18:18:18

Spec Site ECP400SL

Spec Type DELTA NMR

Data Format 1D COMPLEX
Dimensions X

Dim Title 1E

Dim Size 16384

Dim Units [ppml
Actual_start_time 27-AUG-2011 04:52:35
Dalay of start 1isl

Digital filter FALSE

27-AUC-2011 04:54:22
single pulse.exp
5.2981736(T]

End_time
Experiment
Field strength

Filter mode BUTTERWCRTH
Filter width 3.95882819 [kHz]
Irr code 146

Irr noise WALTZ

Irr_ pwidth 45 [us]

Iterations

aQ
Local_time 27-AUG-2011 04:54:23

N A A A A A e

Obs_noise WAUGH

0Obs pwidth 1[us]

Probe_id 2692

Recvr gain 13

Relaxation delay 4[s]

Scans 1€

Solvent CELORQFCRM-D
Spin get 14 [Hz]

8pin_ lock 90 1[us]

Spin lock attn 29[4B]
Temp_get 23.7[4C]

X90 1l{usl

X_acg duration 2.0692992([s]

X angle 45 [deg]

X _domain 1H

X freq 395.88252601 [MH=z]
X offset = 5 [ppm]

X _points = 16384

X prescans =1

X pulse = 5.5[usl

X resolution = 0.48325539 [Hz]
X .sweep = 7.91765637 [kHz]
Trig0 = 10[us]

Tri noise = WALTZ
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(Millions)

JEOLF

|
| —=—=—— PROCFSSTNG PARAMETERS ———-
dc_balance

sexp : 2[Hz]

Eft 3 1 : TRUE

machinephase

ppm

—~—— ACQUISITION PARAMETERS —---—
File Name syamaguchill10827-ani

Author = JEOL LTD.
Sample ID = 13C
Content = Single Pulse with Br

Creation Date 27-AUG-2011 05:00:01

Revision Date 27-AUG-2011 18:24:01

10.0 20.0 30.0 40.0 50.0 60.0 70.0 80.0 90.0 100.0110.0120.0130.0140.0150.0160.0170.0180.0190.0200.0

Spec Site ECP400SL
| Spec Type = DELTA NMR
Data Format = 1D COMPLEX
Dimensions = X
i Dim Title = 13C
| | Dim size = 32768
I | Dim Units = [ppm]
i Actual_start time = 27-AUG-2011 05:00:01
| Delay of_start = 1[s]
Digital filter = FALSE
End_time = 27-AUG-2011 05:34:42
Experiment = single pulse dec
Field strength = 9.2981736[T]
L | | Filter mode = BUTTERWORTH
| i Filter width = 12.46882793 [kHz]
| Irr_code = 146
Irr domain = 1H
Irr_ freq = 395.88252601 [MHz]
Irr noise = WALTZ
Irr_ offset = 5[ppm]
Irr pwidth = 45[us]
Iterations =1
Local_ time = 27-AUG-2011 05:00:00
| Obs noise = WAUGH
| Obs_pwidth = 1([us]
| Probe_id = 2692
| Recvr_gain = 29
Relaxation_delay = 1[s]
Scans = 100
' Solvent = CHLOROFORM-D
Spin_get = 15[Hz]
Spin_lock 90 = 1[us]
; . ’ ; — ey T ) ey e R et | VT Spin lock attn = 29[dB]
220210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 —10:20.0 3o7°°* = asotecl
| | ‘ | X_acq duration = 1.3139968[s]
i \ I | | X_angle = 30[deg]
~oo - o) o X domain = 13C
g -] o ar 582 2 5 - X_freq = 99.54473003 [MHz]
g r® = naee & n g X offset = 100[ppm]
o o & ~ NS ) w - X points = 32768
n - a —~ S [l ol o = i o X prescans = 4
™ L o R i X pulse = 3.33333333[us]
X resolution = 0.76103686 [Hz]

X : parts per Million : 13C
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———— PROCESSING PARAMETERS —-——-—
de,_balance

BeXp 0.2[Hz]
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machinephase

ppm
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==== ACQUISITION PARAMETERS --——
File Name syamaguchill0827-1.3

Author = JEOL LTD.
Sample TID = a
Content = Single Pulse Experim

Creation Date 27-AUG-2011 05:07:24

Revision Date 27-AUG-2011 18:31:03

n

Spec Site ECP400SL
| Spec Type = DELTA_ NMR
| Data Format = 1D COMPLEX
| Dimensions =X
Dim Title = 1H
| Dim Size - 16384
™ | Dim Units = [ppm]
_ ~ = | Actual start time = 27-AUG-2011 05:05:35
| = m | Delay of_start = 1[s]
o & Digital filter = FALSE
i ~ End _time = 27-AUG-2011 05:07:22
| % Experiment = single_pulse.exp
| = Field strength = 9.2981736(T]
| 5 Filter made = BUTTERWORTH
[ Filter width = 3.95882819 [kHz]
| ﬂ A - Irx nn_n.mm = l46
=3 | o Irr_noise = WALTZ
X ! . S Irr pwidth = 45[us]
< ! | = Iterations =0
. | 1 Local_ time = 27-AUG-2011 05:07:24
] | Obs_noise = WAUGH
i | | Obs_pwidth = 1[us]
| 1 Probe_id = 2692
| m ! Recvzr gain = 13
| i H I Relaxation delay = 4[s]
H H I Scans = 16
1 ! Solvent = CHLOROFORM-D
| Spin_get = 17[uz]
i | | | Spin lock 90 = 1[us]
| 1 1 i Spin _lock attn = 29[dB]
! it L J ] Temp_get = 23,8[dC]
— e - — ' : o = s . %90 = 11[us]
_ . ) ! e, | . , - : - . - .| X_acqg_duration = 2.0692992[s]
X_angle = 45[deg]
9.0 8.0 7.0 6.0 5.0 | 4.0 3.0 2.0 1.0 0 ¥ domain = 1H
| \ X_freq = 395.88252601[MH=z]
i \ X_oifset = 5[ppm]
noa w &H = g 2 % _points = 16384
u (=] w0 o r~ -t = X_prescans i
8N o W oA % e < X_pulse = 5.5[us]
- k-] L= =+ = o] [ o < X_resolution = 0.4B325539 [Ez]
X _sweep = 7.91765637 [kHz]
TriSo = 10[us]
Tri_noise = WALTZ

X : parts per Million : 1H
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———— PROCESSING PARAMETERS —--—
dc_balance

sexp : 2[Hz]

fft : 1 : TRUE

machinephase

ppm

~——-— ACQUISITION PARAMETERS ----—

File Name = syamaguchill0827-I.6
Author = JEOL LTD.

