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Current Data Parameters
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CADOVNOITNOONDNOVEMAOANOIILTO O I~ O O™~ 0 o NAME RK178
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F2 - Acquisition Parameters
Date_ 20120428
Time 14.13
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2930
TD 32768
SOLVENT DMSO
O NS 12
DS 0
SWH 9057.971 Hz
FIDRES 0.276427 Hz
N AQ 1.8087935 sec
RG 181
DW 55.200 usec
- DE 6.50 usec
TE 2953 K
N NH»> D1 2.00000000 sec
TDO 1
3aa
======== CHANNEL f{ ========
NUC1 1H
P1 14.00 usec
PL1

0dB
SFO1 500.1330008 MHz

F2 - Processing parameters

SI 16384

SF 500.1300048 MHz
WDW EM

SSB 0

LB 0Hz

GB 0

PC 1.00
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o OO INANTONODWO N
© CONRTONNN RN II~SIH Ao RS
N NOWUWTODDO©I — M~ 0O O®OLWw EXPNO 2
© OO OOONNNNN— [eNeRoNoNeNe)Ne) PROCNO 1
Sk ant e n a a a nl al ITITTOO® Date_ 20120428
Time 14.17
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
TD 65536
SOLVENT DMSO
NS 500
DS 0
SWH 30030.029 Hz
O FIDRES 0.458222 Hz
AQ 1.0912410 sec
RG 4597.6
DW 16.650 usec
N DE 6.50 Usec
TE 296.1 K
/)\ D1 2.00000000 sec
D11 0.03000000 sec
N NH»> TDO 1
saa ======== CHANNEL f{ ====
NUC1 13C
P1 10.50 usec
PL1 7.00 dB
SFO1 125.7709931 MHz
======== CHANNEL f2 ====
CPDPRG2 waltz16
NUC2 1H
PCPD2 90.00 usec
PL2 -0.60 dB
PL12 15.00 dB
PL13 18.00 dB
SFO2 500.1320005 MHz
Sl 65536
SF 125.7577890 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.00

B I I I I I Y I A DA AN AR RARAARAAR] REARRARE NARARRARNY RARRARRARY RARARAAR RAARRARE
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NAME RK143

ML OO~ NDWNOWIMIM LW SO~ W0 O NN OLWw W EXPNO 1
OO D-ONHONNWS=DFTNONNO DN M~ ©O O oo™~ PROCNO 1
NNWDDDOOONNDINMNNNNHAOON RESESEETEMReRS. Date 20120307
[ e e e e e e e e e e L e el ol e MO M NN NN Time 20.37
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG zg30
TD 32768
SOLVENT DMSO
NS
DS 0
Me SWH 7246.377 Hz
O FIDRES 0.221142 Hz
AQ 2.2611110 sec
RG 228.1
N DW 69.000 usec
DE 6.50 usec
/)\ TE 298.5K
N NH D1 2.00000000 sec
2 TDO 1
======== CHANNEL f1 ========
NUC1 1H
P1 11.70 usec
PL1 4.00 dB
SFO1 400.1324008 MHz
Sl 16384
SF 400.1300022 MHz
WDW EM
SSB 0
LB 0.00 Hz
GB 0
PC 1.00
. A S
""" I D D U I IR I I B
10 9 8 7 6 5 3 2 1 0 ppm
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2-amino-3-p-tolyl

Current Data Parameters

NAME 20120306
EXPNO 2
WO T OONOWMOWS MO PROCNO 1
N OO0 T~ ANOO-S~ 00« O NOMNOOTT™M LW
W OO M®O T DTN~ ODAN—OO® X
- —O 00 ANO WM~ © T ONWMOK© 0 F2 - Acquisition Parameters
© LLOLOOOMOOANNANAN — OO OO O O Date 20120306
ol el e S s sl el i i el i T MO MOMOMOOMOMMOMAN Time_ 20.28
‘ ‘ INSTRUM spect

/
X
X

PROBHD 5 mm BBO BB-1H
PULPROG zgpg30
768

M D 32
SOLVENT DMSO
O e NS 56
DS 0
SWH 24038.461 Hz
FIDRES 0.733596 Hz
N AQ 0.6815744 sec
RG 2896.3
/)\ DW 20.800 usec
N NH DE 6.50 usec
2 TE 297.9K
D1 2.00000000 sec
3ab D11 0.03000000 sec
TDO 1
======== CHANNEL f1 =====
NUC1 13C
P1 8.90 usec
PL1 7.00 dB
SFO1 100.6233325 MHz
======== CHANNEL f2 =====
CPDPRGJ[2 waltz16
NUC2 1H
PCPD2 90.00 usec
PL2 3.80dB
PL12 21.60 dB
PL13 24.60 dB

SFO2 400.1316005 MHz

F2 - Processing parameters

S 32768

SF 100.6128169 MHz
WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.00

B I D i LY AN RERRRERAR) NARAARAN) EAAARAAN
210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
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7.897
7.895
7.878
7.875
7.615
7.611
7.594
7.577
7.573
7.273
7.268
7.251
7.229
7.122
7.116
7.107
7.085
6.274

4.348
4.335
4.322
3.827
3.479
3.466
3.461
3.455
3.448
3.444
3.431
3.426
3.414
3.323
2.504
2.500
2.495

1.077
1.060
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Current Data Parameters

NAME RK157
EXPNO 4
PROCNO 1

F2 - Acquisition Parameters
Date_ 20120331
Time 10.41
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG zg30

TD 32768
SOLVENT DMSO
NS 12

DS 0

SWH 7246.377 Hz
FIDRES 0.221142 Hz
AQ 2.2609921 sec
RG 90.5

DW 69.000 usec
DE 6.50 usec

TE 299.2 K

D1 2.00000000 sec
0 1

======== CHANNEL f{ =======
NUCA1 1H
P1 11.70 usec

PL1 4.00 dB
SFO1 400.1324008 MHz

F2 - Processing parameters

SI 16384

SF 400.1300022 MHz
WDW EM

SSB 0

LB 0Hz

GB 0

PC 1.00
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N~ <N OOMOWSTL OM™M
<o 0w NOMOMON © OTON—OD®O NAME RK157
NG GO <OBOT o HDOOITNORNIO®N O EXPNO 5
O W OONNNN T~ — OO0 O PROCNO 1
~ T T T T T T T nNOITITITITOOM ~ Date 20120331
Time 10.44
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG zgpg30
TD 32768
SOLVENT DMSO
NS 64
DS 0
OMe SWH 24038.461 Hz
®) FIDRES 0.733596 Hz
AQ 0.6816452 sec
RG 2896.3
DW 20.800 usec
N DE 6.50 usec
TE 299.4 K
/]\ D1 2.00000000 sec
< D11 0.03000000 sec
N NH» TDO 1
3ac ======== CHANNEL f1 ====
NUC1 13C
P1 8.90 usec
PL1 7.00 dB
SFO1 100.6233325 MHz
======== CHANNEL f2 ====
CPDPRG2 waltz16
NUC2 1H
PCPD2 90.00 usec
PL2 3.80 dB
PL12 21.60 dB
PL13 24.60 dB
SFO2 400.1316005 MHz
Sl 32768
SF 100.6127690 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.00

B I I I I M Y A B AN AR RARRARAARY REAREARERN NARARRARNY RARRARRARY RARARAR RARAARARR
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Current Data Parameters

NAME RK192
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20120516
Time 15.53
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG zg30

TD 32768
SOLVENT DMSO
NS 12

DS 0

SWH 7246.377 Hz
FIDRES 0.221142 Hz
AQ 2.2609921 sec
RG 2281

DW 69.000 usec
DE 6.50 usec

TE 298.8 K

D1 2.00000000 sec
0 1

======== CHANNEL f{ =======
NUCA1 1H
P1 11.70 usec

PL1 4.00 dB
SFO1 400.1324008 MHz

F2 - Processing parameters

SI 16384

SF 400.1300017 MHz
WDW EM

SSB 0

LB 0Hz

GB 0

PC 1.00
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~— NOMOWOWOWMNWOWMO
M 9OARNITON O~ QML ©O NV
o~ —OoOdY T T ~O0OO T ~ I~ OHOMOAN— OWWOLWw Current Data Parameters
© DOLONHOHOOONNN — [cNoNeoNoNoNoNe)Ne)) NAME RK192
~— ol i el S i sl o i el el ol <N g T T TTOOOM EXPNO 2
| SNV P e
F2 - Acquisition Parameters
Date_ 20120526
Time 14.19
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
Cl D 65536
SOLVENT DMSO
O NS 500
DS 0
SWH 30030.029 Hz
N FIDRES 0.458222 Hz
AQ 1.0911744 sec
RG 4096
~ DW 16.650 usec
N NH2 DE 6.50 usec
TE 295.4 K
3ad D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f{ ========
NUC1 13C
P1 10.50 usec
PL1 7.00 dB
SFO1 125.7709931 MHz
======== CHANNEL 2 ========
CPDPRG|[2 waltz16
NUC2 1H
PCPD2 90.00 usec
PL2 -0.60 dB
PL12 15.00 dB
PL13 18.00 dB

SFO2 500.1320005 MHz

F2 - Processing parameters

S| 65536

SF 125.7577890 MHz
WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.00

TP

s L R B ) L Nl L ) RS LY N E A R MAAAAANEAY AAAAAAMY AR RAAAMEAM) MAAAAAS
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Current Data Parameters

O AMOO TS FTNWOM AN O ™M < o
—H O HOWONON N A0S N AOD 0 o NAME RM092-1
M) G0 000 0O NN 0 ™ Ie} EXPNO 1
. . . . . . . . . . . . . . . . . . PROCNO 1
OOOOOOl\l\l\l\l\l\l\l\l\l\l\l\l\l\LO ™ o~
F2 - Acquisition Parameters
Date_ 20120922
Time 1217
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2930
TD 32768
NO SOLVENT DMSO
2 NS 12
DS 0
SWH 9057.971 Hz
FIDRES 0.276427 Hz
AQ 1.8087935 sec
N RG 181
DW 55.200 usec
DE 6.50 usec
< TE 294.8 K
N H D1 2.00000000 sec
2 TDO 1
======== CHANNEL f1 ========
NUC1 1H
P1 14.00 usec
PL1

0dB
SFO1 500.1330008 MHz

F2 - Processing parameters

SI 16384

SF 500.1300041 MHz
WDW EM

SSB 0

LB 0Hz

GB 0

PC 1.00

2.019
0.132
1.907
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~— AN O OMMS 000NN
N ONROOOAN - 0N prdhs g s ol
~ OONTTOOWM— © Q0O M~ O Current Data Parameters
© LOLFTTOONNNN — [eNoNo oo RO R N NAME RM092-1
~ L i st i it ol i i i i i O MOOOM™M EXPNO 2
AN NN O e
F2 - Acquisition Parameters
Date_ 20120922
Time 13.45
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
NO, D 65536
O SOLVENT DMSO
NS 1000
DS 0
SWH 30030.029 Hz
N FIDRES 0.458222 Hz
AQ 1.0912410 sec
/j\ RG 4597.6
~ DW 16.650 usec
N NH2 DE 6.50 usec
TE 296.3 K
3ae D1 4.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f{ ========
NUC1 13C
P1 10.50 usec
PL1 7.00 dB
SFO1 125.7709931 MHz
======== CHANNEL 2 ========
CPDPRG2 waltz16
NUC2 1H
PCPD2 90.00 usec
PL2 -0.60 dB
PL12 15.00 dB
PL13 18.00 dB

SFO2 500.1320005 MHz

F2 - Processing parameters

S| 65536

SF 125.7578498 MHz
WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.00

P

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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Current Data Parameters

HOOAAILOONDODODOMADTMO WO A [ IRSHESY o —
HOMAOWO LT ANAODNDWWOWWOWL TN O O~ 0 o <t NAME RM187-1
ANOWOWOWOITTOMNONNAAAM ™~ Te) o EXPNO 1
. . . . . . . . . . . . . . . . . . . . . PROCNO 1
[ e e T S e e e B R S Sl St ol el aNe] ™M™ ™M™ N ~N
F2 - Acquisition Parameters
Date_ 20130119
Time 9.37
INSTRUM spect
PROBHD 5 mm PABBO BB-
DO OwWmMOAD PULPROG zg30
O A D00 TD 32768
<r.' <r N <l* ™ m ™ SOLVENT DMSO
O [ e e e NS 12
DS 0
SWH 9057.971 Hz
FIDRES 0.276427 Hz
N AQ 1.8087935 sec
RG 114
)\ DW 55.200 usec
DE 6.50 usec
= '_I\/le TE 294.4 K
N N 2 DA 2.00000000 sec
3af TDO 1
======== CHANNEL f1 ========
NUCA1 1H
P1 13.20 usec
PL1 -0.60 dB
SFO1 500.1330008 MHz
F2 - Processing parameters
------ I S R B B B S| 16384
SF 500.1300049 MHz
7.5 7.4 rerm WDW EM
SSB 0
LB 0 Hz
GB 0
< o))
= = PC 1.00
o —
— —
J_lL JL R ) J JL.
""" N A I ) L L I
10 9 8 7 6 5 4 3 2 1 0 ppm
[~ [« o |o|w To] [s0] (7o) — o
~|o[~ |~ |m | o™ [ o o
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N ONMNMNMNONS O N LWNLW

MONNTEMNT0O0NWN TYO—gO=

-~ O IF DO OO — O QOO Mv« O =) Current Data Parameters
OULUOLOHOOHOOOANNNNNN — [oNeo ) Ne NN Ne o)) © NAME RM187-1
Rl el el i il el i i ol i i i O MOOOM™M ~ EXPNO 2

‘ ‘ PROCNO 1

A
z
%

F2 - Acquisition Parameters

Date_ 20130119
Time 9.49
INSTRUM spect

PROBHD 5 mm PABBO BB-
PULPROG zgpg30

D 65536
O SOLVENT DMSO
NS 148
DS 0
SWH 30030.029 Hz
N FIDRES 0.458222 Hz
)\ AQ 1.0911744 sec
RG 2896.3
2 I'IVIe DW 16.650 usec
N NH> DE 6.50 usec
TE 294.7 K
3af D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f1 ========
NUC1 13C
P1 10.00 usec
PL1 6.50 dB
SFO1 125.7709931 MHz
======== CHANNEL 2 ========
CPDPRG[2  waltz16
NUC2 1H
PCPD2 90.00 usec
PL2 -0.60 dB
PL12 15.20 dB
PL13 18.20 dB

SFO2 500.1320005 MHz

F2 - Processing parameters

S| 65536

SF 125.7578479 MHz
WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.00

B I I I I Y Y A DA RN AR RARRARAARY REAREAREN NARARRARN RARRARRARY RARARAR RAARRARR
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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Current Data Parameters

O NOONOM™ 00 < 0N O — O O O NN~ NM~OWmO
OO ITNAHOWLO ™ O~ MmN O M O NO O™~ WO WL NAME RM190-1
WOWWOLWOLOLW OO0 o) Oy O [~ N O WL LW O O EXF(;I\(I:OO 1
. . . . . . . . . . . . . . . . . . . . . . . . . . PR N 1
I e T e e e e S Sl i\ ™M mmm N A A0 0O
F2 - Acquisition Parameters
Date_ 20130208
Time 11.56
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 32768
o SOLVENT DMSO
NS 12
DS 0
P SWH 9057.971 Hz
- r FIDRES 0.276427 Hz
N AQ 1.8087935 sec
RG 22.6
DW 55.200 usec
- DE 6.50 usec
TE 2959 K
N N H2 D1 2.00000000 sec
3 h TDO 1
a ======== CHANNEL f1 ========
NUCA1 1H
P1 13.20 usec

PL1 -0.60 dB
SFO1 500.1330008 MHz

F2 - Processing parameters

SI 16384

SF 500.1300058 MHz
WDW EM

SSB 0

LB 0Hz

GB 0

PC 1.00

10 9 8 7 6 5 4 3 2 1 0 ppm
(@] D[N O (@} (@)} N
(@] oo O LO [QV} <
(@] (@]} [e] (e} [e)) (@) (@) (@]
Y | B ) ~ ~ ™
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N~ — O - O MLWwLWw
N N® 0 O @M VoWV O D
N o) <+ © ™~ © 00O VWO M~— O N~ ~ Current Data Parameters
© w0 <r M NANN ~— NOOOOOO OO O ~— NAME RM190-1
~— ~ ~ T St OOOOOO N — EXPNO 3
VAR IR = | O e
F2 - Acquisition Parameters
Date_ 20130208
Time 13.00
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
o D 65536
SOLVENT DMSO
NS 1000
Pr DS 0
N < SWH 30030.029 Hz
FIDRES 0.458222 Hz
AQ 1.0911744 sec
- RG 1024
DW 16.650 usec
N N H2 DE 6.50 usec
TE 297.9K
3ah D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f{ ========
NUCA1 13C
P1 10.00 usec
PL1 6.50 dB
SFO1 125.7709931 MHz
======== CHANNEL 2 ========
CPDPRG[2 waltz16
NUC2 1H
PCPD2 90.00 usec
PL2 -0.60 dB
PL12 15.20 dB
PL13 18.20 dB

SFO2 500.1320005 MHz

F2 - Processing parameters

S| 65536

SF 125.7578027 MHz
WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.00

R L L Ll B R L L R R L) NS LS R R MEARAMAAE) MAAAMARN] MMM RN
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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7.855
7.838
7.835
7.644
7.640
7.626
7.622
7.619
7.605
7.601
7.595
7.592
7.576
7.558
7.555
7.537
7.533
7.518
7.513
7.487
7.482
7.468
7.464
7.463
7.449
7.445
7.260
7.240
7.142
7.139
7.122
7.104
7.102
6.440
3.321

L

2.508
2.504
2.499
2.495
2.491

10

9

8

1.963
3.000
0.984
0.980
0.981

2

7

1.893

6

5

4

3

Current Data Parameters

NAME RX134
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20140801
Time 10.34
INSTRUM spect

PROBHD 5 mm PABBO BB/

PULPROG zg30

TD 3276
SOLVENT DMSO
NS

DS 0

SWH 7211.539 Hz
FIDRES 0.220079 Hz
AQ 2.2719147 sec
RG 198.09

DW 69.333 usec
DE 10.52 usec

TE 298.7 K

D1 2.00000000 sec
TDO 1
======== CHANNEL f{ =======
SFO1 400.1324008 MHz
NUC1 1H

P1 12.80 usec
PLW1 15.00000000 W
F2 - Processing parameters
S| 16384

SF 400.1300032 MHz
WDW EM

SSB 0

LB 0 Hz

GB 0

PC 1.00
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13C

T QOO NVOWOANNLLOMMWO —

O MOVOOOOMNLULOOTNOO® MO AN~ OO O N

-~ OOt~ N~NF O © OtTNONOM Current Data Parameters
O UOLOLOOMOOHOOMOOMOANNNNN — [eoNeNoNelNeo)Ne)Ne)l NAME RX134
Al i i ol sl 2 i i Sl i ol Sl Sl <Nt < < < TOOM EXPNO 4

A
/
\

W PROCNO 1

F2 - Acquisition Parameters

Date_ 20140802
Time 13.00
O INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
D 32768
SOLVENT DMSO
N NS 2867
DS 0
2 ‘-Pr SWH 24038.461 Hz
FIDRES 0.733596 Hz
N N 2 AQ 0.6815744 sec
3 . RG 198.09
al DW 20.800 usec
DE 6.50 usec
TE 299.5 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f1 ========
SFO1 100.6233319 MHz
NUC1 13C
P1 10.00 usec
PLW1 46.00000000 W
======== CHANNEL f2 ========
SFO2 400.1316005 MHz
NUC2 1H
CPDPRGJ2 waltz16
PCPD2 90.00 usec

PLW2 15.00000000 W
PLW12 0.34252000 W
PLW13 0.27744001 W

F2 - Processing parameters

S

SF 100.6127714 MHz
WDW EM

SSB 0

LB 2.00Hz

GB 0

PC 1.00

- N | - - v

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm

16 / 157



1H

7.895
7.892
7.875
7.872
7.683
7.633
7.629
7.612
7.595
7.591
7.376
7.248
7.228
7.132
7.112
7.094
6.420

TS\

/)\NHE;,r

3aj

Me

3.326

QO OO H O
O O O OOy O
OO <
NN N NANN

N

1.799

2.950

Current Data Parameters
NAME  RX159 recrystall
EXPNO 1

PROCNO 1

F2 - Acquisition Parameters
Date_ 20141016
Time 20.49
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30

TD 32768
SOLVENT DMSO
NS 16

DS 0

SWH 7211.539 Hz
FIDRES 0.220079 Hz
AQ 2.2719147 sec
RG 198.09

DW 69.333 usec
DE 10.52 usec

TE 298.0 K

D1 2.00000000 sec
TDO 1
======== CHANNEL f{ =======

SFO1 400.1324008 MHz
1H

P1 12.80 usec
PLW1 15.00000000 W

F2 - Processing parameters

SI 16384

SF 400.1300034 MHz
WDW EM

SSB 0

LB 0 Hz

GB 0

PC 1.00
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13C

ol <~
CBITSRITBSINEY NToQORN =
O~ WOIFIAN~ON~NT AN~ O OFTANONOM O Current Data Parameters
OCULOLTOOOMOMOMANNNN [eNeoNoNoNoNe)le BN o] NAME  RX159 recrystall
Ll ol i S il i i el el < I ITITTOO®OM N EXPNO 4
NS | T P
F2 - Acquisition Parameters
Date_ 20141017
Time 13.15
Me INSTRUM spect
O PROBHD 5 mm PABBO BB/
PULPROG zgpg30
TD 32768
SOLVENT DMSO
N NS 200
DS 0
/)\ I SWH 24038.461 Hz
N N FIDRES 0.733596 Hz
2 AQ 0.6815744 sec
3aj RG 198.09
DW 20.800 usec
DE 6.50 usec
TE 298.8 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f1 ========
SFO1 100.6233319 MHz
NUCA1 13C
P1 10.00 usec
PLWA1 46.00000000 W
======== CHANNEL f2 ========
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec
PLW2 15.00000000 W
PLW12 0.34252000 W
PLW13 0.27744001 W

F2 - Processing parameters

S

SF 100.6127701 MHz
WDW EM

SSB 0

LB 2.00Hz

GB 0

PC 1.00

L A L) ) LAY MR LA R A NANAAAA) LAY EAMAAAAAA] AN LAAAAAAAE) LAAAAMARS] SRR AAMRAAA) RAAARAAA) MAAMAMMAS] AAMAAAARN] AMMMAAAM MMM
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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a16584

Me

Br1

Table 1. Crystal data and structure refinement for al6584.

Identification code
Empirical formula
Formula weight
Temperature
Wavelength
Crystal system
Space group

Unit cell dimensions

Volume

z

Density (calculated)
Absorption coefficient

F(000)

Crystal size

Theta range for data collection
Index ranges

Reflections collected
Independent reflections
Completeness to theta = 25.04°
Absorption correction

Max. and min. transmission
Refinement method

Data / restraints / parameters
Goodness-of-fit on F?

Final R indices [[>2sigma(I)]
R indices (all data)

Largest diff. peak and hole

al6584

CISHI2BrN3 O

330.19

2002) K

0.71073 A

Monoclinic

P21/n

a=10.7721(7) A o= 90°.
b=19.4199(6) A B=107.313(4)°.
c=14.3014(8) A y=90°.
1385.44(15) A3

4

1.583 Mg/m3

2.965 mm!

664

0.29 x 0.27 x 0.03 mm?

2.63 to 25.04°.

-12<=h<=12, -11<=k<=9, -17<=1<=16
9360

2442 [R(int) = 0.0423]

99.7 %

multi-scan

0.9163 and 0.4801

Full-matrix least-squares on F?
2442/0/181

1.022

R1=10.0429, wR2 =0.1144
R1=0.0634, wR2 = 0.1255

1.261 and -0.455 e.A*
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Table 2. Atomic coordinates ( x 10%) and equivalent isotropic displacement parameters (A2x 103)

for al6584. U(eq) is defined as one third of the trace of the orthogonalized U tensor.

X y z U(eq)
C(1) 9054(4) 8642(4) 7427(3) 27(1)
C((2) 9137(4) 8883(5) 6495(3) 38(1)
C(3) 8192(4) 8352(5) 5686(3) 38(1)
C(4) 8333(6) 8572(7) 4667(3) 68(2)
C(5) 7156(4) 7642(5) 5833(3) 40(1)
C(6) 7056(4) 7403(4) 6753(3) 30(1)
C(7) 8018(4) 7895(4) 7566(3) 23(1)
C(8) 7142(3) 8517(4) 8888(3) 24(1)
C(©Y) 7238(4) 8301(4) 9911(3) 26(1)
C(10) 6505(4) 9130(5) 10359(3) 35(1)
C(11) 6548(4) 8895(6) 11312(3) 44(1)
C(12) 7363(5) 7849(5) 11839(3) 43(1)
C(13) 8115(4) 7050(5) 11426(3) 37(1)
C(14) 8072(4) 7245(4) 10446(3) 26(1)
C(15) 8715(3) 6576(4) 9115(3) 23(1)
N(1) 7937(3) 7622(3) 8532(2) 21(1)
N(2) 8811(3) 6387(3) 10037(2) 28(1)
N(@3) 9398(3) 5761(3) 8684(2) 31(1)
o(1) 6437(3) 9392(3) 8346(2) 34(1)
Br(1) 10353(1) 9382(1) 8511(1) 44(1)

Table 3.  Bond lengths [A] and angles [°] for al6584.

