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Current Data Parameters
HAME

Nallfp2
EXENO 1
PROCNO 1

FZ - Acquisition Parameters
Date_ 20130612

Time 15.48
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zg30

o B5536
SOLVENT cDCcl3

LES 16

Ds 2

SwH A27B.146 Hz
FIDRES 0.126314 Hz
AQ 3.9583745 sec
RG Bd5.1

oW 60.400 usec
DE 6.00 usec
TE 2%7.1 K
D1 1.00000000 sec
™o 1

memssss= CHANNEL f] ===s====
1

Pl 10.50 usec
PL1 =6.00 dB
SFOl1 400.1324710 MAz

FZ - Processing parameters
51 32768

SF 400.1300000 MHz
WDW EM

SSE [

LB .30 Hz
GB o

PC 1.00

C><)
Bwn

Current Data Parameters

NAME Nallép2
EXENO 2
PROCNO 1

FZ = poquisition Paramerers
Date_ 20130612
Time 19.36
INSTRUM spect
FROBHD 5 mm PADUL 13C
PULE zgpg3

T 85538
SOLVENT CoC13

NS 4000

bs 4

SWH 23880.814 Hz
FIDRES 0.365918 Hz
ABQ 1.3664256 sec
RG 114

oW 20.850 usec
DE €.00 usec
TE 297.6 K
D1 2.00000000 sec
di1 0.03000000 sec
DELTA 1,89999998 sec
DO . 1

== CHANNEL fl =ssss===
L3¢

6.50 usec
00 de

100.6226288 MHz

= CHANNEL £2
2 waltzlé

14
95.00 usec
-6.00 dB
13.13 dB

18.50
SFO2 400.1316005 MHz

F2 - Processing paramsters
51 32768

SF 100.6127650 MHz
WDW EM

S5B o

LB 1.00 Hz
GB o

FC 1.40
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Current Data Parameters

HAME Nalp?
EXFNO 1
PROCRO 1

F2 - Acquisition Parameters
Date_ 20120509
Time 12.13
THSTRUM spect
PROBHD 5 mm PADUL 130
PULEROG zg30

o 65536
SO0LVENT ChClE

NS 16

ns 2

SWH B278.146 Hr
FEIDRES 0.126314 Hz
AQ 3.9583745 sec
RG 7.8

DW 60.400 usec
DE 6.00 usec
TE 297.0 K
b1l 1.00000000 sac
DO 1
m==m==== CHANNEL f1 = -
HUC1 1H

Pl 10.50 usec
FL1 =6.00 dB
SFO1 400.1324710 MHz

F2 - Processing parameters
i27s8

8F 400.1300284 MHz
WDW EM
55B 0

LB 0.30 Hz
GE [}

BC l.00

Current Data Parameters
NAME

Nalo?
EXPNO 2
BROCNO 1
FZ = Reguisition Parameters
Date_ 20120509
Time 13.12
INSTRUM spact
PROBHD 5 mm PADUL 13C
PULBROG 2gpgil
™ 65538
SOLVENT CDCL3
NS 1000
Ds 4
SWH 23980.814 Hz
FIDRES 0.365918 Hz
AQ 1.3684256 sec
RG 114
D 20.850 usec
DE * 6.00 usec
TE 297.0 K
o1 2.00000000 sec
dll 0.03000000 sec
DELTA 1.899599%8 sec
DO 1
==e———=== CHANHEL fl =—c—====
nucl 13
Pl €.50 usec
PL1 =6_00 dB
SFOL 100.5228298 MHz
=======s CHANNEL f? ==s==s==
CPDPRG[2 waltzl6
Hucz 1H
PCPD2 35.00 usec
PL2 ~6.00 dB
PL12 13.13 a8
PL13 18.50 dB
SFO2 400.1316005 MHz

F2 - Processing parameters
SI 32768

SF 100.58127650 MHz
wDW EM
S55B b

Le 1.00 Hz
GB 0

BC 1.40
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Current Data Parameters
NAME Halldp
EXENO 1
PROCNO 1

F2 - Acquisition Parametercs
20130807

Time 17.42
TRSTRUM spect
FROBHD 5 mm PADUL 13C
PULPROG 2530

o 65536
SOLVENT =k}

NS 16

Ds 2

SWH 8278.146 Hz
FIDRES 0.126314 Hz
AQ 3.9583745 sec
RG 203.2

DW £0.400 usec
DE 6.00 usec
1E 296.9 K

DL 1.00000000 sec
o) 1

mmmmmmm= CHAMNEL f1 s==s=sss
Hucl 1H

Pl 19.50 usec
FL1 —-6.00 dB
SFo1 400.1324710 MHz

F2 - Processing parameters
ST 32788

5F A400.,1300000 MHz
WOW EM

558 a

LB 0.30 Hz
GB o

FC 1.00

o<
sh@RER

Current Data Paramsters
NAME

NallSp
EXFNO 2
PROCNO 1
F2 = poquisition Parameters
Date_ 20130607
Time 20.34
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG 2gpg30
D 65536
SOLVERT CDCl3
N5 3000
DS 4
SWH 23980.814 Hz
FIDRES 0.365918 Hz
AQ 1.3664256 sec
RG 161.3
oH 20.850 usec
DE £.00 usec
TE 297.2 K
Dl 2.00000000 sec
dil 0.03000000 sec
DELTA 1.899959998 sec
TDO 1
mmmmmm== CHANNEL fl ssssssss
HUCL 13¢
El 6.50 usec
FL1 =6.00 dB
SFOL 100. 6228258 MHz
======== CHANNEL fI mmm=m==-
CPOPRG [2 waltzld
NUC2 1H
ECED2 95.00 usec
FL2 -6.00 dB
FL1Z 13.13 4B
PL13 18.50 dB
s¥Fo2 400. 1316005 MHz
F2 - Processing parsmeters
ST 32768
SF 100, 6127690 MHz
WoH EM
55B Q
LB 1.00 Hz
GB Q
PC 1.40