Sample ID = 13C

Content = Single Pulse with Br

Creation Date 27-AUG-2011 05:13:33

Revision Date 27-AUG-2011 18:36:03

End time 27-AUG-2011 05:47:26

Spec Site ECP400SL

| Spec Type = DELTA_ NMR

Data Format = 1D COMPLEX
Dimensions =X

Dim Title = 13aC

Dim Size = 32768

Dim Units = [ppm]

| Actual start time = 27-AUG-2011 05:13:34
Delay of start = 1[s]

Digital filter = FALSE

Experiment single pulse_dec
Field strength 9.2981736[T]
Filter mode BUTTERWORTH

| Filter width 12.46882793 [kHz]
Irr_code = 146
Irr_domain = 1K
Irr freq = 395.88252601[MHz]
Irr noise = WALLZ
Irr offset = 5[ppm]
Irr pwidth = 45[us]
Iterations =1

 Local_time = 27-AUG-2011 05:13:33
Obs_noise = WAUGH
Obs_pwidth = 1[us]
Probe_id = 2692
Recvr gain = 29
Relaxation delay = 1[s]
Scans = 121
Solvent = CHLOROFORM-D
Spin_get = 17[Hz]
Spin_lock_90 = 1llus]

. Spin_lock_attn = 29[dB]
Temp _get = 24.9[dC]
Xs0 = 10[us]

| X acqg duration = 1.3139968[s]
X_angle = 30[deg]
X domain = 13C
X freg = 99.54473003 [MHz]
X offset = 100 [ppm]
X points = 32768
X prescans = 4
X_pulse = 3.33333333[us]
X resolution = 0.76103G686[Hz]
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PROCESSING PARAMETERS —-——-

dc_balance

0.2[Hz]
££t = 1 : TRUE
machinephase
ppm

-

= U
7T

File Name
Author

| Sample ID
Content
Creation Date

howonu

[

Revision Date
Spec Site

nou

Spec Type
Data Format
Dimensions
Dim Title
Dim Size
Dim Units
Actual start time
Delay of start
Digital filter
End_time
Experiment
Field_strength
Filter mode
Filter width
Irr_code
Irr noise
Irr pwidth
Iterations
Local_ time
| Obs_noise
Obs_pwidth
| Probe_id
Recvr_gain
Relaxation_delay
Scans
Solvent
Spin get
spin_lock_ 90
Spin_lock attn
| Temp_get
x90
X acq duration
X arngle
X _domain
X _freqg
| X _offset
X points
X_prescans
| x_pulse
| X resclution
X sweep
Trig0
Tri noise

L T T U 1

(I I T

FE I T VA O A (O |

[ T O AT

U [ I

I

0

———— ACQUISITION PARAMETERS ----

syamaguchill0827-MnO
JEOL LTD.

a

Single Pulse Experim
27-AUG-2011 07:12:16

27-AUG-2011 20:35:56
ECP400SL

DELTA NMR

1D COMPLEX

p 8

1K

16384

[ppm]

27-AUG-2011 07:10:27
1ls]

FALSE

27-AUG-2011 07:12:14
single pulse.exp
5.2981736[T]
BUTTERWORTH
3.95882819 [kHz]

146

WALTZ

45[us]

0
27-AUG-2011 07:12:15
WAUGH

1[us]

2692

CHLOROFORM-D
14 [Hz]

1[us]

29[dB]

24.2[dC]

11l[us]
2.0692992([s]

45 [deg]

1H

395.88252601 [MHZ]
5 [ppm]

16384

g

5.5[us]
0.48325539 [Hz]
7.91765637 [kHz]
10[us]

WALTZ
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illions)

&,

- . JEOL

=
<
i
~
<
= —--= PROCESSING PARAMETERS ----
i 1 de_balance
\n] | sexp : 2[Ez]
| £t : 1 : TRUE
a machinephase
S | ppm
v
L] |
|
= |
o [ |
& |
= |
2 “,
= |
e ”
| ACQUISITION PARAMETERS --—-
File Name = syamaguchill0827-MnO
< | Author = JEOL LID.
2 Sample ID = 13¢C
— | Content = Single Pulse with Br
| Creation Date = 27-AUG-2011 07:21:35
|
M § | Revision Date = 27-AUG-2011 20:44:04
H Spec Site = ECP400SL
Spec Type = DELTA_NMR
= Data Format = 1D COMPLEX
m Dimensions = X
o Dim Title = 13c
Dim size = 32768
Dim Units = [ppm]
] Actual_start_time = 27-AUG-2011 07:21:36
% Delay of start = 1[sl
Digital filter = FALSE
| End_ time = 27-AUC-2011 07:56:16
= Experiment = single_pulse dec
- Field strength = 9.298B1736[T]
~ Filter mode = BUTTERWORTH
[ | Filter width = 12.46882793[kHz]
_ | Irr_code = 146
| Irr domain = 14
| Irr_freg = 395.88252601 [MHz]
1rr noise = WALTZ
{ Irr offset = 5[ppm]
Irr _pwidth = 45[us]
Iterations = 1
Local time = 27-AUG-2011 07:21:35
Obs_noise = WAUGCH
Obs_pwidth = 1[us]
Probe id = 2682
Recvr gain = 29
Relaxation delay = 1[s]
Scans = 100
! Solvernt = CHLOROFORM-D
Spin_get = 16 [Hz]
spin_lock_90 = 1[us]
< - T Cey ey | e 5 P T e e e A i ae et £ S S T S— ' Spin lock attn = 23[4B]
p . - | Temp get = 25.5[dC)
220310.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 N,ﬂ..c 100 0 —104B0.0 44y = 10[us]
| | N\ | X acq duration = 1.3139968B([s]
1N | | X _angle = 30[deg]
> — g — X domain = 13ac
A ) 83 e R [} el=11 o 2 X_freq = 99.54473003[MHz]
i 0 © & m s &2k 4 = X offset = 100 [ppm]
<t o © ~ = 4 198 . i i
3 = a8 R o = v —r X _points = 32768
= i o 1 - [} ~e~ un ™ X prescans = 4
— — i b B X pulse = 3.33333333[us]

X_resolution 0.76103686 [Hz]