C(1)-C(2)
C()-C(7)
C(1)-Br(1)
C(2)-C3)
C(2)-H(2)
C3)-C(5)
C(3)-C(4)
C(4)-H(4A)
C(4)-H(4B)
C(4)-H(4C)
C(5)-C(6)
C(5)-H(5)
C(6)-C(7)
C(6)-H(6)
C(7)-N(1)
C(8)-0(1)
C(8)-N(1)
C(8)-C(9)
C(9)-C(10)
C(9)-C(14)
C(10)-C(11)
C(10)-H(10)
C(11)-C(12)
C(1D)-H(11)
C(12)-C(13)
C(12)-H(12)
C(13)-C(14)
C(13)-H(13)
C(14)-N(Q2)
C(15)-N(Q2)
C(15)-NB3)
C(15)-N(1)
NG3)-HGA)
N(G3)-HG3B)

1.381(6)
1.382(5)
1.887(4)
1.387(6)
0.9500
1.369(6)
1.524(6)
0.9800
0.9800
0.9800
1.369(6)
0.9500
1.387(5)
0.9500
1.433(5)
1.228(4)
1.401(5)
1.450(5)
1.394(6)
1.405(5)
1.368(6)
0.9500
1.384(7)
0.9500
1.363(6)
0.9500
1.400(6)
0.9500
1.380(5)
1.304(5)
1.334(5)
1.397(4)
0.8800
0.8800
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C(2)-C(1)-C(7)
C(2)-C(1)-Br(1)
C(7)-C(1)-Br(1)
C(1)-C(2)-C(3)
C(1)-C(2)-H(2)
C(3)-C(2)-H2)
C(5)-C3)-C(2)
C(5)-C(3)-C(4)
C(2)-C(3)-C(4)
C(3)-C(4)-H(4A)
C(3)-C(4)-H(4B)
H(4A)-C(4)-H(4B)
C(3)-C(4)-H(4C)
H(4A)-C(4)-H(4C)
H(4B)-C(4)-H(4C)
C(3)-C(5)-C(6)
C(3)-C(5)-H(5)
C(6)-C(5)-H(5)
C(5)-C(6)-C(7)
C(5)-C(6)-H(6)
C(7)-C(6)-H(6)
C(1)-C(7)-C(6)
C(1)-C(7)-N(1)
C(6)-C(7)-N(1)
O(1)-C(8)-N(1)
0(1)-C(8)-C(9)
N(1)-C(8)-C(9)
C(10)-C(9)-C(14)
C(10)-C(9)-C(8)
C(14)-C(9)-C(8)
C(11)-C(10)-C(9)
C(11)-C(10)-H(10)
C(9)-C(10)-H(10)
C(10)-C(11)-C(12)
C(10)-C(11)-H(11)

120.7(4)
119.1(3)
1202(3)
120.2(4)
119.9
119.9
118.5(4)
122.1(4)
119.4(5)
109.5
109.5
109.5
109.5
109.5
109.5
121.9(4)
119.1
119.1
119.9(4)
120.1
120.1
118.8(4)
120.9(3)
120.3(4)
1203(3)
125.2(4)
114.5(3)
120.3(4)
120.3(4)
119.4(4)
120.7(4)
119.6
119.6
119.0(4)
1205

C(12)-C(11)-H(11) 120.5

C(13)-C(12)-C(11) 121.3(4)
C(13)-C(12)-H(12) 1193
C(11)-C(12)-H(12) 119.3
C(12)-C(13)-C(14) 121.0(4)
C(12)-C(13)-H(13) 119.5
C(14)-C(13)-H(13) 119.5
N(2)-C(14)-C(13) 119.8(4)
N(2)-C(14)-C(9) 122.7(3)
C(13)-C(14)-C(9) 117.6(4)
N(2)-C(15)-N(3) 120.0(3)
N(2)-C(15)-N(1) 123.5(3)
N(3)-C(15)-N(1) 116.5(3)
C(15)-N(1)-C(8) 122.0(3)
C(15)-N(1)-C(7) 120.2(3)
C(8)-N(1)-C(7) 117.5(3)
C(15)-N(2)-C(14) 117.8(3)
C(15)-N(3)-H(3A) 120.0
C(15)-N(3)-H(3B) 120.0
H(3A)-N(3)-H(3B) 120.0

Symmetry transformations used to generate equivalent atoms:

21/ 157




Table 4. Anisotropic displacement parameters (A2x 103)for a16584. The anisotropic

displacement factor exponent takes the form: -22[ h2a*2U'! + ... + 2 h k a* b* U'2 ]

Ull UZZ U33 U23 U]3 Ul2
c(1) 27(2) 26(2) 25(2) 2(2) 5(2) 5(2)
CQ) 35(2) 43(3) 39(3) 16(2) 19(2) 6(2)
i) 51(3) 45(3) 20(2) 9(2) 12(2) 17(2)
C4) 94(4) 87(5) 31(3) 14(3) 32(3) 26(4)
c(5) 473) 46(3) 21(2) -6(2) -1(2) 11(2)
C(6) 30(2) 32(2) 24(2) 2(2) 5(2) 2(2)
c(7) 27(2) 23(2) 192) 42) 72) 6(2)
C@®) 22(2) 27(2) 25(2) 12) 9(2) 12)
C(9) 25(2) 32(2) 22(2) -12) 72) -4(2)
C(10) 28(2) 50(3) 31(2) 12) 132) 72)
c(in) 39(3) 63(3) 36(3) -7(2) 22(2) 0(2)
C(12) 59(3) 52(3) 23(2) 2(2) 19(2) -8(3)
C(13) 50(3) 36(3) 23(2) 5(2) 11(2) 2(2)
C(14) 35(2) 23(2) 20(2) -12) 72) -7(2)
C(15) 28(2) 20(2) 20(2) 12) 5(2) 12)
N(1) 25(2) 21(2) 17(2) 2(1) 6(1) 1(1)
NQ) 38(2) 25(2) 19(2) 2(2) 6(1) 2(2)
N@G) 45(2) 27(2) 19(2) 7(1) 72) 11(2)
o(1) 35(2) 42(2) 28(2) 9(1) 11(1) 14(1)
Br(1) 33(1) 43(1) 44(1) (1) -5(1) -10(1)

Table 5. Hydrogen coordinates ( x 10%) and isotropic displacement parameters (A2x 10%)
for al6584.
X y z U(eq)

H(Q2) 9845 9413 6408 45
H(4A) 9128 9111 4718 102
H(4B) 7580 9098 4262 102
H(4C) 8382 7647 4366 102
H(5) 6488 7305 5282 48
H(6) 6330 6901 6833 35
H(10) 5970 9866 9998 42
H(11) 6025 9442 11608 53
H(12) 7398 7684 12502 52
H(13) 8678 6351 11808 44
H3A) 9913 5096 9023 37
H(3B) 9334 5888 8062 37
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Current Data Parameters

TTLTOMONADNONNADAILTONMS ALODNDHO —HMNM o < O O
OCOIFITNNTONONAHODD>TOOILTNANANOMST N O™~ < [eNeNe) NAME RX167 recrystall
NV OWWOWWOWMOVMWOWWWOWWOWWOWWOWL LT NNAAAL ™ 0 w0 < EXPNO 1
. . . . . . . . . . . . . . . . . . . . . . . . . . . . . PR N ‘|
[ e T S e e e S et e e e e T S Sl e el el N ™ N NN OCNO
F2 - Acquisition Parameters
Date_ 20141024
Time 13.02
INSTRUM spect
F PROBHD 5 mm PABBO BB/
O PULPROG zg30
TD 32768
SOLVENT DMSO
NS 12
N DS 0
SWH 7211.539 Hz
FIDRES 0.220079 Hz
P i AQ 2.2719147 sec
N N RG 99.72
2 DW 69.333 usec
DE 10.52 usec
3ak TE 298.5 K
D1 2.00000000 sec
TDO 1
======== CHANNEL f1 ========
SFO1 400.1324008 MHz
NUC1 1H
P1 12.80 usec
PLW1 15.00000000 W
F2 - Processing parameters
S| 16384
SF 400.1300032 MHz
WDW EM
SSB 0
LB 0 Hz
GB 0
PC 1.00
| A
10 9 8 7 6 5 4 3 2 1 0 ppm
o|ofwo|o]ov]x o
o |oo [ov|[of~ o e\
[ [ [ ] [ [ )
olol-Hl+Hlolo —
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13C

T OQOOTMOONMNTOINOOTOONM®N

N~ OOt FF N © © OtTNONOM Current Data Parameters
QO OLUOULOMOOMOOMOOMOOMOANNNNNNN ™~ — [eoNeNoNelNeo)Ne)Ne)l NAME  RX167 recrystall
Aol ol ol ol i i ol ol i Sl S i i o < < ST OO™M EXPNO 5

PROCNO 1

f
|
%
%

F2 - Acquisition Parameters
Date_ 20141024
Time 13.17
F -0 o <t MOONTOTNODT®WOMND INSTRUM spect
0O DN~ ™ < © T ONNOSANTOY T O®© PROBHD 5 mm PABBO BB/
M~ — — O OO - NI NOO© PULPROG zgpg30
O © © 0w ODOOOOMOOANNANANANANN ™~ «— ™D 32768
N WV SN F
DS 0
/)\ r SWH 24038.461 Hz
l_P FIDRES 0.733596 Hz
N N 2 AQ 0.6815744 sec
3ak RG 198.09
DW 20.800 usec
DE 6.50 usec
TE 298.8 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
[ N “J ======== CHANNEL f1 ========
ST N vt bnat Ay W iyt i A W by SFO1 100.6233319 MHz
R R D D D D e NUC1 13C
P1 10.00 usec
165 160 155 150 145 140 135 130 125 120 115 ppm PLWI 4600000009 W
======== CHANNEL f2 ========
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec

PLW2 15.00000000 W
PLW12 0.34252000 W
PLW13 0.27744001 W

F2 - Processing parameters

S

SF 100.6127692 MHz
WDW EM

SSB 0

LB 2.00Hz

GB 0

PC 1.00

L A L) ) LAY MR LA R A NANAAAA) LAY EAMAAAAAA] AN LAAAAAAAE) LAAAAMARS] SRR AAMRAAA) RAAARAAA) MAAMAMMAS] AAMAAAARN] AMMMAAAM MMM
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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Current Data Parameters

AL AT MO0 A~ OO N O e} o

OO NHOODO>OMNOIM™SWO™SLW S Ne) o NAME RV004athree

OOWWOWWOWWOWWLWLWLWLWMMNN ™ Te) EXPNO 1

L ) D . . « e e e . . PROCNO 1
™ N

F2 - Acquisition Parameters
Date_ 20130322
Time 22.18

INSTRUM spect
PROBHD 5 mm PABBO BB-
A~ Moo OO A~ PULPROG zg30
N—H OO~ MNO TD 32768
O WYL WL LWL LWLW SOLVENT DMSO
[ A T S St el e s O gg 102
SWH 9057.971 Hz
Cl FIDRES 0.276427 Hz
N AQ 1.8087935 sec
RG 90.5
DW 55.200 usec
//l\ DE 6.50 usec
TE 296.9 K
N N H2 D1 2.00000000 sec
3b TDO 1
a ======== CHANNEL f1 ========
NUC1 1H
P1 13.20 usec

PL1 -0.60 dB
SFO1 500.1330008 MHz

F2 - Processing parameters

""""" I ] 16384
7.6 7.5 ppm SF 500.1300054 MHz
WDW EM
SSB 0
LB OHz
7o) ™ o) GB 0
0 ~ [ee} PC 1.00
™ — (@)
— N —
1 JL Jl J %
""" L e I L A B NN B
10 9 8 7 6 5 4 3 2 1 0 ppm
O[O MO |0 O N < (@]
(@] [ee] Innl [ee] [a0] N©) [Q\] ~ ~
OM[H|O|N|O [e)} [ee] <
[ [N [ [N | — LO (@]
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Current Data Parameters
NAME RV004athree
EXPNO 3

\\\\ / // / ‘W PROCNO 1

F2 - Acquisition Parameters

—160.92

—152.02

—148.97
125.24
125.19
117.78
40.01
39.84
39.76
39.68
39.51
39.34
39.18
39.01

Date_ 20130323
Time 9.55
INSTRUM spect

PROBHD 5 mm PABBO BB-
PULPROG zgpg30

TD 65536
O SOLVENT DMSO
NS 12791
Cl DS 0
SWH 30030.029 Hz
N FIDRES 0.458222 Hz
AQ 1.0911744 sec
//1\ RG 2896.3
DW 16.650 usec
N N H2 DE 6.50 usec
TE 298.2 K
3ba D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f{ ========
NUC1 13C
P1 10.00 usec
PL1 6.50 dB
SFO1 125.7709931 MHz
======== CHANNEL 2 ========
CPDPRG[2 waltz16
NUC2 1H
PCPD2 90.00 usec
PL2 -0.60 dB
PL12 15.20 dB
PL13 18.20 dB

SFO2 500.1320005 MHz

F2 - Processing parameters

S| 65536

SF 125.7578513 MHz
WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.00

B I I I I I Y I A DA AN AR RARAARAAR] REARRARE NARARRARNY RARRARRARY RARARAAR RAARRARE
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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—3.333

_—2.500
—2.397

0.033

1.642

2.014

Current Data Parameters

NAME RK163
EXPNO 4
PROCNO 1

F2 - Acquisition Parameters
Date_ 20120409
Time 20.11
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG zg30

TD 32768
SOLVENT DMSO
NS 12

DS 0

SWH 7246.377 Hz
FIDRES 0.221142 Hz
AQ 2.2609921 sec
RG 114

DW 69.000 usec
DE 6.50 usec

TE 298.2 K

D1 2.00000000 sec
0 1

======== CHANNEL f{ =======
NUCA1 1H
P1 11.70 usec

PL1 4.00 dB
SFO1 400.1324008 MHz

F2 - Processing parameters

SI 16384

SF 400.1300017 MHz
WDW EM

SSB 0

LB 0Hz

GB 0

PC 1.00
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Tp] NO OO ONMOW
< O -0 DAIONLWN NT—ODONWO© N
- NOOTANO DO LW 0 OIFTANIOINOO®O ™M Current Data Parameters
© LTOOOOANNNN — [N eNele)Ne)Ne)Ne) NN o NAME RK163
BRI Vg | O e
F2 - Acquisition Parameters
Date_ 20120409
Time 20.13
INSTRUM spect
PROBHD 5 mm BBO BB-1H
M PULPROG zgpg30
o e SOLVENT DMSO
NS 61
DS 0
SWH 24038.461 Hz
N FIDRES 0.733596 Hz
AQ 0.6815744 sec
)\ RG 2896.3
= DW 20.800 usec
N NH2 DE 6.50 usec
3bb TE 298.4 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f{ ========
NUCA1 13C
P1 8.90 usec
PL1 7.00 dB
SFO1 100.6233325 MHz
======== CHANNEL 2 ========
CPDPRG[2 waltz16
NUC2 1H
PCPD2 90.00 usec
PL2 3.80 dB
PL12 21.60 dB
PL13 24.60 dB

SFO2 400.1316005 MHz

F2 - Processing parameters

S| 32768

SF 100.6127690 MHz
WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.00

B I I I I M Y A B AN AR RARRARAARY REAREARERN NARARRARNY RARRARRARY RARARAR RARAARARR
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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Current Data Parameters

NN MO NWOOWS OO < [To] o
AN HOONWOWL MO W I [q\] < o NAME RK159
SO0V NNNAO e} ™ o) EXPNO 4
. . . . . . . . . . . . . . . PROCNO 1
[ e S S el e e el el N ™ ™ N
F2 - Acquisition Parameters
Date_ 20120409
Time 15.39
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG zg30
TD 32768
OMe SOLVENT DMSO
NS 12
O DS 0
SWH 7246.377 Hz
FIDRES 0.221142 Hz
AQ 2.2609921 sec
N RG 90.5
DW 69.000 usec
/I\ DE 6.50 usec
= TE 298.1 K
N NH D1 2.00000000 sec
3b 2 DO 1
c ======== CHANNEL f1 ========
NUC1 1H
P1 11.70 usec
PL1 4.00 dB
SFO1 400.1324008 MHz
F2 - Processing parameters
S| 16384
SF 400.1300022 MHz
WDW EM
SSB 0
LB 0 Hz
GB 0
PC 1.00
""" LIS T I N L L E N N I
10 9 8 7 6 5 4 3 2 1 0 ppm
o] [v]ev o o ~ o~
|| oo~ N o o N
|| [o]|o o) o ~ co
ol || — ™ [Te] o
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Current Data Parameters
NAME RK159

EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20120331

Time 11.15
INSTRUM spect

PROBHD 5 mm BBO BB-1H
PULPROG zgpg30

D 32768
SOLVENT DMSO

NS 80

DS 0

SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 0.6815744 sec
RG 2896.3

DW 20.800 usec

DE 6.50 usec

TE 299.3 K

D1 2.00000000 sec
D11 0.03000000 sec
TDO 1

======== CHANNEL f1 =====
NUCA1 13

P1 8.90 usec

PL1 7.00 dB

SFO1 100.6233325 MHz
======== CHANNEL f2 =====
CPDPRGI2 waltz16
NUC2 1H

PCPD2 90.00 usec
PL2 3.80dB

PL12 21.60 dB

PL13 24.60 dB

SFO2 400.1316005 MHz

F2 - Processing parameters

S| 32768

SF 100.6127690 MHz
WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.00
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Current Data Parameters

QO M O < N L — <o OO~ O < ™M O r~
A NANNHAOONOL M N [eNeNe) NAME RK196three
Lt i S R ™ n o < EXPNO 1
. . . . . . . . . . . . . . . . . PROCNO 1
1\1\1\1\[\[\[\1\1\1\1\1\1\@ ™ N NN
F2 - Acquisition Parameters
Date_ 20130330
Time 10.58
INSTRUM spect
PROBHD 5 mm PABBO BB-
0 PULPROG zg30
W < N LD~ <00 D 32768
ANANAN -~ OD SOLVENT DMSO
WO O WY WO WL NS
N . c e e . DS 0
S SWH 9057.971 Hz
FIDRES 0.276427 Hz
~ AQ 1.8087935 sec
RG 161.3
N NH2 DW 55.200 usec
DE 6.50 usec
3bd TE 295.8 K
D1 2.00000000 sec
TD 1
======== CHANNEL f1 ========
NUCA1 1H
P1 13.20 usec
PL1 -0.60 dB
SFO1 500.1330008 MHz
F2 - Processing parameters
SI 16384
SF 500.1300051 MHz
; ; WDW EM
7 I65 7 I60 Y
. m LB 0 Hz
bp GB 0
PC 1.00
[To)
[o¢)
—
™
""" N A I ) L N B
10 9 8 7 6 5 4 3 2 1 0 ppm

1.867
6.183
0.773

31/157



N O AN ANTONNN
< MO O MW WMNO©— < MNO S INO
- ANOIIFTF~ O OO LWL o DM~ OWwOLWw Current Data Parameters
© LOTOOOOMOOANNN «— [eNeoNoNoNeo)Ne)We)) NAME RK196three
TN 2 RN oo
F2 - Acquisition Parameters
Date_ 20130330
Time 11.23
Cl INSTRUM spect
O PROBHD 5 mm PABBO BB-
PULPROG zgpg30
TD 65536
SOLVENT DMSO
N NS 289
DS 0
)\ SWH 30030.029 Hz
= FIDRES 0.458222 Hz
N NH2 AQ 1.0911744 sec
RG 4096
3bd DW 16.650 usec
DE 6.50 usec
TE 297.4 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f{ ========
NUC1 13C
P1 10.50 usec
PL1 7.00 dB
SFO1 125.7709931 MHz
======== CHANNEL 2 ========
CPDPRG|[2 waltz16
NUC2 1H
PCPD2 90.00 usec
PL2 -0.60 dB
PL12 15.00 dB
PL13 18.00 dB

SFO2 500.1320005 MHz

F2 - Processing parameters

S| 65536

SF 125.7577890 MHz
WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.00

B I I I I Y Y A DA RN AR RARRARAARY REAREAREN NARARRARN RARRARRARY RARARAR RAARRARR
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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Cl

8.435
8.429
8.425
8.415
8.411
7.825
7.819
7.753
7.747
7.743
7.734
7.729
7.657
7.652
7.640
7.634
7.284
7.266
6.662

TSN

3.361
—3.182

2.517
2.514
2.510
2.507
2.503

NO,
@)
N
/)\
N NH,
3be
M \ Ju
""" I D D D D L I
10 9 8 7 6 3 2
(@] Ol [M||N ™
(@] AN |O O || —
(@) DO ||O [o6)
~l lolaloll= -

Current Data Parameters

NAME RM093-1
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20121006
Time 9.18
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30

TD 32768
SOLVENT DMSO
NS 12

DS 0

SWH 9057.971 Hz
FIDRES 0.276427 Hz
AQ 1.8087935 sec
RG 128

DW 55.200 usec
DE 6.50 usec

TE 295.2 K

D1 2.00000000 sec
0 1

======== CHANNEL f{ =======
NUCA1 1H
P1 13.20 usec

PL1 -0.60 dB
SFO1 500.1330008 MHz

F2 - Processing parameters

SI 16384

SF 500.1300000 MHz
WDW EM

SSB 0

LB 0Hz

GB 0

PC 1.00
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= DT OO MO MNOT NN

© M- ERNR-NNNG T O

O ~O N3O0 LWLWN~ QOO M«— O Current Data Parameters
© OIITITOONNNN SN DD NAME RM093-1
T T T T T T T T T T T T T OMOOMOMOOMOMm EXPNO 2

RNV RN NN 4 T PROCNO 1

F2 - Acquisition Parameters

Date_ 20121006
© < Time 12.00
INSTRUM spect
DI PROBHD 5 mm PABBO BB-
NO, - - TD 65536
o SOLVENT DMSO
\ ‘ / NS 1612
DS 0
SWH 30030.029 Hz
N FIDRES 0.458222 Hz
AQ 1.0911744 sec
)\ RG 2896.3
= DW 16.650 usec
N N H 2 DE 6.50 usec
TE 2971 K
3be D1 400000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f{ ========
NUCA1 13C
P1 10.50 usec
PL1 7.00dB
SFO1 125.7709931 MHz
======== CHANNEL 2 ========
CPDPRG[2 waltz16
NUC2 1H
PCPD2 90.00 usec
' ' ' ' PL12 2500 dB
1254 1253 1252 ppm PL13 18.00 dB
SFO2 500.1320005 MHz
F2 - Processing parameters
Sl 65536
SF 125.7578504 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.00

B I I I I Y Y A DA RN AR RARRARAARY REAREAREN NARARRARN RARRARRARY RARARAR RAARRARR
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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Cl

recrystallized

Current Data Parameters

ANMOALTOOAANODITOLOONMLO M o T O W0 WO N
NANTONAD TN O OO 00000 < oo o ™M Ne} NAME RMO020
WOOOOVOFHIHILILITONMOMMNN T ™ nw < o [To) EXPNO 3
. . . . . . . . . . . . . . . . . . . . . . . . . . . PROCNO 1
[ e e e e R R S St el el el el el e e L ) ™ NN NN —
F2 - Acquisition Parameters
Date_ 20130125
Time 20.49
INSTRUM spect
PROBHD 5 mm BBO BB-1H
WO A AN OO M PULPROG zg30
DTN OO O 0 WO WO TD 32768
L OOOOM SOLVENT DMSO
O [ e S S e e e e el gg 02
SWH 7246.377 Hz
FIDRES 0.221142 Hz
N AQ 2.2609921 sec
RG 161.3
DW 69.000 usec
-~ e DE 6.50 usec
N N TE 298.1 K
2 D1 2.00000000 sec
3bf TDO 1
======== CHANNEL f1 ========
NUCA1 1H
P1 11.90 usec
PL1 3.00 dB
SFO1 400.1324008 MHz
F2 - Processing parameters
| I | I T SI 16384
SF 400.1300031 MHz
7.5 7.4 ppm WDW EM
SSB 0
LB 0 Hz
GB 0
[es} r~
e ™ PC 1.00
[es} o\
— —
ML J\\ \ ._JLL " l "
rrrrprTrTTTTTTET | I | I | I | I [ L D | I | I ==
10 9 8 7 6 5 2 1 0 ppm
oy |oo |~ |~ o [e)) < o
olo|x|m | Ne) o ~ o
o |O || |oy Ne} Ne) [Te) o
[ e — ™ o ™
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NaOH extracted

TFTTOONDVONNOD OO
<IN O OMUONMNNMNTOMON W — <t O v~ <t O — ™
OBt~ 0N O O LW N QOO Mv« O N~ Current Data Parameters
OCUOTOOONOANNNNNN — [eNoNo oo RO R N © NAME RMO020
Aol ol i i i i i e i mniih i ol i O MOOOM™M ~ EXPNO 2
\ \\‘\\\\///n// PROCNO 1
F2 - Acquisition Parameters
Date_ 20121230
Time 14.20
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
D 65536
O SOLVENT DMSO
NS 1000
DS 0
SWH 30030.029 Hz
N FIDRES 0.458222 Hz
AQ 1.0911744 sec
= e RG 2896.3
N N DW 16.650 usec
2 DE 6.50 usec
3bf TE 297.7K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f{ ========
NUCA1 13C
P1 10.00 usec
PL1 6.50 dB
SFO1 125.7709931 MHz
======== CHANNEL 2 ========
CPDPRG[2 waltz16
NUC2 1H
PCPD2 90.00 usec
PL2 -0.60 dB
PL12 15.20 dB
PL13 18.20 dB

SFO2 500.1320005 MHz

F2 - Processing parameters

S| 65536

SF 125.7578499 MHz
WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.00

B I I I I I Y I A DA AN AR RARAARAAR] REARRARE NARARRARNY RARRARRARY RARARAAR RAARRARE
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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Cl

O MM WML O — O > O~ N>-HOAN S O LW
OOV N NN LD NMANO WWOWOONMAN O WL O W~
SSOWWLW OO MWW O OLWNLWLWLW O 0 0
[ A B i A ™M oM ™M MM NN AN O O O
N,Pr
A\
JL._J..._Jt L AJL
..... A e e L o L e o B ) B o o I O
10 8 7 4 3 1
Ol |~ N O O|N — < L0
ov||ov| |on o SH [f9) ™ 0 o
o||lov]| |on o <o < — —
(@]} {e») [QV} N AN | o N ™

Current Data Parameters
NAME RM192three

EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20130309
Time 9.56
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30

TD 32768
SOLVENT DMSO
NS 12

DS 0

SWH 9057.971 Hz
FIDRES 0.276427 Hz
AQ 1.8087935 sec
RG 90.5

DW 55.200 usec
DE 6.50 usec

TE 295.7 K

D1 2.00000000 sec
0 1

======== CHANNEL f{ =======
NUCA1 1H
P1 13.20 usec

PL1 -0.60 dB
SFO1 500.1330008 MHz

F2 - Processing parameters

SI 16384

SF 500.1300049 MHz
WDW EM

SSB 0

LB 0Hz

GB 0

PC 1.00
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< 0 D0 T M —
[ee] — O D OANOO NMO <N~ 0O — O (o]
o O OO~ LOOOVMNOUM—OM © Current Data Parameters
© 0 <t M NANN — ONODMDDIIOIOIHZO O NAME RM192three
~— ~ ~ TETTOOOOOONON v EXPNO 3
TN —\y=— /| e e
F2 - Acquisition Parameters
Date_ 20130309
Time 11.00
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
O D 65536
SOLVENT DMSO
NS 1000
Cl Pr DS 0
N = SWH 30030.029 Hz
FIDRES 0.458222 Hz
AQ 1.0911744 sec
= RG 2896.3
DW 16.650 usec
N N H2 DE 6.50 usec
TE 297.6 K
3bh D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f{ ========
NUC1 13C
P1 10.00 usec
PL1 6.50 dB
SFO1 125.7709931 MHz
======== CHANNEL 2 ========
CPDPRG|[2 waltz16
NUC2 1H
PCPD2 90.00 usec
PL2 -0.60 dB
PL12 15.20 dB
PL13 18.20 dB

SFO2 500.1320005 MHz

F2 - Processing parameters

S| 65536

SF 125.7578499 MHz
WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.00

B I I I I Y Y A DA RN AR RARRARAARY REAREAREN NARARRARN RARRARRARY RARARAR RAARRARR
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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MeO

MeO

_—3.855

T™3.769

3.362

2.503
2.500

2.497

2.040
0.997
2.056
0.991

0.999

1.943

2.968
3.000
17.452

1.514

Current Data Parameters

NAME RK186
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20120512
Time 14.26
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30