sS4



OMe Current Data Parameters
HANE HalZ9p
EXFNO 1
— PROCHO 1
F2 - Acquisition Parameters
Date_ 20130807
Time 20.3%
N INSTRUM spect
PROBHD 5 mm PADUL 13C
PULBROG 230
T 65536
SOLVENT cDpCiy
ns 16
D5 2
SWH B278.146 Hz
FIDRES 0.126314 Hz
OM RO 3.9583745 sec
e BE 228,1
oW 60.400 uses
DE €.00 usec
OMe 1E 286.8 K
3d D1 1.00000000 sec
™0 1
mmmmmsce CHANNEL £l m==sm=m=
HOC1 1
Bl 10.50 usec
PFL1 -6.00 di
SFO1 400.1324710 MHz
F2 - Processing parameters
SI 32768
SF 400.1300000 MHz
WDW EM
558 [
LB .30 Hz
cB 0
L B 1.00
L J-._.l_,

T T T T T T T T T ¥ T T T T T T T
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OMe Current Data Parameters
FAME Hallgp
— EXPNO 2
PROCNO 1
F2 = Aoquisition Parameters
Date_ 20130807
N Time 23.32
INSTRUM spect
PROBED 5 mm PADUL 13C
PULPROG 29pg30
s} 65536
SOLVENT cocl3
B3 3000
oS 4
SWH 23980.814 Hz
FIDRES 0.365918 Hz
OMe A0 1.3664256 sec
RG 90.5
oW 20.850 usec
OMe DE §.00 usec
TE 297.0 K
3d o1 Z2.00000000 sec
di1 0.03000000 sec
DELTA 1.89999998 sec
DO 1
s=s=ssss= CHANNEL fl ========
nuCL 13c
Fl §.50 usec
PL1 =6.00 dB
SFOL 100. 6228298 MHz
= == CHANNEL f} ========
1 CPOPRG (2 waltzlé
NUc2 1H
PCED2 85.00 usec
PLZ -6.00 dB
PL12 13,13 dB
PL13 18.50 dB
SFOZ 400.1316005 MHz
F2 - Processing parametesrs
L 51 27
SF 100.6127650 MHz
WDW EM
ssB 0
T T T T T T T T LB 1.00 Hz

T T T
200 180 160 140 120 100 80 60 40 20 o ppm e o 1.40
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Current Data Parameters

HallOp
1

EXENG

PROCNO 1

£2 - Acquisition Parameters
Date_ 2013060

Time 23.37
INSTRUM spect
EROBHD 5 mm PADUL 13C
FULPROG zq30

D 65536
SOLVENT cDC13

NS 16

os z

Bl €278.146 Hz
FIDRES 0.126314 Hz
AQ 3.9583745 sec
RG 7.8

oW E0.400 uses
OE 6.00 usec
TE 297.1 K
o1 1.00000000 sec
D0 1

)
SF -
WD
58
LE
GR
BC

9 8 T 5 4 3 1
CECCEI seide
OMe
—
N
OMe
tert-Bu 3e 1
| |
!
21110 11;0 1&0 1A!|D 12|0 160 80 s'o OIJ ppm

10 .50 usec
—-6.00 dB
400.1324710 MHz

F2 - Processing paramsters
1 32768

400.1300000 MHZ
EH

0.30 Hz

1.00

Current Dara Farameters
HAME

EXPNO
PROCNO

Nalllp
2
1

F2Z - Acquisition Parameters
Date_

20130608

4
23980.814 He
0.365918 Hz
1.3664256 sec
3

20.850 usec
€.00 usec
297.0 K
2.00000000 sec
0.03000000 sac
1.89339%88 sec
1

CHANNEL £l =====
13c

6.50 usec

oo
100.6228298 MHz

mmmmme—e CHANMEL £2 =s==m===
CPDPRG(2 waltzlé

NUC2 1H
BCPD2 95.00 usec
ELZ -6.00 dB
PLiZ 13.13 dB
PLL13 18.50 4B
SFO2 400.1316005 MHz
F2 - Processing paramsters
ST 32768

SF 100.6127630 MHz
Wi EM

ESB o

LB 1.00 Kz
GB o

PC 1.40
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Curcent Data Parameters
NAME Nals2p
EXFNO 1
PROCKO 1

F2 - hAcquisition Parameters
Date_ 20130808

Time

IHSTROM spact
FROBHD 5 mm PADUL 13C
PULPROG 2g30

™ 65536
SOLVENT coc13

us 16

D& 2

SWH £278.146 Hz
FIDRES 0.126314 Hz
AQ 3.4583745 sec
EG 362

oW 60,400 usec
DE 6.00 usec
TE 237.1 K

ol 1,00000000 sec
DO 13
mmmmmm== CHANNEL £l s=sssass
NUC1 1H

Pl 10.50 usec
FL1 —6.00 dB
SFOL A00.1324710 MHz

F2 - Processing parameters
SL 32768

SF 400.1:300000 MHz
WDH EM
SSB [1]