X : parts per Million : 13C
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———- PROCESSING PARAMETERS -———
dc_balance

sexp : 0.2[Hz]

fft : 1 : TRUE

machinephase
ppm
it
He
-
i
8
| rd ~y
=
a
| ==== ACQUISITION PARAMETERS ----
File Name = syamaguchill0906-ald
Author = JEOL LTD.
| Sample ID = a
Content = Single Pulse Experim
| Creation Date = 6-SEP-2011 03:10:54
| Revision Date = 6-SEP-2011 16:34:56
Spec Site = ECP400SL
Spec Type = DELTA NMR
Data Format = 1D COMPLEX
Dimensions = X
Dim Title = 1H
Dim Size = 16384
Dim Units = [ppm]
Actual_start_time = 6-SEP-2011 03:10:55
Delay. of start = 1I[s]
Digital_filter = FALSE

6-SEP-2011 03:10:52
single_pulsc.exp
9.2981736[T]

End_time
Experiment
Field strength

Filter mode = BUTTERWORTH
Filter width = 3.95882819[kHz]
Irr code = 1486

Irr noise = WALTZ

Irr pwidth = 45[us]
Iterations =0

Local_time = 6-SEP-2011 03:10:54
Obs_noise = WAUGH
Obs_pwidth = 1[us]

Probe_id = 2692

Recvr gain =12

Relaxation delay = 4[s]

Scans = 186
Solvent = CHLOROFORM-D
= 14 [Hz]
= 1[us]
= 29[dB]
Temp_get = 24.2[d4C]

| X80 = 1l[us]

| X _acq duration = 2.0692992[s)

| X_angle = 45[deg]

| X _domain = 1H

| X freq = 395.88252601 [MH=z]

| X offset = 5[ppm]
X_points = 16384
X prescans =1
X pulse = 5.5[us]

' X_resolution = 0.48325539[Ez]
X _sweep = 7.91765637 [kHz]
Trigo = 10[us]
Tri_noise = WALTZ
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(Millions)

- JEOLF

i
—-—— PROCESSING PARAMETERS ——
dec_balance

= 2[Hz]
1 : TRUE
o machinephase
= pom
=3
=
~~—— ACQUISITION PARAMETERS -——-—
File Name = syamaguchill0906-ald
. Author = JEOL LTD.
= Sample 1D = 13C
=3 Content = Single Pulse with Br
=1 | Creation Date = 6-8EP-2011 03:16:24
! Revision Date = 6§-SEP-2011 16:39:01
i spec Site = ECP400SL
. Spec Type = DELTA_NMR
| | | Data Format = 1D COMPLEX
| Dimensions =X
Dim Title = 13cC
Dim Size = 32768
| Dim Units = [ppm]
| Actual start time = 6-SEP-2011 03:16:24
| Delay of start = 1[s]
o | Digital filter = FALSE
p | End_time = 6-SEP-2011 03:51:05
=1 | Experiment = single_pulse dec
- | Field strength = 9,2981736[7]
B | Filter_mode = BUTTERWORTE
! | Filter_ width = 12,46882793 [kHz]
i ITr_code = 146
7 | Irr domain = 1H
1} | Irr freq = 395.88252601 [MHz])
I | Irr _noise = WALTZ
| | Irr_offset = 5[ppm]
| | Irr_pwidth = 45[us]
| ! Iterations = 1
i | Local time = 6-SEP-2011 03:16:23
| | Obs_noise = WAUCH
| Obs_pwidth = 1[us]
| Probe_id = 2692
Recvr_gain = 29
. Relaxation delay = 1[s]
| Scans = 100
| Solvent = CHLOROFORM-D
| Spin_get = 13[Hz]
| 8pin_lock 90 = 1[us]
S . § . - S s . . R S | . . Spin_ lock_attn = 29[dB]
2203100 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 200 10.0 0 -10420.0 (577 9°° = fRearsel
o ! N 1 X_acq duration = 1.3139968(s]
] ! SN ! X_angle = 30[deg]
- N _— 3 © X domain = 13C
b S [ e g wWE% [ 2 ' X freq = 99.54473003 [MHz]
2 am = F ”“ Mmm M@ w | X offset = 100 [ppm]
= 3 ki £ o : N e : X_points = 32768
] P o~ = = ™~ I~ 0 o — | X
X\ i k] M — =] -~ i [} | X _prescans = 4
= = T, w L | X pulse = 3.33333333[us]

| X _resolution 0.76103686 [Hz]

X : parts per Million : 13C |
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Experimental Section

(Millions)

40.0 60.0 80.0 100.0 120.0 140.0 160.0 180.0 200.0 220.0

20.0

0.94

8.0 7.0

k]
= e
= o ¥
< nnea
& R
~ CR-REA)

X : parts per Million : 1H

6.0

2.01

2.3027

0.8843

8.31

0

0.0041

JEOL

—-—-— PROCESSING PARAMETERS ——--—
dc_balance

sexp : 0.2[Hz]

fft : 1 : TRUE

machinephase

ppm -
£y
L

—=——— ACQUISITION PARAMETERS --——
File Name syamaguchill0912-0TB

oT!

%

Author = JEOL LTD.
| Sample ID =a
Content = Single Pulse Experim

Creation Date 12-SEP-2011 02:00:01

Revision Date 12-SEP-2011 15:24:27

Spec Site ECP400SL

Spec Type = DELTA NMR

Data Format = 1D COMPLEX
Dimensions X

Dim Title 1iH

Dim Size 16384

Dim Units [ppm]

Actual_start time 12-SEP-2011 02:00:02
Delay of start 1ls]

Digital_ filter FALSE

12-SEP-2011 01:59:59
single_pulse.exp

End_time
Experiment

LT T T T VAT

Field strength 9.2981736([T]
Filter mode BUTTERWORTH
Filter width 3.95882819 [kHz]
Irr code 146

Irr_noise = WALTZ

Irr pwidth = 45([us]
Iterations =0

Local time = 12-SEP-2011 02:00:01
Obs_noise = WAUGH
| Obs_pwidth = 1[us]
| Probe_id = 2692
Recvr_gain = 10

Relaxation delay = 4[s]

Scans = 16

Solvent = CHLOROFORM-D
Spin get = 13[H=z]

Spin leck 90 = 1[us]

spin_lock attn = 29[dB]

Temp get = 24,4[d4C]

X390 = 11[us]
| X acq duration = 2.0692992(s]

X angle = 45[deg]
X_domain = 1H

X freg = 395.88252601 [MHz]
X offset = 5[ppm]

X _points = 16384

X prescans =1

¥X_pulse = 5.5[us]

X resolution = 0.48325539[Hz]
X sweep = 7.91765637 [kHz]
Triso = 10[us]

= WALTZ

Tri noise

S12



Experimental Section

(Millions)