TD 32768
SOLVENT DMSO
NS 12

DS 0

SWH 9057.971 Hz
FIDRES 0.276427 Hz
AQ 1.8087935 sec
RG 161.3

DW 55.200 usec
DE 6.50 usec

TE 295.0 K

D1 2.00000000 sec
0 1

======== CHANNEL f{ =======
NUCA1 1H
P1 14.00 usec

PL1 0dB
SFO1 500.1330008 MHz

F2 - Processing parameters

SI 16384

SF 500.1300043 MHz
WDW EM

SSB 0

LB 0Hz

GB 0

PC 1.00
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WO DD ON NNMN—M O O W0
O OO NOLM < © © <O 0N LW 0N L O
- OD-~OW ©O oo o O W O M 00O Current Data Parameters
© VLS ET MOOANN eNeNe] [(eJ i NoNoNoNe)NWe)Ne)Ne)) NAME RK186
T~ Tr-rrr T T T - — nUOTITITOOOM EXPNO 2
VY NN ANV NN rocto
F2 - Acquisition Parameters
Date_ 20120512
Time 14.54
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
TD 65536
O SOLVENT DMSO
NS 500
DS 0
MeO SWH 30030.029 Hz
N FIDRES 0.458222 Hz
AQ 1.0911744 sec
/)\ RG 4096
DW 16.650 usec
MeO NH> DE 6.50 usec
TE 296.6 K
3ca D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f{ ========
NUC1 13C
P1 10.50 usec
PL1 7.00 dB
SFO1 125.7709931 MHz
======== CHANNEL 2 ========
CPDPRG|[2 waltz16
NUC2 1H
PCPD2 90.00 usec
PL2 -0.60 dB
PL12 15.00 dB
PL13 18.00 dB
SFO2 500.1320005 MHz
F2 - Processing parameters
SI 65536
SF 125.7577890 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.00
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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NAME RK170-1

To) ~ N~ N e} — o M O WL EXPNO 1
“ HEE % xnC SO Date_ 20120415
fee] [ e i i el Te} mmn ™M NN NN Time 14.27
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
D 32768
SOLVENT DMSO
NS 12
DS 0
O Me SWH 9057.971 Hz
FIDRES 0.276427 Hz
AQ 1.8088988 sec
Meo RG 181
N DW 55.200 usec
DE 6.50 usec
//l\ TE 2956 K
D1 2.00000000 sec
MeO N NH, TDO 1
3Cb ======== CHANNEL f1 ========
NUC1 1H
P1 14.00 usec
PL1 0.00 dB
SFO1 500.1330008 MHz
Sl 16384
SF 500.1300043 MHz
WDW EM
SSB 0
LB 0.00 Hz
GB 0
PC 1.00
I\ I L
""" I D D e I R I L |
10 9 8 7 6 5 4 3 2 1 0 ppm
~ o|N|~] (oo — a[m] [+ oo
— o) (&) Eu] ()} ~ oM — (@) (]
< oo ()} ~ (@] (e N OO
(@] [V Bl [QV] (@] — oM ™ —|M
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© ST OOVWWO ML O ANM
~ OO0 MT—M~— < 1 o «— «— [ee] WO <t O~ < O <
- B—-—OWBWOMOS ® 0 © O ~ OB ©OWM- <9} Current Data Parameters
© VUOSTTONOOAN O OO o N OO0 o NAME RK170-1
~ T TTT T T T T ~— — N~ DLW OMOOMO™M N EXPNO 2
IV NV % O e
F2 - Acquisition Parameters
Date_ 20120415
Time 14.39
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
Me D 65536
o SOLVENT DMSO
NS 176
DS 0
MeO SWH 30030.029 Hz
N FIDRES 0.458222 Hz
AQ 1.0911744 sec
J\ RG 6502
MeO N/ NH DW 16.650 usec
DE 6.50 usec
e 2 TE 296.5 K
3cb D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f{ ========
NUC1 13C
P1 10.50 usec
PL1 7.00 dB
SFO1 125.7709931 MHz
======== CHANNEL 2 ========
CPDPRG[2 waltz16
NUC2 1H
PCPD2 90.00 usec
PL2 -0.60 dB
PL12 15.00 dB
PL13 18.00 dB

SFO2 500.1320005 MHz

F2 - Processing parameters

S| 65536

SF 125.7578484 MHz
WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.00

R R L Ll B R N L R E ) L) N LS R R MEARAAAE) AARAAARN] MMM RN
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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MeO

MeO

Current Data Parameters

TN O NLOWOWL T N OO ™~ — o < < O O
N—HODNOMAN—ADI~M — N O W N0 ™M [@Ne e NAME RK176
MO MANNNO OO O WO O W o~ ™ 0 < < EXPNO 2
. . . . . . . . . . . . . . . . . . . PROCNO 1
e e NI Ny Te} Mmoo ™ N NN
F2 - Acquisition Parameters
Date_ 20120425
Time 11.07
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG 2930
TD 32768
OMe SOLVENT DMSO
NS 2
O DS 0
SWH 7246.377 Hz
FIDRES 0.221142 Hz
AQ 2.2609921 sec
N RG 90.5
DW 69.000 usec
DE 6.50 usec
< TE 298.9 K
N NH D1 2.00000000 sec
2 TDO 1
3cc ======== CHANNEL f1 =======
NUC1 1H
P1 11.70 usec
PL1 4.00 dB
SFO1 400.1324008 MHz
F2 - Processing parameters
S| 16384
SF 400.1300022 MHz
WDW EM
SSB 0
LB 0 Hz
GB 0
PC 1.00
J N .
""" N A A A ) I D
10 7 6 4 3 2 1 0 ppm
(] |+ [To] o [wlo] [ o))
ol s\ I (=) ™0 N[O = ™0
olo| |o [e¢) ol|lo|o| |« [e¢)
(sl QN I B — (aol [3o) (327 Hfsp) o
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OO TOM o NN
NOoO WMNMNCO [sp (o] 0 < © © — O AN~ OO 0N
-0 W~ O o © oo O LW — OO ANONLW Current Data Parameters
OO I ™ N — O OO O OLUHOOOOM NAME RK176
NCEEY N ALY N N\ O o
F2 - Acquisition Parameters
Date_ 20120425
Time 11.10
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG zgpg30
OMe D 32768
O SOLVENT DMSO
NS 100
DS 0
MeO SWH 24038.461 Hz
N FIDRES 0.733596 Hz
AQ 0.6815744 sec
RG 2896.3
o N/ NH DW 20.800 usec
DE 6.50 usec
Me 2 TE 299.2 K
3cc D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f{ ========
NUC1 13C
P1 8.90 usec
PL1 7.00 dB
SFO1 100.6233325 MHz
======== CHANNEL 2 ========
CPDPRG|[2 waltz16
NUC2 1H
PCPD2 90.00 usec
PL2 3.80dB
PL12 21.60 dB
PL13 24.60 dB

SFO2 400.1316005 MHz

F2 - Processing parameters

S| 32768

SF 100.6127690 MHz
WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.00

B I I I I I Y I A DA AN AR RARAARAAR] REARRARE NARARRARNY RARRARRARY RARARAAR RAARRARE
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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Current Data Parameters

O O~ MO OS> — — own < N o~
O HOO™> VLW O L0 [Te} n WO O [eNeNe) NAME RK198
M OOV MMM O — o~ ™ [IoNToRESY EXPNO 1
. . . . . . . . . . . . . . . . . PROCNO 1
0 [~~~ o ©o 0 MM ™ N NN
F2 - Acquisition Parameters
Date_ 20120602
Time 14.16
INSTRUM spect
Cl PROBHD 5 mm PABBO BB-
O PULPROG 2930
TD 32768
SOLVENT DMSO
MeO NS 12
N DS 0
SWH 9057.971 Hz
FIDRES 0.276427 Hz
~ Ag 1.8087935 sec
R 161.3
MeO N NH2 DW 55.200 usec
3cd DE 6.50 usec
TE 295.0 K
D1 2.00000000 sec
TDO 1
======== CHANNEL f1 ========
NUC1 1H
P1 14.00 usec
PL1 0dB
SFO1 500.1330008 MHz
F2 - Processing parameters
S| 16384
SF 500.1300043 MHz
WDW EM
SSB 0
LB 0 Hz
GB 0
PC 1.00
l ] ‘ l I \ N
""" LN A N N E
10 9 8 7 6 4 0 ppm
Ne] NN o\ — e} mn|o] (o o]
~ ~|o|o [@)) ~ — oo v N
— oo |o ) o) [Te] ol|lof [« Lo
o — | [ o — o | (o —
—
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O DO N~M— N N~ NN
N ©— 0O« « << N © © ™ < 00 © W« O W — <t 0 NAME RK198
- BU-OCU WY = O D O 0 © oMY M 0 OY EXPNO 2
© VOITFTNANOOD loReR=) o COUVOOODHD DO PROCNO 1
~ Tr;TrrmT™ T T T ~— — [ nLOLLOLSSITTOOOMm Date 20120602
Time 14.38
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
TD 65536
Cl SOLVENT DMSO
e NS 350
DS 0
SWH 30030.029 Hz
MeO FIDRES  0.458222 Hz
N AQ 1.0912410 sec
RG 4096
//J\ B\év 166;56050 usec
. usec
MeO N NH, TE 296.5 K
3cd D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f1 ========
NUC1 13C
P1 10.50 usec
PL1 7.00 dB
SFO1 125.7709931 MHz
======== CHANNEL f2 ========
CPDPRG2 waltz16
NUC2 1H
PCPD2 90.00 usec
PL2 -0.60 dB
PL12 15.00 dB
PL13 18.00 dB
SFO2 500.1320005 MHz
Sl 65536
SF 125.7577890 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.00

B I I I ) e Y A LA AN AR RARARRAARY REARARARY RARARRARNY RARRARARRY RAARRARARN MARARARR
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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Current Data Parameters

[SNIESTRNe) — <~ ™ N oo < HO o
[eNc N} [co NI QN — N o~ -~~~ w0 o NAME RMO031-2
TN ™M WO AN ™~ N > ™M Ie} EXPNO 1
. . . . . . . . . . . . . . PROCNO 1
o 00 ~~ Ne) o N oM MNoMmom N
F2 - Acquisition Parameters
Date_ 20120714
Time 10.34
INSTRUM spect
N02 PROBHD 5 mm PABBO BB-
O PULPROG 2930
TD 32768
SOLVENT DMSO
MeO NS 12
N DS 0
SWH 9057.971 Hz
FIDRES 0.276427 Hz
- Ag 1.8087935 sec
R 128
MeO N NH, DW 55.200 usec
DE 6.50 usec
3ce TE 294.6 K
D1 2.00000000 sec
TDO 1
======== CHANNEL f1 ========
NUC1 1H
P1 14.00 usec
PL1

0dB
SFO1 500.1330008 MHz

F2 - Processing parameters

SI 16384

SF 500.1300040 MHz
WDW EM

SSB 0

LB 0Hz

GB 0

PC 1.00

10 9 8 7 6 5 4 3 2 1 0 ppm
[fol (o)) ~ (@)} [Q\] (&)} — O M| o
Nej Ne] (@] (@)} [ee] — DO N[O (@)
| (@] ()} (&)} (&)} N[O OIlM ™
—|O N (@) (@) — AN [™M 0o N
o
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tTOMNOLOANM N~ O NO M
M NIOMNO O © N NS = & 0~ f O —
OCWONOW~ O 0 © O NOO©OOWLM~— O Current Data Parameters
oI M N O OO loRloNeNe Ne)Ne)Ne)We)We)) NAME RMO031-2
Dl sl B ol i i B e ~— — — DLUOTOOOOO®M EXPNO 2
VNNV AN NN PROGND.
F2 - Acquisition Parameters
Date_ 20120714
Time 10.54
NO, INSTRUM spect
O PROBHD 5 mm PABBO BB-
PULPROG zgpg30
TD 65536
MeO SOLVENT DMSO
N NS 350
DS 0
//k SWH 30030.029 Hz
FIDRES 0.458222 Hz
MeO N NH2 AQ 1.0911744 sec
RG 4096
3ce DW 16.650 usec
DE 6.50 usec
TE 296.2 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f{ ========
NUC1 13C
P1 10.50 usec
PL1 7.00 dB
SFO1 125.7709931 MHz
======== CHANNEL 2 ========
CPDPRG[2 waltz16
NUC2 1H
PCPD2 90.00 usec
PL2 -0.60 dB
PL12 15.00 dB
PL13 18.00 dB

SFO2 500.1320005 MHz

F2 - Processing parameters

S| 65536

SF 125.7578467 MHz
WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.00

B I I I I Y Y A DA RN AR RARRARAARY REAREAREN NARARRARN RARRARRARY RARARAR RAARRARR
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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NaOH extracted

Current Data Parameters

NOWOWN AOTFANOD A ON AL A OO ® oo o ~ <O OMm <
HOSONN A AODNDNOMSS O M A N O o~ < [s R e Re R N NN| NAME RMO017
NP LT ONONONONONONNNNN O @ ™~ ™ TopToRToR N N e} EXPNO 4
. . . . . . . . . . . . . . . . . . . . . . . . . . . . . . PROCNO 1
[ R e e T Sl ol e e e i i e i To ) [So N e TN ¢p} NN NN NN
F2 - Acquisition Parameters
Date_ 20121230
Time 12.13
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2930
TD 32768
O WL O NO ™~ O N >~ SOLVENT DMSO
O O MMAAOO O ™~ WO LW NS
wwwvwwwmmmmmmm DS 0
SWH 9057.971 Hz
MeO RN N N FIDRES  0.276427 Hz
N AQ 1.8087935 sec
RG 128
/L DW 55.200 usec
DE 6.50 usec
= e TE 296.0 K
MeO N N 2 D1 2.00000000 sec
TD 1
SCf ======== CHANNEL f1 ========
NUC1 1H
P1 13.20 usec
PL1 -0.60 dB
SFO1 500.1330008 MHz
I I T I I F2 - Processing parameters
Sl 16384
7.50 7.45 7.40 7.35 ppm SF 500.1300051 MHz
WDW EM
SSB 0
< o~ < LB OHz
) [ee} — GB 0
< ~ o PC 1.00
— o —
Ak Jl} J J IJ 1
""" | I IIIIIIII
10 9 8 6 5 4 3 2 1 0 ppm
Tel < [N ]o]< o o — o] [m ™ <
~ oo ||| o || o o o
™~ <~ o|o|lo|o o el sME o —
o — — ~N || oo — ™
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NaOH extracted

OO OO NOO O O —
OO <TANONNON LW 0 «— N ™ WOOMN— < O v~ <t 00 — ©
CLLOoOOCWVLWF — O O~ 0 O W0 ~ OOV OWM~— O N~ Current Data Parameters
OCUOUTITOOHOOANNN O OO o foRToNeNe)Ne)Ne e Ne)Ne)) © NAME RMO017
VAN N A | N O o
F2 - Acquisition Parameters
Date_ 20121230
Time 13.06
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
TD 65536
(@) SOLVENT DMSO
NS 1000
DS 0
MeO SWH 30030.029 Hz
N FIDRES 0.458222 Hz
* AQ 1.0911744 sec
RG 4096
< I_l\/'e DW 16.650 usec
Meo N N 2 DE 6.50 usec
TE 297.8 K
3cf D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f{ ========
NUC1 13C
P1 10.00 usec
PL1 6.50 dB
SFO1 125.7709931 MHz
======== CHANNEL 2 ========
CPDPRG[2 waltz16
NUC2 1H
PCPD2 90.00 usec
PL2 -0.60 dB
PL12 15.20 dB
PL13 18.20 dB

SFO2 500.1320005 MHz

F2 - Processing parameters

S| 65536

SF 125.7578531 MHz
WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.00

e e

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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Current Data Parameters

OO OYN S0 MM WO LWN oY N ™~ o
HSOMMOOS W N HOWOO 0 O~ o NAME RM200three
MY ITITNOOOONN®®O ™ O o~ ™M o) EXPNO 1
. . . . . . . . . . . . . . . . . . PROCNO 1
OOl\l\l\l\l\[\l\l\LOLOkOkOkO\.O Mmmm ™M N
F2 - Acquisition Parameters
Date_ 20130322
Time 8.48
INSTRUM spect
O PROBHD 5 mm BBO BB-1H
PULPROG zg30
18—?) 32768 so
LVENT DM
Meo NS 12
N OMe DS 0
SWH 7246.377 Hz
//I\ FIDRES 0.221142 Hz
AQ 2.2609921 sec
MeO N~ “NH R
2 DW 69,000 usec
.50 usec
3cg TE 299.7 K
D1 2.00000000 sec
TDO 1
======== CHANNEL f1 ========
NUCA1 1H
P1 11.90 usec

PL1 3.00 dB
SFO1 400.1324008 MHz

F2 - Processing parameters

SI 16384

SF 400.1300031 MHz
WDW EM

SSB 0

LB 0Hz

GB 0

PC 1.00

o (o)} WO (OO |M D e QO [0 ™ O [ | ~
Lo — —[O|O(O|O | o~ —|™M [ee) [all NOJ [O)) <
o o (@] (] (o] (e] [e) (o)) [ee) O Lo OO~ o
o o | | || [O — ™[O < OO | o
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MeO

MeO

190

180

170

——160.30
—155.05
—150.76
—146.29

__160.97
14517

160

—136.80
—130.51

OMe

_—120.75

114.93

114.40

v

120

110

—108.97

106.14

105.11

N

100

55.61

55.57
55.32

40.13
39.92

39.71
39.50
39.29

NN

R R L L R R ) L R R L LAY NS LN A RS MMM MAAAAAAS] AMSAAA AN
150 140 130

60 50 40 30

39.08
38.87

Current Data Parameters
NAME RM200three

EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20130322

Time 9.02
INSTRUM spect

PROBHD 5 mm BBO BB-1H
PULPROG zgpg30

D 32768
SOLVENT DMSO

NS 261

DS 0

SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 0.6815744 sec
RG 4597.6

DW 20.800 usec

DE 6.50 usec

TE 300.1 K

D1 2.00000000 sec
D11 0.03000000 sec
TDO 1

======== CHANNEL f1 ========
NUC1 13C

P1 9.40 usec

PL1 7.00 dB

SFO1 100.6233325 MHz
======== CHANNEL 2 ========
CPDPRG|2 waltz16
NUC2 1H

PCPD2 90.00 usec
PL2 3.00 dB

PL12 20.70 dB

PL13 23.70 dB

SFO2 400.1316005 MHz

F2 - Processing parameters
S| 32768
SF 100.6128209 MHz

WDW EM
SSB 0

LB 1.00 Hz
GB 0

PC 1.00
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NaOH extracted

O O "N W oo O OMOWOW &g o) O A
M AN O — WL OO OO0 OO Woowrr-
AN OYOY O I™~M O WwLw < O ww o o o
Mmoo oM NANANN A A AO OO

—8.316
—7.229

—6.724
—6.610

MeO _Pr

MeO N NH2

10 9 8 7 6 5 4 3 2 1
o © ~ [ ofo]o] o < o ©
~ ~ ol —lo|o]||o o ~ <
1) o o |o olo|o||— 7o) o o
o o —lo ]| |o o ™ ™

Current Data Parameters

NAME RMO036
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20121230
Time 14.58
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30

TD 32768
SOLVENT DMSO
NS 12

DS 0

SWH 9057.971 Hz
FIDRES 0.276427 Hz
AQ 1.8087935 sec
RG 114

DW 55.200 usec
DE 6.50 usec

TE 295.7K

D1 2.00000000 sec
TDO 1
======== CHANNEL f1 ========
NUCA1 1H

P1 13.20 usec

PL1 -0.60 dB
SFO1 500.1330008 MHz

F2 - Processing parameters

SI 16384

SF 500.1300053 MHz
WDW EM

SSB 0

LB 0Hz

GB 0

PC 1.00



NaOH extracted

o AANMNMO O NMN~O
O O~ O «— < O © © N~ O =< O~ < 0 — O o
- 9 - W0Ww o0 © <t ~ LOLNODVOULM«— O () Current Data Parameters
© VWS o O o (] DLOANOOOHOOOHOO OO O O o NAME RMO036
-~ = ™ v — — — N~ DDUOITTOOOOMOOMAN ~— EXPNO 2
IRERY \ |/ | NS O e
F2 - Acquisition Parameters
Date_ 20121230
Time 15.51
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
O D 65536
SOLVENT DMSO
NS 1000
MeO _Pr bs 0
N SWH 30030.029 Hz
FIDRES 0.458222 Hz
AQ 1.0911744 sec
Z S
. usec
MeO N N H2 DE 6.50 usec
TE 297.5K
3ch D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f{ ========
NUC1 13C
P1 10.00 usec
PL1 6.50 dB
SFO1 125.7709931 MHz
======== CHANNEL 2 ========
CPDPRG|[2 waltz16
NUC2 1H
PCPD2 90.00 usec
PL2 -0.60 dB
PL12 15.20 dB
PL13 18.20 dB

SFO2 500.1320005 MHz

F2 - Processing parameters

S| 65536

SF 125.7578513 MHz
WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.00

B I I I I Y Y A DA RN AR RARRARAARY REAREAREN NARARRARN RARRARRARY RARARAR RAARRARR
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm

54 /157



H of

Current Data Parameters
N TO012

AME
NHO~OOTANTOMS NN TN N O LD ™ ™ — EXPNO 7
FAOMO T NO O NM S 0 LM 00 ~ ~ o PROCNO 1
DO OO NN AN NOTMNOO 0N OO NOM © o~ o
o s oo aoaaaaaas I o F2 - Acquisition Parameters
[ O N e T S S N S S e e S N S N N S Vo) ™ ™ o~ 1Q_ate_ 2%6102910
ime .
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG zg30
TD 32768
SOLVENT DMSO
NS 12
DS 0
A0 TN AN OO O SWH 7246.377 Hz
HOOO TN TN O —ALWDMOSLW FIDRES 0.221142 Hz
A~ OO M AN MO OO NO AQ 2.2609921 sec
OOLOOLOOLOMMOMONNNN N MeO RG 362
N e e N bw 69.000 usec

S S -

======== CHANNEL f{ ========
3da NUC1 1H

P1 14.40 usec

PL1 1.80 dB

SFO1 400.1324008 MHz

F2 - Processing parameters
A Sl 16384

SF 400.1300026 MHz
EM

T T T T T T WDW
7.6 7.4 7.2 ppm 52 ok
GB 0
PC 1.00
N o
[QV] (@]
(@] N
o L
e L “ J ) » y
""" | I L I I L I B B B B B
10 9 8 7 6 5 4 3 2 1 0 ppm
AN |™M < (@) e}
N[O LN (@] ™
Ol [N [e0] (@) ()}
M| — ™ —

55/ 157



13C of 3

ONT— N~ O~
OO+~ N~ON
0O DO T
HOANNNNN
A un

—161.61
—154.22
—150.24
—144.56
—106.46

MeO

MMWWMWMM

190 180 170 160 150 140 130 120 110

—55.40

40.14

39.93
39.72

39.51

40

39.30
39.09
38.88

30

Current Data Parameters

NAME TO012
EXPNO 11
PROCNO 1

F2 - Acquisition Parameters
Date_ 20161006
Time 7.7
INSTRUM spect

PROBHD 5 mm BBO BB-1H
PULPROG zgpg30

D 32768
SOLVENT DMSO

NS 11700

DS 0

SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 0.6815744 sec
RG 4096

DW 20.800 usec

DE 6.50 usec

TE 297.5K

D1 2.00000000 sec
D11 0.03000000 sec
TDO 1

======== CHANNEL f1 ========
NUC1 13C

P1 9.00 usec

PL1 7.00 dB

SFO1 100.6233325 MHz
======== CHANNEL 2 ========
CPDPRG|2 waltz16
NUC2 1H

PCPD2 90.00 usec
PL2 1.80 dB

PL12 17.00 dB

PL13 20.00 dB

SFO2 400.1316005 MHz

F2 - Processing parameters

S| 32768

SF 100.6128177 MHz
WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.00
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Current Data Parameters

NAME S1055-3
OO M~W0WOOoWr™~ MmN r~ L0 < EXPNO 1
LOL~-MNMDOMN A ™M eg) O PROCNO 1
SO~V TNO O ~ o
m m m N N N N N f\l f\l O l\ m F2 - Acquisition Parameters
A A A A ™ ™ Date_ 20141224

Time 7.48
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG zg30
TD 32768
SOLVENT DMSO
O~ 0o~ mMN NS 12
Me OO ~OMN DS 0
OO T N O SWH 7246.377 Hz
O MOONNNNA FIDRES  0.221142 Hz
AQ 2.2609921 sec
Meo [ e RG 14
N DW 69.000 usec
DE 6.50 usec
TE 295.7 K
P D1 2.00000000 sec
N NH TDO 1
2
3db ======== CHANNEL f{ ========
NUC1
P1 15.00 usec
PL1 -5.85 dB
SFO1 400.1324008 MHz
F2 - Processing parameters
S| 16384
SF 400.1300029 MHz
WDW EM
SSB 0
LB 0 Hz
GB 0
PC 1.00
I i I
7.4 ppm
o) [0 foo [ |~
< [ <o
ol|lo|o|wo|—
N[ =]
3 . J( ) ) L . J
""" I R D A L I I I
10 9 8 7 6 5 4 3 2 1 0 ppm
o o [oo | <]~ < To) o
< || [ — o o
olo|o|o|— ~ o o
N[ A — ™ [ee]
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MeO

13C

180

170

—161.64

160

—154.17
—150.41
——144.52

Me

150

130.44

e
Z -

140

——128.45

X

130

125.56
124.21

120

——116.87

—106.41

110

55.36

39.49

40

20.81

190 20

Current Data Parameters

NAME S1055-3
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20141224

Time 8.00
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG zgpg30

TD 68
SOLVENT DMSO

NS 701

DS 0

SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 0.6815744 sec
RG 8192

DW 20.800 usec

DE 6.50 usec

TE 2959 K

D1 2.00000000 sec
D11 0.03000000 sec
TDO 1

======== CHANNEL f{ ========
NUC1 13C

P1 10.00 usec

PL1 6.70 dB

SFO1 100.6233325 MHz
======== CHANNEL 2 ========
CPDPRG|[2 waltz16
NUC2 1H

PCPD2 90.00 usec
PL2 -5.85 dB

PL12 9.10 dB

PL13 12.10 dB

SFO2 400.1316005 MHz

F2 - Processing parameters
S| 68
SF 100.6128195 MHz

WDW EM
SSB 0

LB 1.00 Hz
GB 0

PC 1.00
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H of

MONOMOWOTM™I OO
DO O ONWNMS OO L0
TOLTOAADNN OO MM
OOV D D W0 D00 0 W0
A N A A N A

7.5263
7.5204
7.5126
7.5018

OO N O
O NS~ o
S~ O oM
MMM N A
[ e

o= e——

Br

7.7402
7.7183
7.7120
7.5747
7.5706
7.5556
7.5381

/

T~—7.5204

7.3760
7.3725
——7.3549

£

3.3348

2.5050
2.5006
2.4961

3ea
T T T
7.8 7.6 ppm
(@] @f [ee]
o~ [ee] \ej
(@] N —
- o N
J UL <,]\_ ] AJL A
""" R I I L L B I A B A AR
10 9 8 7 6 5 4
(@] [e] (o)) [ee) ANy} (&) (@] O
(@) Il [ee] [Ne] Ne) ™ ™ O
OO |IN | |O (ee] ~ [ee]
Y iy PN PN - <« —