LB 0.30 H=z
GB o

PC l.o0

v o

Current Data Paramsters

RRME Halézp

EXPHO 2

PROCHO 1

F2 - Acquisition Parameters

Date_ 20130608

Time 11.34

INSTRUM spect

PROBHD 5 mm PADUL 13C

PULPROG 2gpg20

TD 65536

SOLVENT €DC13

nE 3000

Ds 4

SWH 23980.814 Hz

FIDRES 0.385918 Hz

aQ 1.2664256 sec

RG 181

oW 20.850 usec

DE €.00 usec

TE 287.0 K

oL 2.00000000 sec

dil 0.03000000 sec

DELTR 1.89999998 sec

ToO 1
CHANNEL f1

nucl

Pl 6.50 usec

PL1 -6.00 dB

SFOL 100.6228298 MHz
CHANNEL £2

CPDPRG [2 waltzlé

nNUC2 1H

PCPDZ 25.00 usec

PL2 -6.00 db

PL1Z 13.13 &8

PL13 18.50 d&

SFO2 400.1316005 MHz

FZ - Processing parameters
SI TEB

SF 100. 68127690 MHzZ
WoW EM
S55E o

Le 1.00 H=z
GB o

BC 1.40

S7
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Current Data Parameters
NAME

Nal&6
EXENO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20120812
Time 16.05
INSTRUM spect
PROBHD 5 mm FADUL 13C
PULPROG zg30
T 65536
SOLVENT copcl3
NS 16
bs 2
SWH 8278.146 Hz
FIDRES 0.126314 Hz
AQ 3.958374S sec
RG
DW 60.400 usec
DE 6.00 usec
TE 297.0 ®
DL 1.00000000 sec
TDO 1

=s====== CHANNEL fl =s=m====
NUC1 1H

(33 10.50 usec
PLL —6.00 dB
SFO1 400.1324710 MHz

F2 - Processing parameters
3276

SF 400.1300096 MHz
WDW EM
S5B L]

LB 0.30 Hz
GB a

BPC 1.00

Current Data Parameters
NAME

EXPNO

PROCNO 1

F2 = Reguieition Parameters

Date_ 20120807
23.15

INSTRUM spect

PROBHD 5 mm PADUL 13C

PULPROG 29pg30

g 65536

SOLVENT €DC13

NS 2000

Ds 4

SWH 23980.814 Hz

FIDRES 0.365918 Hz

AQ 1.3664256 sec

RG 101.

bW 20.850 usec

DE 6.00 usec

TE 297.0 K

bl 2.00000000 sec

dll 0.03000000 sec

DELTA 1.89%39998 sec

TDO 1

= CHANNEL f1 ========
13C

Pl 6.50 usec

PLL -6.00 dB

SFOL 100.6228298 MHz
HANNEL #2

CPDPRG [2 waltzlé

NUC2 18

PCPD2 95.00 usec

PL2 -6.00 dB

PL12 13.13 dB

PL13 18.50 dB

SFO2 400.1316005 MHz

F2 - Processing parameters

SI 32768

SF 100.6127690 MHz

WoW EM

SSB 0

LB 1.00 Hz

GB 0

PC . 1.40

S8



OEt

B(_SZSR

Cm:rem: Data Paramete:s
N

AME
BKP}IO
— PROCNO 1
F2'- Rcguisition Parameters
Date_ 20120803
12.11
N INSTRUM spect
PROBHD 5 mm PADUL 13C
BULPROG 2530
D 65536
SOLVENT coell3
NS 16
DS 2
SWH 8278.146 Hz
FIDRES 0.126314 Hz
AQ 3.9583745 sec
OMe RG 287.4
o 80.400 usec
DE 6.00 usec
C| TE 297.0 K
3h 38 1.00000000 sec
DO 1
==m===== CHANNEL £l ========
NUC1 1H
Pl 10.50 usec
PL1 -6.00 dB
5FOL 400.1324710 MHz
F2 - Processing parameters
SI 68
SF 400.1300126 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB o
BC 1.00
T T T T T T T T
9 8 7 6 5 L) 3 ppm
i el | ~ la o :3 L
Current Data Parameters
OEt HAME 163
EXENG 2
PROCNO 1
= 7
F2 = Acquisition Parameters
Date_ 2012080
Time 15.12
INSTRUM spect
N PROBHD 5 mm PADUL 13C
PULPROG zgpg30
™ 65536
SOLVENT cpels
ns 3000
DS 4
SWH 23980.814 Hz
FIDRES 0.365918 Hz
AQ 1.3664256 sec
RG 128
OMe oW 20.850 usec
DE 6.00 usec
TE 297.0 K
CI bl 2.00000000 sec
d11 0.03000000 sec
3h DELTA 1.83939998 sec
o 1
CHANMEL f1
WuC: 13C
Pl 6. 50 usec
PL1 0 db
SFOL 100.6228298 MHz
NEL 2
CPDPRG (2 waltzl6
NUC2 1H
PCPD2 95.00 usec
PL2 -6.00 da
PL12 13.12 dB
PL13 18.50 dg
SFOZ 400.1316005 MHz
F2 - Processing parameters
51 ]
1L SF 100.6127690 MHz
— WoW EM
S58
LB 1.00 Hz
T T T T T T T T T T GB
200 180 160 140 120 100 80 60 40 0 ppm ¥ L.40