W - JEOLJ/

—--- PRCCESSING PARAMETERS -—-—--
dc_balance

=
= sexp : 2[Hz]
= fft : 1 : TRUE
n machinephase
ppm
i
= H
< |
= i
=+
——=— ACQUISITION PARAMETERS ----
| File Nama = gyamaguchill0812-0TR
Author = JEOL LTD.
| Sample ID = 13C
| Content = Single Pulse with Br
| Creation Date = 12-SEP-2011 02:05:54
=
AIU“ Revision Date = 12-8SEP-2011 15:28:31
2 Spec Site = ECPA00SL
Spec Type = DELTA NMR
Data Format = 1D COMPLEX
Dimensions = X
| Dim Title = 13C
! Dim Size = 32768
| Dim Units = [ppm]
| Actual_start time = 12-SEP-2011 02:01:35
< Delay of start = 1[s]
=4 Digital filter = FALSE
[} | End_time = 12-8EP-2011 02:40:25
| Experiment = gingle pulse dec
| Field strength = 95.2881736[T]
| Filter mode = BUTTERWORTH
Filter width = 12.46882793 [kHz]
Irr code = 146
Irr domain = 1E
Irr_ freq = 395.88252601[MHz]
=) Irr noise = WALTZ
= - Irr_offset = 5 [ppm]
= i Irr_pwidth = 45[us]
- | Iterations =1
| | Local_time = 12-SEP-2011 02:05:52
| Obs_noise = WAUGH
. | Obs_pwidth = 1l[usl
|| | Probe_id = 2692
| | Recvr gain = 29
| | Relaxation dolay = 1[s]
| | Scans = 104
u Solvent = CHLOROFORM-D
tirphnt spin_get = 141nz]
| ! | Spin_lock 90 = 1llus]
: . R : S e o S T pre Ty M 0 o 0 i i B e s s . o r Jlock attn = 29[dB]
. Temp_get = 25.3[aC]
220210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 :ﬁ.c 100.0 90.0 800 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 X930 = 10[us]
| ! | i | X_acq duration = 1.3139968[s]
| 5 i | || | X_angle = 30[deg]
— - — =) | X domain = 13c
= ¥ S g 7 &% = 3 »® 7EE & | X _freq = 99.54473003 [MHz]
= x ™ e =~ a 835 Yy 9 b oL " | X offset = 100 [ppm]
k=) <~ ol -] T Hc ] N . . HE] 3 -
[ ] -+ o 7 B o Y] [ -] -« = 4 | ¥ _points = 32768
in -+ " ~1 1=} «x [l ol o E=EER 7] =T (3 B R X _prescans = 4
— — - — — | X _pulse = 3.33333333[us]
X_resolution = 0.76103686 [Hz]

X : parts per Million : 13C -

S13



Experimental Section

200.0

——-—-- PROCESSING PARAMETERS --—--—
dc balance

sexp : 0.2[H=z]

fft : 1 : TRUE

machinephase

ppm

JEOL

| ===-- ACQUISITION PARAMETERS ----

100.0

2.7608

7
L)
i
e
L
sog
s

L0

0.8421

(Millions)

7.2600
6.6765
6.6496
2.3381
0.8403 -
—-0.0593

10,5388

#

: parts per Million @ 1H

a H | Filo Name = syamaguchill0928-DMF
|5 | | Author = JEOL LTD.
| & | Ssample ID =a
| Content = Single Pulse Experin
| Creation Date = 28-SEP-2011 06:56:55
Revision Date = 28-SEP-2011 20:21:38
Spec Site = ECP400SL
Spec Type = DELTA NMR
~ | Data Format = 1D COMPLEX
= Dimensions = X
7 | Dim ritle = 1
' Dim Size 16384
Dim Units [ppm]
Actual start time 28-SEP-2011 06:56:55
Delay of start 1lsl
Digital filter FALSE

End_time
Experiment
Field strength
Filter mode
Filter width
Irr code

Irr noise

Irr pwidth
Iterations
Local time

Obs noise
Obs_pwidth
Proke id

Recvr gain
Relaxation_delay
Scans

Solvent

Spin get

Spin lock 90
Spin_lock attn
Temp get

X90

X acqg duration
angle
damain

freq

offset
points
prescans
Ppulse
resolution
sweep

TrigQ

Tri noise

MHMMARKKR

LI T T T O VA T T T T

LI |

(LI I O I I O}

28-8SEP-2011 06:56:53
single pulse.exp
9.2981736 [T]
BUTTERWORTH
3.95882819 [kH=z]
l4e

WALTZ

l[us]

0

28-SEP-2011 06:56:54
WAUGH

Z[us]

2692

9

4(s]

16

CELOROFORM-D
16[Hz]

l{us]

29 [dB]

24.1[dC]

11[us]
2.06929932[s]

45 [deg]

iH

395.88252601 [MH=z]
5 [ppm]

16384

5.5[us]
0.48325539 [Ez]
7.91765637 | kHz]
10 [us]

WALTYZ

S14



Experimental Section

(Billions)

1.2

1.1

1.0

0.9

0.8

0.7

0.6

1r;

0.4

"

0.1

S Ao

i T ! J I L S I (N
220210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 8

191.5171
163.3752

X : parts per Million : 13C

145.3249
142.6568
125.8680
120.8604
110.1801
77.0000
76.6789 -

sl

60.0  50.0 ﬁ.r: 30,0, 20.0 10.0 0

~ = -] Les e
[= - - SO
ol ~ rl OGNS
S M a®Sy
[or} Wy g ) W e 02
o i ~ elelel —~

~10420.0 %o

-5.4991

- JEOL Y

-——— PROCESSING PARAMETERS ----

dc balance
| mexp : 2[Hz]
; f£t + 1 : TRUE
| machinephase
| FPem

| ———— ACQUISITION PARAMETERS —---

| File Name
Author

| Sample ID
Content
Creation Date

| Revision Date
Spec Site

Spec Type
Data Format
Dimensions
Dim Title

! Dim Size

! Dim Units

! Actual start_time

; Delay of start
Digital filter
End time
Experiment
Field strength
Filter mode
Filter width
Lrr code
Irr domain
Irr freq
Irr noisc
Irr offsat
Irr pwidth
Iteratlions
Local_time
0Obs_noise

| Obs pwidth

| Probe_id

| Recvr gain

Relaxation delay

| Scans

| Solvent

| Spin_get

spin_lock 90

Spin_ lock attn

acqg duration
angle
domain

freq

offset
points
prescans
pulse
resolution

ROR R R R K R

LI T )

n

LS I T (T [ 1

wnwwn o

owonon

LU (V1 | 1 1V A

syamaguchill10928-DNF
JEOL LTD.

