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Compound 19a:

B Y N .

urrent Data Parameters

500-2016
EXPNO 67
PROCNO 1
F2 - Acquisition Paramete
Date_ 20160426
Time 18.35
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 16
DS 2
SWH 10000.000 H
FIDRES 0.152588 H
2Q 3.2767999 s
RG 31.72
DW 50.000 u
DE 6.50 u
TE 298.0 K
D1 1.00000000 s
TDO 1
19a SFOL 500.1330885 M
NUC1 1H
P1 10.60 u
PLW1 20.00000000 W
F2 - Processing parameter
SI 65536
SF 500.1300120 M
WDW EM
SSB 0
LB 0.30 H
GB 0
PC 1.00
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Current Data Parameters
NAME 500-2016
EXENO 68
PROCNO 1
F2 - Acquisition Parameters
Date_ 20160426
Time 18.47
INSTRUM spect.
PROBHD 5 nm CPPEBO BB
PULPROG zgpg30
™ 65536
SOLVENT cpc13
NS 242
DS 4
SWH 29761.904 Hz
FIDRES 0.454131 R
AgQ 1.1010048 sec
RG 192.89
DW 16.800 usec
DE 18.00 usec
TE 298.0 K
D1 2.00000000 sec
di1i 0.03000000 sec
DELTA 1.89999998 sec
D0
SFOL 125.7703637 MHZ
NUCl 13c
P1 9.80 usec
PIWL 57.00000000 W
SFO2 500.1320005 MEz
Nuc2 18
CPDPRG[2 waltzl6
PCED2 80.00 usec
PLWZ 20.00000000 W
PLW12 0.35778001 W
PLW13 0.22898000 W
F2 - Processing parameters
sI 3276
sF 125.7577885 Mz
WOW EM
ssB
1B 1.00 Hz
cB
rC 1.40
T T T T T T T T T 1
180 160 140 120 100 80 60 40 20 PPm
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Current Data Parameters
AME 500-2016
EXENO 69
PROCHO 1

F2 - Acquisition Parameters

Date_ 20160426
Time 18.50
IRSTROM epact.
PROBHD 5 mm CEEBEO BB
daptepl135

™ 65536
SOLVENT ccLa
§s 6
D8
sw 20161.291 Bz
FIDRES 307637 Bz
» 1.6252928 sec
RG 92.89
o 24.800 usec
o2 18.00 usea
= 208.0 K
cnsT2 145.0000000
D1 2.00000000 sec
a2 0.00344828 sac
a1z 0.00002000 ses
DELTA 0.00001248 sec
™0 1
swo1 125.7676486 MEz
NuC1 13¢
P1 9.80 uses
P13 2000.00 uses
PLHO
PLNL 57.00000000 W
SPMAM[S]  Crp6Ocomp.d
SPOALS 0.500
sEOFPSS 0 He
SEWS 8.36410046 W
sro2 500.1315995 Mz
Nucz 1

12 valtzl6
P3 10.70 uses
pd 21.40 uses
PCED2 80.00 usec
PIN2 20.00000000 ¥
P12 0.35778001 W

¥2 - Processing parameters
81

32768
sr 125.7577885 MEx
oW ™

=3 )

13 1.00 Bz
=3 °

ec 1.40
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Compound 20a:

7.582
7.547
7.514
4,790
4.631
4.598
4,544
4,534
4.523
4,501
4.491
4.483
4,472
4,381
4,348
3.980
3.968
3.955
3.943
3.894
3.879
3.864
3.849
3.835
3.824
3.811
3.793
3.781
3.668
3.650
3.638
3.620
3.407
3.389
3,377
3.359
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Current Data Parameters

NAME 400-2016
EXPNO 138
PROCNO 1
F2 - Acquisition Paramete
Date_ 20160427
Time 10.33
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2g30
D 32768
SOLVENT D20
NS 16
DS 0
SWH 8012.820 H
FIDRES 0.244532 H
2Q 2.0447233 s
RG 206.33
DW 62.400 u
DE 6.50 u
TE 299.7 K
D1 2.00000000 s
TDO 1
SFOL1 400.2424716 M
NUC1 1H
Pl 14.80 u
PLW1l 12.00000000 W