S9



Current Data Parameters
NAME

Nal6d
EXENO 1
OEt PROCNO 1
F2 - Acquisition Parameters
- Date_ 20120803
ime 12.16
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG 2930
N o 65536
SOLVENT cpcl3
NS 16
DS . 2
SWH 8278.146 Hz
FIDRES 0.126314 Hz
AQ 3.9583745 sec
RG 322.5
DW 60.400 usec
DE 6.00 usec
OMe TE 297.0 K
D1 1.00000000 sec
DO 1
OMe . T J—
3| NUC1 1H
P1 10.50 usec
PLL -6.00 dB
SFO1 400.1324710 MHz
F2 - Processing parameters
SI 2768
SF 400.1300119 MHz
WDW EM
558 [}
LB 0.30 Hz
GB [}
EBC 1.00
T T T T T T T T T T
9 ] 7 6 5 3 2 1 0 ppm
GREER B EELED @
<leileileileil 1=l |+ cilalel=led o
OEt Current Data Parameters
NAME Nal6q
— EXENO
PROCNO 1
F2 - Requisition Psrameters
Date_ 20120804
N ime 9.28
INSTRUM spect
PROBHD S mm PADUL 13C
PULPROG zgpg30
™ 65536
SOLVENT cocl3
NS 3000
D3 4
SWH 23980.814 Hz
FIDRES 0.365918 Hz
OMe 1.3684256 sec
RG 143.7
bW 20.850 usee
OMe DE 6.00 usec
3| TE 297.0 K
Dl 2.00000000 see
dll 0.03000000 sec
DELTA 1.89599998 sec
TDO 1
=mm===s== CHANHEL fl =ssssmss
NUC1 13c
Pl 6.50 usec
BL1 -6.00 dB
SFOL 100,6228258 MHz
m==s===== CHANNEL 2 sssssc==
CPDPRG (2 waltz16
18
PCPD2 95.00 usec
PLZ -6.00 dB
PL1Z 13.13 ds
PL13 18.50 dB
sFo2 400.1316005 MHz
F2 - Processing parameters
| & 133600
- L ol SF 100. MHZ
i v ¥ o o o
ssB 0
LB 1.00 Hz
T T T T T T T T T T GB ]
200 180 160 140 120 100 80 60 40 20 0 ppm F¢ .40

S10



OEt

tert-Bu

OMe

T T T T T T T T T T
9 8 7 6 5 4 3 2 1] ppm
- (k)
SeRRR BB Bk
OEt
—
OMe
tert-Bu .
3
T 1 T T T T T
180 160 140 120 100 60 0 ppm

Current Data Parameters
AME Na

i 165
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20120807
Time 17.25
INSTRUM
PROBHD 5 mm PADUL 13C
BULPROG zg3

65536
SOLVENT cpell
NS 16
DS 2
SWH 8278.146 Hz
FIDRES 0.126314 Hz
AQ 3.9583745 sec
RG .
oW 60.400 usec
DE 6.00 usec
TE 297.0 K
Dl 1.00000000 sec
TDO 1
======s== CHANNEL f] ===s====
NUC1 1H
Pl 10.50 usec
PL1 -6.00 dB
SFO1 400.1324710 MHz
F2 - Processing parameters
SI 32768
SF 400.1300100 MHz
WowW EM
S5B ]
LB 0.30 Hz
GB [
PC 1.00

shgRdn

Current Data Parameters
NAME

EXPNO
PROCNO

Nalés
2
1

F2 - Acgquisition Parameters
Date_ 20120807

Time 20.18
INSTRUM spect
PROBHD 5 mn PADUL 13C
PULPROG zgpg30

™ 65536
SOLVENT €DC13

NS 3000

Ds 4

SWH 23980.814 Hz
FIDRES 0.365918 Hz
AQ 1.3664256 sec
RG 16384

Di 20.850 usec
DE .00 usec
TE 297.0 K

D1 2.00000000 sec
dail 0.02000000 sec
DEB‘I‘A 1.89999998 sec
il 1

======== CHANNEL f1 =

NUC1 13

Pl 6.50 usec
PLL -6,00 dB
SFOLl 100.6228298 MHz
————— CHANNEL £2 =mem=====
CPDPRG [2 waltzl6

nuc2 1H
PCPD2 95.00 usec
PLZ -€.00 dB
PL12 13.13 dBe
PLL3 16.50 dB
SFO2 400.1316005 MHz

F2 - Processing parameters
s1 32768

S5F
woW
558
LB
GB
BC

100.6127690 MHz
EM

1.00 Hz
1.40

S11



OMe

NO>

3k

Current Data Parameters
NAME MH_27-ny
EXPNO 1
FROCNO 1

EFZ - Acquisition Parameters
Date_ 2013060

Time 21.21

INSTRUM spect

PROBHD 5 mm PADUL 13C

FULPROG zg30
63536

SOLVENT CDC13

NS 16

os 2

SWH §278.146 Hz

FIDRES 0.126314 Hz

AQ 3.9583745 sec

RG 645.1

bW 60.400 usec

DE 6.00 usec

TE 297.2 K

Dl 1.00000000 sec

0 1

== CHANNEL fl =====
1H

10.50 usec
FLL -6.00 dB
SFO1 400.1324710 MHz

E2 - Processing paramsters
32768

SF 400.1300000 MHz
wWDW EM
S5B ]

LB 0.30 Hz
GB o

PC 1.00

NO»

8

OMe

3k

N gy 4

nl

200

T T T
180 160 140

Current Data Parameters

NAME MH_2T=ny
EXPNO 2
PROCNO 1
F2 = hcquisition Paramerers
Date_ 20130606
Time 2.15
INSTRUM spact
BROBHD 5 mm PADUL 13C
PULE 2gpgi0
65536
SOLVENT cpCcla
NS 5120
bs 4
SWH 23980.814 Hz
FIDRES 0.365918 Hz
AQ 1.36564256 sec
RG 90.5
oW 20.850 usec
DE 6.00 usec
TE 297.1 K
Dl 2.00000000 sac
dll 0.03000000 sec
DELTA 1.89999998 sec
0 1