13c

Single Pulse with Br
2B-SEP-2011 07:04:13

28-SEP-2011 20:27:00
ECP400SL

DELTA NMR

1D COMPLEX

X

13C

32768

[ppm]
28-SEP-2011 07:04:13
1ls]

FALSE
28-SEP-2011 07:36:58
single pulse dec
9.2981736[T]
BUTTERWORTH
12.46B82793 [kHz]
146

1H
395.8B252601[MHz]
WALTZ

5 [ppm]

45 [us]

1

28-SEP-2011 07:04:12
WAUGH

1[us]

2692

29

1[s]

150

CHLOROFCORM-D

16 [Hz]

1[us]

29[dB]

25.3[4cC]

10 [us]
1.3139968([s]

30 [degl

13c

$9.54473003 [MHZ]
100 [ppm]

32768

4

3.33333333[us]
0.76103686 [Hz]

S15



Experimental Section
180.0 200.0

160.0

140.0

14.1981

JEOL

PROCESSING PARAMETERS ——-——

dc balance

sexp : 0.2[Hz]
; £ft : 1 : TRUE
| machinephase
| ppm

AR -

| e
i F
| - -

-

—_— TR
D

———— ACQUISITION PARAMETERS ——--—

| ¥ile Name

syamaguchill0929-alk

120.0

| Author = JEOL LTD.
| 8ample TN = a
Content = Single Pulse Experim

! | Creation Date 29-5EP-2011 00:52:47

29-5EP-2011 14:17:18

| Revision Date

100.0

80.0

60.0

40.0

20.0

(Millions)

rield strength

9.2981736[T]

| | Spec Site = ECP400SL
| Spec Type = DELTA_NMR
Data Format = 1D COMPLEX
| Dimensions = X
Dim Title = 1H
: Dim Size = 16384
i o..m ™~ Dim Units = [pom]
ol = | Actual_ start_time = 29-5EP-2011 00:52:47
o = | Delay of start = 1[s]
b Y | Digital filter = FALSE
| End_time = 29-8EP-2011 00:52:45
| Experiment = single pulse.exp

S16

| Filter mode BUTTERWORTH
e ! Filter width 3.95882819 [kHz]
= Irr code 146
' | = Irr noise = WALTZ
- o | Irr pwidth = 45[us]
i | Iterations =0
P | Local time = 29-SEP-2011 00:52:46
ne § Obs_noise = WAUGH
no | Obs_pwidth = 1[us]
o Probe_id = 2692
—_—— | :
| Recvr_gain = 8
Relaxation delay = 4[s]
Scans = 16
Solvent = CHLOROFORM-D
Spin_get = 16[Hz]
Spin_lock 90 = 1[us]
Spin_leock_attn = 29[dB]
Temp. get = 24[dc]
| X90 = 1l[us]
| X _aeq duration = 2.0692992[s]
u.c | X_angle = 45[deg]
i SR | \ | X domain = 1H
| A Vool gy \ | X freq = 395.88252601 [MHz]
~ TS won ~ S & 06 e ity {1
2 8 g in & HRT A Sinomn 24 Xpointa = AE3AL
L . 4 @~ —n wenel U~ —_S X prescans =1
v Qg % fxm < aak® R 23S | xpulse = 5.5[us]
~ o~ o\ Lelart el M cocoo oo i X_resolution = 0.48325539[Hz]
[ | X _sweep = 7.91765637 [kHz]
| Tri90 = 10[us]
| Tri_noise = WALTZ

X : parts per Million : 1H |



Experimental Section

{Millions)

60.0

50.0

40.0

30.0

20,0

10.0

8.0 7.0

SO n®
SneSHNRNS
eeTornco
ARER S
| =R R R ]

X : parts per Million @ 11T

6.0

12.5139

1.1097

2.2425

4.0493

2.3454

- JEOL &

———— PROCESSING PARAMETERS ----

dc_balance
sexp : 0.2[Hz]
£ft : 1 : TRUE
machinephase
ppm

=

HEo

o

\
c.t [4 \mﬂw/

———= ACQUISTTTON PARAMETERS ——--—

File Name =
Author

Sample ID
Content
Creation Date

wonono

Revision Date =
Spec Site

Spec Type

Data Format
Dimensions

Dim Title

Dim Size

Dim Units
Actual start time
Delay of start
Digital filter
Fnd_time
Experiment
Field strength
Filter_ mode
Filter width
Irr code

Irr noisc

Irr pwidth
Iterations
Local_time
Obs_noise
Obs_pwidth
Probe id
Recvr_gain
Relaxation delay
Scans

Solvent
Spin_get

Spin_ lock_90
Spin_lock attn
Temp_get

Xx90

. X_acqg duration
| X _angle

X _domain

| X _freq

X offset
X_points
X_prescans

X pulse

X resolution
X_sweep

Triso

Tri_ noise

nonon

non

(L I (S T (O T (1}

{1 T (T [ (A O IO

LI I | T 1 N

u

syamaguchilll015-TBA
JEOL LTD.

a

Single Pulse Experim
15-0CT--2011 08:58:32

15-0CT-2011 22:22:25
ECP400SL

DELTA NMR

1D COMPLEX

X

i

16384

[ppm]

15-0CT-2011 08:58:32
1[s]

FALSE

15-0CT-2011 0B8:58:29
single pulse.exp
9.2981736[T]
BUTTERWORTH
3.95882819 [kHz]

15-0CT-2011 0B:58:30
WAUGH
1[us]
2692

CHLOROFORM-D
16 [Hz]

1[us]

29[dB]

24 [dc]
11[us]
2.0692992[s]
45[deg]

iH

395,88252601 [MHz)
5 [ppm]

16384

1

5.5[us]
0.48325539 [Hz]
7.91765637 [kHz]
10 [us]

WALTZ

S1/



30.0

Experimental Section
20.0

10.0

(Billions)

= 160.6305
155.0801
154.0786
142.5191
140.0191
129.0101
128.1997
122,8481
118.,1922
114.1249
112.2901
110.8987
109.8283

1
0

X : parts per Million

|
|

0.0 160.0 150.0 140.0 130.0 120.