Current Data Parameters
NAME TO027

EXPNO 7
PROCNO 1

F2 - Acquisition Parameters
Date_ 20161110
Time 23.53
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG zg30

TD 32768
SOLVENT DMSO
NS 12

DS 0

SWH 7246.377 Hz
FIDRES 0.221142 Hz
AQ 2.2609921 sec
RG 2281

DW 69.000 usec
DE 6.50 usec

TE 296.5 K

D1 2.00000000 sec
TDO 1
======== CHANNEL {1 =======
NUCA1 1H

P1 14.40 usec
PL1 1.80 dB

SFO1 400.1324008 MHz
F2 - Processing parameters
Sl 16384

SF 400.1300026 MHz
WDW EM

SSB 0

LB 0 Hz

GB 0

PC 1.00
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Br

13C of 3

~— T O T MO M NMO
0] T MO OANNMNOMOMMN <tTON—T OO
o N N O oW 0o N —OoONWOLMO© Current Data Parameters
(o] LT OOANNNNN ™ — [@Ne)Ne)Ne)Ne)Ne)Neol NAME TO027
-~ T T T T T T T T v tT MO OMOMOMOMOOMOMm EXPNO 6
1NN N e
F2 - Acquisition Parameters
Date_ 20161110
Time 23.40
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG zgpg30
D 32768
O SOLVENT DMSO
NS 2000
DS 0
SWH 24038.461 Hz
N FIDRES 0.733596 Hz
AQ 0.6815744 sec
RG 4096
= DW 20.800 usec
N N H2 DE 6.50 usec
TE 297.1K
3ea D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f{ ========
NUCA1 13C
P1 9.00 usec
PL1 7.00 dB
SFO1 100.6233325 MHz
======== CHANNEL 2 ========
CPDPRG[2 waltz16
NUC2 1H
PCPD2 90.00 usec
PL2 1.80 dB
PL12 17.00 dB
PL13 20.00 dB

SFO2 400.1316005 MHz

F2 - Processing parameters

S| 32768

SF 100.6128179 MHz
WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.00

AR

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm

60/ 157



Current Data Parameters
SG081

NAME
OHMAOAOMWOWMANTMWOM™S O WO ™ < 0 <O EXPNO 4
MM~ OONWONO O O O LD © ~ M O O © PROCNO 1
—HOOOTNAOMOMNSONS O < o ooy M
mwmmmmmwvwwMMMHHH m Lr)q'q'm F2 - Acquisition Parameters
o S S A A A A ™ ISESENEN Date_ 20141207
Time 3.13
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG zg30
TD 32768
SOLVENT DMSO
HONOMOUMAN MO~ OO gg 102
~ OO O O OO
O VA A GNP ARSI SWH 7246377 Hz
@mmmmmwwww‘mmm‘—qﬁ FIDRES 0.221142 Hz
ool e . AQ 2.2609921 sec
A RG 181
N DW 69.000 usec
DE 6.50 usec
TE 296.0 K
~ D1 2.00000000 sec
N NH TDO 1
T
———————— CHANNEL f1 ========
3fa NUC1
P1 15.00 usec
PL1 -5.85 dB

SFO1 400.1324008 MHz
F2 - Processing parameters
Sl 16384

SF 400.1300031 MHz
EM

WDW

SSB 0

LB 0 Hz

GB 0

PC 1.00

7.8 7.6 7.4 7.2 ppm

3.047
1.023
2.032
1.013

2.032
1.013

1.000
3.047TZ=
1.023

1.564
10.883
2.213
3.000
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1H -3-sit

N~ DLOWLOOANDDTMNO
N~ OQOMNLOLWO OWNOWOLW NOANT— OO0 N ©
— —OWOWOOD 0L ™ O —OoONLOLNO©O < Current Data Parameters
(o] LTOOONNNNON «— OO O O NAME SGO081
-~ Lol el ol i i ol i ol ol i tT O OOMOOMOOMOMm (qV] EXPNO 6
AN | O e
F2 - Acquisition Parameters
Date_ 20141207
Time 3.20
INSTRUM spect
PROBHD 5 mm BBO BB-1H
DO OND—®™ PULPROG zgpg30
[P OO O O M~ TD 3
O VWY OO PW SOLVENT DMSO
[apNep] MO NANNN NS 406
SWH 24038.461 Hz
N FIDRES 0.733596 Hz
AQ 0.6815744 sec
)\ RG 11585.2
= DW 20.800 usec
N NH2 DE 6.50 usec
TE 296.3 K
3fa D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f{ ========
NUC1 13C
P1 10.00 usec
PL1 6.70 dB
SFO1 100.6233325 MHz
======== CHANNEL 2 ========
CPDPRG|[2 waltz16
NUC2 1H
PCPD2 90.00 usec
PL2 -5.85 dB
PL12 9.10 dB
PL13 12.10 dB
SFO2 400.1316005 MHz
F2 - Processing parameters
SI 32768
SF 100.6128178 MHz
WDW EM
SSB 0
L R D LB 1.00 Hz
GB 0
140 135 130 ppm B 1.00

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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Me

1H

OO~ FTNMMCOMLU ™~
DA OFTOH MMM —1O OV <
<< NA0D A0 <
O I I T MM AN A
I e e e N L SN
Ne)

Me 9

<

<

~

ya
~
N
-
~J

7.4404
7.4247
7.4195

7.3532
7.2113
7.1908
7.1663
7.1455

3.3380

1.017
2.061

~J

_

2.020
1.053

ppm

—2.3960

__-2.5004

1.700

6.000

Current Data Parameters

NAME S1052-3
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20141220

Time 1.53
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30

TD 32768
SOLVENT DMSO

NS

DS 0

SWH 7211.539 Hz
FIDRES 0.220079 Hz
AQ 2.2719147 sec
RG 99.72

DW 69.333 usec

DE 10.52 usec

TE 297.6 K

D1 2.00000000 sec
TDO 1

======== CHANNEL {1 ========
SFO1 400.1324008 MHz
NUC1 1H

P1 12.80 usec
PLWA1 15.00000000 W

F2 - Processing parameters
Sl 16384

SF 400.1300023 MHz
WDW EM

SSB 0

LB 0 Hz

GB 0

PC 1.00
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13C

» COTNONNOONT O
N~ TO OO N0 o o m
— “fNOWLANO O ®LW MO 0 0 <t Current Data Parameters
© OLTOOOOOANNAN «— [e)] o o NAME S1052-3
~ L2l sl i ol i i ol i i i (a0} AN N EXPNO 4
NN % O e
F2 - Acquisition Parameters
Date_ 20141220
NN Time 3.12
0 < INSTRUM spect
o o PROBHD 5 mm PABBO BB/
D™ PULPROG zgpg30
Me - ™ 32768
O SOLVENT DMSO
NS 1500
DS 0
SWH 24038.461 Hz
N FIDRES 0.733596 Hz
AQ 0.6815744 sec
/J\ RG 198.09
= DW 20.800 usec
N NH2 DE 6.50 usec
TE 298.9 K
3fb D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f{ ========
SFO1 100.6233319 MHz
NUC1 13C
P1 10.00 usec
PLW1 46.00000000 W
======== CHANNEL 2 ========
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec

PLW2 15.00000000 W
PLW12 0.34252000 W
PLW13 0.27744001 W

F2 - Processing parameters

S| 32768

SF 100.6128199 MHz
WDW EM

SSB 0

LB 2.00 Hz

GB 0

PC 1.00

T T T T T T T T T T
131.0 1305 130.0 ppm

L T TNR———

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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Me

7.6804
7.6780
7.6270
7.6195
7.6143
7.6030
7.5978
7.5909
7.4527
7.4476
7.4319
7.4267
7.3996
7.3923
7.3875
7.3757
7.3709
7.3634
7.1640
7.1432

6.2686
5.7506

S e

Cl

7.6804
7.6780
7.6195
7.5978
7.3923
7.3709

/
d
_

7.1640
7.1432

3.3198

2.5084
2.5041
2.4997
2.4953

2.4910
2.3353

§

1.744

0.125

18.599

5.358
3.000

Current Data Parameters
NAME SGO079

EXPNO 4
PROCNO 1

F2 - Acquisition Parameters
Date_ 20141204
Time 14.33
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG zg30

TD 32768
SOLVENT DMSO
NS 12

DS 0

SWH 7246.377 Hz
FIDRES 0.221142 Hz
AQ 2.2609921 sec
RG 322.5

DW 69.000 usec
DE 6.50 usec

TE 300.1 K

D1 2.00000000 sec
TDO 1
======== CHANNEL {1 =======
NUCA1 1H

P1 15.00 usec
PL1 -5.85 dB

SFO1 400.1324008 MHz
F2 - Processing parameters
Sl 16384

SF 400.1300032 MHz
WDW EM

SSB 0

LB 0 Hz

GB 0

PC 1.00
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1H -3-sit

N~ ANOANDANT—TOOANNM
- O0UWITNOOD MO TONWOWNO©O T
(] LFTOOOOOMONNN «— [@Ne)Ne)le)le)Ne) o BN e
~ Rl ol el S i sl el i i el <t OMmOOmOoOmOoOmOo™m (9]
NN\ N 588
™~ S
™ (e Ne el
™ MmO MmAN
~ T T
Me N
/)\
3de NH,

il

I ) I ) I ) I
132 130 ppm

MMWWWWMWMWWWM

190 180 170 160 150 140 130 120 110 100 90 80 70 40 30 20 10 0 ppm

Current Data Parameters

NAME SGO079
EXPNO 7
PROCNO 1

F2 - Acquisition Parameters
Date_ 20141207
Time 0.57
INSTRUM spect

PROBHD 5 mm BBO BB-1H
PULPROG zgpg30

D 32768
SOLVENT DMSO

NS 2000

DS 0

SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 0.6815744 sec
RG 11585.2

DW 20.800 usec

DE 6.50 usec

TE 296.6 K

D1 2.00000000 sec
D11 0.03000000 sec
TDO 1

======== CHANNEL f1 ========
NUC1 13C

P1 10.00 usec

PL1 6.70 dB

SFO1 100.6233325 MHz
======== CHANNEL 2 ========
CPDPRG|2 waltz16
NUC2 1H

PCPD2 90.00 usec
PL2 -5.85 dB

PL12 9.10dB

PL13 12.10dB

SFO2 400.1316005 MHz

F2 - Processing parameters
S| 32768
SF 100.6128179 MHz

WDW EM
SSB 0

LB 1.00 Hz
GB 0

PC 1.00
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or 13

Current Data Parameters
N SG083

AME
o] N OO O WO < ™ @ O o EXPNO 105
[ — — 1O OV [~ O N O o] e} o W AN O PROCNO 1
o SO M ANOSMMA < o — O O ©
"0, m 0 N N H H ‘_' ‘_' ‘_' oo m m LO LO m F2 - Acquisition Parameters
o N R 7o) ™ ISESENEN Date_ 20141220
Time 23.27
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
TD 32768
MO O W WO SOLVENT DMSO
— = OO~ O N WO NS 2
Me S~ ONO>MOMAN DS 0
O Mo NN SWH 7211.539 Hz
FIDRES 0.220079 Hz
O AQ 22719147 sec
RG 38.89
N DW 69.333 usec
DE 10.52 usec
TE 297.8 K
~ D1 2.00000000 sec
N NH TDO 1
2
3 b ======== CHANNEL f{ ========
g SFO1 400.1324008 MHz
NUC1 1H
P1 12.80 usec
PLW1 15.00000000 W
F2 - Processing parameters
S| 16384
SF 400.1300000 MHz
WDW EM
SSB 0
LB 0 Hz
GB 0
PC 1.00
7.4 7.3 7.2 ppm
Ne] o||lo] |0
] o ||~ |10
o ollo| |©
— [N |
) JUL e
""" I R D A L I I I
10 9 8 7 6 5 4 3 2 1 0 ppm
o O [co|o|n o [Te} <o
Te) ||~ |n \e] o nlo
[Te} oo c?o o [Te} ol|o
o el Gl (SN [SN o~ — S\ [30]
0
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for 13c

< QOO MNMIAOOOO
[ce] <O~ OO OTOMOM W <TTON—-T OO0 W
- NN ONBOOWDF N~ O —OoONWOLMOO O Current Data Parameters
O OLTTOOONNN—T O [eNe)Ne)Ne)le)Re) o e NAME SG083
VAN ~p | O on o
F2 - Acquisition Parameters
Date_ 20141220
Time 23.51
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
Me ™ 32768
O SOLVENT DMSO
NS 400
DS 0
SWH 24038.461 Hz
N FIDRES 0.733596 Hz
AQ 0.6815744 sec
//I\ RG 198.09
DW 20.800 usec
N° 'NH, DE 6.50 usec
3 b TE 298.8 K
g D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f{ ========
SFO1 100.6233319 MHz
NUC1 13C
P1 10.00 usec
PLW1 46.00000000 W
======== CHANNEL 2 ========
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG|2 waltz16
PCPD2 90.00 usec

PLW2 15.00000000 W
PLW12 0.34252000 W
PLW13 0.27744001 W

F2 - Processing parameters

S| 32768

SF 100.6128016 MHz
WDW EM

SSB 0

LB 2.00 Hz

GB 0

PC 1.00

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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-

— O OO AL OWOHO<TOLWOLWTIr~ AN O O oM O

[ee] O~ OO MWOWIOMOMADNTLOMOT O AL T N ~ O O

. OO 0OV OV OFTMOHOMOMMHOANNNO OO ™ 0 0

&) o e e e e . . o e . . . .

— oo e e S e e e e L e ™ NN

/)\

......... MMM
10 9 8 7 2

O L0 OO D |[H O[O N L0 (@)

(@] (e 0] < |t |- |oOY[M [e0] L0 ™

(@] ()} o] [el el (el o] (o] (] ™ ~ (@)

— (@] N | | [N | < (@] O

NAME RNO050

EXPNO 1
PROCNO 1

Date 20130202
Time 14.34
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30

D 32768
SOLVENT DMSO
NS 2

DS 0

SWH 9057.971 Hz
FIDRES 0.276427 Hz
AQ 1.8088988 sec
RG 128

DwW 55.200 usec
DE 6.50 usec

TE 294.7 K

D1 2.00000000 sec
TDO 1
======== CHANNEL f1 =====
NUCA1 1H

P1 13.20 usec
PL1 -0.60 dB
SFO1 500.1330008 MHz
Sl 16384

SF 500.1300048 MHz
WDW EM

SSB 0

LB 0.00 Hz

GB 0

PC 1.00
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[o0] QO IT -~ ONMO® O

Y} OSMOATOVOMNMOTAN®M — < 00 = <t © —

- ONOFOWOW O AN O O QOO Mv« O Current Data Parameters
© OTOONNNNN T~ «— [oNo Neo N Neorle  Ne)) NAME RN050

VNN " PROCNO 1

F2 - Acquisition Parameters

Date_ 20130202
Time 15.37
INSTRUM spect

PROBHD 5 mm PABBO BB-
PULPROG zgpg30

O D 65536
SOLVENT DMSO
NS 1000
DS 0
NH SWH 30030.029 Hz
FIDRES 0.458222 Hz
//I\ AQ 1.0911744 sec
RG 4096
N N DW 16.650 usec
H DE 6.50 usec
TE 296.8 K
4aa D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f1 ========
NUC1 13C
P1 10.00 usec
PL1 6.50 dB
SFO1 125.7709931 MHz
======== CHANNEL 2 ========
CPDPRG[2  waltz16
NUC2 1H
PCPD2 90.00 usec
PL2 -0.60 dB
PL12 15.20 dB
PL13 18.20 dB

SFO2 500.1320005 MHz

F2 - Processing parameters

S| 65536

SF 125.7578507 MHz
WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.00

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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recrystallized

; T O AN~ MO AT~ TO M 1) O Current Data Parameters
™~ OO TN O 0ONO OO el o ™~ NAME RM115
. DA OWOOWOMMAN N ™ 0 N EXPNO 1
(@) . . . . . . . . . . . . . . . . . . . PROCNO 1
— [o oI e e T S e e e e e e e e ™ NN
F2 - Acquisition Parameters
Date_ 20121020
Time 10.35
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
5 3% g ™ 32768
O © W W © SOLVENT DMSO
. NS 12
~ o~ r~ DS 0
Me SWH 9057.971 Hz
N H FIDRES 0.276427 Hz
AQ 1.8087935 sec
RG 128
- DW 55.200 usec
DE 6.50 usec
N N TE 294.5 K
H D1 2.00000000 sec
4 TDO 1
ab ======== CHANNEL f1 ========
NUCA1 1H
P1 13.20 usec

PL1 -0.60 dB
SFO1 500.1330008 MHz

F2 - Processing parameters
7.65 7.60 ppm Sl 161958p4
SF 500.1300053 MHz
WDW EM
SSB 0
g % [:r' g LB 0 Hz
QN L0 — o GB 0
) . PC 1.00
o o — o

10 9 2 1 ppm
< — ™
© — ~
© o o
o o ~
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recrystallized

~— NDOOLOMNOWLL T O O
© YOOIV ON®IN TYO— YO @
- ONOF—~OWOWOANOD DO QOO M~—O ™ Current Data Parameters
© OTOOONNNN T~ «— OO O NAME RM115
-~ Lol i el S i sl ol i el el ol tT MO OMOMOMOMOOMOMm AN EXPNO 2
B2 | e
F2 - Acquisition Parameters
Date_ 20121020
Time 10.37
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
O ™ 65536
SOLVENT DMSO
Me NS 500
DS 0
NH SWH 30030.029 Hz
FIDRES 0.458222 Hz
/)\ AQ 1.0911744 sec
RG 2896.3
N N DW 16.650 usec
H DE 6.50 usec
TE 294.8 K
4ab D1 3.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f{ ========
NUC1 13C
P1 10.00 usec
PL1 6.50 dB
SFO1 125.7709931 MHz
======== CHANNEL 2 ========
CPDPRG|[2 waltz16
NUC2 1H
PCPD2 90.00 usec
PL2 -0.60 dB
PL12 15.20 dB
PL13 18.20 dB
SFO2 500.1320005 MHz

F2 - Processing parameters

S| 65536

SF 125.7578507 MHz
WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.00

B I I I I Y Y A DA RN AR RARRARAARY REAREAREN NARARRARN RARRARRARY RARARAR RAARRARR
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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1H of SC 60 recrystallized

—10.762
8.457
7.953

951
937
935
636
633
619
602
343
328
207
192
178
944
926

4ac

3.747

3.342

2.507
2.504
2.500
2.496
2.493

[ee)] — (o)) [ee) [ee} o] N®)
N o0 < [~ |{cO |CO |cO
N o0 (@)} QO [OY[OY| O
. . . . of of
o o o N[O|O|H

3.000

Current Data Parameters
NAME TCC-20140603

EXPNO 12
PROCNO 1

F2 - Acquisition Parameters
Date_ 20140605
Time 17.15
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30

TD 65536
SOLVENT DMSO
NS 32

DS 0

SWH 9057.971 Hz
FIDRES 0.138214 Hz
AQ 3.6175871 sec
RG 128

DW 55.200 usec
DE 6.50 usec

TE 300.1 K

D1 2.00000000 sec
TDO 1
======== CHANNEL f1 ========
NUCA1 1H

P1 13.20 usec

PL1 -0.60 dB
SFO1 500.1330008 MHz
F2 - Processing parameters

SI 32768
SF 500.1300050 MHz

WDW EM
SSB 0

LB 0Hz

GB 0

PC 1.00
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13C of SC 60 recrystallized

O AN M~ C© NWW~— <t IO
qess oL@ :88’:8%88 Current Data Parameters
~ . . . . . . .
% g%? ggﬁﬁﬁmff—’ sl oNeoNoNoNe)We)le)) NAME TCC-20140603
-~ ~— — T T T T T T v nITIFTITFTOOM EXPNO 13
I NN \ O e
F2 - Acquisition Parameters
Date_ 20140605
Time 16.07
(@) INSTRUM spect
PROBHD 5 mm PABBO BB-
OMe PULPROG zgpg30
NH TD 65536
SOLVENT DMSO
NS 2033
~ DS 0
N N SWH 30303.031 Hz
FIDRES 0.462388 Hz
H AQ 1.0813440 sec
RG 8192
4ac DW 16.500 usec
DE 6.50 usec
TE 300.0 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f{ ========
NUCA1 13C
P1 10.00 usec
PL1 6.50 dB
SFO1 125.7709936 MHz
======== CHANNEL 2 ========
CPDPRG[2 waltz16
NUC2 1H
PCPD2 90.00 usec
PL2 -0.60 dB
PL12 15.20 dB
PL13 18.20 dB

SFO2 500.1320005 MHz

F2 - Processing parameters

S| 65536

SF 125.7577880 MHz
WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.00

B I I I I Y Y A DA RN AR RARRARAARY REAREAREN NARARRARN RARRARRARY RARARAR RAARRARR
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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1H of RX84

—

— O AN~ O HOMS TN AN OO 0O N O © ~mowm oW Current Data Parameters

o TN~ OO OO 0O NN © HHH OO w WO O NAME  TCC-20140424

. WA OOOVWOWOOOTMMMMANNNNN (S lNToNToNToToNTe] [oNeNe) EXF(;I\(I:O 1

o T Y e e e e e e o e e PROCNO 1

— o T e e T S e e e o i S St e e el e e e R ™M NN NN N —
F2 - Acquisition Parameters
Date_ 20140424
Time 17.58
INSTRUM spect

O PROBHD 5 mm PABBO BB-
PULPROG 2930
TD 32768

Cl SOLVENT DMSO
NH NS 16
DS 0
SWH 9057.971 Hz
= FIDRES  0.276427 Hz
N AQ 1.8087935 sec

N RG 114

DW 55.200 usec
DE 6.50 usec
4ad TE 300.0 K
D1 2.00000000 sec
TDO 1
======== CHANNEL f1 ========
NUC1 1H
P1 13.20 usec

PL1 -0.60 dB

SFO1 500.1330008 MHz
F2 - Processing parameters
SI 32768

SF 500.1300000 MHz
WDW EM

SSB 0

LB 0 Hz

GB 0

PC 1.00

11 10 9 8 7 6 5 4 3 2 rpm
N AN OM O[O |0 (@] — e}
~ NeJ (@} ITo} Innl (e o] < [ee] (48]
()} () [e)le] (e} e] [e) L ™ —
o o ) PN ) P o o o
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13C of RX84

N d2Bs8ssarass 533838 3
& BIBSANSLRNE £9995888 2
NN N

o

NH =
N/)\N
H

4ad
A S )

190 180 170 160 150 140 130 120 110 100 90 60 50 40 30 20

NAME TCC-20140424
EXPNO 2
PROCNO 1

Date 20140424

Time 18.10
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30

TD 65536
SOLVENT DMSO

NS 2350

DS 0

SWH 30303.031 Hz
FIDRES 0.462388 Hz
AQ 1.0814105 sec

RG 5792.6

DW 16.500 usec

DE 6.50 usec

TE 300.0K

D1 2.00000000 sec
D11 0.03000000 sec
TDO 1

======== CHANNEL {1 ========
NUC1 13C

P1 10.00 usec

PL1 6.50 dB

SFO1 125.7709936 MHz
======== CHANNEL f2 ========
CPDPRG2 waltz16
NUC2 1H

PCPD2 90.00 usec
PL2 -0.60 dB

PL12 15.20 dB

PL13 18.20 dB

SFO2 500.1320005 MHz
SI 65536

SF 125.7577899 MHz
WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.00
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1H of RX100

Current Data Parameters

—
o ONILOL ALTOMS>MO WOWWN O IO r~ ™M O~
o O M~~~ O N OO0 O WO ™ [eNeoNe\ NAME TCC-20140424
. TANNOOOASI-™ OO ITMMAN ™ [FOTORESY EXPNO 10
— T . e PROCNO 1
— O) CO CO CO CO CO [~ [~ [~ [~ [~ >~ >~ >~ > > > ™ N NN
F2 - Acquisition Parameters
Date_ 20140428
Time 18.09
INSTRUM spect
PROBHD 5 mm PABBO BB-
O < - PULPROG zg30
— O © TD 32768
o oo o SOLVENT DMSO
. . e . NS
@ 0 © I~ DS 0
NO SWH 9057.971 Hz
N H 2 FIDRES 0.276427 Hz
AQ 1.8087935 sec
RG 161.3
sk DW 55.200 usec
DE 6.50 usec
N N TE 300.4 K
H D1 2.00000000 sec
TDO 1
4ae ======== CHANNEL f1 =======
NUCA1 1H
P1 13.20 usec
PL1 -0.60 dB
SFO1 500.1330008 MHz
F2 - Processing parameters
SI 32768
SF 500.1300048 MHz
WDW EM
SSB 0
LB 0 Hz
GB 0
PC 1.00
I I I
8.05 8.00 Ppm
N ™ <
o~ < N
o) ™ )
o — o
A A M . e .
""" | NS A A I Y A L I
11 10 9 8 7 6 5 4 3 2 1 rpm
o)} ™ N | |o|n]o
< ™ ’@/ﬁr [N [=][Te] o)}
o o 9} el lsol [} ] [} [e))
o o —lo|lH|lo|lH|o|o
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13C of RX100

~— NUOTOANNOONMNMO
@ @ueeNT YR Lfo) cc?) \': 8 8 8 Lro) Current Data Parameters
& IFTITa881I22 P NAME  TCC-20140424
~ Ll sl i i i i ol i i el < < TS TOO™m EXPNO 12
NV AN e
F2 - Acquisition Parameters
Date_ 20140429
Time 3.51
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
@) D 65536
SOLVENT DMSO
NS 17363
NO»> DS 0
NH SWH 30303.031 Hz
FIDRES 0.462388 Hz
/)\ AQ 1.0813440 sec
RG 8192
N N DW 16.500 usec
H DE 6.50 usec
TE 300.0K
4ae D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f{ ========
NUC1 13C
P1 10.00 usec
PL1 6.50 dB
SFO1 125.7709936 MHz
======== CHANNEL 2 ========
CPDPRG[2 waltz16
NUC2 1H
PCPD2 90.00 usec
PL2 -0.60 dB
PL12 15.20 dB
PL13 18.20 dB

SFO2 500.1320005 MHz

F2 - Processing parameters

S| 65536

SF 125.7577903 MHz
WDW EM

SSB 0

LB 2.00 Hz

GB 0

PC 1.00

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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™

[Te) VOO NMCRMSNOIFOWNANO OO o O A o~ < O~ ~ Current Data Parameters
o~ OO WOWTONHNAHOMNOOWL MAN (@) [N eNe)NNe] NAME RM187-2
. N HADDAADD VOO MMNHONNNHOOO ™ 0 W0 < N EXPNO 1

— . PROCNO 1
— Q 0 O [~ [~ [~ >~ >~ ™~ [ e R a at al al ™ NN (NN

~
F2 - Acquisition Parameters
Date_ 20130119
Time 10.30

INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2930
TD 32768
O SOLVENT DMSO
NS 12
[ NS ETo NN )} DS O
SWH 9057.971 Hz
NH RN FIDRES  0.276427 Hz
.. .. AQ 1.8087935 sec
~ ~ ~ ~ RG 128
~ DW 55.200 usec
DE 6.50 usec
N N TE 293.8 K
H D1 2.00000000 sec
1