F2 - Processing parameter

ST 65536
SF 400.2399611 M
WDW EM
S8B 0
LB 0.30 H
GB 0
PC 1.00
[ T T T T T T T T T
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Current Data Parameters
NAME 400-2016
EXPNO 139
PROCNO 1
F2 - Acquisition Parameters
Date_ 20160427
Tine 10.41
INSTRUM spect.
PROBHD 5 mm PABBO EB/
PULPROG 2gpg30
™ 65536
SOLVENT D20
NS 1024
DS 4
SWE 24038.461 Hx
FIDRES 0.366798 Hz
AQ 1.3631488 sec
RE 206.33
oW 20.800 usec
DE 6.50 usec
TE 301.1 K
D1 2.00000000 sec
d11 0.03000000 sec
DELTA 1.89999998 sec
TDO
SFol 100.6504916 MHz
NUCL 13c
Pl 10.00 usec
PIWL 54.00000000 W
SFO2 400.2416010 MHz
Nuc2 18
CPDPRG[2 waltzl6
CPD2 90.00 usec
PLW2 12.00000000 W
PLW12 0.34680000 W
PLW13 0.28090999 W
F2 - Processing parameters
ST 32768
SF 100.6404280 MHz
WOW EM
ssB [}
1B 1.00 Hz
GB 0
BC 1.40
T T T T T T T T T 1
180 160 140 120 100 80 60 40 20 PPm



Wavenumbers (cm-1)
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Current Data Parametezs
N/ NZARY S
EXPNO 140
FRocH0 1
F2 — Roquisition Parameters
Date_ 20160427
Time 11.52
INOTROM spact
PROBED 5 mm PABBO BB/
PULPROG .ap135
™ 65536
SOLVENT D20
N8 256
DS 4
SWH 16129.032 Hx
FIDRES 0.246110 Ex
Q 2.0316160 sec
RG 06..
DW 31.000 usec
DE 6.50 usec
299.6
CNST2 145.0000000
1 2.00000000 sec
d2 0.00344821
di2 0.0000200!
DELTA 0.00001273 sec
DO
SFO1 100.6484788 MH=z
NUC1 13c
P1 10. usec
P13 2000.00 usec
21HO "
P11 54.00000000 W
SPMAM[5] Crp6lcomp .4
SPOALS 0.500
seorres 0 Ex
SPWS 8.25059986 W
8FO2 400.2412800 Mz
NUC2 1H
CPDPRG[2 waltzl6
B3 15.30 uses
pd 30.60 usec
FCPD2 90.00 usea
PLW2 12.00000000 W
PLW12 0.34680000 W
F2 - Proceseing parameters
s o
sr 100.6404280 Mu=
ou E
SEB ]
LB 1.00 Hz
GB o
PC 1.40
T T T T T T T T T T T T T
150 140 130 120 110 100 90 70 60 50 40 30 20 10 ppm
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Compound 19b:

// Current Data Parameters

NAME 400-2017
EXPNO 54
PROCNO 1
F2 - Acquisition Paramete
Date_ 20161227
Time 21.47
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
TD 32768
SOLVENT CDC13
NS 16
DS 0
SWH 8012.820 H
FIDRES 0.244532 H
aAQ 2.0447233 s
RG 206.33
DW 62.400 u
DE 6.50 u
TE 29%8.0 K
D1 2.00000000 =
TDO 1
19b sFo1 400.2424716 M
NUC1 1H
Pl 14.80 u
PLW1 12.00000000 W
F2 - Processing parameter
SI 65536
SF 400.2400013 M
WDW EM
SSB 0
1B 0.30 H
GB 0
PC 1.00
Lu .
I I I I I I I I I I I
9 8 7 6 5 4 3 2 1 ppm
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Current Data Parameters
‘NAME 400-2017
EXPNO 55
PROCNO 1
F2 - Acquisition Parameters
Date_ 20161227
Time 22.02
INSTRUM spect.
PROBHD 5 nm PABBO BB/
PULPROG 2gpg30
™ 65536
SOLVENT cpe13
1024
DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631488 sec
RG 206.33
DW 20.800 usec
DE 6.50 usec
TR 300.3 K
D1 2.00000000 sec
dii 0.03000000 sec
DELTA 1.89999998 sec
D0 1
SFO1 100.6504916 MHz
Nuci 13c
P1 10.00 usec
PLW1 54.00000000 W
SFO2 400.2416010 MEz
c2 in
CPDPRG[2 waltzl6
PCPD2 90.00 usec
PLW2 12.00000000 W
PLW12 0.34680000 W
PLW13 0.28090999 W
F2 - Processing paramaters
8T 32768
SF 100. 6404280 MHz
WOW M
sgB [}
LB 1.00 Hz
GB 0
BC 1.40
T T T T T T T T T 1
180 160 140 120 100 80 60 40 20 PPm
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Current Data Parameters