- JEOL

—~--— PROCESSING PARAMETERS ----

dc_balance
sexp : 2[Hz]
££ft ¢+ 1 : TRUE
machinephase
ppm

———— ACQUISTTTION PARAMETERS ----

File Name
Author

. Sample ID

Content
Creation Date

| Revision Date

Spec Site

Spec Type

Data Format
Dimensions

Dim Title

Dim Size

Dim Units
Actual_start_time
Delay of start

| Digital filtex

End time
Experiment
Field strength
Filter mode
Filter width
Irr code

| Irr domain
| Irr_freg
| Trr noise

.0 110.0 100.0 _oo.o 80,0 70.0

93.7047
91.4876
85.3026 -
78.9648 -
77.3211
77.0000
76.6789

63.4374
56.7250 -
56.4421 -
55.9910
29.6687

20.0 10.0 0 —10.R0.0

21.9700

Irr_offset
Irr pwidth
Iterations
Local_time
Obs_noise

Obs_pwidth

| Probe_id

Recvr gain
Relaxation delay

| Scans

Solvent
Spin_get
Spin_lock_90
Spin lock attn
Temp get

X90

acqg duration
angle

domain

_freg

offset
points
prescans
pulse
resolution

PR R R R R R R

o

I T 11O O VYA O V1 O L T 1 1}

L L VA T I

syamaguchilll015-TBA
JECL LID.

13c

Single Pulse with Br
15-0CT-2011 22:08:57

16-0CT-2011 11:36:35
ECP400SL

DELTA NMR

1D COMPLEX

X

13cC

32768

[ppm]

16-0CT-2011 10:2B:49
1is]

FALSE

18-0Cr-2011 02:50:14
single pulse dec
9.2981736[T]
BUTTERWORTH
12.46882793 [kHz]

146

1K

355.88252601 [MHz]
WALTZ

5[ppm]

45 [us]

15-0CT-2011 22:08:56
WAUGH

1llus]

2692

29

11s]

18147
CHELOROFORM-D
14[Hz]1

1fus]

29[dB]
24.9[4C]
10fus]
1.3139968([s]
30[degl]

13c
99.54473003 [MHz]
100 [ppm]

32768

4
3.33333333[us]
0.76103686 [Hz]

S18



Experimental Section

(Millions)

80.0

70.0

60.0

50.0

40.0

30.0

20.0

10.0

0327

Lo
2.2241

8.0 6.0 5.0

X : parts per Million : 1H

2.8948

2.3540

1.0

JEOL J/

———— PROCESSING PARAMETERS —--——
dc_balance

sexp : 0.2[Hz]

££t : 1 : TRUE

machinephase

ppm

Y

———— ACQUISITION PARAMETERS —---

File Name = syamaguchilll016-I.4
Author = JEOL LTD.

sample ID = a

Content Single Pulse Experim

un

Creation Date 16-0CT-2011 07:02:39

16-0CT-2011 20:26:52
ECP400SL

Revision Date
Spec Site

Spec Type DELTA_NMR
Data Format 1D COMPLEX
Dimensions x

Dim Title 1H

Dim Size 16384

Dim Units [ppm]

Actual_start time 16-0CT-2011 07:00:50
Delay of start 1ls]

pigital filter FALSE

End_time 16-0CT-2011 07:02:37
Experiment single_pulse.exp
Field_ strength 9.2981736([T]

Filter mode BUTTERWORTH

Filter width 3.95882819 [kHz]
irr_code 146

Irr noise WALTEZ

Irr pwidth 45Tus)

Iterations 0

Local_ time 16-0CT-2011 07:02:38

LT T (T (O O T T T T T 1 O T T O T T T

Obs_noise WAUGH
Obs_pwidth 1f[us]

Probe_id 2692
Recvr_gain 16

Relaxation delay 4[s]

Scans 16

Solvent CHLOROFORM-D
Spirn get 14 [Hz]

Spin lock_ 80 1[us]
Spin_lock_attn 29 [dB]
Temp_get 22.9[dcC]

X90 11 [us]

X acq_duration 2.0692992[s]

X angle = 45 [deyg]

X _domain = 1H

X freqg = 395.88252601 [MHz]
X offset = 5[ppm]

X points = 16384

X prescans =1

X_pulse = 5.5[us]
X_resolution = 0.48325539[Hz]
X sweep = 7.91765637 [kHz]
Trig0 = 10[us]

Tri noise = WALTZ

S19



Experimental Section

C:¥Documents and Settings¥Administrator¥My Documents¥alice¥ DEFAULT.ALS

160.6531
——— 155.6776
T 153.9588

7
7

— 142.749
— 139.991

~— 109.7967

= ol
5%
.

==

1713

_— 93.7191
— 9L.4411
—— 89

B pnanh —

77.4770
~— 76.5312

N

63.4882
56.6789

= 56.4733
~— 56.2841

—
e

38.2327

21.9906
14.0546

DFILE
COMNT
DATIM
OBNUC
EXMOD
OBFRQ
OBSET
OBFIN
POINT
FREQU
SCANS
ACQTM
PD

PW1
IRNUC
CTEMP
SLVNT
EXREF
BF
RGAIN

PPM

_:____:ﬁ:_ _:_____:_::_:;,__:_Z,_:_:_::_::__:,:_ﬁ “___:_ TTTTT _____._:_:___;,_:_:__ _f____:_

220.0

200.0

180.0

160.0

140.0

120.0

100.0

80.0

60.0

40.0

20.0

0.0

-20.0

_DEFAULT.ALS

Mon Oct 17 09:04:07 2011
13C
BCM
67.80 MHz
135.00 KHz
5200.00 Hz
32768
18306.64 1z
14981
1.7900 sec
1.2100 sec
5.20 usec

1H
24.7 ¢
CDCL3
77.00 ppm
1.20 Hz
31
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Experimental Section

(Millions)

10.0 20.0 30.0 , 40,0 50.0 60.0 70.0 80.0 90.0 100.0 110.0 120.0

0

11.0

10.0, 9.0 8.0

9.8064 -
9.8003

X : parts per Million : 11X

7.2600~
6.8071
6.7851
6.7742"
6.6826
6.6619

4.0215-
3.9885
3.8420

3.4998

2.3601

JEOL 4

---— PROCESSING PARAMETERS --——

dc_ balance
sexp : 0.2[Hz]
fft : 1 : TRUE
machinephase

m?m

g

=
] =

¥

OMg M

e

i

=

==== ACQUISITICN PARAMETERS —-——-

File Name
Author
Sample ID
Content
Creation Date

| Revision Date

spec Site

Spec Type
Data Format
Dimensions

| Dim Title
| Dim Size

Dim Units

| Actual start time
| Delay of start
| bigital filter

End_time

| Experiment

Field strength
Filter mode
Filter width
Irr code

Irr mnoise
Irr pwidth
terations
Local time
Obs_noise
Obs_pwidth
Probe_id
Recvr_gain

| Relaxation delay
| Scans
| Solvent

o

o

| Spin
| Spin
! sSpin

Temp

get

lock 90
lock attn
get

L R

" X90

acqg duration
angle

domain

freq

offset
points
prescans
pulse
resolution

Tri noise

LI T T T 1 T S VA 1 T 1 O

LU U L 1

Tnonon

[

syamaguchil11017-ald
JEOL LTD.