4af Me ”

======== CHANNEL {1 ========

NUC1 1H

P1 13.20 usec

PL1 -0.60 dB

SFO1 500.1330008 MHz

F2 - Processing parameters
— SI 16384

A B SF 500.1300048 MHz

WDW EM
7.25 7.20 ppm SsB. o

LB 0Hz
GB 0
PC 1.00

2.730
0.251

[Q\ Nel (@] (o)} [To} Il Ne) (@] Lo} (a0 < <O

o < H O[O OO [OY [ (L) (LD — N[O

[} (@] [} [} [ee] [} (] [l [QV] [e)} (o)) @ O

(@) (o] (e} (o] (e} (o) (e} [oV] (e} () — [e>] [e0]
N
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M NOONUOMNOONTS IO O

- OO LEOD O™ AN N O QOO M~— O [} Current Data Parameters
© IOOTOOONNNNNNON — [eNeo NN Ne)Ne)Nel N~ NAME RM187-2
A i st sl i el ol el i i ol TTOOOOMOO®M ~— EXPNO 2

N\ TSN D 4

F2 - Acquisition Parameters

Date_ 20130119
Time 10.39
INSTRUM spect

PROBHD 5 mm PABBO BB-
PULPROG zgpg30

O D 65536
SOLVENT DMSO
NS 500
DS 0
NH SWH 30030.029 Hz
FIDRES 0.458222 Hz
/)\ AQ 1.0911744 sec
RG 2896.3
N N DW 16.650 usec
H DE 6.50 usec
TE 295.1 K
4af Me D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f1 ========
NUC1 13C
P1 10.00 usec
PL1 6.50 dB
SFO1 125.7709931 MHz
======== CHANNEL 2 ========
CPDPRG[2  waltz16
NUC2 1H
PCPD2 90.00 usec
PL2 -0.60 dB
PL12 15.20 dB
PL13 18.20 dB

SFO2 500.1320005 MHz

F2 - Processing parameters

S| 65536

SF 125.7578459 MHz
WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.00

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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1H of RX 105 recrystallized

10.785

7.880
7.877
7.864
7.861
7.564
7.560
7.547
7.533
7.530
7.248
7.232
7.104
7.089
7.074
6.293

RNy

3.321
3.302
3.289
3.277
3.264
2.507
2.503
2.500
2.496
2.493
1.592
1.577
1.562
1.548
1.534

1.519
0.930

0.915
0.900

N W N\

0.939

0.969
1.000

0.928

2.284

1.987

Current Data Parameters
NAME TCC-20140603

EXPNO 7
PROCNO 1

F2 - Acquisition Parameters
Date_ 20140605
Time 12.56
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30

TD 65536
SOLVENT DMSO
NS 32

DS 0

SWH 9057.971 Hz
FIDRES 0.138214 Hz
AQ 3.6175871 sec
RG 181

DW 55.200 usec
DE 6.50 usec

TE 300.0 K

D1 2.00000000 sec
0 1

======== CHANNEL f{ =======
NUCA1 1H
P1 13.20 usec

PL1 -0.60 dB
SFO1 500.1330008 MHz
F2 - Processing parameters

SI 32768
SF 500.1300050 MHz

WDW EM
SSB 0

LB 0Hz

GB 0

PC 1.00
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13C of RX 105 recrystallized

© N~ - OO MOo
© o Loaraen 3 Lro) 8 ,\: 8 g 5 Lro) 8 E Current Data Parameters
o o S &JIQE NOOoOOCOoOoO DA — NAME  TCC-20140603
~— ~— - T St T TTTOOON — EXPNO 8
| N ~\ | e
F2 - Acquisition Parameters
Date_ 20140604
Time 19.12
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
O D 65536
SOLVENT DMSO
NS 6995
DS 0
NH SWH 30303.031 Hz
/I\ FIDRES 0.462388 Hz
AQ 1.0813440 sec
= F RG 5792.6
N N DW 16,500 usec
H DE 6.50 usec
TE 300.0K
4ah D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f{ ========
NUC1 13C
P1 10.00 usec
PL1 6.50 dB
SFO1 125.7709936 MHz
======== CHANNEL 2 ========
CPDPRG[2 waltz16
NUC2 1H
PCPD2 90.00 usec
PL2 -0.60 dB
PL12 15.20 dB
PL13 18.20 dB

SFO2 500.1320005 MHz

F2 - Processing parameters

S| 65536

SF 125.7577906 MHz
WDW EM

SSB 0

LB 4.00 Hz

GB 0

PC 1.00

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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1H of rx121

11.457

12

0.195

11

10

9

0.817
0.642
0.991
1.969
0.994
0.985
1.000
0.994

[ee}

7

6

5

4

3

Current Data Parameters

NAME 2014050115
EXPNO 4
PROCNO 1

F2 - Acquisition Parameters
Date_ 20140717
Time 15.31
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30

TD 6

SOLVENT DMSO
NS

DS

SWH 9057.971 Hz
FIDRES 0.138214 Hz
AQ 3.6175871 sec
RG 35.9

DW 55.200 usec
DE 6.50 usec

TE 300.0 K

D1 2.00000000 sec
TDO 1
======== CHANNEL f{ =======
NUC1 1H

P1 13.20 usec
PL1 -0.60 dB
SFO1 500.1330008 MHz
F2 - Processing parameters
Sl 16384

SF 500.1300048 MHz
WDW EM

SSB 0

LB 0 Hz

GB 0

PC 1.00
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13C of rx121

™ NTLOLOOMOMMANOO WD
e ONLONOVOOWF O DM~ OO Current Data Parameters
© TOOONNNNNN «~ v« [eNoNoNeNe)Ne)Ne)) NAME 2014050115
~— Ll ol i el il el i el < < ST OO™M EXPNO 5
| \ ‘\NV//// PROCNO 1
F2 - Acquisition Parameters
O Date_ 20140717
Time 14.15
INSTRUM spect
I PROBHD 5 mm PABBO BB-
N PULPROG zgpg30
TD 65536
/I\ SOLVENT DMSO
= NS 21883
N N DS 0
H SWH 30303.031 Hz
- FIDRES 0.462388 Hz
4ai AQ 1.0813440 sec
RG 8192
DW 16.500 usec
DE 6.50 usec
TE 300.0K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f1 ========
NUCA1 13C
P1 10.00 usec
PL1 6.50 dB
SFO1 125.7709936 MHz
======== CHANNEL f2 ========
CPDPRG[2 waltz16
NUC2 1H
PCPD2 90.00 usec
PL2 -0.60 dB
PL12 15.20 dB
PL13 18.20 dB

SFO2 500.1320005 MHz

F2 - Processing parameters

S

SF 125.7577621 MHz
WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.00

e e

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm

N~ < o] < | [0
D D (98} M| (O]
[} (o)} [} o [O|™
o o o —| I—]O
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1H

9 OO AMWOWML N O O N LD — Mmoo m Current Data Parameters
T} MO FTNOONAINO N O ™ O o) O O NAME RX160 recrystall
. HOOOHWWWOWWOWWOUTITMMNNN ™ O << N EXPNO 1
— . . . . . . . . . . . . . . . . . . . . . PROCNO ‘|
— [oe e e e A ™ NN NN
F2 - Acquisition Parameters
Date_ 20141017
Time 12.57
INSTRUM spect
O PROBHD 5 mm PABBO BB/
PULPROG 2930
r Me TD 32768
SOLVENT DMSO
N NS 16
DS 0
//I\ SWH 7211.539 Hz
FIDRES 0.220079 Hz
N N AQ 2.2719147 sec
RG 158.74
DW 69.333 usec
4aj DE 10.52 usec
TE 297.8 K
D1 2.00000000 sec
TDO 1
======== CHANNEL f1 ========
SFO1 400.1324008 MHz
NUC1 1H
P1 12.80 usec

PLW1 15.00000000 W

F2 - Processing parameters

SI 16384

SF 400.1300034 MHz
WDW EM

SSB 0

LB 0 Hz

GB 0

PC 1.00

[e)} [eo) Innll () Q) [ee] [e) [Tp)] (@)}
o MO |O |~ | [~ [0 N
o0} [eel [l (@] [} [2] [e)] [ (@)}
o oOlolH|o|lo|Oo]|H N
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13C

X IFIZEI2SEREB D LWYTON-OD ®
N OCOUELTAD OO F O O LW O NO®oOmM Current Data Parameters
© LOTOOOONNNNN T~ — [eNoNoNeNeoNe)Neo) BN e NAME  RX160 recrystall
L i S i i el el i el el ol ol < ITITTOO™ N EXPNO 3
NN T oo
F2 - Acquisition Parameters
Date_ 20141020
Time 17.55
O INSTRUM spect
PROBHD 5 mm PABBO BB/
r Me PULPROG zgpg30
N TD 32768
SOLVENT DMSO
/I\ NS 2839
> DS 0
N N SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 0.6815744 sec
i RG 198.09
4aj DW 20.800 usec
DE 6.50 usec
TE 298.5 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f1 ========
SFO1 100.6233319 MHz
NUCA1 13C
P1 10.00 usec
PLWA1 46.00000000 W
======== CHANNEL f2 ========
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec

PLW2 15.00000000 W
PLW12 0.34252000 W
PLW13 0.27744001 W

F2 - Processing parameters

S

SF 100.6127685 MHz
WDW EM

SSB 0

LB 2.00Hz

GB 0

PC 1.00

e————

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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16585

NEr Me

Table 1. Crystal data and structure refinement for ch16585.

Identification code
Empirical formula
Formula weight
Temperature
Wavelength
Crystal system
Space group

Unit cell dimensions

Volume

z

Density (calculated)
Absorption coefficient

F(000)

Crystal size

Theta range for data collection
Index ranges

Reflections collected
Independent reflections
Completeness to theta = 25.07°
Absorption correction

Max. and min. transmission
Refinement method

Data / restraints / parameters
Goodness-of-fit on F?

Final R indices [[>2sigma(I)]
R indices (all data)

Largest diff. peak and hole

ch16585

CISHI2BrN3 O

330.19

2002) K

0.71073 A

Monoclinic

P21/n

a=6.4056(2) A o= 90°.
b=22.7204(7) A B=100.885(2)°.
c=9.3434(3) A y=90°.
1335.35(7) A3

4

1.642 Mg/m®

3.077 mm!

664

0.71 x 0.37 x 0.32 mm?

1.79 to 25.07°.

-7<=h<=7, -27<=k<=25, -10<=I<=11
6954

2348 [R(int) = 0.0226]

99.2 %

multi-scan

0.4393 and 0.2187

Full-matrix least-squares on F?

2348 /0/181

1.201

R1=10.0258, wR2 =0.0762
R1=0.0332, wR2 =0.0914

0.388 and -0.550 e. A"
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Table 2. Atomic coordinates ( x 10%) and equivalent isotropic displacement parameters (A2x 103)

for ch16585. U(eq) is defined as one third of the trace of the orthogonalized Uil tensor.

X y z U(eq)
C(1) 8042(4) 747(1) 12749(3) 28(1)
C(2) 10012(4) 968(1) 13386(3) 32(1)
C(3) 10934(4) 1419(1) 12723(3) 30(1)
C(4) 13066(4) 1666(1) 13437(3) 41(1)
C(5) 9830(4) 1632(1) 11404(3) 28(1)
C(6) 7866(4) 1408(1) 10755(3) 25(1)
C(7) 6919(4) 958(1) 11427(3) 23(1)
C(8) 3383(4) 903(1) 9731(3) 23(1)
C©Y) -193(4) 659(1) 8514(3) 25(1)
C(10) -92(4) 1191(1) 7675(3) 24(1)
C(11) -1853(4) 1376(1) 6634(3) 30(1)
C(12) -1738(4) 1886(1) 5870(3) 35(1)
C(13) 122(4) 2225(1) 6139(3) 35(1)
C(14) 1840(4) 2053(1) 7162(3) 32(1)
C(15) 1779(4) 1530(1) 7957(3) 24(1)
N(1) 4947(3) 701(1) 10833(2) 26(1)
N(2) 1630(3) 539(1) 9504(2) 25(1)
N(@3) 3547(3) 1382(1) 9007(2) 26(1)
o(1) -1747(3) 327(1) 8408(2) 32(1)
Br(1) 6839(1) 142(1) 13753(1) 40(1)

Table 3. Bond lengths [A] and angles [°] for ch16585.

C(1)-C(2) 1.384(4)
C(1)-C(7) 1.392(3)
C(1)-Br(1) 1.907(3)
C(2)-C(3) 1.386(4)
C(2)-H(2) 0.9500
C(3)-C(5) 1.387(4)
C(3)-C(4) 1.510(4)
C(4)-H(4A) 0.9859
C(4)-H(4B) 0.9451
C(4)-H(4C) 1.0540
C(5)-C(6) 1.386(4)
C(5)-H(5) 0.9500
C(6)-C(7) 1.396(3)
C(6)-H(6) 0.9500
C(7)-N(1) 1.407(3)
C(8)-N(3) 1.295(3)
C(8)-N(1) 1.373(3)
C(8)-N(2) 1.379(3)
C(9)-0(1) 1.238(3)
C(9)-N(2) 1.373(3)
C(9)-C(10) 1.450(3)
C(10)-C(15) 1.406(3)
C(10)-C(11) 1.408(4)
C(11)-C(12) 1.370(4)
C(11)-H(11) 0.9500
C(12)-C(13) 1.400(4)
C(12)-H(12) 0.9500
C(13)-C(14) 1.371(4)
C(13)-H(13) 0.9500
C(14)-C(15) 1.405(4)
C(14)-H(14) 0.9500
C(15)-N(3) 1.393(3)
N(1)-H(1) 0.8800
N(2)-H(2A) 0.8800
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C(2)-C(1)-C(7)
C(2)-C(1)-Br(1)
C(7)-C(1)-Br(1)
C(1)-C(2)-C(3)
C(1)-C(2)-H(2)
C(3)-C(2)-H2)
C(2)-C(3)-C(5)
C(2)-C(3)-C(4)
C(5)-C(3)-C(4)
C(3)-C(4)-H(4A)
C(3)-C(4)-H(4B)
H(4A)-C(4)-H(4B)
C(3)-C(4)-H(4C)
H(4A)-C(4)-H(4C)
H(4B)-C(4)-H(4C)
C(6)-C(5)-C(3)
C(6)-C(5)-H(5)
C(3)-C(5)-H(5)
C(5)-C(6)-C(7)
C(5)-C(6)-H(6)
C(7)-C(6)-H(6)
C(1)-C(7)-C(6)
C(1)-C(7)-N(1)
C(6)-C(7)-N(1)
N(3)-C(8)-N(1)
N(@3)-C(8)-N(2)
N(1)-C(8)-N(2)
O(1)-C(9)-N(2)
0(1)-C(9)-C(10)
N(2)-C(9)-C(10)
C(15)-C(10)-C(11)
C(15)-C(10)-C(9)
C(11)-C(10)-C(9)
C(12)-C(11)-C(10)
C(12)-C(11)-H(11)

1222(2)
118.1(2)
119.73(19)
120.4(2)
119.8
119.8
117.8(2)
1202(3)
122.0(3)
110.4
1115
100.8
1153
109.7
108.1
122.0(2)
119.0
119.0
120.4(2)
119.8
119.8
117.12)
118.8(2)
124.0(2)
123.6(2)
124.6(2)
111.92)
1202(2)
125.6(2)
1142(2)
120.6(2)
118.6(2)
120.7(2)
119.9(2)
120.1

C(10)-C(11)-H(11) 120.1

C(11)-C(12)-C(13) 119.92)
C(11)-C(12)-H(12) 120.0
C(13)-C(12)-H(12) 120.0
C(14)-C(13)-C(12) 120.8(3)
C(14)-C(13)-H(13) 119.6
C(12)-C(13)-H(13) 119.6
C(13)-C(14)-C(15) 120.7(2)
C(13)-C(14)-H(14) 119.7
C(15)-C(14)-H(14) 119.7
N(3)-C(15)-C(14) 118.5(2)
N(3)-C(15)-C(10) 123.4(2)
C(14)-C(15)-C(10) 118.1(2)
C(8)-N(1)-C(7) 129.1(2)
C(8)-N(1)-H(1) 115.5
C(7)-N(1)-H(1) 1155
C(9)-N(2)-C(8) 123.3(2)
C(9)-N(2)-H(2A) 118.3
C(8)-N(2)-H(2A) 1183
C(8)-N(3)-C(15) 115.8(2)

Symmetry transformations used to generate equivalent atoms:
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Table 4. Anisotropic displacement parameters (A2x 103)for ch16585. The anisotropic

displacement factor exponent takes the form: -22[ h2a*2U'! + ... + 2 h k a* b* U'2 ]

Ull UZZ U33 U23 U]3 Ul2
c(1) 29(1) 28(1) 28(1) 3(1) 9(1) o(1)
CQ) 28(1) 40(2) 26(1) 1(1) 21) 2(1)
i) 26(1) 34(2) 31(2) -7(1) 7(1) 1(1)
C@4) 26(1) 53(2) 43(2) -6(1) 5(1) -7(1)
c(5) 26(1) 27(1) 32(1) 2(1) 11(1) 2(1)
C(6) 25(1) 25(1) 27(1) 2(1) 8(1) 3(1)
c(7) 23(1) 23(1) 25(1) 2(1) 6(1) 3(1)
C@®) 24(1) 21(1) 25(1) 2(1) (1) 2(1)
C(9) 27(1) 25(1) 24(1) 2(1) 6(1) -1(1)
C(10) 29(1) 22(1) 22(1) 2(1) 6(1) 2(1)
c(in) 29(1) 30(1) 30(1) -1(1) 2(1) -5(1)
C(12) 37(2) 33(1) 31(2) 6(1) -4(1) 1(1)
C(13) 42(2) 31(1) 29(2) 7(1) A1) o(1)
C(14) 32(1) 28(1) 34(2) 6(1) 5(1) -6(1)
C(15) 28(1) 25(1) 20(1) 21) 6(1) o(1)
N(1) 25(1) 24(1) 29(1) 5(1) 2(1) 2(1)
NQ) 26(1) 21(1) 27(1) 3(1) 3(1) -3(1)
N@G) 23(1) 25(1) 30(1) 3(1) A1) -3(1)
o(1) 31(1) 28(1) 34(1) 4(1) o(1) -10(1)
Br(1) 39(1) 42(1) 36(1) 16(1) 3(1) -5(1)

Table 5. Hydrogen coordinates ( x 10%) and isotropic displacement parameters (A2x 10%)

for ch16585.
X y z U(eq)

H(2) 10738 809 14284 38
H(4A) 12958 2093 13592 49
H(4B) 14047 1657 12798 49
H(4C) 13780 1461 14420 49
H(5) 10438 1940 10932 33
H(6) 7159 1562 9846 30
H(11) -3118 1148 6462 36
H(12) -2918 2009 5158 42
H(13) 193 2578 5607 41
H(14) 3085 2289 7335 38
H(1) 4678 364 11222 31
H(2A) 1682 213 10019 30
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Current Data Parameters
NAME RX168 recrystall
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20141027

Time 20.21
INSTRUM spect
PROBHD 5 mm PABBO BB/

PULPROG zg30

TD 3276
SOLVENT DMSO
NS

DS 0

SWH 7211.539 Hz
FIDRES 0.220079 Hz
AQ 2.2719147 sec
RG 113.31

DW 69.333 usec
DE 10.52 usec

TE 298.4 K

D1 2.00000000 sec
TDO 1
======== CHANNEL f{ =======
SFO1 400.1324008 MHz
NUC1 1H

P1 12.80 usec
PLW1 15.00000000 W
F2 - Processing parameters
S| 16384

SF 400.1300032 MHz
WDW EM

SSB 0

LB 0 Hz

GB 0

PC 1.00
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13C

OQOOW——ONMNANSTNT TN OL OO
FTONONOIOITNTOONMNMNMNOLOM MOANANT™O O
NDN GO DGO DS S B GG 6 OCYTNORI® Current Data Parameters
OCULULITITOONNNNN ™ v~ v v [eNoNoNeNe)Ne)Ne)) NAME RX168 recrystall
Ll i ol i ol el i i e m it i i ol i < ITITTOO™ EXPNO 8
NV gy W
F2 - Acquisition Parameters
Date_ 20141029
Time 22.14
O INSTRUM spect
PROBHD 5 mm PABBO BB/
r F PULPROG zgpg30
N TD 32768
SOLVENT DMSO
NS 13254
e DS 0
N N SWH 24038.461 Hz
FIDRES 0.733596 Hz
H AQ 0.6815744 sec
4ak RG 198.09
DW 20.800 usec
DE 6.50 usec
TE 299.2 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f1 ========
SFO1 100.6233319 MHz
NUCA1 13C
P1 10.00 usec
PLW1 46.00000000 W
======== CHANNEL f2 ========
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec

PLW2 15.00000000 W
PLW12 0.34252000 W
PLW13 0.27744001 W

F2 - Processing parameters

S

SF 100.6127685 MHz
WDW EM

SSB 0

LB 2.00Hz

GB 0

PC 1.00

Mm

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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Cl

1H of RX91 recrystallized

o
© —H W WMN O N
o OSSO NN
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Z
§

4ba

7.408
7.391
7.360
7.345
7.329
7.065
7.050
7.035

4.377

3.413

2.500

1.067

1.053
1.039

7 6
[ < OO ||~ |O |0
< N O[O |CO | |+ |
[} (@)} [0 (&] ([e) (e] L] ()
o o O|N [ || [

Current Data Parameters
NAME TCC-20140424

EXPNO 20
PROCNO 1

F2 - Acquisition Parameters
Date_ 20140502
Time 16.34
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30

TD 32768
SOLVENT DMSO
NS 32

DS 0

SWH 9057.971 Hz
FIDRES 0.276427 Hz
AQ 1.8087935 sec
RG 71.8

DW 55.200 usec
DE 6.50 usec

TE 300.0 K

D1 2.00000000 sec
TDO 1
======== CHANNEL f1 ========
NUCA1 1H

P1 13.20 usec

PL1 -0.60 dB
SFO1 500.1330008 MHz
F2 - Processing parameters

SI 32768
SF 500.1300049 MHz

WDW EM
SSB 0

LB 0Hz

GB 0

PC 1.00
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13C of RX91 recrystallized

Current Data Parameters
NAME TCC-20140424
EXPNO 21

NN S\ oo

F2 - Acquisition Parameters

40.33
40.17
40.00
39.83
39.67
39.50

—161.29
149.39
148.31
139.21
134.92
129.36
127.97
127.49
125.33
123.28
120.07
119.97
40.50

Date_ 20140502
Time 15.04
INSTRUM spect

PROBHD 5 mm PABBO BB-
PULPROG zgpg30

@) D 65536
SOLVENT DMSO
Cl NS 1509
DS 0
NH SWH 30303.031 Hz
FIDRES 0.462388 Hz
- AQ 1.0813440 sec
RG 8192
N N DW 16.500 usec
H DE 6.50 usec
TE 300.0 K
4ba D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f1 ========
NUC1 13C
P1 10.00 usec
PL1 6.50 dB
SFO1 125.7709936 MHz
======== CHANNEL 2 ========
CPDPRG[2  waltz16
NUC2 1H
PCPD2 90.00 usec
PL2 -0.60 dB
PL12 15.20 dB
PL13 18.20 dB

SFO2 500.1320005 MHz

F2 - Processing parameters

S| 65536

SF 125.7577805 MHz
WDW EM

SSB 0

LB 2.00 Hz

GB 0

PC 1.00

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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::2 OO M H OO N O WS O © S~ O~ T o Current Data Parameters
&) O WWOWMMOAN — ™~ 0 WO M O OO oo oW NAME RM116
. O WoOWWWWOL O MM — ™M 0w AN EXPNO 1
(@) F T T Y P Y PROCNO 1
— Lo R e e e e e e e A ™M NN ANNNN
F2 - Acquisition Parameters
Date_ 20121020
Time 14.25
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2930
TD 32768
O SOLVENT DMSO
NS 12
DS 0
Me SWH 9057.971 Hz
N H FIDRES 0.276427 Hz
AQ 1.8087935 sec
RG 128
- DW 55.200 usec
DE 6.50 usec
N N TE 294.5 K
H D1 2.00000000 sec
TDO 1
4bb ======== CHANNEL f1 ========
NUC1 1H
P1 13.20 usec

PL1 -0.60 dB
SFO1 500.1330008 MHz

F2 - Processing parameters

SI 16384

SF 500.1300049 MHz
WDW EM

SSB 0

LB 0Hz

GB 0

PC 1.00

0.895
0.868
0.042
0.906
O.474k
0.526
1.839
0.9744:
1.976
3.413
0.421
3.000
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© NS OTO—OMLO — O

o ONOF—=O N~ O <F D QOO M—O ™ Current Data Parameters
© T OOOANNNN «~— «— [eNONONO NN Ne) BN NAME RM116
~— Ll i ol i ol i ol < OOOOMM N EXPNO 2

‘ ‘ PROCNO 1

Z
N
\

F2 - Acquisition Parameters

Date_ 20121020
Time 14.29
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
O TD 65536
SOLVENT DMSO
CI M NS 667
e DS 0
NH SWH 30030.029 Hz
FIDRES 0.458222 Hz
)\ AQ 1.0911744 sec
= RG 2896.3
N N DW 16.650 usec
H DE 6.50 usec
TE 2954 K
4bb D1 4.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f{ ========
NUCA1 13C
P1 10.00 usec
PL1 6.50 dB
SFO1 125.7709931 MHz
======== CHANNEL 2 ========
CPDPRG[2 waltz16
NUC2 1H
PCPD2 90.00 usec
PL2 -0.60 dB
PL12 15.20 dB
PL13 18.20 dB

SFO2 500.1320005 MHz

F2 - Processing parameters

S| 65536

SF 125.7578500 MHz
WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.00

B I I I I Y Y A DA RN AR RARRARAARY REAREAREN NARARRARN RARRARRARY RARARAR RAARRARR
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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Cl

1H of RK-159-2
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Current Data Parameters
NAME 2013120115