N4 RVARYERE | N B
EXPNO 56
PROCHO 1

¥2 - Aoquisition Par
20161227

a
16129.032 Hz
0.246110 Hz
2.0316160 sec
206.33
31.000 uses
6.50 umes
.9 K
145.0000000
2.00000000 sec
0.00344828 sec
0.00002000 sec
0.00001273 sec

1
100.6484788 MHz
13¢
10.00 usea
2000.00 uses
L]
54.00000000 W

Crp6Oconp. 4
0.500

B
8.25059986 W
400.2412800 MEz

90.00 usec
12.00000000 W
0.34680000 W

F2 - Processing par:
T

&:
ar 100.6404280 MHz
oW ™

8B 0

1B 1.00 Bz
0

2c 1.40

T T T T T T T T T T T T T T T 1
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Compound 20b:

Current Data Parameters

NAME 500-2017
EXPNO 20
PROCNO 1
F2 - Acquisition Paramete
Date_ 20161229
Time 0.08
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG 2g30
D 65536
SOLVENT D20
NS 16
DS 2
SWH 10000.000 H
FIDRES 0.152588 H
2Q 3.2767999 s
RG 31.72
DW 50.000 u
DE 6.50 u
TE 298.0 K
D1 1.00000000 s
TDO 1
SFOL1 500.1330885 M
NUC1 1H
Pl 10.60 u
PLW1l 20.00000000 W

F2 - Processing parameter

2.07
3.04

65536
500.1299566
EM
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Current Data Parameters
NAME 500-2017
EXPNO 21
PROCNO 1
F2 - Acquisition Parameters
Date_ 20161229
Time 1.03
INSTRUM pect
PROBED 5 mm CPPBEO BB
PULPROG 2gpg30
™ 65536
SOLVENT D20
NS 1024
DS 4
swe 29761.904 Hx
FIDRES 0.454131 Hx
aQ 1.1010048 sec
RE 192.89
DW 16.800 usec
DE 18.00 usec
T 298.1 K
D1 2.00000000 sec
d11 0.03000000 sec
DELTA 1.89999998 sec
D0
sFoL 125.7703637 Mux
NUCl 13c
Pl 9.80 usec
PINL 57.00000000 W
sFO2 500.1320005 Mix
20b Nucz in
CPDPRG[2 waltzl6
ceD2 80.00 usec
PIW2 20.00000000 W
PLW12 0.35778001 W
PINL3 0.22898000 W
F2 - Processing parameters
32768
¥ 125.7577885 MHz
WDW EM
8sB
1B 1.00 Hz
B
PC 1.40
T T T 1
180 160 60 pPpPm