a

Single Pulse Experim
17-0CT-2011 02:50:46

17-0CT-2011 16:14:45
ECP400SL

DELTA NMR

1D COMPLEX

X

1E

1€384

[ppm]

17-0CT-2011 02:48:57
1ls]

FALSE

17-0CT-2011 02:50:44
single pulsoc.cxp
§.2981736[T]
BUTTERWORTH
3.95882819 [kHz]

146

WALTE

45 [us]

[

17-0CT-2011 02:50:46
WAUGH

1[usl

2692

CHLOROFORM-D

15 [Hz]

1[us]

29 [as]

23.6[4C]

11 [us]
2.0692992([s]

45 [deg]

1H
395.88252601[MHz]
5 [ppm]

16384

i

5.5[us]
0.48325539 [Hz]
7.91765637 [kHz]
10 [us]

WALTZ

S21



Experimental Section

(Millions)

- JEOL Y

| ———— PROCESSING PARAMETERS -——-—

| de_balance
| sexp : 2[Hz]
| ££t ; 1 : TRUE
machinephase
art ppm
=3
=1
I
———— ACQUISITION PARAMETERS —----
File Name = syamaguchilllQ025-I-a
. Author = JEOL LTD.
| Sample ID = 13C
i Content = Single Pulse with Br
M Creation Date = 25-0CT-2011 04:33:55
m Revision Date = 25-0CT-2011 17:56:46
Spec Site = ECP400SL
Spec Type DELTA NMR
Data Format 1D COMPLEX
Dimensions X
Dim Title 13c
Dim Size 32768
Dim Units [ppm]
| Actual start time 25-0CT-2011 04:33:55
| pDelay of start 1[s]
Digital filter FALSE

| End_time = 25-0CT-2011 10:50:52
| Experiment = single pulse dec
| Fieldé strxength = 9.2981736[T]
Filter_ mode = BUTTERWORTH
| Filter width = 12.46882793 [kHz]
| Irr code = 146
Irr domain = 1H
Irr freq = 395.88252601 [MHz]
Irr noise = WALTZ
Irr offset = 5[ppm]
Irr pwidth = 45[us]
Tterations =1
Lecal time = 25-0CT-2011 04:33:54
Obs_noise = WAUGH
| Obs_pwidth = 1[us]
Probe id - 2692
Recvr gain = 28
Relaxation delay = 1[s]
Scans = 236
Solvent = CHIOROFORM-D
Spin get = 15[Hz]
Spin_ lock 90 = 1l[us]
o e S ey o , ST ’ R Lo fer.. .. Spin lock attn = 28[dB]
220010.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 S0.0 40.0 300 200 10.0 0 —I0420.0 J57° 9°° =
(! P i A | X acg duration - 1.3139968([s]
/ / \ | X _angle = 30[deg]
— o e = - - X domain = 13C
a RN eF rLEYNE eqw X a% = 5 X freg = 99.54473003 [MHz]
g 348 33 BRRLCE ou—= 39 Sl s a ocints = Af0Lvem]
Y 2 <= 2= e . s =
” mﬁ‘_ﬂ m% M_,l..uumm %%@ W—.rm ﬂw% @ ~ M X prescans = 4
2] Ll ol e X pulse = 3.33333333[us])
X : parts per Million : 13C X_xesolution = 0.76103€86 [Hz]
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Experimental Section

| _ JEOLF

40.0

—=—— PROCESSING PARAMETERS ————

(Milliens)

X : parts per Million : 1¥X

dec_balance
sexp = L[Hz]
‘ @] £ft : 1 : TRUE
[0) machinephase
4 M de_correct
POk pick : OfMzl : SO[HZ] : Both
ed. s - z] %z 2
] o o B , peak p .
= > .
1 -5}
B (@) (@) 3 |
S A |
) |
——-— ACQUISITION PARAMETERS ——-—
File Name = syamaguchilllO24-ene
Author = JEQL LTD.
Sample ID =a
Content: = Single Pulse Experim
Creation Date = 24-0CT-2011 10:21:38
4 Révision Date = 25-00T-2011 00:18:14
Spec Site = ECP400SL
=
—2 Spec Type = DELTA NHR
] Data Format = 1D COMPLEX
Dimensions X
1 Dim Title = 1H
Dim Size = 16384
o Dim Units = [opm] )
5 Actual_start time = 24-0CT-2011 10:19:49
2 Delay, of start = 18]
@ Digital filter = FALSE
o ‘End_time = 24-0CT-2011 10:21:36
= ‘Evperiment = pingle pulse.exp
e Field strength = 9.2981736[T]
. Filter mode = BUTTERWORTH
Filter width = 3.95882819 [kEz]
=] Irr code = 146
< Irr noise = WALTZ
L Trr_pwidth = 45 [us]
Iterations =0 .
Local_time = 24—0CT-2011 10:21:37
Obs_noise = WAUGH
‘Obs_pwidth = 1[usl
‘Probe_id = 2692
Recvr_gain & 17
Relaxation delay = 4[s]
‘Scans = 16 )
Solvent = CHLOROCFORM-D
Spin_get = 13 [Hz]
Spin lock 90 = 1[us]
Spin_lock attn = 28[dB]
Temp get = 23.9[dC]
X80 = 11[us]
- X _secg duration = 2,.0692992[s]
5.0 X angle = 45[deg]
= X_domain = 1H
\ \f x_freq. = 395.88252601 [MHz]
| X_offset = 5[ppm]
%ﬂ ﬁ X_points = 16384
o X prescans =1
[ R-RY- X_pulse = Bu5[us}
F X_resolution = 0.48325539 [Hz]
' X_swaep = 7.91765637 [kHz]
Trig0 = 1I0[us]
Tri_noise = WALTZ




9.0

Experimental Section
8.0 ,

7.0

6.0

5.0

2.0 3.0

]

(Billions)

{g?%

h_m.u_l

—-—— PROCESSING PARAMETERS —--—

dec_balance
sexp : 2[Hz]
fft : 1 : TRUE

%%%%i%;

_:.._::_ R

220210.0 200.0 190.0 Hmo.c

>_>-\

160.3171
159.8584
152.7866
152.6261
152.2591
140.7608

140,
138,

X : parts per Million : 13C

.:____4_.__..:_.,,_.,_.