EXPNO 21
PROCNO 1

F2 - Acquisition Parameters
Date_ 20131211

Time 1.01
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30

TD 65536
SOLVENT DMSO
NS 12

DS 0

SWH 9057.971 Hz
FIDRES 0.138214 Hz
AQ 3.6175871 sec
RG 256

DW 55.200 usec
DE 6.50 usec

TE 300.0 K

D1 2.00000000 sec
0 1

======== CHANNEL f{ =======
NUCA1 1H
P1 13.20 usec

PL1 -0.60 dB
SFO1 500.1330008 MHz
F2 - Processing parameters

SI 65536
SF 500.1300050 MHz

WDW EM
SSB 0

LB 0Hz

GB 0

PC 1.00
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13C of RK-159-2

- OANM OFT— OO OMO
© - AOUNINONS O YOt~
O WOV F=~NOF OO NO OO M~«— O Current Data Parameters
O© LT OONNNN ~— — OO O O O® NAME 2013120115
~- T~ v Lol el i ol i i ol LFTOOMOOMOM™M EXPNO 22
TN NN/ \ O e
F2 - Acquisition Parameters
Date_ 20131210
Time 18.15
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
@) TD 65536
SOLVENT DMSO
OM NS 11556
e DS 0
NH SWH 30303.031 Hz
FIDRES 0.462388 Hz
//I\ AQ 1.0813440 sec
RG 8192
N N DW 16.500 usec
H DE 6.50 usec
TE 300.7 K
4bc D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f{ ========
NUC1 13C
P1 10.00 usec
PL1 6.50 dB
SFO1 125.7709936 MHz
======== CHANNEL 2 ========
CPDPRG[2 waltz16
NUC2 1H
PCPD2 90.00 usec
PL2 -0.60 dB
PL12 15.20 dB
PL13 18.20 dB

SFO2 500.1320005 MHz

F2 - Processing parameters

S| 65536

SF 125.7578533 MHz
WDW EM

SSB 0

LB 2.00 Hz

GB 0

PC 1.00

memwwmmmm

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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Cl

—11.037

NH

4bd

Current Data Parameters

OO~ mMmowm

MO NOOO O O NAME RM161two
M M~ LWLWw < < EXPNO 1

. . L ) PROCNO 1
N AN N NNN NN

F2 - Acquisition Parameters

\\W Date_ 20130228
Time 20.59

PL1 -0.60 dB
SFO1 500.1330008 MHz

F2 - Processing parameters

SI 16384

SF 500.1300053 MHz
WDW EM

SSB 0

LB 0Hz

GB 0

PC 1.00

~ — WO | N |O O
[e)} ~ — O | |O[M
[e0) [0} Al [ee] [oe] (an]) [e))
o o OO [ [ [N

ppm
o0 <O |~
| | [o]o
o st e[~
O [ |

INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30

TD 32768
SOLVENT DMSO

NS

DS 0

SWH 9057.971 Hz
FIDRES 0.276427 Hz
AQ 1.8087935 sec

RG 256

DW 55.200 usec

DE 6.50 usec

TE 296.5 K

D1 2.00000000 sec
TDO 1

======== CHANNEL f1 =======
NUCA1 1H

P1 13.20 usec
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N — OO T NO S 00 O M~
N+~ OO0O+-OoOv-OoOONANDO NOONO©ODN T O
AN+~ O0OFTONNOL~— O OM~—OWOWLANN Current Data Parameters
OO <STOONNNNNNAN [cNoNeNaNe ) Ne)Ne)Nlol o NAME RM161two
VNN = O e
F2 - Acquisition Parameters
Date_ 20130301
Time 5.59
O INSTRUM spect
PROBHD 5 mm PABBO BB-
Cl CI PULPROG zgpg30
TD 65536
NH SOLVENT DMSO
NS 10000
- DS 0
N N SWH 30030.029 Hz
FIDRES 0.458222 Hz
H AQ 1.0911744 sec
RG 5792.6
4bd DW 16.650 usec
DE 6.50 usec
TE 298.1 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f{ ========
NUC1 13C
P1 10.00 usec
PL1 6.50 dB
SFO1 125.7709931 MHz
======== CHANNEL 2 ========
CPDPRG|[2 waltz16
NUC2 1H
PCPD2 90.00 usec
PL2 -0.60 dB
PL12 15.20 dB
PL13 18.20 dB

SFO2 500.1320005 MHz

F2 - Processing parameters

S| 65536

SF 125.7577890 MHz
WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.00

B I I I I Y Y A DA RN AR RARRARAARY REAREAREN NARARRARN RARRARRARY RARARAR RAARRARR
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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Cl

1H of RX101 recrystallized

11.499
—10.113

NH NO;

Iz

4be

__—-3.859
—™~3.811

3.330

Current Data Parameters

NSO wWwMmor~

O O O OOy 0O NAME TCC-20140424

ToNToNToIS I @ Ne) EXPNO 14

¢ e coe PROCNO 1

N NN NN H
F2 - Acquisition Parameters
Date_ 20140429
Time 17.27
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 32768
SOLVENT DMSO
NS 32
DS 0
SWH 9057.971 Hz
FIDRES 0.276427 Hz
AQ 1.8087935 sec
RG 181
DW 55.200 usec
DE 6.50 usec
TE 300.0 K
D1 2.00000000 sec
TDO 1
======== CHANNEL f1 ========
NUCA1 1H
P1 13.20 usec

PL1 -0.60 dB

SFO1 500.1330008 MHz
F2 - Processing parameters
SI 32768

SF 500.1300050 MHz
WDW EM

SSB 0

LB 0 Hz

GB 0

PC 1.00

0.899
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13C of RX101 recrystallized

[ee] M OO OMWOLW T O I
T YRR OO R 8%'\:8858 Current Data Parameters
— - ) )~ Q0 Q©
© gggvggg&)ggg [eNeoNoNoNeo)Ne)We)) NAME TCC-20140424
NN I oo "
F2 - Acquisition Parameters
Date_ 20140429
Time 14.45
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
O TD 65536
SOLVENT DMSO
NO NS 6400
2 DS 0
NH SWH 30303.031 Hz
FIDRES 0.462388 Hz
//I\ AQ 1.0813440 sec
N N RG 8192
DW 16.500 usec
H DE 6.50 usec
TE 300.0 K
4be D1 200000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f{ ========
NUC1 13C
P1 10.00 usec
PL1 6.50 dB
SFO1 125.7709936 MHz
======== CHANNEL 2 ========
CPDPRG|[2 waltz16
NUC2 1H
PCPD2 90.00 usec
PL2 -0.60 dB
PL12 15.20 dB
PL13 18.20 dB

SFO2 500.1320005 MHz

F2 - Processing parameters

S| 65536

SF 125.7577899 MHz
WDW EM

SSB 0

LB 2.00 Hz

GB 0

PC 1.00

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm

102 / 157



Current Data Parameters

T O D — 0 <0 o o
[@JNCIES el N O~ w0 o 0 NAME RM188-2
[ eoNeNe) — ™M — O N EXPNO 1
o . PROCNO 1
oo T e e O R S e el e e e e e < s N

F2 - Acquisition Parameters

——11.405
038
999
871
866
615
610
598
593
324
306
236
220

Date_ 20130119
Time 11.14
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 32768

O SOLVENT DMSO
NS 12
DS 0
SWH 9057.971 Hz

N H FIDRES 0.276427 Hz
AQ 1.8087935 sec
RG 128
- DW 55.200 usec

DE 6.50 usec

N N TE 293.8K
H

D1 2.00000000 sec
0 1

™
4bf Me ======== CHANNEL {1 ========

NUCA1 1H
P1 13.20 usec

PL1 -0.60 dB
SFO1 500.1330008 MHz

F2 - Processing parameters

SI 16384

SF 500.1300049 MHz
WDW EM

SSB 0

LB 0Hz

GB 0

PC 1.00

11 10 9 8 7 6 5 4 3 2 1 ppm
L [~ |~ OO < O — [ n o
(@) [co} Il ANOX Il INOJ | ~ [l N©) -~ o
[0} [aall [00] [0)] [e2) [)] [)) — O | MO
O —A|O|IO0|1O|H|O O N O oM
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VO DO OMONMNOLWONTTO v«
O OULTANNMTNONMNOWOWM QO v <t O v~ < O — <
O VOO IFTODNDNOCOFFND DO VO M~— O o) Current Data Parameters
O FTTOOOANNNNNNN — e eNo NN N Ne)We)l N~ NAME RM188-2
Ll i sl sl ol i i i i i i ol ol ITFTOOMOOO™M ~— EXPNO 2
NS Ny e onpn
F2 - Acquisition Parameters
Date_ 20130119
Time 12.16
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
(@) D 65536
SOLVENT DMSO
NS 951
DS 0
NH SWH 30030.029 Hz
FIDRES 0.458222 Hz
- AQ 1.0911744 sec
RG 2896.3
N N DW 16.650 usec
H DE 6.50 usec
M TE 2955 K
4bf € D1 200000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f{ ========
NUC1 13C
P1 10.00 usec
PL1 6.50 dB
SFO1 125.7709931 MHz
======== CHANNEL 2 ========
CPDPRG[2 waltz16
NUC2 1H
PCPD2 90.00 usec
PL2 -0.60 dB
PL12 15.20 dB
PL13 18.20 dB
SFO2 500.1320005 MHz
F2 - Processing parameters
SI 65536
SF 125.7578500 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.00

B I I I I Y Y A DA RN AR RARRARAARY REAREAREN NARARRARN RARRARRARY RARARAR RAARRARR
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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Cl

1H of RX 106 recrystallized

o
Lo AT MM~ O~ O O OO T O~ MOWM AW A M O W N ™
[@)) QO O WO TN ML M [e0] OO~ ONOHOOODOOITOOH VWO OMOANOHO
. SO wwwmaNAN ™M M AN AN NANOLOL | < LWLWLWLWLWLWOo O o
(@) R . e e e e e e e e e e e e 4 e e e e e
— | e e B S i e O MM MO OO ANANANNNAAAAAAOO OO
NN
LA AL . - i
.....
11 10 8 7 4 3 2 1
() O || O [o0) (@) L
() QYoo ||oo [Q\N] ™M (@) [o0)
(o] [e2} [©2 Y} [*)) [@)) [QN) (@) (@)
(@) (@] (] ] [e) (@) N N N

Current Data Parameters
NAME TCC-20140603

EXPNO 27
PROCNO 1

F2 - Acquisition Parameters
Date_ 20140612
Time 15.49
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30

TD 65536
SOLVENT DMSO
NS 32

DS 0

SWH 9057.971 Hz
FIDRES 0.138214 Hz
AQ 3.6175871 sec
RG 71.8

DW 55.200 usec
DE 6.50 usec

TE 300.0 K

D1 2.00000000 sec
0 1

======== CHANNEL f{ ======
NUCA1 1H
P1 13.20 usec

PL1 -0.60 dB
SFO1 500.1330008 MHz
F2 - Processing parameters

SI 32768
SF 500.1300050 MHz

WDW EM
SSB 0

LB 0Hz

GB 0

PC 1.00
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13C of RX 106 recrystallized

© o © <N~ 00 O N
© I oMo g Lro) 8 \': 8 g 8 Lro) B ,l: Current Data Parameters
© ©°3 IRNQQ2 NOOOoCOoOoO DA — NAME  TCC-20140603
~ ~ Al il ol St FTTOOON — EXPNO 28
YRR NV e
F2 - Acquisition Parameters
Date_ 20140612
Time 15.49
O INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
TD 65536
NH SOLVENT DMSO
NS 11629
DS 0
N/ N = Pr SWH 30303.031 Hz
FIDRES 0.462388 Hz
H AQ 1.0813440 sec
RG 8192
4bh DW 16.500 usec
DE 6.50 usec
TE 300.1 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f{ ========
NUC1 13C
P1 10.00 usec
PL1 6.50 dB
SFO1 125.7709936 MHz
======== CHANNEL 2 ========
CPDPRG|[2 waltz16
NUC2 1H
PCPD2 90.00 usec
PL2 -0.60 dB
PL12 15.20 dB
PL13 18.20 dB
SFO2 500.1320005 MHz
F2 - Processing parameters
SI 65536
SF 125.7577852 MHz
WDW EM
SSB 0
LB 2.00 Hz
GB 0
PC 1.00

A JA JL_J\JL \ | - L

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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1H of RX92 recrystallized

o
< COAFON—HOTINOLWNN MmN N SO~ MA Current Data Parameters
o MO AN FTONNMNOO 0 [N eNeReNe) e el NAME TCC-20140424
. DS MMOMMNMNOOON oW O OWWn O EXPNO 17
@) . . . . . . . . . . . . . . . . . . . . . PROCNO 1
— oo e R e e ) ™M ™M ™M NN NANNN
F2 - Acquisition Parameters
Date_ 20140502
Time 12.25
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2930
TD 65536
o SOLVENT DMSO
NS 32
DS 0
MeO SWH 9057.971 Hz
N H FIDRES 0.138214 Hz
AQ 3.6175871 sec
RG 161.3
—~ B\I/Ev 565.2000 usec
.50 usec
MeO N N TE 300.1K
H D1 2.00000000 sec
TD 1
4ca ======== CHANNEL f1 ========
NUC1 1H
P1 13.20 usec
PL1 -0.60 dB
SFO1 500.1330008 MHz
F2 - Processing parameters
S| 32768
SF 500.1300050 MHz
WDW EM
SSB 0
LB 0.10 Hz
GB 0
PC 1.00
A | N . J |
[rorrrTTTT [rorrTTTTT [rorrTTTT [rorrTTTT [rorTTTTTT [rorrTTTTT [rorrTTTT [rorrTTTT [rorTTTTTT [rorrTTTTT [rorrTTTT -
10 9 8 6 5 4 3 2 1 rpm
~ o o| [oof[— | — [0
N ) of [of|v]™ [Toll Xe}
o)) o)) ol |(oflo|lo olo
o o [S\I I eo RS B (40 [ep]
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13C of RX92 recrystallized

M VW ~— < O N~ ™~ oWwo
NNt et I N &’588’:8888 Current Data Parameters
~ ~ . . . . . . . .
@gggg% g ﬁg \—'58 OOWOOOO0HO® NAME TCC-20140424
N VY NN rocto
F2 - Acquisition Parameters
Date_ 20140502
Time 11.01
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
O D 65536
SOLVENT DMSO
NS 2310
MeO DS 0
NH SWH 30303.031 Hz
FIDRES 0.462388 Hz
//]\ AQ 1.0813440 sec
RG 8192
MeO N N DW 16.500 usec
H DE 6.50 usec
TE 300.0 K
4ca D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f{ ========
NUC1 13C
P1 10.00 usec
PL1 6.50 dB
SFO1 125.7709936 MHz
======== CHANNEL 2 ========
CPDPRG|[2 waltz16
NUC2 1H
PCPD2 90.00 usec
PL2 -0.60 dB
PL12 15.20 dB
PL13 18.20 dB

SFO2 500.1320005 MHz

F2 - Processing parameters

S| 65536

SF 125.7577894 MHz
WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.00

B I I I I Y Y A DA RN AR RARRARAARY REAREAREN NARARRARN RARRARRARY RARARAR RAARRARR
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm

108 / 157



1H of RM167d

Current Data Parameters

o O NN LW WO o Mnor-~- o o
™0 O 1 N O N O A [eNeoNoNe e NAME 2013120115
o O WM — O o 00 < N O EXPNO 1
. . . . . . . . . . . . . . PROCNO 1
o [ e N  aNe] ™ ™M NN NN A
F2 - Acquisition Parameters
Date_ 20131210
Time 10.04
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 65536
O SOLVENT DMSO
NS 64
D 0
SWH 9057.971 Hz
Meo N H Me FIDRES 0.138214 Hz
AQ 3.6175871 sec
RG 128
- B\I/Ev 565.2000 usec
.50 usec
MeO N N TE 300.0 K
H D1 2.00000000 sec
TDO 1
4Cb ======== CHANNEL f1 ========
NUCA1 1H
P1 13.20 usec

PL1 -0.60 dB
SFO1 500.1330008 MHz

F2 - Processing parameters

SI 16384

SF 500.1300048 MHz
WDW EM

SSB 0

LB 0Hz

GB 0

PC 1.00

N QO[O ||O L0 |0O o
— O N | [[O ~ |0 0]
~ OO H|O | —
o N[ [N MM ™
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13C of RM167d

© O W MONMNAN N~ AN
© 0 M~ ©-nON O ONM = v St~ 00— % 00— N
S NO Uaow S OS1Bw VOO~ OM—OY Current Data Parameters
O IO It OONN N — OO ol NeNeo NN Ne)Ne)Neo)Ne) Ne) NAME 2013120115
~ T — ~ T T - - — LUO<TOOOOOOOMOOMAAN EXPNO 2
LN NV Y N O e
F2 - Acquisition Parameters
Date_ 20131210
Time 10.22
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
O D 36
SOLVENT DMSO
NS 6260
MeO Me DS 0
NH SWH 30303.031 Hz
FIDRES 0.462388 Hz
/)\ AQ 1.0813440 sec
RG 5792.6
MeO N N DW 16.500 usec
H DE 6.50 usec
TE 300.0K
4cb D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f1 ========
NUC1 13C
P1 10.00 usec
PL1 6.50 dB
SFO1 125.7709936 MHz
======== CHANNEL 2 ========
CPDPRG[2 waltz16
NUC2 1H
PCPD2 90.00 usec
PL2 -0.60 dB
PL12 15.20 dB
PL13 18.20 dB
SFO2 500.1320005 MHz
F2 - Processing parameters
S| 65536
SF 125.7578520 MHz
WDW EM
SSB
LB 2.00 Hz
GB 0
PC 1.00
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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1H after adding

‘j ~ AT OO~ NN O O o oMmmo Current Data Parameters
el ™ —HO O M AN N @RS O WO mMm NAME  RX85 recrystallized
. ™ O 1 ™M O O) 0 ™~ ™M n O o~ EXPNO 5
(@) . e e e e e e o e e e o e e e e PROCNO 1
— [ee] ~ I~ 0w N oMmm ™ N N
F2 - Acquisition Parameters
Date_ 20140422
Time 9.35
INSTRUM spect
O PROBHD 5 mm SEI 1H-13
PULPROG 2930
TD 32768
MeO OMe SOLVENT DMSO
NH NS 12
DS 0
SWH 7246.377 Hz
— FIDRES 0.221142 Hz
AQ 2.2609921 sec
Meo N N RG 2281
H DW 69.000 usec
DE 6.50 usec
4cc TE 299.8 K
D1 2.00000000 sec
TDO 1
======== CHANNEL f1 ========
NUC1 1H
P1 11.00 usec
PL1 -4.20 dB
SFO1 400.1324008 MHz
F2 - Processing parameters
S| 16384
SF 400.1300026 MHz
WDW EM
SSB 0
LB 0 Hz
GB 0
PC 1.00
L thk ll i ok
[rorrrTTTT [rorrTTTTT [T [rorrTTTT [rorTTTTTT [rorrTTTTT [T [rorrTTTT [rorTTTTTT [rorrTTTTT [T -
10 9 8 7 6 5 4 3 2 1 rpm
[Te) ~N —| [o] [N]co o]
— Ne) | o] |©|oy [Toll NeX o))
o o o |of |ofoy olo|o
o o — =] [v]o oo fm
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13C after adding

O ANOO MO Yo © O O
MMM © © <t 0Oo O AN OWO~—O OO
—WWN O © o~ - < O © o NOOTNOMNLW Current Data Parameters
OOV < ™ N —+— OO O OO OOOOO® NAME  RX85 recrystallized
WA N/ N\ O e
F2 - Acquisition Parameters
Date_ 20140422
Time 12.26
(@) INSTRUM spect
PROBHD 5 mm SEI 1H-13
PULPROG zgpg30
Meo NH OMS TD 32768
SOLVENT DMSO
NS 500
ot DS 0
SWH 24038.461 Hz
Meo N N FIDRES 0.733596 Hz
H AQ 0.6815744 sec
RG 5792.6
4cc DW 20.800 usec
DE 6.50 usec
TE 299.7 K
D1 5.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f{ ========
NUC1 13C
P1 15.50 usec
PL1 7.30 dB
SFO1 100.6233325 MHz
======== CHANNEL 2 ========
CPDPRG|[2 waltz16
NUC2 1H
PCPD2 90.00 usec
PL2 -4.20 dB
PL12 13.10 dB
PL13 16.10 dB

SFO2 400.1316005 MHz

F2 - Processing parameters

S| 32768

SF 100.6127677 MHz
WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.00

B I I I I Y Y A DA RN AR RARRARAARY REAREAREN NARARRARN RARRARRARY RARARAR RAARRARR
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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g N TN N N OY o ™ ™M O O Current Data Parameters
r~ o ~ oW N O 0 < [eNeNe) NAME RMO080
. r~ ~SrS~ MMM o Q@ o ™ 00 < EXPNO 1
o . . o PROCNO 1
— [ee} [ e L a aaNe Mmoo ™M N NN
F2 - Acquisition Parameters
Date_ 20120911
Time 15.38
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG zg30
TD 32768
O SOLVENT DMSO
NS 12
D 0
MeO Cl SWH 7246.377 Hz
N H FIDRES 0.221142 Hz
AQ 2.2609921 sec
RG 161.3
-~ DW 69.000 usec
DE 6.50 usec
MeO N N TE 298.9 K
H D1 2.00000000 sec
TDO 1
4Cd ======== CHANNEL f1 ========
NUCA1 1H
P1 11.70 usec

PL1 4.00 dB
SFO1 400.1324008 MHz

F2 - Processing parameters

SI 16384

SF 400.1300016 MHz
WDW EM

SSB 0

LB 0Hz

GB 0

PC 1.00

~ [0} O | (OO (o)) <O o Nej
N — [eo) il (@] (o)) o0} <O o e}
(@)} (@)} [N N (@) [e)) (@)} —|O o o~
o o —| [N |O o [eal (e8] e} o
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<t Lowow 0 v« <t - N O
O OMNMANON WOWw N~OO O 0O = Xt 0= < 00—
O < ©© W0 el o =) S ©w NIODOX©OOWLM~— O Current Data Parameters
O U™ NN N — OO loRloNeNe Ne)Ne)Ne)We)We)) NAME RMO080
~ - T ™ v« — ~ — ~ — DLUOTOOOOO®M EXPNO 2
N T VY N O e
F2 - Acquisition Parameters
Date_ 20120912
Time 21.48
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
O D 65536
SOLVENT DMSO
NS 450
MeO Cl DS 0
NH SWH 30030.029 Hz
FIDRES 0.458222 Hz
/)\ AQ 1.0911744 sec
RG 4096
MeO N N DW 16.650 usec
H DE 6.50 usec
TE 2959 K
4cd D1 4.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f{ ========
NUC1 13C
P1 10.50 usec
PL1 7.00 dB
SFO1 125.7709931 MHz
======== CHANNEL 2 ========
CPDPRG[2 waltz16
NUC2 1H
PCPD2 90.00 usec
PL2 -0.60 dB
PL12 15.00 dB
PL13 18.00 dB

SFO2 500.1320005 MHz

F2 - Processing parameters

S| 65536

SF 125.7578495 MHz
WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.00

B I I I I Y Y A DA RN AR RARRARAARY REAREAREN NARARRARN RARRARRARY RARARAR RAARRARR
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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1H of RX102 recrystallized

—11.534
8.223
8.205
8.180
8.161

—7.409
—6.998

£
X

_—3.910
T™3.850
—3.385
2.507
2.504
2.500
2.497
2.493
——1.864

M
eO jJ\H NO,
o
MeO N N
H
4ce
JIBL
[rrrrTTTT [rrrrrTTT [rrrrrTTT [rorrTTTTT [rrrrrTT [rrrTTeT
11 10 9 8 7

Current Data Parameters
NAME TCC-20140424

EXPNO 23
PROCNO 1

F2 - Acquisition Parameters
Date_ 20140505
Time 16.01
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30

TD 32768
SOLVENT DMSO
NS 32

DS 0

SWH 9057.971 Hz
FIDRES 0.276427 Hz
AQ 1.8087935 sec
RG 128

DW 55.200 usec
DE 6.50 usec

TE 300.0 K

D1 2.00000000 sec
0 1

======== CHANNEL f{ ======
NUCA1 1H
P1 13.20 usec

PL1 -0.60 dB
SFO1 500.1330008 MHz
F2 - Processing parameters

SI 32768
SF 500.1300050 MHz

WDW EM
SSB 0

LB 0Hz

GB 0

PC 1.00
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13C of RX102 recrystallized

O LONL MM ™ <t M N ©
R LRI RNRD O S AN 8385t8g$8 Current Data Parameters
~ . . . . . . .
8%?;338 g \02\—'58 O OOOOOOOOO NAME TCC-20140424
T~ T T T T T ~ ~ T T nuUOSTITITTOOM EXPNO 24
NN VY N O e
F2 - Acquisition Parameters
Date_ 20140505
Time 9.43
O INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
MeO NO, D 65536
NH SOLVENT DMSO
NS 7835
-, DS 0
SWH 30303.031 Hz
Meo N N FIDRES 0.462388 Hz
H AQ 1.0813440 sec
RG 8192
4ce DW 16.500 usec
DE 6.50 usec
TE 300.0 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f{ ========
NUC1 13C
P1 10.00 usec
PL1 6.50 dB
SFO1 125.7709936 MHz
======== CHANNEL 2 ========
CPDPRG[2 waltz16
NUC2 1H
PCPD2 90.00 usec
PL2 -0.60 dB
PL12 15.20 dB
PL13 18.20 dB

SFO2 500.1320005 MHz

F2 - Processing parameters

S| 65536

SF 125.7577852 MHz
WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.00

f——

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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1H

(Lg TN OO OFOFI~O O < <t o < O O < Current Data Parameters
— OO AN HONOOO T o« O o) O O NAME RX184 recrystall
. AT MO NNNO OO ® W oo ™M O < < N EXPNO 3
— . . . . . . . . . . . . . . . . . . PROCNO ‘|
— o~~~ 0w Mmoo ™ N N NN
F2 - Acquisition Parameters
Date_ 20141201
Time 16.48
INSTRUM spect
O PROBHD 5 mm PABBO BB/
PULPROG 2930
TD 32768
MeO SOLVENT DMSO
NH NS 12
DS 0
SWH 7211.539 Hz
= FIDRES 0.220079 Hz
AQ 2.2719147 sec
Meo N N RG 71.42
H DW 69.333 usec
Acf Me DE 10.52 usec
C TE 297.9K
D1 2.00000000 sec
TDO 1
======== CHANNEL f1 ========
SFO1 400.1324008 MHz
NUC1 1H
P1 12.80 usec

PLW1 15.00000000 W

F2 - Processing parameters

SI 16384

SF 400.1300034 MHz
WDW EM

SSB 0

LB 0 Hz

GB 0

PC 1.00

L0 o} I A5l | (@) [Tl RSl (o)) O N 00}
O A B el 1 (=) (ool Il [TQ) Q0 [OY 1]
[e0) [©)] B [cel | [@] [e)} [O)] [e)] 0 |O (@)}
o ol IollHIH|[Oo|o NN N
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13C

AN OTTOOTTM~—ANOOMO NN
© NODOMNSTUNMANNMNMNMNMO OOOO ANLOMONT™ OO 00 Yo
- ONOCONOOOOAN ON O NO O ANONU®M ™ Current Data Parameters
O© LTI OONANNN «—OO QOO OO0OONNI D [ee] NAME  RX184 recrystall
~ CrTrrTrrTrr-r T T T T nuOLSTIFTITTOOM ~— EXPNO 5
N ANV VY N >N | T o
F2 - Acquisition Parameters
Date_ 20141201
Time 17.04
O INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
Meo NH TD 32768
SOLVENT DMSO
NS 1913
- DS 0
SWH 24038.461 Hz
Meo N N FIDRES 0.733596 Hz
H M AQ 0.6815744 sec
RG 198.09
4cf e DW 20.800 usec
DE 6.50 usec
TE 299.0K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f1 ========
SFO1 100.6233319 MHz
NUCA1 13C
P1 10.00 usec
PLWA1 46.00000000 W
======== CHANNEL f2 ========
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec

PLW2 15.00000000 W
PLW12 0.34252000 W
PLW13 0.27744001 W

F2 - Processing parameters

S

SF 100.6127692 MHz
WDW EM

SSB 0

LB 2.00Hz

GB 0

PC 1.00

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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Z N HIFTOAMMMAN N OO < O < WO <+ O W Current Data Parameters
N} N O O A M—AOOWIMSOO o — [~ 0 [eNeNe) NAME SC158
. D O < ONNNN 000N 0 I~ ™M n o < EXPNO 1
o F S Y e e e o e e PROCNO 1
— W 0 [~~~ 00w Mmoo N NN
F2 - Acquisition Parameters
Date_ 20140724
Time 11.11
INSTRUM spect
O OMe PROBHD 5 mm BBO BB-1H
PULPROG 2930
M O TD 32768
e MO MmN N SOLVENT DMSO
NH M — O 0 NS 12
NN NN DS 0
P SWH 7246.377 Hz
//I\ IR FIDRES  0.221142 Hz
MeO N N AQ 2.2609921 sec
RG 64
H B\I/Ev 669.0000 usec
.50 usec
4cg TE 297.8 K
D1 2.00000000 sec
TDO 1
======== CHANNEL f{ ========
NUC1 1H
P1 15.00 usec
PL1 -5.85 dB
SFO1 400.1324008 MHz
F2 - Processing parameters
T T S| 16384
SF 400.1300035 MHz
7.2 ppm WDW EM
SSB 0
LB 0 Hz
GB 0
N PC 1.00
™
o
o~
L J | J .