==== CHANNEL fl =======-
13

6.50 usec

-6.00 d
LOC.6228298 MHz

sm====== CHENNEL £2 swmsm===

CPDPRG[2 waltzl6
NUC2 1H
BCED2Z 85.00 uzec
FLZ2 =6.00 dB
PL12 . 13.13 48
PL13 18,50 dB
SFO2 400.1316005 MHz

F2 - Processing parameters
81

SF 100.6127690 MHz
WOW EM

558 a

LB 1.00 Hz
GB o

EC 1.40

S12



OMe

MeO N

OMe
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L,

T L T

OMe

MeO N

OMe
NO>

3l
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T
200 180 160 140 120 100 80 60 40

20
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o,
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Current Data Parameters
NAME

HNalisp
EXPRO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20130510
Time 19.31
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zg30
10 65538
SOLVENT cpe1s
HS 16
D3 2
SHH B278.146 Hz
FIDRES 0.126314 Hz
AQ 3.9583745 see
BG 812.7
ow 61,400 usec
DE 6.00 usec
TE 2%7.0 K
B1 1.00000000 sec
T 1

Pl 10,50 usec
FL1 —-6.00 4B
SFO1 400.1324710 MHz

1B 0.30 Hz

PC 1.00

C><)
BE%R

Current Data Parameters
HAME

Hallsp

EXFNO 2
PROCHO 1
F2 - Acquisitien Parameters
Date_ 20130810
Time 23.21
TRSTRUM spact
PROBHD 5 mm PRDUL 13C
PULFROG zgpg30
D 65536
SOLVENT EBCl3
N5 4000
bs 4
SWH 23980.814 He
FIDRES 0.365918 Hz
AQ - 1.3664256 sec
Rz 40.5
bW 20.850 usec
DE 6.00 usec
TE 297.0 K
D1 2.00000000 sec
dil €.03000000 sec
DELTA 1.89999958 sec
DO 1

—= CHANNEL £1 = -
NUCL 13
El 6.50 usec
FL1 —6.00 48
SFOL 100.6228298 MHz
s=smssss CHANNEL 2 ========
CPDPRG [2 waltzl6
NOC2 pL
PCPD2 95.00 usec
FL2 -6.00 d8
FL1Z 13.13 dB8
FL13 18.50 dB
SF0O2 400.1316005 MHz

F2 = Processing parameters

34 3

SF 100.6127690 MHz
WDH EM
5SB 0

e 1.00 Hz
GE o

EC 1.40

S13



Cl

OMe

=

OMe

NO2 3m

|i

1

T T
9.5 9.0
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OMe
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Current Data Paramesters

NAME Nall7p3

EXPND 1

PROCHO 1

F2 - Acquisition Farameters

Date_ 20130613

Tima 15.40

INSTRUM spect

PROBHD 5 mm PADUL 13C

PULPROG 2930

™ 65338

SOLVENT coel3

KBS 16

b5 2

SWH 8278.146 Hz

FIDRES 0.126314 Hz
3.9583745 sec

RG 406.4

oW €0.400 usec

DE €.00 usec

TE 237.4 K

ol 100000000 sec

DO 1

mmmmmmas CHANNEL fl =s==mms==

HUCL 1H

FL . 10.50 usec

FL1 =6.00 dB

SFOL 400.1324710 MHz

FZ - Processing parameters

5T 32768

SF 400.1300000 MHz
WOW EM
S5B 0

LB 0.30 Hz
GB 0

BC 1.00

Co><)
BRUKKR

Current Data Parameters

HAME Nall7p3
EXPNO 2
PROCNO 1

F2 - hcquisition Parameters
Date_ 20130613
Time 19.30
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG 2gpg30

™ 65536
SOLVENT coC13

HS 4000

DS 4

SWH 23980.814 Hz
FIDRES G.365918 Hz
RO 1.3664256 sec
RG 114

ow - 20,850 usec
DE 6.00 usec
T 298.3 K
Dl 2.00000000 sec
dil 0.03000000 sec
DELTA 1.89999998 sec
o 1

======== CHANNEL fl =====z=zx
NOC1 13C

Bl .50 usec
PLL —-6.00 dl
sFO1 100.6228258 MHz
mmmmmmme CHANNEL £2 =mmmm———
CPDPRG (2 waltzlé

HUC: 10
PCPD2 95.00 usec
pL2 =-€.00 d8
PL12 13.13 dB
PL13 18.50 dB
SFO2 400.1316005 MHz

F2 - Processing parameters
s8I 32768

SF 100. 6127690 MHz
WDW EM
S8B (]

8 1.00 Hz
GB 0

[ 1.40

S14



O,N

OMe

=

OMe

10 9 8 7 6 5 2
B @EE [
OMe
s
O,N N
OMe
NO; 3n
s " M; , L'JL 11 o |
200 180 160 140 120 100 80 60 20 0 ppm

Current Data Parameters
NAME Na

183
EXFNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20121017
ime 10.07
INSTRUM spect
PROBHD S mm PADUL 13C
PULPROG 2g30
T 65536
SOLVENT cDC13
NS 16
DS 2
SWH 8278.146 Hz
FIDRES 0.126314 Hz
AQ 3.9583745 sec
RG 362
DWW 60.400 usec
DE 6.00 usec
TE 294.9 K
bl 1.00000000 sec
DO 1
= CHANNEL £l = -
18
10.50 usec
-6.00 dB