\.&
/_

0345
0238 /°

55.9376

127. 1676 \—o
56.3504

___:j:.,__..__A

48.8199 —*
44.0646
29.6840
21.9012

40.0 30.0 20.0

14.1796

machinephase

prm

== ACQUISITION PARAMETERS ————

File Name = syamaguchilll@24-ene
Author = JEOL LTD.

Sample ID = 13C

Content = Single Pulse with Br

Creation Date

Revision Date
Spec Site

Spec Type
Data Format
Dimensions
Dim Title
Dim Size
Dim Units

Actual start time

Delay_of _start
Digital filter
End_time
Experiment
Field strength
Filter mode
Filter width
Irr_code
Ixz_domain
Irr_freq
Irr_noise
Irr_offset

Irr pwidth
Iterations
Local_time
Obs_noise
Obs._pwidth
Probe id

Recvr gain
Relaxation delay
Scans

Solvent
Spin_get
Spin_lock 90
Spin_lock_ attn
Temp_get

X90

X_acq _duration
X_angle
X_domain

X _freq

X offset

X _points

X _prescans

X _pulse

X _resolution

(8]

1 1 B G (B | | I O A G (I Y T

24~0CT-2011 22:56:22

25-0CT-2011 12:20:36
ECP400SL

DELTA NMR
1D COMPLEX
X

13C

32768

[ppm]

24-0CT-2011 22:56:22
1[s]

FALSE

27-0CT-201% 03:13:35
single_pulse dec
9.2981736[T]
BUTTERWORTH
12.46882793 [kHz]

146

1"

395.88252601 [MHZ]
WALTZ

5[ppm]

45[us]

1

24-0CT-2011 22:56:21
WAUGH

1[us]

2692

29

1fs]

18771

CHLOROFORM~D

16 [Hz]

10[us]
1.3139968[s]
30([deg]

13¢c

99.54473003 [MEZ]
100 [ppm]

32768

4

3.33333333[us]

c,/.qmm.owmmm [Hz]
I
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Experimental Section

50.0 60.0 70.0 80.0 90.0 100.0 110.0 120.0 130.0 140.0 150.0 160.0 170.0

10.0 20.0 30.0 40.0

(Millions)

0

10.6860

1.2266

10.0 9.0 8.0

8.0902"
8.6658

X : parts per Million : 1k

10.5064

1:()184
1133
10759

00 90~
oo nt
TO W
Saan
[l =R -]

7.6257
7.6013
T.2974 .
7.2607
4.1931
4.0845
3.9880
2.5635

e

kg
~

JEOL /-

———— PROCESSING PARAMETERS ----—
dc balance

sexp : 0.2[H=z]

fft : 1 : TRUE

machinephase

ppm

| ——=— ACQUISTITTION PARAMETERS —---—

| Content
| Creation Date

| Revision Date

non

| File Name = syamaguchilll0l7-Ber
| Author = JEOL LTD.
| Sample ID a

Single Pulse Experim
17-0CT-2011 06:07:22

17--0CT-2011 19:32:06

S25

Spec Site ECP400SL

Spec Type = DELTA NMR

Data Format = 1D COMPLEX
| Dimensions =X

Dim Title = 1H
| Dim Size = 16384

Dim Units = [ppm]

Actual start time = 17-00T-2011 06:07:22
Delay of start = 1Is]
| pDigital filter = FALSE
| End_time = 17-0CT-2011 06:07:20
| Experiment = single pulse.exp

In

Field strength 9.2981736[T]

L=}

0.0000

Local time

Obs noise
Obs_pwidth
Probe _id
Recvr gain
Relaxation delay
Scans

Solvent

Spin get

Spin leck 90
Spin lock attn
Temp_get

prescans
pulse
_resolution

L T O T T O T T O O A

LU T T T O T

| Filter_ mode = BUTTERWORTH
Filter width 3.95882819 [kHz]
| Irr code 146
Irr noise WALTZ
Irr pwidth 45 [us]
Iterations 0

17-0CT-2011 06:07:21
WAUCH

1[us]

2692

21

4[s]

32

CHLOROFORNM-T

14 [Hz)

l[us]

291dB]

23.7[ac]

il[us]
2.0692992([s]

45 [deg]

i
395.88252601 [MHzZ]
5 [ppm]

16384

;

5.5[us]
0.48325539[Hz]
7.91765637 [kHz]
10[us]

WALTZ



Experimental Section

(Millions)

JEOL
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Q
=4
S ———— PROCESSING PARAMETERS —---—
1 dc balance
sexp : 2[Hz]
£ft : 1 : TRUE
machinephase
ppm
S
=3
=3
i
=1
=3
m ==== ACQUISITION PARAMETERS ----
File Name = syamaguchilll027-ber
Author = JEOL LTD.
Sample TD = 13C
| Content = Single Pulse with Br
| Creation Date = 27-OCT-2011 19:45:42
=]
= Revision Date = 28-0CT-2011 09:11:30
= | Spec Site = ECP400SL
Spec Type = DELTA NMR
Data Format = 1D CCMPLEX
Dimensions =X
Dim Title = 13C
< Dim Size = 32768
= ! Dim Units = [ppm]
R Actual start time = 27-0CT-2011 12:01:52
Delay of start = 1[s]
Digital filter = FALSE
End time = 30-0CT-2011 03:23:17
Experiment = single pulse dec
Field strength = 9.2981736[T]
=] Filter mode = BUTTERWORTH
2 Filter width = 12.46882793[kHz]
= Irr code = 146
Irr domain = 1H
Irr freq = 395.88252601[MH=z]
Irr noise = WALTZ
Irr offset = 5[ppm]
Irr pwidth = 45[us]
Iterations =1
] Local time = 27-0CT-2011 19:45:40
Obs noise = WAUGH
Obs pwidth = 1[us]
Probe id = 2692
Recvr, gain = 29
Relaxation delay = 1[s]
Scans = 12018
2 Solvent = CHLOROFORM-D
£ Spin get = 15[Hz]
- Spin lock 90 = 1[us]
' " ; ' - - ' - ' T e B e - e I " Spin lock attn = 29[dB]
220210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 —10420.0 7™ °* Z Totest
AR AN I , X acq duration = 1.3139968[s]
N\ i : | X angle = 30([deg]
oo O\& ) i X domain = 13C
2 3 n SORHARD 88 X =E% s R = X freq = 99.54473003 [MHz]
£ % © S348%35 283 nEG o g g S fotnas: 2 Jngiseel
ﬂ o<o.. w% MMMHM%H um m -H...h/.m “% on.u ﬂ ! X prescans = 4
= k= 73 THEIREm RS e X pulse = 3.33333333[us]
X : parts per Million : 13C X resolution = 0.76103686 [Hz]