M

H
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Current Data Parameters
A 500-2017
EXENO 22
PROCHO 1
72 - Aoquimition Parameters
Date_ 20161229
Time 1.1
IRSTROM spect.
PROBHD 5 mm CEEBEO BB
daptepl135
™ 65536
SOLVENT D20
§s 256
D8 4
sw 20161.291 Bz
FIDRES 307637 Bz
» 1.6252928 mec
RG 2.89
o 24.800 usec
o2 18.00 usea
= 208.0 K
cnsT2 145.0000000
D1 2.00000000 sec
a2 0.00344828 sac
N-HCI di2 0.00002000 sea
DELTA 0.00001248 sec
™0 1
swo1 125.7676486 MEz
NuC1 13¢
P1 9.80 uses
P13 2000.00 uses
PLHO
PLNL 57.00000000 W
SPMAM[S]  Crp6Ocomp.d
SPOALS 0.500
sEOFPSS 0 He
SEWS 8.36410046 W
sro2 500.1315995 Mz
Nucz 18
ceoERG[2 valtzl6
P3 10.70 uses
pd 21.40 uses
PCED2 80.00 usec
PIN2 20.00000000 ¥
P12 0.35778001 W

¥2 - Processing parameters
81

sr
oW
=3
13

=3
ec

T T T T T T
150 140 130 120 110 100

T
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T
80

T T T T T T
70 60 50 40

)
°
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125.7577885 MEx
™

1.00 Bz
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Compound 19¢:

Current Data Parameters
Xi

400-2017
IXPNC 16
2ROTNO 1
T2 - Acculsition Parameters
Jale_ 20162221
Time 16.580
TNSTUM spect.
2ROBHD S mm PABBC B3/
2ULPROG zg30
TD 32768
EOLVENT €DCL3
LY 16
J8 0
SWH 8012,820 Hz
TIDRES 0,211532 Hz
2Q 2.04747233 ses
G 162,77
w 62,100
JE 6.3
TE 298.4 X
o1 2.00000000 sec
TDO
SFO1 400.2424716 MHx
Xoc1
31 14.80 usec
2LN1 22,00000000 W

T2 - ProcessiLng paramecers
EL 65536
EF 403,2400097 MEz
WDW EM

s8B ]

LB 0.30 Hz
6B ]

£ 1.00

I
9 8 7 6 5 4 3 2 1 ppm
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Current Data Parcmeters
NAME 400-2017
EXPNO 47
PROCNO 1
F2 - Acquisition Parameters
Date_ 20161221
Time 15.56
INSTRUM spect.
PROBHD 5 mm PABBO EB/
PULPROG zgpg30
™ 65536
SOLVENT cpc13
NS
DS 4
SWEL 24038.461 Hz
TIDRES 0.366798 Hz
A 1.3631488 sec
RG 206.33
oW 20.800 usec
DE 6.50 usec
TR 299.5 K
D1 2.00000000 sec
di1 0.03000000 sec
DELTA 1.89999998 sec
DO 1
SFOL 100.6504916 Mz
NucL 13c
P1 10.00 usec
PIWL 54.00000000 W
sFoz 400.2416010 Mz
Nucz in
CPDPRG[2 waltzl6
PCPD2 90.00 usec
PIWZ 12.00000000 W
PLW12 0.34680000 W
PLW13 0.28090999 W
F2 - Processing parameters
ST 32768
sF 100.6404280 Muz
WOW EM
EE:] [
1B 1.00 Hz
GB [}
PC 1.40

T T T T T T T T T 1
180 160 140 120 100 80 60 40 20 PPM
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Current Data Parameters
400-2017
a8

PROCHO 1

F2 - Acquisition Parameters
20161221

Time 16.25
THSTROM epect
PROBHD 5 mm PABBO BB/
deptop135
™ 65536
SOLVENT cocl3
s 10.
D8
sWE

FIDRES 46110 Bz
» 2.0316160 mec
RG 6.33

o% 31.000 usec
DE 5.50 usec
™= 299.1 X
cnsT2 145.0000000

D1 2.00000000 sec
dz 0.00344828 sec
d12 0.00002000 sec
DELTA 0.00001273 sec
D0 1
swo1 100.6464768 Muz
Nuc1 13¢

P1 10.00 usec
P13 2000.00 usec
PLWO L]

PLNL 54.00000000 W
SPMAM[5]  Crp6Qcomp.d
SPOALS 0.500

8.25059986 W
400.2412800 Mz

Nucz 18
ceoERG[2 valtzl6

P3 15.30 uses
pd 30.60 usec
PCED2 90.00 usea
PIN2 12.00000000 W
PLH12 0.34680000 W