400.1324710 MHz

LB 0.30 Hz
EBC 1.00

Current Data Parameters
NAME Nalg3

EXPNQ

PROCNO 1

F2 - Acquisition Parameters

Date_ 20121017

Time 13.00

INSTRUM spect

PROBED 5 mm PADUL 13C

PULPROG zgpg 30

T 65336

SOLVENT CDC13

NS 3000

DS 4

SWH 23980.814 Hz

FIDRES 0.365918 Hz

AQ 1.3664256 sec

RG 128

oW 20.85) usec

DE 6.00 usec

TE 285.7 K

D1 2.00000000 sec

d11 0.03000000 sec

DELTA 1.85999938 sec

00 1

=s=smm=e CHANNEL f]l =====s==

NUC1 13c

P1 .50 usec

PL1 =6.00

SFO1 100.6228298 MHz
== CHANNEL f2 ===a====

CPOPRG [2 waltzl6

Nuc2 1H

PCPD2 95.00 usec

PL2 -€.00 dB

PL12 13.13 dB

PL13 18.50 ds

SFo2 400.1316005 MHz

F2 - Processing parameters

SI 32768

SF 100.6127690 MHz

WO EM

558 o

LB 1.00 He

GB 0

PC 1.40
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BRUKER
OMe

Current Data Parameters

— HAME Nalidrdry
EXFHO 1
PROCNO 1

FZ - Roquigition Parameters

N Date_ 20130808
Time 2.46

N— INSTRUM spect

PROBHD 5 mm PADUL 13C

PULPROG 2930
bl 65536
SOLVENT chCld
NS 16
Ds 2z
SWH B278.146 Hz
FIDRES 0.126314 Hz
AQ 3.9583745 sec
30 R 322.5
bW 60.400 usec
N02 DE 6.00 usec
1E 257.0 K
233 1.00000000 sac
™o 1
=e=mm=== CHANNEL f1 == -
Nucl 1H
21 10.50 usec
PL1 -6.00 dB
sFOL 4001324710 MHz
F2 - Processing parameters
s1 32768
5F 400.1300000 MHz
WDW EM
SSB o
j8:1 0.30 Hz
GB o
" BC 1.00

T T T T T T T T T T
8 7 6 5 4 3 2 1 0 ppm
3 || — - - il =l ol o
Current Data Parameters
NAME Nal3drdry
EXPKO 2
PROCNO 1
OMe F2 - Acquisition Parameters
Date_ 20130608
Time 5.38
— INSTRUM spect
PROBHD 5 mm PADUL 13C
BULPROG gpg30
TD 65536
SOLVENT cocl3
N s 3000
N Ds L]
sWH 23980.814 Hz
FIDRES 0.36591% Mz
AQ 1.3664256 sec
RG 114
oW 20.850 usec
DE 6.00 usec
1E 257.0 K
Dl 2.00000000 sec
dil 0.03000000 sec
30 DELTA 1.89999998 sec
™o 1
NO2 smmeee CHAMNEL f1 =
Hucl 13¢
Fl 6.50 usec
PLL =6.00 d8
SF01 100, 6228298 MHz
m==m==== CHANNEL f2 =sesmmss
CPDPRG[2 waltzlé
NUC2 iH
PCPD2 95.00 usec
BLZ =6.00 dB
EL12 13.13 dB
FL13 18,50 4B
SFOZ 4001316005 MHz
‘ H F2 - Processing parameters
SI
J | 1 SF 100. 6127650 MHz
" WDW EM
558 ]
LB 1.00 Hz
T T T T T T T T T T T cB )
200 180 160 140 120 100 80 60 40 20 0 ppm °c L.40
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Co<)
BRUKER

\ \
Me E T E
N Current Deta Parameters
H NAME HallOrepeatfl-6-8
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20121207
OMe Time 16.31
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zg30
65536
SOLVENT cDCll
NO HE 16
2 4 Ds H
SWH 827B.146 Hz
FIDRES 0.126314 Hz
AQ 3.9583745 sec
RS 4064
[ 60.400 usec
DE 6.00 usec
TE 297.0 K
ol 1.00000000 sec
™ 1
==s===== CHANNEL fl =s=sss==
HUC1 1H
Pl 10.50 usac
PLL -6.00 48
5F01 400.1324710 MHZ

E2 - Processing parametecs
51 312768

T T T T T T T i T
95 90 85 80 75 70 65 6.0 55

T T T T T T T T
50 45 40 35 30 25 20 15

SF 400.1300101 MAz
WDW EM
558 a

LB 0.20 Hz
GB a

FC 1.00

ppm
B0 EIE R B E g
o il = S o il ed o
Current Data Parameters
H NAME Nal70repeatfl-6-8
OMe EXENO 2
H PROCNO 1
~ = F2 - Acquisition Parameters
Me Date_ 20121207
E E Time 19.26
N INSTRUM spect
H PROBHD 5 mm PADUL 13€
PULPROG 2gpg 30
65536
SOLVENT cncls
NS 3000
Ds 4
OMe shH 23980.814 Hz
FIDRES 0.3565918 Hz
AQ 1.3664256 sec
RG 322,
oW 20.850 usec
DE 6.00 usec
No T® 297.0 K
2 4 DL 2.00000000 sec
d11 0.03000000 sec
DELTA 1,.895959598 ace
D0 1
Pl 6.50 usec
eLl -6.00 dB
sFOL 1006228238 MAz
mmmmmee= CHANNEL £2 mmac——m—
CFDFRG[2 waltzlb
Huc2 1H
PCPDZ 95.00 usec
FLZ =6.00 4B
FL1Z 13.13 dB
BL13 18.50 o8
sFO2 200, 1316005 MHz
F2 = Processing parameters
51 32768
LLdL . | sF 1006127650 mHz
" WDH 4
ss8 o
e 1,00 Hz
T T T T T T T T GB a
200 180 160 140 120 100 80 60 20 0 ppm F° 1.40
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NO»