0.967
0.959
0.041
1.000
0.995
049
061
050
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NN OO DO © 0 < © © M ®© NAME SC158
DOOONDM O MNMONOLWS VODDTNONN— O DD
OCRFTOOWBS o ~ON O WWw N —OONWOD®MO® EXPNO 2
OOHWS TSI ~~0O0Q3O0 LOUFTODD DD O PROCNO 1
T T T T T ~ T T T LUOWOLTOOOOOM Date 20140721
Time 9.35
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG zgpg30
TD 32768
O OMe SOLVENT DMSO
NS 14672
DS 0
Meo NH SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 0.6816452 sec
-~ RG 2048
DW 20.800 usec
MeO N N DE 6.50 usec
H TE 299.2 K
4c D1 2.00000000 sec
g D11 0.03000000 sec
TDO 1
======== CHANNEL f1 ========
NUC1 13C
P1 10.00 usec
PL1 6.70 dB
SFO1 100.6233325 MHz
======== CHANNEL f2 ========
CPDPRG2 waltz16
NUC2 1H
PCPD2 90.00 usec
PL2 -5.85dB
PL12 9.10dB
PL13 12.10 dB
SFO2 400.1316005 MHz
Sl 32768
SF 100.6128154 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.00
I NN |
I T " T " T " T " T " T " T " T " T " T " T "
200 180 160 140 120 100 80 60 40 20 ppm
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1H of RX 107 recrystallized

Current Data Parameters

0 < o) O O i Mmoo~ OWw >~ N~
w " o~ oM A [eNeNe) oM< M A NAME TCC-20140603
[SNe O~ MmMmmm OO OO EXPNO 24
. . . . . . . . . . . . . . . . . PROCNO 1
~ O [selealNeo N el ep} NNAN O OO
F2 - Acquisition Parameters
Date_ 20140616
Time 10.00
INSTRUM spect
O PROBHD 5 mm PABBO BB-
PULPROG 5 36zg30
TD 55
MeO SOLVENT DMSO
NH NS 4
DS 0
SWH 9057.971 Hz
~ 5 Pr FIDRES 0.138214 Hz
Meo N N AQ 3.6175871 sec
RG 71.8
H DW 55.200 usec
DE 6.50 usec
4ch TE 300.2 K
D1 2.00000000 sec
TDO 1
======== CHANNEL f1 ========
NUC1 1H
P1 13.20 usec
PL1 -0.60 dB
SFO1 500.1330008 MHz
F2 - Processing parameters
S| 16384
SF 500.1300048 MHz
WDW EM
SSB 0
LB 0 Hz
GB 0
PC 1.00
L N . L
""" | N A A L I
10 9 8 7 6 5 4 3 2 1 0 ppm

1.000
0.981
1.938
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13C of RX 107 recrystallized

<t NN © O < < ®
W 1 < < — O 1 COMNOTMNMNOMNOWN [e0]
o w oo O™ TANDOIOM~— OO © Current Data Parameters
© WO W< el eNe] OCOONOOOOOM”OON -— NAME TCC-20140603
- - v ~— — O T I ITITITTOOOAN ~— EXPNO 25
nay VI N T / O e
F2 - Acquisition Parameters
Date_ 20140616
Time 10.02
O INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
MeO D 65536
NH SOLVENT DMSO
NS 5205
DS 0
M O N/ N' Pr SWH 30303.031 Hz
e FIDRES 0.462388 Hz
H AQ 1.0813440 sec
RG 8192
4ch DW 16.500 usec
DE 6.50 usec
TE 300.8 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f{ ========
NUC1 13C
P1 10.00 usec
PL1 6.50 dB
SFO1 125.7709936 MHz
======== CHANNEL 2 ========
CPDPRG|[2 waltz16
NUC2 1H
PCPD2 90.00 usec
PL2 -0.60 dB
PL12 15.20 dB
PL13 18.20 dB

SFO2 500.1320005 MHz

F2 - Processing parameters

S| 65536

SF 125.7577838 MHz
WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.00

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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H o

f

S =RToNTo R
O~ — AW
< M — O ©
o~~~ Mmm
™~ ™~~~

7.3699
7.3584
7.3396
7.3188

Mo oo T o
<~ O ©
oo~ M A
MHANNNOO
A L

6.9997

:
§

3.8182

3.3274

2.5044
2.5000
2.4957

<

DO O MmO o) O o
AN O OYOO O OO <>~ o
NOOL M H O O~
noooaaasasasMeO
[ e e e e e o S NH
VAN P
N N
H
4da
I I I I I
7.40 7.35 7.30 ppm
Lo
—
o~
Lo
) JL J
""" I e D D I I I I L
10 9 8 7 6 5 0 ppm
™ o] [w] [0 o ™
~ ol [~ |o o o~
(e0] ()} N (o)} (@] (o)
o M NES ol e

Current Data Parameters
NAME TO012

EXPNO 8
PROCNO 1

F2 - Acquisition Parameters
Date_ 20160910
Time 16.22
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG zg30

TD 32768
SOLVENT DMSO
NS 12

DS 0

SWH 7246.377 Hz
FIDRES 0.221142 Hz
AQ 2.2609921 sec
RG 456.1

DW 69.000 usec
DE 6.50 usec

TE 296.4 K

D1 2.00000000 sec
TDO 1
======== CHANNEL {1 ======
NUCA1 1H

P1 14.40 usec
PL1 1.80 dB

SFO1 400.1324008 MHz
F2 - Processing parameters
Sl 16384

SF 400.1300026 MHz
WDW EM

SSB 0

LB 0 Hz

GB 0

PC 1.00
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MeO

13C of 2

N O OO —OLOUOLMOO M
< ™ OANN OO0 ~—O © « <TOANN—TO O ©
- 10 WOIF OO VOOBAN®OWD © < T—ONOO®MO o Current Data Parameters
© 0 <tETO NNANN~— O ol eNeoNe N Ne)Ne)Weol NAME TO012
~— T T rTrrmTe T LFTOOOOOM EXPNO 15
LN NN \ O e
F2 - Acquisition Parameters
Date_ 20161118
Time 23.21
O INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG zgpg30
NH D 32768
SOLVENT DMSO
NS 2000
. DS 0
N N SWH 24038.461 Hz
FIDRES 0.733596 Hz
H AQ 0.6815744 sec
4d RG 4096
a DW 20.800 usec
DE 6.50 usec
TE 296.7 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f{ ========
NUCA1 13C
P1 9.00 usec
PL1 7.00 dB
SFO1 100.6233325 MHz
======== CHANNEL 2 ========
CPDPRG[2 waltz16
NUC2 1H
PCPD2 90.00 usec
PL2 1.80 dB
PL12 17.00 dB
PL13 20.00 dB

SFO2 400.1316005 MHz

F2 - Processing parameters

S| 32768

SF 100.6128162 MHz
WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.00

R A

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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=
)

Current Data Parameters

) NAME S1055-2
< DO~ ANNT N A A0 O [To) [ee] © r~ EXPNO 3
o OSSO NSO A S~ © < ~ 0 PROCNO 1
s} DD~ MO WO N o < o ©
o. <r* ol m m m m m N N N N ‘_' ‘_' OO m q' N F2 - Acquisition Parameters
— 0O D~ D~ 0~ 0~ 0~ S S S S ™ ™ SN Date_ 20141221
Time 11.06
NN SN S INSTRUM spect
NI~ MO PROBHD 5 mm BBO BB-1H
S~ w0 oMo ™~ 0w PULPROG zg30
MM MMNNNN D 32768
[ ﬁgLVENT ] DMSO
O DS 0
SWH 7246.377 Hz
FIDRES 0.221142 Hz
MeO Me AQ 2.2609921 sec
NH RG 228.1
DW 69.000 usec
DE 6.50 usec
~ TE 295.6 K
N N D1 2.00000000 sec
TDO 1
4db ======== CHANNEL f{ ========
NUCA1 1H
P1 15.00 usec
PL1 -5.85 dB

SFO1 400.1324008 MHz
F2 - Processing parameters
Sl 16384

SF 400.1300038 MHz
EM

WDW

SSB 0

LB 0 Hz

GB 0

PC 1.00

7.4 7.3 ppm

-

%

S
2.041
1.009

-

o N O [ O [ ~ o
LN (a9] OO |N — o
[e0) (e0] [O) (o] (o] (o] o o
o (@] — AN [N o o
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13C

3
o
|
@)
MeO NH
N/J\N
H
4db

—155.15

O-—-ONMOT T
NILgeoor 0 R ; 0'73 Current Data Parameters
FIZHIQ]Q2E 8 0 S NAME S1055-2
T T T T T T T T T ~— [(p] AN EXPNO 45
VNNV O e
F2 - Acquisition Parameters
Date_ 20141221
Time 11.17
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG zgpg30
D 32768
SOLVENT DMSO
Me NS 1500
DS 0
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 0.6815744 sec
RG 8192
DW 20.800 usec
DE 6.50 usec
TE 2959 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f{ ========
NUCA1 13C
P1 10.00 usec
PL1 6.70 dB
SFO1 100.6233325 MHz
======== CHANNEL 2 ========
CPDPRG[2 waltz16
NUC2 1H
PCPD2 90.00 usec
PL2 -5.85 dB
PL12 9.10 dB
PL13 12.10 dB

SFO2 400.1316005 MHz

F2 - Processing parameters

S| 32768

SF 100.6128179 MHz
WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.00

bl

190 180 170 160

150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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H of

Current Data Parameters
TO031

=~ NAME
o OO N TOWDO A MM AN O O OO T OM O O N AN o 0 EXPNO 3
© M= AOAMANM T H AN MO~ O ODMO MO <O O — M © PROCNO 1
o NN HOEOONOMN OO MMM CIEOFTNHONOMOO ~wnm
o cesnnnnnnananTees aoossEEEEEaen <9 F2 - Acquisition Parameters
— 00 00 O~ [~ [~~~ [~~~ 0~~~ LT ONONNOH OO NN — 1'?;22_ 2%11551507
INSTRUM spect
PROBHD 5 mm BBO BB-1H
N ™o O © PULPROG zg30
TD 32768
OO MmO
O~ NO ﬁgLVENT 12DMSO
D~~~
O LR DS 0
[ e e SWH 7246.377 Hz
FIDRES 0.221142 Hz
\\\/// AQ 2.2609921 sec
NH RG 228.1
DW 69.000 usec
DE 6.50 usec
-~ TE 296.0 K
N N D1 2.00000000 sec
H TDO 1
======== CHANNEL f{ ========
dea NUCT 1H
P1 14.40 usec
PL1 1.80 dB

SFO1 400.1324008 MHz
F2 - Processing parameters
Sl 16384

SF 400.1300026 MHz
EM

WDW

SSB 0

LB 0 Hz

GB 0

PC 1.00

e m A
7.8 ppm
()} L
(@) O
— (&)}
)y
‘J UL A K—’\_A_J A J

[} (@) O[O ||| [N o O[O LN
N (o)} (@] (@] NeR ANl | (@] — AN |™M —
[e0) [e0] O[O || O o O | (@)
o (@) O] | o O (@)
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13C of 2

N OANANOLOTANDLOMOO —
Lo} O OOWVWONMNNOOLWIMNS MO ANN—TOO X
o OONON~NON~NNNO O < —OoONWOMO® Current Data Parameters
© <TTOONNNN~™ «— «— OCOMO OO NAME TO031
~ L ol sl B ol i i ol i i i FTOOOOO™M EXPNO 6
NN [ O e
F2 - Acquisition Parameters
AW O ) © o Date_ 20161208
g 0’\0 ": : g g Time 0.25
INSTRUM spect
NANAN N - PROBHD 5 mm BBO BB-1H
PULPROG zgpg30
@) \ \ / ‘ \ / D 32768
SOLVENT DMSO
B NS 2000
r DS 0
NH SWH 24038.461 Hz
FIDRES 0.733596 Hz
P AQ 0.6815744 sec
RG 4096
N N DW 20.800 usec
H DE 6.50 usec
TE 296.9 K
dea D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f{ ========
NUC1 13C
P1 9.00 usec
PL1 7.00 dB
SFO1 100.6233325 MHz
======== CHANNEL 2 ========
CPDPRG[2 waltz16
NUC2 1H
PCPD2 90.00 usec
PL2 1.80 dB
, — _ _ PL12 17.00 dB
I I I PL13 20.00 dB
130 125 120 ppm SFO2 400.1316005 MHz
F2 - Processing parameters
S| 32768
SF 100.6128184 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.00

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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|
N

|
0

Current Data Parameters
SG081

— NAME
~ OLOWNHWWW—HOANSWNMO ™~ To} < o EXPNO 9
o OH<TOMOMNAANMOANM A OO0 o [ Te] PROCNO 1
™~ OHLOIFNOA~OFTMOHON AT NO ™ o w0
o © m mees rY) m m m m =<2 m = m F2 - Acquisition Parameters
— oo S N S S S A A A A ™ NN Date_ 20141209
Time 225
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG zg30
TD 32768
0 N <O O SOLVENT DMSO
N O O NN M NS 12
O n M m O <M N DS 0
R Mmoo SWH 7246.377 Hz
. : FIDRES 0.221142 Hz
Me o Tooes AQ 22609921 sec
NH RG 256
DW 69.000 usec
DE 6.50 usec
~ TE 2958 K
N N D1 2.00000000 sec
H TDO 1
======== CHANNEL f{ ========
4fa NUC1 1H
P1 15.00 usec
PL1 -5.85 dB
SFO1 400.1324008 MHz
F2 - Processing parameters
S| 16384
SF 400.1300031 MHz
WDW EM
SSB 0
LB 0 Hz
GB 0
PC 1.00
Easnassasssss nad
7.8 ppm T RARS
7.4 ppm
—
—
o) o
. ~
o~ o
N
JL___,\ Ul
[rorrrrTT | I | I | I | I | I | I | I | I | I prorrrTeT r-——
10 9 8 7 6 5 4 3 2 1 0 ppm
o~ o~ —||lo|o] [~ — oo
~ < |||~ [© ™ ~|o
o o o ||ov|ov] (o ~ wlo
o o ool o ™ [e\ [0}
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1H -2-sit

~ WLMONOOWT AN OO N

0 VOOMNMMNANANNOO OANTOO®ON M

- NOOWBANW®LLWAAN S O —oONOLNO®©O < Current Data Parameters
© T OOOANNNN «~— «— OO O NAME SG081
~ Ll ol ol o o ol < OOOMOOMOOMOM N EXPNO 11

NN YA e

F2 - Acquisition Parameters

Date_ 20141209
Time 2.52
INSTRUM spect
<+ N PROBHD 5 mm BBO BB-1H
N N PULPROG zgpg30
@) TolTe ™D 32768
NN SOLVENT DMSO
M A NS 6616
e DS 0
NH SWH 24038.461 Hz
FIDRES 0.733596 Hz
gy AQ 0.6815744 sec
RG 11585.2
N N DW 20.800 usec
H DE 6.50 usec
TE 296.2 K
4fa D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f1 ========
NUCA1 13C
P1 10.00 usec
PL1 6.70 dB
SFO1 100.6233325 MHz
======== CHANNEL 2 ========
CPDPRG[2 waltz16
NUC2 1H
PCPD2 90.00 usec
PL2 -5.85dB
PL12 9.10 dB
PL13 12.10 dB

SFO2 400.1316005 MHz

F2 - Processing parameters

' ' ' ' T Sl 32768
125.4 125.2 ppm \?VFDW 100.6122?“94 MHz
SSB 0
LB 1.00 Hz
GB 0
PC 1.00

1.021

MWWWU

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm

O[o[~[o]—]|o]]w 130/ 157
OINO|O|N O (0O
NI || (cf|oN
ololo|—|+—|ololo




'_\
s

of

10.7578

M
® NH

Ir=z

4fb

8.5430
8.5377
7.7525
7.6140

A

VMW MWOOMN
O~ NO AN A O,
A~ O 00 M
O N A
[ O L il el S g

J
\

Me

3.3442

2.5042
2.5002
2.3604
2.2724

e
~J

N A N M "
1 y
[ [ AR [ R B L ) B BN I
10 8 7 2 1 0 ppm
— o MO | O | < |\O
O — (O} Il (@] (0] (o0} Lo~
O ~ |0 |O|Oo|1O (e} [e)}
o (@) Ol || [N [QVAIQ\)

Current Data Parameters

NAME S1062-2
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20150205

Time 11.37
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG zg30

TD 32768
SOLVENT DMSO

NS

DS 0

SWH 7246.377 Hz
FIDRES 0.221142 Hz
AQ 2.2609921 sec
RG 362

DW 69.000 usec

DE 6.50 usec

TE 295.6 K

D1 2.00000000 sec
TDO 1

======== CHANNEL {1 ======
NUCA1 1H

P1 15.00 usec

PL1 -5.85 dB

SFO1 400.1324008 MHz

F2 - Processing parameters
Sl 16384

SF 400.1300030 MHz
WDW EM

SSB 0

LB 0 Hz

GB 0

PC 1.00
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13C

o OO OV~ OWOMNMNMNO ©

© QAVO N N-NR g% Current Data Parameters
5 IIFNSHIIKIE S S NAME 510622

‘ \\ \\\\ / %// v PROCNO 1

F2 - Acquisition Parameters

Date_ 20150207
Time 9.05
INSTRUM spect

PROBHD 5 mm BBO BB-1H
PULPROG zgpg30

O D 32768
SOLVENT DMSO
NS 761
Me Me DS 0
NH SWH 24038.461 Hz
FIDRES 0.733596 Hz
/)\ AQ 0.6815744 sec
RG 8192
N N DW 20.800 usec
H DE 6.50 usec
TE 296.0 K
4fb D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f1 ========
NUC1 13C
P1 10.00 usec
PL1 6.70 dB
SFO1 100.6233325 MHz
======== CHANNEL 2 ========
CPDPRG[2  waltz16
NUC2 1H
PCPD2 90.00 usec
PL2 -5.85dB
PL12 9.10 dB
PL13 12.10 dB

SFO2 400.1316005 MHz

F2 - Processing parameters

S| 32768

SF 100.6128171 MHz
WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.00

B I I I I Y Y A DA RN AR RARRARAARY REAREAREN NARARRARN RARRARRARY RARARAR RAARRARR
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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Current Data Parameters
N SG080

o AME
o e} I~ O 0 ™~ M~ MO ~ [ RCNe) EXPNO 8
™ ™ O oYM N WO 1O < N SO O PROCNO 1
e} — W W OSSO~ M < o O~
o. OO = l\ m W W m m m m m 100 m F2 - Acquisition Parameters
— e N R R ™ ISENEN Date_ 20141207
Time 1.14
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG zg30
TD 32768
NSRS IS SOLVENT DMSO
WO O W~ O~ NS 12
O [ TO NS AIRN (N e I92)] DS 0
. R SWH 7246.377 Hz
S FIDRES 0.221142 Hz
Me Cl AQ 2.2609921 sec
NH RG 256
DW 69.000 usec
DE 6.50 usec
~ TE 2959 K
N N D1 2.00000000 sec
H TDO 1
======== CHANNEL f{ ========
4fd NUCH 1H
P1 15.00 usec
PL1 -5.85 dB

SFO1 400.1324008 MHz
F2 - Processing parameters
Sl 16384

SF 400.1300026 MHz
EM

WDW

SSB 0

LB 0 Hz

GB 0

PC 1.00

I
7.5 ppm
[ee] < | |O [~
o o f|sr fov
()] (@] (&) (e
~ |||
AN _n/\_ A‘J Sk A wu

2.046
1.027

0.699
0.705
2.998
T.054\

65.464
11.912
3.000
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AN MO OO ONMNTTOOWO O
© ©WOOXO®W~—WOANODO© <
3- - NSYNWOUOONLL®O—N <
© <T<FTOOONNNANAN — o
~ Ll el i el i wal vl el i i (q\]
‘ \\ \\\ \ . //// Current Data Parameters
NAME SG080
EXPNO 112
PROCNO 1
F2 - Acquisition Parameters
Date_ 20160729
Time 18.03
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
O D 32768
SOLVENT DMSO
NS 299
Me Cl DS 0
NH SWH 24038.461 Hz
FIDRES 0.733596 Hz
/)\ AQ 0.6815744 sec
RG 198.09
N N DW 20.800 usec
H DE 6.50 usec
TE 299.2 K
4fd D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f{ ========
SFO1 100.6228298 MHz
NUC1 13C
P1 10.00 usec
PLW1 47.50000000 W
======== CHANNEL 2 ========
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG|[2 waltz16
PCPD2 90.00 usec

PLW2 15.00000000 W
PLW12 0.33750001 W
PLW13 0.27338001 W

F2 - Processing parameters

S| 32768

SF 100.6128189 MHz
WDW EM

SSB 0

LB 2.00 Hz

GB 0

PC 1.00

g

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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=
)

Current Data Parameters
N SG089

[e¢] AME
o] o~ T HOD O M 0O~ ™ — < < EXPNO 1
— ) O Y0 O M WO O o < O W ~ PROCNO 1
o ~ NN NNOO ™I~ < o o ©
‘_; <r* @® © m m N N O O o o O m m m N [\ F2 - Acquisition Parameters
— o N o i e S S ™ NNN Date_ 20141219
Time 20.24
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG zg30
< 0O~ TD 32768
™M O — O © SOLVENT DMSO
O~ ~ 0 NS 12
O coooo DS 0
Pl < SWH 7246.377 Hz
HO M R FIDRES 0.221142 Hz
e AQ 2.2609921 sec
NH RG 3225
DW 69.000 usec
J\ DE 6.50 usec
= TE 295.3 K
N N D1 2.00000000 sec
TDO 1
4 b ======== CHANNEL f{ ========
g NUC1 1H
P1 15.00 usec
PL1 -5.85 dB
SFO1 400.1324008 MHz
F2 - Processing parameters
S| 16384
SF 400.1300026 MHz
WDW EM
SSB 0
LB 0 Hz
GB 0
PC 1.00
I
7.1 ppm
©
o)
o)
o~
*_“/\\.‘ J U . A WJL—‘-‘Jl Ao,

11 10 9 8 7 6 5 4 3 2 1 ppm
— o @ o] [ofn]o o ©llo o~
© o) — ©| [H|v|o ~ oo ©
~ ™ o ®| [o|ov|o 0 oo <
o o o —| |lolol~ o) ollen —
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13C

To) O NS OO M —
© N O~— WO ANMNMNOODOO N NOANT——-—OOMWW ™M
- M OO OCODHOMD O —oONWOMO®O < Current Data Parameters
© O IFTOONANNT— O OO O NAME SG089
~ ~ Lol ol ol S i sl i ol el ol O OMOMOOMOOMM (qV] EXPNO 6
FLNANV ~p | O e
F2 - Acquisition Parameters
Date_ 20141226
Time 8.10
™ = INSTRUM spect
Q9 PROBHD 5 mm BBO BB-1H
@ ® PULPROG zgpg30
O - — TD 32768
SOLVENT DMSO
HO M \ / NS 135
e DS 0
NH SWH 24038.461 Hz
FIDRES 0.733596 Hz
/)\ AQ 0.6815744 sec
N N RG 4096
DW 20.800 usec
H DE 6.50 usec
TE 295.6 K
4gb D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f{ ========
NUC1 13C
P1 10.00 usec
PL1 6.70 dB
SFO1 100.6233325 MHz
======== CHANNEL 2 ========
CPDPRG|[2 waltz16
NUC2 1H
PCPD2 90.00 usec
PL2 -5.85 dB
PL12 9.10 dB
PL13 12.10 dB
SFO2 400.1316005 MHz
F2 - Processing parameters
SI 32768
SF 100.6128081 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.00

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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*** notes for the NMR spectra of benzimidazo[2,1-b]quinazolin-12-ones (9)

During structural characterization of benzimidazo[2,1-b]quinazolin-12-ones (9) with NMR spectroscopy, we observed obscure °C NMR
spectra with indistinct and broad peaks as well as obvious missing peaks, particularly for the quaternary carbons. We rationalized that the nitro-
gen-bonded protons of benzimidazo[2,1-b]quinazolin-12-ones (9) can rapidly hopping among the basic nitrogens inter- and intra-molecularly in
solution. The dynamic process involves at least the equilibrium between two non-equivalent structures (9 and 9') and the transient states in be-
tween, which caused significant peak broadening due to non-equivalent environments for the carbons nearby the basic nitrogens. Although the
missing or broad peaks can be verified by raising the NMR experiment temperature to accelerate the proton transfer process, the tempera-
ture-variable NMR experiments are somehow troublesome and less practical for general structural identification. Therefore, for NMR spectro-
scopic characterization purpose, an additional set of 'H & "*C NMR spectra for benzimidazo[2,1-b]quinazolin-12-ones (9) were acquired with
the addition of one drop of TFA, which was intended to saturate the basic nitrogen sites with additional proton source to prevent the proton
transfer. As a result, the carbon skeletons of benzimidazo[2,1-b]quinazolin-12-ones (9) were confirmed unambiguously by both unprotonated
and protonated °C NMR spectra.