F2 - Processing parametezs
81 32768

sr 100.6404280 M=
oW ™

=3 )

13 1.00 Bz
=3 °

ec 1.40

% Transmittance

[p— Awm.ﬁ\.-\.v P L W

Ty L
81 j f .L E]
) LN § :

203147

404
4000 2000

Wavenumbers (cm-1)

2500

3500 3000

1454 26

1369.75

1379.50

1267.72

1207.56

T LR ——
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9.91 84188
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Compound 20c:

7.429
7.410
7.392
7.336
7.318
4.790
4,522
4,511
4,493

Current Data Parameters

NAME 400-2017
EXPNO 53
PROCNO 1
F2 - Acquisition Paramete
Date_ 20161222
Time 18.26
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
TD 32768
SOLVENT D20
NS 16
DS 0
SWH 8012.820 H
FIDRES 0.244532 H
AQ 2.0447233 s
RG 102.73
DW 62.400 u
DE 6.50 u
TE 298.2 K
D1 2.00000000 s
TDO 1
SFOl1 400.2424716 M
NUCl 1H
P1 14.80 u
PLW1 12.00000000 W
F2 - Processing parameter
SI 65536
SF 400.2399644 M
WDW EM
SSB 0
1B 0.30 H
GB 0
PC 1.00
J
I I I I I I I I I I
9 8 7 6 5 4 3 2 1 ppm
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Current Data Parameters
NAME 400-2017
EXENO 50
PROCNO 1
F2 - Acquisition Parameters
Date_ 20161222
Time 13.59
INSTRUM spect.
PROBHD 5 nm PAEBO BB/
PULPROG zgpg30
™ 65536
SOLVENT D20
NS 432
DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AgQ 1.3631488 sec
RG 206.33
DW 20.800 usec
DE 6.50 usec
TE 300.0 K
D1 2.00000000 sec
di1i 0.03000000 sec
DELTA 1.89999998 sec
D0
SFOL 100.6504916 MHZ
NUCl 13c
P1 10.00 usec
PIWL 54.00000000 W
SFO2 400.2416010 MEz
Nuc2 18
CPDPRG[2 waltzl6
PCED2 90.00 usec
PLWZ 12.00000000 W
PLW12 0.34680000 W
PLW13 0.28090999 W
F2 - Processing parameters
sI 3276
sF 100.6404280 Mz
WOW EM
ssB [
1B 1.00 Hz
cB 0
rC 1.40
L n
T T T T T T T T 1
180 160 140 120 100 80 60 40 20 PPm
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Wavenumbers (cm-1)
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Current Data Parameters
\, / \\// / \ / | | RAME 400-2017
EXPNO 51
PROCHO 1
#2 - Aoquisition Parameters
Date_ 20161222
Time 14.21
THSTROM epect
PROBHD 5 mm PABBO BB/
daptepl35
™ 65536
SOLVENT D20
s 75
D8 4
SWE 16129.032 Hz
FIDRES 246110 Hz
» 2.0316160 wec
RG 6.33
oW 31.000 usec
DE 6.50 usec
TE 299.9 K
CNST2 145.0000000
D1 2.00000000 sec
d2 0.00344828 sec
di2 0.00002000 sec
DELTA 0.00001273 see
™0 1
SFO1 100.6484768 MHz
NUC1 13¢c
1 10.00 usec
P13 2000.00 usea
PLWO w
PLW1 54.00000000 W
SEMAM[5] Crp60oomp. 4
SPOALS 0.500
sPoFFSs 0 Hx
SPWS 8.25059986 W
w02 400.2412600 Mz
NUC2 18
12 waltzl6
i B3 15.30 usec
pd 30.60 usec
PCPD2 90.00 usea
PLW2 12.00000000 W
PLW12 0.34680000 W
¥2 - Processing parameters
81 32768
or 100.6404280 Mux
won ™
SEB o
73 1.00 Ex
=3 [
BC 1.40
T T T T T T T T T T T T T T 1
150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
100.0 1
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Compound 19d:

NAME 400-2017

EXPNO 3
PROCNO 1
F2 - Acquisition Paramete
Date_ 20161128
Time 23.00
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
D 32768
SOLVENT CDC13
NS 16
DS 0
SWH 8012.820 H
FIDRES 0.244532 H
aAQ 2.0447233 s
RG 34.76
DW 62,400 u
DE 6.50 u
TE 298.0 K
19d D1 2.00000000 s
TDO 1
SFOL 400.2424716 M
NUC1 1H
Pl 14.80 u
PLW1 12.00000000 W
F2 - Processing parameter
SI
SF 400.2400094 M
WDW EM
SSB 0
LB 0.30 H
GB [}
U PC 1.00

~ ]
(-]

9 8 5 4 3 2 1 ppm
M~ —(e|ele Qe g Qoo
2| R Q|e(ele clel (@ Slr|n|eN
NN Nir=lr=ir irl ™ Niwrlo© «
r~ N O o O
© < N0 o O~ W OO o™~ HNON®MmO
. .. —HomMmor~NOM~OO W~ ' M O W® O
N o -~ L
- N NN — O A SO o@n oM OV~ WO LW Mm
— — — @~ ™M™ 0 YIN N MNNNNNN
Current Data Parameters
‘NAME 400-2017
EXPNO 4
PROCNO 1
F2 - Acquisition Parameters
Date_ 20161128
Time 23.59
INSTRUM spect.
PROBHD 5 nm PABBO BB/
PULPROG 2gpg30
™ 65536
SOLVENT cpc13
NS 1024
DS 4
SWE 24038.461 B
FIDRES 0.366798 Hz
AQ 1.3631488 sec
RG 206.33
DW 20.800 usec
DE 6.50 usec
TE 298.5 K
D1 2.00000000 sec
dii 0.03000000
DELTA 1.89999998 c
TDO 1
SFOLl 100.6504916 MHz
NucL 13¢
P1 10.00 usec
PIWL 54.00000000 W
8SFO2 400.2416010 MHz
Nuc2 18
CPDPRG[2 waltzl6
CPD2 90.00 usec
PLW2 12.00000000 W
PLW12 0.34680000 W
PLWL3 0.28090999 W
¥2 - Processing parameters
ST 32768
SF 100.6404280 MHzZ
WDW EM
SSB
1B 1.00 Hz
GB
BC 1.40
T T T T T T T T T 1
180 160 140 120 100 80 60 40 20 pPpm
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128.42
128.26
™~125.62

L

or~Y ~O o >
HOoN o~ O O
—A~Nn omn o0 M
@~ WY N N

_r35.81

29.12

27.41

26.33
25.88

24,83
23.90

/
\

% Transmittance

T T T T T T T
150 140 130 120 110 100 90

T T T T
80 70 60 50

T
40

30

20

T
10

pPpm

Current Data Parameter:
AME

.

400-2017
5
1

F2 - Acquisition Parameters

20161129

Time a7

IRSTROM spect.

PROBHD 5 mm PABBO BB/
daptepl135

65536

SOLVENT ccLa

§s 25

D8

sw

FIDRES

»

RG

o

o2

=

cnsT2

D1 2.00000000 sec

a2 0.00344828 sac

a1z 0.00002000 ses

DELTA 0.00001273 sec

™0 1

swo1 100.6494768 Muz

NuC1 13¢

P1 10.00 usec

P13 2000.00 usec

PLHO ow

PLNL 54.00000000 W

SPMAM[S]  Crp6Ocomp.d

SPOALS 0.500

sEOFPSS 0 He

SEWS 8.25059986 W

sro2 400.2412800 Muz

Nucz 18

ceoERG[2 valtzl6

P3 15.30 uses

pd 30.60 usec

PCED2 90.00 usea

PIN2 12.00000000 W

P12 0.34680000 W

F2 - Processing parametezs
81

sr
oW
=3
13

=3
ec

32768
100.6404280 M=
™

)
1.00 Bz
°
1.40

T00 7
994

1 . T
T e

208520 —————

293425

B4 . R )
4000 3500 3000

19d

2500 2000

Wavenumbers (cm-1)

o Mmmr\

——

=

1704.71

/M

1406,62"