OPiv

L

OMe

5a

il

715 7I.0 6:5 6.0 515 5:0 4:5 4:0 3:5 310 2:5 ‘ 1:5 1:0 p;)m
BgEl LEld d
OPiv
pa—
N
OMe
NO2 5,
UL | .
260 1&0 1&0 1;10 1l20 ‘II!IO Sll] 4I0 2|€l {I] ppm

Current Data Parameters
KAME Na

185
EXEPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20121023
Time 7.51
INSTRUM spect
PROBED 5 mm PADUL 13C
PULPROG 2930
T 65536
SOLVENT coCL3
s 16
DS 2
SWH 8278.146 Hz
FIDRES 0.126314 Hz
RO 3.8583745 sec
RG 114
W 60.400 usec
DE .00 usec
TE 300.0 K
D1 N 1.00000000 sec
TDO 1
..... = CHANNEL f] =m==m====
nucl 1H
Pl 10.50 usec
PL1 -6.00 dB
SFO1 400.1324710 MHz

F2 - Processing parameters
SL 8

SF 400.1299834 MHz
WDW EM
S5B o

LB 0.30 Hz
GB o

EBC 1.00

>
Bwﬂ

Current Data Parameters
NAME

Halds
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20121023
Time 10.44
INSTRUM spect.
PROBHD 5 mm PADUL 13C
PULPROG 2gpg30
TD €5536
SOLVENT C€hC13
NS 3000
DS q
SWH 23980.814 Hz
FIDRES 0.365518 Hz
aAQ 1.3664256 sec
RG 143.7
DW 20.850 usec
DE 6.00 usec
TE 300.0 K
Dl 2.00000000 sec
dil 0,03000000 sec
DELTA 1.899399298 sec
TOO 1

6.50 usec

-6.00 dB
100.6228298 MHz

=ssa=s== CHANNEL 2 ssssss=a

CPDPRG [2 waltzlf

NUC2 1H
BCPD2 95.00 usec
PLZ -6.00 dB
PL12 13.13 dB
PL13 18.50 dB
SFD2 400.1316005 MHz

F2 - Processing parameters
sI 68

SF 100.6127690 MHz
WDW EM
S5B o

LB 1.00 Hz
GB o

BC 1.40

S18



OPiv

5b

OMe

Current Data Parameters
NAME Nalgq

EXPNG 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20130425

Time 9.05
INSTRUM spect
PROBHD 5 mm BADUL 13C
PULPROG 2930

D 65536
SOLVENT [otoTad3c}

NS 16

Ds 2

SWH B278.146 Hz
FIDRES 0.126314 Hz
AQ 3.9583745 sec
RG 406.4

oW 60.400 usec
DE 6.00 usec
TE 297.0 K

D1 1.00000000 sec
TDO 1
smmms==== CHANNEL f]l ========
Nuc1 . 1H

P1 10.50 usec
PL1 =-6.00 dB
SFO1 400.1324710 MHz

F2 - Processing parameters
ST 68

SE 400.1300109 MAz
WDW EM
ssB 0
L8 0.30 Hz
“ L Ga 0 .
PC 1.00
i I
T T T T T T T T T T
9 8 7 6 5 4 3 2 1 ppm
viloloileil  [+=e ciles o
Current Data Parameters
HAME Nalsd
EXPNO 2
PROCNO 1
. F2 - Acguisition Parameters
OPiv Date_ 20130425
Time 11.02
INSTRUM spect
—~ PROBHD 5 mm PADUL 13
FULPROG 2gpg30
™ 65536
SOLVENT CDC13
NS 2048
N D8 4
SWH 23980.814 Hz
FIDRES 0.365918 Hz
AQ 1.3664256 sec
RG 80.6
DW 20.850 usec
DE §.00 usec
TE 297.0 K
D1 2.00000000 sec
OMe dll 0.03000000 sec
DELTA 1.89999998 sec
DO 1
=mmssz== CHANNEL ]l ====me==
5b wUc1 13¢
Pl 6.50 usec
PL1 -6.00
T 100.6228298 MHz
—ccsesm CHANNEL £2 ==m=====
CFDFRG [2 waltzlé
NUC2 1H
| PCPD2 95.00 usec
| PL2 ~6.00 dB
[ PL12 13.13 dB
PL13 18.50 dB
SFO2 400.1316005 MHz
F2 - Processing parameters
s1 32768
SF 100.6127690 MHz
WDW EM
SSB o
LB 1.00 Hz
T T T T T T T T T T GB o
200 180 160 140 120 100 80 60 40 20 0 ppm *° o
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J

T T T T T T T T T T T T T T T T
80 75 70 65 60 55 50 45 40 35 30 25 20 15 1.0 05

8

4

Ppm

200

T
180

T
160

140

120

100

ppm

BROSER
(>

Current Data Parameters
HAME

Nald2 dry
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20130608
Time 5.43
INSTRUM spect
PROBHD S mm PADUL 13C
PULPROG zg30
™D 655386
SOLVENT CDC13
HS 16
D3 2
SWH 8278.146 Hz
FIDRES ©.126314 Hz
AQ 3.5583745 sec
RG 256
oW 60.400 usec
DE €.00 usec
TE 287.0 K
D1 1.00000000 sec
DO 1
mm====== CHANNEL fl ssssss==
NUCL H
Pl 10.50 usec
PLL —6.00 dB
SFOL 400.1324710 MHz
2 — Processing paramsters
5L 2768
sF 400. 1300000 MHZ
WD EM
SSE Q
LB 0.30 Hz
GB ]
PC 1.00