0 — R 0 — R 0 — R
@J\N N\ / @f% \ / H* NN/

N/)\'}‘ N)QN N)\@\'}l
9 H

| |
H 9 H H
9+H*

137 / 157



1H of RX127

O —12.543

—3.325

2.506
2.503
2.500
2.497
2.494

9ai
12 11 10 9 8 7 [ 5 4 3 2
™ DO [|HM|IO|O ||
[ee] 1ol Inndl [e o] Innll NOX [} [0} [0))
[ee] [eX1 [92] [e)] [eX] [e)} [@] [eX ] [e)}
o ololololol=lole

Current Data Parameters
NAME RX127-NMR600

EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20140718
Time 13.38
INSTRUM spect
PROBHD 5 mm PATBO BB-
PULPROG zg30
TD 65536
SOLVENT DMSO
NS 128

DS

SWH 10822.511 Hz
FIDRES 0.165138 Hz
AQ 3.0277631 sec
RG 250.57

DW 46.200 usec
DE 12.09 usec
TE 300.0 K

D1 2.00000000 sec
TDO 1

======== CHANNEL f{ ======

SFO1 600.1736010 MHz
1H

P1 12.05 usec
PLW1 30.00000000 W

F2 - Processing parameters

Sl 32768

SF 600.1700045 MHz
WDW EM

SSB 0

LB 0 Hz

GB 0

PC 1.00
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13C of RX127

N~ <t T OULANMNMNIONOOOO
3 OO ON~ LN gﬁ?—'S%Q% Current Data Parameters
B SP3IRQIIIRL SO O oo o NAME  RX127-NMR600
~— Ll ol il e st sl i ol < < ST OO™M EXPNO 5
| \/ \\\\//.// N% PROCNO 1
F2 - Acquisition Parameters
Date_ 20140718
Time 5.35
O INSTRUM spect
PROBHD 5 mm PATBO BB-
PULPROG zgpg30
N D 65536
SOLVENT DMSO
NS 15000
P DS 0
N N SWH 36057.691 Hz
H FIDRES 0.550197 Hz
AQ 0.9087659 sec
. RG 200.5
9ai DW 13.867 usec
DE 6.50 usec
TE 300.5 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f1 ========
SFO1 150.9287115 MHz
NUC1 13C
P1 10.80 usec
PLW1 50.00000000 W
======== CHANNEL f2 ========
SFO2 600.1724007 MHz
NUC2 1H
CPDPRG[2 waltz64
PCPD2 70.00 usec

Lﬁ-—---—mm

PLW2 30.00000000 W
PLW12 1.03470004 W
PLW13 0.50700003 W

F2 - Processing parameters

S

SF 150.9128699 MHz
WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.00

Hmm

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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1H of RX127-TFA

11.612
8.463
8.450
8.298
8.295
8.284
8.282
7.890
7.888
7.878
7.876
7.874
7.864
7.862
7.644
7.631
7.623
7.610
7.539
7.537
7.526
7.524
7.513
7.511
7.471
7.469
7.458
7.457
7.456
7.445
7.444
7.432
-7.430

N

(@)
90
N//Lm

9ai with TFA

7.418
7.406
7.404
2.503
2.500
2.497

Current Data Parameters
NAME 2014080119
EXPNO 1

PROCNO 1

F2 - Acquisition Parameters
Date_ 20140820
Time 18.16
INSTRUM spect
PROBHD 5 mm PATBO BB-
PULPROG zg30

TD 65536
SOLVENT DMSO
NS 128

DS

SWH 10822.511 Hz
FIDRES 0.165138 Hz
AQ 3.0277631 sec
RG 123.59

DW 46.200 usec
DE 12.09 usec

TE 300.0 K

D1 2.00000000 sec
TDO 1

======== CHANNEL f{ ======

SFO1 600.1736010 MHz
1H

P1 12.05 usec
PLW1 30.00000000 W

F2 - Processing parameters

SI 65536

SF 600.1700047 MHz
WDW EM

SSB 0

LB 0 Hz

GB 0

PC 1.00

140 / 157



13C of RX127-TFA

Current Data Parameters
NAME 2014080119
EXPNO 2

//m// ‘N% PROCNO 1

F2 - Acquisition Parameters

——158.86
146.50
142.12
136.24
133.32
127.86
127.30
127.23
124.56
123.57
120.20
116.02
115.57
113.58
40.41
40.28
40.14
40.00
39.86
39.72
39.58

/r
7
Va

AN

Date_ 20140821
Time 19.10
O INSTRUM spect

PROBHD 5 mm PATBO BB-
PULPROG zgpg30
65536

N TD
SOLVENT DMSO
NS 30000
= DS 0
N N SWH 36057.691 Hz
H FIDRES 0.550197 Hz
AQ 0.9087659 sec
. . RG 2050
9ai with TFA DW 13,867 usec
. usec
TE 300.9 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
©
OQ ======== CHANNEL f1 ========
[oo] SFO1 150.9287115 MHz
© NUC1 13C
P1 10.80 usec
PLW1 50.00000000 W
======== CHANNEL f2 ========
SFO2 600.1724007 MHz
NUC2 1H
CPDPRG|2 waltz64
PCPD2 70.00 usec

PLW2 30.00000000 W
PLW12 1.03470004 W
PLW13 0.50700003 W

F2 - Processing parameters

S|
SF_ 150.9128226 MHz
WDW EM
SSB 0
LB 2.00 Hz
e GB 0
PC 1.00

ppm

i 1

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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1H of re 173

Current Data Parameters

—
< S A NOWID NN HL MO OO N ™M O~ w
< OO NNOSTWOTTNONH O OO < oo om NAME TCC-2014110118
. NANNNNCTTCOMODONONNO O ™ 0 w0 < < EXPNO 4
N . . . . . . . . . . . . . . . . . . . . . . . PROCNO ‘|
— O 00 00 CO GO [~ [~ [~ [~ [~ [~~~ 00>~~~ ™ NN NN
F2 - Acquisition Parameters
Date_ 20141112
Time 10.11
INSTRUM spect
O PROBHD 5 mm PABBO BB-
PULPROG 2930
Me D 65536
SOLVENT DMSO
N NS 4
DS 0
)\ SWH 9057.971 Hz
= N FIDRES 0.138214 Hz
N AQ 3.6175871 sec
H RG 181
DW 55.200 usec
9 - DE 6.50 usec
daj TE 300.0K
D1 2.00000000 sec
TDO 1
======== CHANNEL f1 ========
NUC1 1H
P1 13.20 usec

PL1 -0.60 dB
SFO1 500.1330008 MHz

F2 - Processing parameters

SI 16384

SF 500.1300048 MHz
WDW EM

SSB 0

LB 0 Hz

GB 0

PC 1.00

12 11 10 9 8 7 6 5 4 3 2 1 pprm
~ 0 ]oo [or [+ [o |y ™
o Ao o |o|m|wv N
— oo [ov|ov[o|ov[on Ie9)
o olololol-lsels ~
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13C of re 173

™ (o] T O NOMYT W
pk © aa-anyIanad 8%:8%'«\38 % Current Data Parameters
B S BHNRANLLR COoOCOoCODD — NAME TCC-2014110118
-~ ~ Ll el S wl l wl l l d <N < T TTOOO™M N EXPNO 5
NN | O e
F2 - Acquisition Parameters
Date_ 20141112
Time 10.16
O INSTRUM spect
PROBHD 5 mm PABBO BB-
Me PULPROG zgpg30
N D 65536
SOLVENT DMSO
NS 6076
P DS 0
N N SWH 30303.031 Hz
H FIDRES 0.462388 Hz
AQ 1.0813440 sec
9 A RG 8192
dj DW 16.500 usec
DE 6.50 usec
TE 300.2 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f1 ========
NUC1 13C
P1 10.00 usec
PL1 6.50 dB
SFO1 125.7709936 MHz
======== CHANNEL f2 ========
CPDPRG[2 waltz16
NUC2 1H
PCPD2 90.00 usec
PL2 -0.60 dB
PL12 15.20 dB
PL13 18.20 dB

SFO2 500.1320005 MHz

F2 - Processing parameters

S

SF 125.7577884 MHz
WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.00

A o Mo

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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1H of re 173+TFA

8.289
8.273
8.258
8.255
7.885
7.882
7.868
7.854
7.851
7.657
7.641
7.473
7.457
7.442
7.403
7.227
7.210
2.507
2.504
2.500
2.496
2.493
2.441

N\

%/ W

0
N
A\
N H
9aj with TFA
[rorrreeTT [rorTTTreT [rorrreTeT
12 11

2.926

Current Data Parameters
NAME TCC-2014110118

EXPNO 12
PROCNO 1

F2 - Acquisition Parameters
Date_ 20141114
Time 15.22
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30

TD 65536
SOLVENT DMSO
NS 32

DS 0

SWH 9057.971 Hz
FIDRES 0.138214 Hz
AQ 3.6175871 sec
RG 71.8

DW 55.200 usec
DE 6.50 usec

TE 300.0 K

D1 2.00000000 sec
TDO 1
======== CHANNEL f{ ======
NUC1 1H

P1 13.20 usec

PL1 -0.60 dB
SFO1 500.1330008 MHz

F2 - Processing parameters

SI 65536

SF 500.1300050 MHz
WDW EM

SSB 0

LB 0 Hz

GB 0

PC 1.00
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13C of re 173+TFA

<t OO TN OUOANDDOOMLD
eI agaaan~ 88:8%88 g) Current Data Parameters
BITHSIINIIIR2L COCOCHDD — NAME  TCC-2014110118
L el ol el i el el e S i sl i i <t <N < ITITTOOOM N EXPNO 13
\\\\\\\V/// e} l\ % | PROCNO 1
[o0]
"“_7 F2 - Acquisition Parameters
Date_ 20141114
Time 14.49
O INSTRUM spect
PROBHD 5 mm PABBO BB-
Me PULPROG 29pg30
N D 65536
SOLVENT DMSO
NS 3746
~ DS 0
N N SWH 30303.031 Hz
H FIDRES 0.462388 Hz
AQ 1.0813440 sec
H . RG 8192
9aj with TFA l U DW 16.500 usec
DE 6.50 usec
ppm TE 300.2 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f1 ========
NUC1 13C
P1 10.00 usec
PL1 6.50 dB
SFO1 125.7709936 MHz
======== CHANNEL f2 ========
CPDPRG[2 waltz16
NUC2 1H
PCPD2 90.00 usec
PL2 -0.60 dB
PL12 15.20 dB
PL13 18.20 dB
SFO2 500.1320005 MHz
F2 - Processing parameters
Sl
SF 125.7577358 MHz
WDW EM
SSB 0
LB 0.80 Hz
GB 0
PC 1.00
, AP o dbsueint = A o

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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1H of re 171

—12.684

2.507
2.503
2.500
2.496
2.493

9ak
L___JLKJ 1
12 11 10 9 8 7 6 5 4 3 2
(@) ~ O] [ N|O | |0
LO O~ |O |~ |0
N [e2) (9] B [©)] [e] [eX ) @)}
o olollol<l=lo

Current Data Parameters
NAME TCC-2014110118

EXPNO 21
PROCNO 1

F2 - Acquisition Parameters
Date_ 20141124
Time 11.43
INSTRUM spect

PROBHD 5 mm PABBO BB-

PULPROG zg30

TD 65536
SOLVENT DMSO
NS

DS 0

SWH 9057.971 Hz
FIDRES 0.138214 Hz
AQ 3.6175871 sec
RG 181

DW 55.200 usec
DE 6.50 usec

TE 300.1 K

D1 2.00000000 sec
TDO 1
======== CHANNEL f{ ======
NUC1 1H

P1 13.20 usec
PL1 -0.60 dB
SFO1 500.1330008 MHz
F2 - Processing parameters
S| 32768

SF 500.1300050 MHz
WDW EM

SSB 0

LB 0.10 Hz

GB 0

PC 1.00
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13C of re 171

NDON OFT-LOLODVDWOWWOOHIONO O N
— O ONOWNTANDO W<t 0O 0N — DM~ OO Current Data Parameters
OO ITITITTONNNT T T OOO0O [eNoNoNeNe)Ne)Ne)) NAME TCC-2014110118
Ll Sl ol i i ol i ol i ol el e i i <Nt < < < TOOM EXPNO 22
AN\ e N\~ rocto
F2 - Acquisition Parameters
Date_ 20141124
Time 13.37
O INSTRUM spect
PROBHD 5 mm PABBO BB-
F PULPROG zgpg30
N TD 65536
SOLVENT DMSO
NS 20600
-~ DS 0
N N SWH 30303.031 Hz
H FIDRES 0.462388 Hz
AQ 1.0813440 sec
RG 8192
9ak DW 16.500 usec
DE 6.50 usec
TE 300.0K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f1 ========
NUCA1 13C
P1 10.00 usec
PL1 6.50 dB
SFO1 125.7709936 MHz
======== CHANNEL f2 ========
CPDPRG[2 waltz16
NUC2 1H
PCPD2 90.00 usec
PL2 -0.60 dB
PL12 15.20 dB
PL13 18.20 dB

SFO2 500.1320005 MHz

F2 - Processing parameters

S

SF 125.7577894 MHz
WDW EM

SSB 0

LB 2.00Hz

GB 0

PC 1.00

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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1H of re 171+TFA

e\
CLOVWANAANNOOTOIMAHOSFTANDDOONNDLTODLONO > N ~<tOoOwm Current Data Parameters
OO NNNNAAFTONDNOFOO-OWOOFTONNNNOO [eNeoNeNo N NAME TCC-2014110118
M MM MNNNNOOGWOWOXO=T=WOWONMNOMMMMM A A O W0 LW0 < EXPNO 24
(@) . . . . . L T N T T BT Y e e e e e PROCNO ‘|
+— 00 G0 00 00 00 00 CO OO [~ [~ [~ [~ [~ [~~~ [~~~ [~~~ 0~~~ >~~~ NN NN N
F2 - Acquisition Parameters
Date_ 20141125
Time 16.05

INSTRUM spect
PROBHD 5 mm PABBO BB-

PULPROG 2930
F D 65536
SOLVENT DMSO
N NS 64
DS 0
/I\ SWH 9057.971 Hz
Z N FIDRES  0.138214 Hz
N H AQ 3.6175871 sec

RG 128
DW 55.200 usec

= DE 6.50 usec

9ak with TFA TE 300.0 K

D1 2.00000000 sec
TDO 1
======== CHANNEL f1 ========
NUC1 1H
P1 13.20 usec

PL1 -0.60 dB
SFO1 500.1330008 MHz

F2 - Processing parameters

SI 32768

SF 500.1300050 MHz
WDW EM

SSB 0

LB 0 Hz

GB 0

PC 1.00

[rrrrrrrT | [rerTrTeTT [rerTrTeTT [rerTrTeTT [rerTrTeTT [rerTTTTTT | IR | IR | IR | IR | I [rerTrTeTT |
12 11 10 9 8 7 6 5 4 3 2 1 ppm
(@) [Ip)l oo} il e} (@] [ee] Ny
— [aall Iandl [l [eo) [@p) Il [06)
~ [e2] [o2] I [9)] [e=] [e)] [@)}
~ olollel-l—lo
™
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13C of re 171+TFA

OCONMMTOANT O T 0O ONMNMNL

NOCOONBBONETNDOOT DO N — DM~ OO Current Data Parameters
COUITTOOOANANNT T —OO0O0O eNeNoNoXo R N NAME ~ TCC-2014110118
Rl i ol i S it i il i e St TSTTOOM EXPNO 25
VNN ~p PROCNO. T

F2 - Acquisition Parameters

Date 20141125
O 92 8 Time 10.30
F o o INSTRUM spect
© Yol PROBHD 5 mm PABBO BB-
N - - PULPROG 2gpg30
D 65536
/)\ | | SOLVENT DMSO
N NS 4632
N DS 0
H SWH 30303.031 Hz
. FIDRES 0.462388 Hz
9ak with TFA AQ 1.0813440 sec
DW 16.500 usec
DE 6.50 usec
TE 300.2K
D1 2.00000000 sec
D11 0.03000000 sec
..... BEEassmms nessss s TDO 1
1 60 1 59 ppm ======== CHANNEL f1 ========
NUCA1 13C
P1 10.00 usec
PL1 6.50 dB
SFO1 125.7709936 MHz
======== CHANNEL f2 ========
CPDPRG[2 waltz16
NUC2 1H
PCPD2 90.00 usec
PL2 -0.60 dB
PL12 15.20 dB
PL13 18.20 dB

SFO2 500.1320005 MHz

F2 - Processing parameters

S

SF 125.7577538 MHz
WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.00

Ll[HJ | | -

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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1H of re 174

—12.451

Me

—3.331

__-2.500
~~2.455

0.838

Current Data Parameters
NAME TCC-2014110118

EXPNO 9
PROCNO 1

F2 - Acquisition Parameters
Date_ 20141113
Time 19.55
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30

TD 65536
SOLVENT DMSO
NS 32

DS 0

SWH 9057.971 Hz
FIDRES 0.138214 Hz
AQ 3.6175871 sec
RG 181

DW 55.200 usec
DE 6.50 usec

TE 300.0 K

D1 2.00000000 sec
TDO 1
======== CHANNEL f{ ======
NUC1 1H

P1 13.20 usec

PL1 -0.60 dB
SFO1 500.1330008 MHz

F2 - Processing parameters

SI 16384

SF 500.1300048 MHz
WDW EM

SSB 0

LB 0 Hz

GB 0

PC 1.00
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13C of re 174

Me

—159.46

147.45
146.20

/
/

A

135.00

133.78
130.79

127.68

o

127.19
126.97
122.45
122.08
115.63
115.10

112.90

<
N
\

40.50
40.33

40.17

40.00

39.83

39.67
39.50
—21.65

Current Data Parameters
NAME TCC-2014110118

EXPNO 10
PROCNO 1

F2 - Acquisition Parameters
Date_ 20141113

Time 10.07
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30

TD 5536
SOLVENT DMSO

NS 5157

DS 0

SWH 30303.031 Hz
FIDRES 0.462388 Hz
AQ 1.0813440 sec
RG 8192

DW 16.500 usec

DE 6.50 usec

TE 300.3 K

D1 2.00000000 sec
D11 0.03000000 sec
TDO 1

======== CHANNEL f1 ========
NUCA1 13C

P1 10.00 usec

PL1 6.50 dB

SFO1 125.7709936 MHz
======== CHANNEL f2 ========
CPDPRG[2 waltz16
NUC2 1H

PCPD2 90.00 usec
PL2 -0.60 dB

PL12 15.20 dB

PL13 18.20 dB

SFO2 500.1320005 MHz

F2 - Processing parameters

S

SF 125.7577899 MHz
WDW EM

SSB 0

LB 2.00Hz

GB 0

PC 1.00

)

190

180

170

160

150

140

130

120

110

100 90

80

70

60

50

40

30
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10

0 ppm
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1H of re 174+TFA

<
— OMNMNANOO ADNO TN I~ N O T O~ O Current Data Parameters
o~ OO NOSO TN ANO o O o~ NAME  TCC-2014110118
. NN N NOGWOMWODOMWWS TN M [ToRToIS IR EXPNO 18
(@) . . . . . . . . . . . . . . . . . . . . . . PROCNO ‘|
— G 0000 S~~~ NN NN
F2 - Acquisition Parameters
Date_ 20141117
Time 11.57
M INSTRUM spect
e PROBHD 5 mm PABBO BB-
O PULPROG zg30
TD 65536
SOLVENT DMSO
NS
N DS 0
SWH 9057.971 Hz
/)\ FIDRES 0.138214 Hz
N N AQ 3.6175871 sec
H RG 128
DW 55.200 usec
= . DE 6.50 usec
gbj with TFA TE 300.0 K
D1 2.00000000 sec
TDO 1
======== CHANNEL f1 ========
NUC1 1H
P1 13.20 usec
PL1 -0.60 dB
SFO1 500.1330008 MHz
F2 - Processing parameters
S| 32768
SF 500.1300047 MHz
WDW EM
SSB 0
LB 0 Hz
GB 0
PC 1.00
. 1 A
[rrerrTTT [rrrrTTTeT IR IR IR IR [rrrTTTTT [rrrrrTTTE [rrrrrTTTE [rrrrrTTTE [rrrTTTTTr T T T T IR T
12 11 10 9 8 7 6 5 4 3 1 ppm
™ N[ oo |~ ]|~ o
o bl Ie) (=] [qV NeX [op] Ne)
o alov|o|o oo @
— —|o|—H|o|lo|o e\
e\
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13C of re 174+TFA

N OO T~ ALLOOWLOANMAN
I NG D 88:8%88 (vl\) Current Data Parameters
B ITSYIIIIIKERE COCoCHDDD — NAME  TCC-2014110118
L R S i el el el el i i i ol < I ITITTOOOM N EXPNO 19
NN 2 T oo
F2 - Acquisition Parameters
= Date_ 20141117
: Time 11.30
Me 3 INSTRUM spect
@) ~ PROBHD 5 mm PABBO BB-
PULPROG zgpg30
D 65536
N SOLVENT DMSO
NS 1000
)\ DS 0
o N SWH 30303.031 Hz
N FIDRES 0.462388 Hz
H AQ 1.0813440 sec
B RG 5792.6
9bj with TFA DW 16.500 usec
DE 6.50 usec
TE 300.0 K
[LARRARARAS RARARARARE| D1 2.00000000 sec
D11 0.03000000 sec
159 ppm D0 1
======== CHANNEL f1 ========
NUC1 13C
P1 10.00 usec
PL1 6.50 dB
SFO1 125.7709936 MHz
======== CHANNEL f2 ========
CPDPRG[2 waltz16
NUC2 1H
PCPD2 90.00 usec
PL2 -0.60 dB
PL12 15.20 dB
PL13 18.20 dB

SFO2 500.1320005 MHz

F2 - Processing parameters

S

SF 125.7577607 MHz
WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.00

L A L) ) LAY MR LA R A NANAAAA) LAY EAMAAAAAA] AN LAAAAAAAE) LAAAAMARS] SRR AAMRAAA) RAAARAAA) MAAMAMMAS] AAMAAAARN] AMMMAAAM MMM
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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1H of re 172

<
QN O AANTTTNDN AHOT LT HO TN NOITND I OO N~ — O~ M
O HOODODOD MANrATOOONHNDOVOMEWOWAINHNDMMHOOOOOOTI™SIr~r~ W N OO O OO,
. NN A A A A A A0 LITONONOMNMANNNNNNNN (SO TONTORTORNANA
N T T . e e e
— O owowoowoowoowowaor-r~r~rrrrre e ™M N AN N NN
/)\N
A L
IR e B B B L I B B B ) B L I L L L I L

12 11 10 9 8 7 6 5 4 3 2
(o)) [I0] Innll ASHl (@) (@]
(o)) Il [QV] [ee)l [40)) ()
O (O] ()] [e)} ()] [e)
o (@) (] (e} Lol QN

Current Data Parameters
NAME TCC-2014110118

EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20141112
Time 8.44
INSTRUM spect

PROBHD 5 mm PABBO BB-

PULPROG zg30

TD 65536
SOLVENT DMSO
NS

DS 0

SWH 9057.971 Hz
FIDRES 0.138214 Hz
AQ 3.6175871 sec
RG 256

DW 55.200 usec
DE 6.50 usec

TE 300.1 K

D1 2.00000000 sec
TDO 1
======== CHANNEL f{ ======
NUC1 1H

P1 13.20 usec
PL1 -0.60 dB
SFO1 500.1330008 MHz
F2 - Processing parameters
Sl 65536

SF 500.1300049 MHz
WDW EM

SSB 0

LB 0.10 Hz

GB 0

PC 1.00
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13C of re 172

DWON N N NDOONMNMNOOWON
QoN ST ¥ TN~ 88:8%’58 Current Data Parameters
BB88 I &8 JIAKLLEE8 COO0O0OOD NAME TCC-2014110118
T T T T~ T xrrrTr T T T <Nt < < < TOOM EXPNO 2
N ANV " O e
F2 - Acquisition Parameters
Date_ 20141111
F Time 14.12
INSTRUM spect
O PROBHD 5 mm PABBO BB-
PULPROG zgpg30
TD 65536
N SOLVENT DMSO
NS 20000
/]\ DS 0
< N SWH 30303.031 Hz
N FIDRES 0.462388 Hz
H AQ 1.0813440 sec
RG 8192
9bk DW 16.500 usec
DE 6.50 usec
TE 300.0K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f1 ========
NUCA1 13C
P1 10.00 usec
PL1 6.50 dB
SFO1 125.7709936 MHz
======== CHANNEL f2 ========
CPDPRG[2 waltz16
NUC2 1H
PCPD2 90.00 usec
PL2 -0.60 dB
PL12 15.20 dB
PL13 18.20 dB
SFO2 500.1320005 MHz

F2 - Processing parameters

S

SF 125.7577908 MHz
WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.00

|| | n IV W PP Y1 I l

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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1H of re 172+TFA

2.503
2.500
2.497

o
O ~ 0
0] O 0 <
. N N N
3 RN
F
0
N
Ay
N"H
9bk with TFA
[rorrreeTT [rorTTTreT [rorrreTeT
12 11

60.780

0.986
0.931
0.976
1.967
1.000
0.944

Current Data Parameters
NAME TCC-2014110118

EXPNO 15
PROCNO 1

F2 - Acquisition Parameters
Date_ 20141114
Time 17.11
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30

TD 65536
SOLVENT DMSO
NS 32

DS 0

SWH 9057.971 Hz
FIDRES 0.138214 Hz
AQ 3.6175871 sec
RG 114

DW 55.200 usec
DE 6.50 usec

TE 300.0 K

D1 2.00000000 sec
TDO 1
======== CHANNEL f{ ======
NUC1 1H

P1 13.20 usec

PL1 -0.60 dB
SFO1 500.1330008 MHz

F2 - Processing parameters

SI 16384

SF 500.1300048 MHz
WDW EM

SSB 0

LB 0 Hz

GB 0

PC 1.00
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13C of re 172+TFA

-—
N g g ) Current Data Parameters
- NAME TCC-2014110118
-— EXPNO 16
\\\\\\ \ \V// ‘\ % PROCNO 1
F2 - Acquisition Parameters
Date_ 20141114

115.33
115.25
115.06
114.39
114.20
103.58
103.35
40.50
40.33
40.17
40.00
39.83
39.66
39.50

o (o] <
© o Time 15.51
F (2} (2} INSTRUM spect
@) Xe) Xe) PROBHD 5 mm PABBO BB-
AN AN PULPROG zgpg30
TD 65536
| | SOLVENT DMSO
N NS 1487
DS 0
~ SWH 30303.031 Hz
N N FIDRES 0.462388 Hz
H AQ 1.0813440 sec
. RG 8192
9bk with TFA DW 16.500 usec
DE 6.50 usec
TE 300.1 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
..... e
======== CHANNEL f1 ========
160 159 ppm NUCH s
P1 10.00 usec
PL1 6.50 dB
SFO1 125.7709936 MHz
======== CHANNEL f2 ========
CPDPRG[2 waltz16
NUC2 1H
PCPD2 90.00 usec
PL2 -0.60 dB
PL12 15.20 dB
PL13 18.20 dB

SFO2 500.1320005 MHz

F2 - Processing parameters

S

SF 125.7577335 MHz
WDW EM

SSB 0

LB 2.00Hz

GB 0

PC 1.00

L A L) ) LAY MR LA R A NANAAAA) LAY EAMAAAAAA] AN LAAAAAAAE) LAAAAMARS] SRR AAMRAAA) RAAARAAA) MAAMAMMAS] AAMAAAARN] AMMMAAAM MMM
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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