Current Data Parameters
NAME

Nald? dry
EXPNO 2
PROCNO 1
F2 - Acquisition Parametecrs
Date_ 20130608
Time
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG 2gpg30
0 65536
SOLVENT [elehic]
NS 3000
os 4
SWH 23980.814 Hz
FIDRES 0.365918 Hz
AQ 1.3664256 sec
RG 101.6
bW 20.850 usec
DE €.00 usec
TE 287.1 K
D1l 2.00000000 sec
dil 4.03000000 sec
DELTA 1.89599998 sec
D0 1

mmmmmmen CHANNEL 1 ====ms=m=
NUCL 13c

FL 6.50 usec
FLL =6.00 dB
SFO1 100.6228298 MHz
mmme==s= CHANNEL £2 ========
CEDPRG[2 waltzl6

NUC2 1H
PCPDZ 95.00 usec
BL2 =6.00 dB
BL12 13.13 dB
PL1Z 18.50 dB
SFO2 4001316005 MHz
F2 - Processing parameters
51 32768

SF 100.6127690 MHz
WDW EM

] o

LB 1.00 Hz
GB o

Pe 1.40

S20



10 9 8 7 6 5 4 :I! 2 1 0 -1 -2 -3 ppm
8 2@ &
D O OMe
D
A5
D D
D ds-la
| e dh
200 180 160 140 120 100 8 60 40 20 0 ppm

Current Data Parameters
NAME

Nald3
EXFNO 1
PROCHO 1
F2 - Acquisition Parameters
Date_ 20120709
Time 22.38
INSTRUM spect
PROBHD S mm PADUL 13C
PULPROG 2930
D 65536
SOLVENT cocl3
NS 16
Ds 2
SHWH B278.146 Hz
FIDRES 0.126314 Hz
AQ 3.9583745 sec
RG 1z8
DwW 60.400 usec
DE 6.00 usec
TE 297.0 K
D1 1.00000000 sec
™0 1
======== CHANNEL fl =
NUC1 1H
P1 . 10.50 usec
PLL -6.00 dB
SFO1 400.1324710 MHz

F2 - Processing parameters
SI 32768

SF 400.1300000 MHz
WDW EM

55B L]

LB 0.30 Hz
GB L}

EBC 1.00

Current Data Parameters
NAMF. Na

143

EXPNO 2
PROCNO 1
F2 = Acquisition Parameters
Date_ 20120709
Time 23.37
INSTRUM spect.
PROBHD 5 mm PADUL 13C
PULPROG 2gpg30
ho] £5536
SOLVENT €bCl3
NS 1000
DS 1
SWH 23880,814 Hz
FIDRES 0.365918 Hz
A 1.3664256 sec
RG 143.7
DR 20.850 usec
DE 6.00 usec
TE 237.0 K
ol 2.00000000 sec
di1l 0.03000000 sec
DELTA 1.89959998 sec

0 1
=== = CHANNEL f] =—=—==s==
Nuc1
Pl 6.50 usec
PLY ~6.00 dB
SFOL 100.6228298 MHz
======== CHANNEL f2 =s==s==-
CPDPRG(2 waltzlé
nucz 1H
PCPD2 95.00 usec
PL2 -6.00 dB
PL12 13.13 dB
PL13 18.50 o8
SFOZ 400.1316005 MHz

FZ - Processing parameters
SI 32768

S5F 100.6127690 MHz
WDW EM
S5B [

LB . 1.00 Hz
GB L]

PC Z.40

521



OMe

P —

d5‘3a

OMe

BRGRER
(<O

Current Data Parameters
NAME Nald

EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20120711

Time 12.13
INSTRUM spect
PROBHD 5 mm PADUL 13C
BULEROG =330

™ 65536
SOLVENT ebels

HS 16

DS 2

SWH 8278.146 Hz
FIDRES 0.126314 Hz
AQ 3.9583745 sec
RG 256

DW 60.400 usec
DE 6.00 usec
TE 297.0

Dl 1.00000000 sec
TDG 1

=a—=—=== CHANNEL f] ==me====
NUC1 1H

Pl 10.50 usec
PL1

=6 B
SFO1 400.1324710 MHz

F2 - Processing parameters
SI 32748

sF 400.1300121 MHz
WDW EM
SSB 0
LB 0.30 Hz
G8 . 0
2 PC 1.00
| v, A J A
T T T T T T T T T T
] 8 7 6 5 4 3 2 1 0 ppm
o ol leiled - lo o3l en
D Current Data Parameters
OMe NAME Nalds
EXPNO 2
D — PROCNG 1
F2 - Acquisition Parameters
D Date_ 20120711
Time 13.40
INSTRUM spect
D N PROBHD 5 mm PADUL 13C
PULPROG 29pg30
™ 65536
D SOLVENT ©DCl3
NS 1500
D5 | LY
SWH 23980.814 Hz
FIDRES 0.365918 Hz
AQ 1.3664256 sec
O Me RG 80.6
oW 20.350 usec
DE 6.00 usec
TE 297.0 K
N02 b1 2.00000000 s=c
dil 0.03000000 sec
DELTA 1.89999998 sec
ds-3a ’ )
5 =mmem=== CHANNEL fl ssss=as==
NUC1 13c
Pl 6.50 usec
PLL -6.00 dB
SFO1 100.6228298 MHz
mmma—--= CHANNEL £2
CPDPRG (2 waltzl6
1H
PCEDZ 95.00 usec
PL2 -6.00 dB
PL1Z 13.13 dB
PL13 18.50 dB
sFoz 400.1316005 MHz
F2 - Processing parameters
| sI &
] ' L - SF 100.6127690 MHz
WDW EM
SSB Q
LB 1.00 Hz
T T T T T T T T T T T GB o
200 180 160 140 120 100 80 60 40 20 0 ppm e
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