1500

1454 48

1370.23

137946

1267 08—

—

120744

1100.08'

1155.33

989.53

104086

1000

513.80

699,46

500
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Compound 20d:

oNMNW O CTONHRONOOONMSN®N®WMN
OoY oMW ANTNONCNOINMNOS=HO N 0 m
STMMmMNNN T AANSIEOMM®OH M NN N OO0 O
o~ TELLONNON NN M NMONNNN A

N\l R N R —

EXPNO 6
PROCNO 1
F2 - Acquisition Paramete
Date_ 20161130
Time 20.16
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2g30
D 32768
SOLVENT D20
NS 16
DS 0
SWH 8012.820 H
FIDRES 0.244532 H
AQ 2.0447233 s
RG 80.72
DW 62.400 u
DE 6.50 u
TE 298.0 K
D1 2.00000000 s
TDO 1
SFOL 400,2424716 M
NUC1 1H
Pl 14.80 u
PLW1 12.00000000 W
F2 - Processing parameter
SI 65536
SF 400.2399641 M
WDW EM
SSB 0
LB 0.30 H
GB 0
J PC 1.00
[ T T T T T T T T T T
9 8 7 6 5 4 3 2 1 ppm
(1) ©| ([e]e(r(=|e|R]|© ©
elg LI RERERR S
Nl - NiolnimlolN <
[=2} Ao
™~ O O @ ) [~ ™~ O ™M ~ wor
. . s e © O NOMSS 0 ™ O m
™~ @ 00 O = s s s = v = . . .
- N NN — 0 0 0 N WD < L
— — [~ WO Y W WL ™ NN

_ n

T T T T T
180 160 140 120 100 80 60 40 20 PpPm
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o m
] -~ 0N n N WO o w O
. owNO~ WY ® oo
@ © O . .« e . . .
N NN — 0 00 0 Ny ) < s r~
o 10 10 10 1 10 ™ NA Cuzrent Data Parameters
o 400-2017
EXIHO [
PROCHO 1
F2 - Aoquisition Parameters
Date_ 20161130
Tine 21.33
INSTROM spect
PROBED 5 mm PABBO BB/
deptspl35
™ 65536
SOLVENT D20
us 256
D8 1
16129.032 Bz
FIDRES 0.246110 Bx
2.0316160 sec
RG 206.33
ow 31.000 uses
bE 6.50 uses
™ 99.2
cusT2 145.0000000
b1 2.00000000 sec
dz 0.00344828 sec
d12 0.00002000 sec
DELTA 0.00001273 sec
™0
s¥OL 100.6484788 Mu=z
wocL
P1 10.00 uses
»13 2000.00 usec
210 ow
LWL 54.00000000 W
SPNAM[5]  Crp6Dcomp.d
SPOAL 0.500
SPOFFSS 0 Hz
SPWS 8.25059986 W
5702 400.2412800 MHz
Nuc2 18
CEDPRG[2 waltzl6
»3 15.30 usec
4 30.60 usec
PCPD2 .00 usea
PLH2 12.00000000 W
PLMI2 0.34680000 W
F2 - Processing par:
s 32768
sr 100.6404280 Muz
o
888 0
18 1.00 Bz
rc 1.40

T T T T T T T T T T T T T T T 1
150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm

% Transmittance

-
-
™~

164708 mm

==__
748 25%‘—\

7
2

1454 62
700.31

1495.94

70 - \ /

~
~

3355 zz<

4000 3500 3000 2500 2000 1500 1000 500
Wavenumbers (cm-1)

16

~—

502.00




Compound 19e:

Current Data Parameters

NAME 400-2017
EXPNO 82
PROCNO 1
F2 - Acquisition Paramete
Date_ 20170331
Time 18.12
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
TD 32768
SOLVENT CDC13
NS 16
DS 0
SWH 8012.820 H
FIDRES 0.244532 H
2Q 2.0447233 =
RG 92.09
DW 62.400 u
DE 6.50 u
TE 301.3 K
D1 2.00000000 s
TDO 1
SFOL1 400.2424716 M
NUC1 1H
Pl 14.80 u
PLW1 12.00000000 W
F2 - Processing parameter
SI 65536
SF 400.2400113 M
WDW EM
SSB 0

LB 0.30 H
GB 0

PC 1.00

~ -]
o
(3]
-
-
N -
-

ppm
olele [=1 N Ing
2\ 28|88 (83| 8] (3| ]Ik
NN ][ (| | ] Ng

o o D N -
[ + N0 o - WOWIFTNDNNDOM A~ MmN O
. .. CWVWMOrNOMNH™ O I MO0 O

N ©®©ln -~ F S T

< N NN - O AN ODEODOT 0SSO Tm

— o — - OV OVINND MOONNNNNN
Current Data Parameters
‘NAME 400-2017
EXPNO 80
PROCNO 1
F2 - Acquisition Parameters
Date_ 20170330
Time 16.13
INSTRUM spect.
PROBHD 5 nm PABBO BB/
PULPROG 2gpg30
™ 65536
SOLVENT cpc13
NS 300
DS 4
SWE 24038.461 Bz
FIDRES 0.366798 Hz
AQ 1.3631488 sec
RG 206.33
DW 20.800 usec
DE 6.50 usec
TE 298.0 K
D1 2.00000000 sec
dii 0.03000000
DELTA 1.89999998 c
TDO 1
SFOL 100.6504916 MHz
Nuci 13¢
P1 10.00 usec
PLWL 54.00000000 W
8SFO2 400.2416010 MHz
Nuc2 18
CPDPRG[2 waltzl6
CPD2 90.00 usec
PLW2 12.00000000 W
PLW12 0.34680000 W
PLWL3 0.28090999 W
¥2 - Processing parameters
ST 327
SF 100.6404280 MHzZ
WDW EM
SSB
1B 1.00 Hz
GB
BC 1.40

T T T T T T T T T 1
180 160 140 120 100 80 60 40 20 pPpm
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128.40
128.21
™~125.56
—81.08
—177.67
~75.24
—68.02
~—65.75

L

—59.09
—54.13
35.99
31.47
27.58
27.12
26.31
25.87
24.82
23.98

/
/
\

150 140 130 120 110 100

T T T T T
60 50 40 30

Current Data Parameters
400-2017
81

PROCHO 1

F2 - Acquisition Parameters
Date_ 20170330

Time 16.36
IRSTROM epect.
PROBHD 5 mm PABBO BB/
daptep135
65536
SOLVENT ccLa
§s 12
D8
sw 16129.032 Bz
FIDRES 246110 Bz
» 2.0316160 sec
RG 6.33
o 31,000 uses
o2 5.50 usea
= .0
cxsT2 145.0000000
D1 2.00000000 sec
a2 0.00344828 sac
a2 0.00002000 ses
DELTA 0.00001273 sec
™0 1
swo1 100.6494768 Muz
NuC1 13¢
P1 10.00 usec
P13 2000.00 usec
PLHO "
PLNL 54.00000000 W
SPMAM[S]  Crp6Ocomp.d
SPOALS 0.500
sEOFPSS 0 He
SEWS 8.25059986 W
sro2 400.2412800 Muz
Nucz 11
ceoERG[2 valtzl6
P3 15.30 uses
pd 30.60 usec
PCED2 0.00 usea
PIN2 12.00000000 W
PLH12 0.34680000 W

F2 - Processing parametexs
81 32768

sr 100.6404280 M=z
WoR ™

=3 )

13 1.00 Bz
=3 °

ec 1.40

278312

2858.09

% Transmittance

203181

1496.26
1266.89'

1369.80

1379.39

w0 1500

Wavenumbers (cm-1)

145394
——
=

1156.00

120748

—
=
=
930,23
T4T A~

S
hie |3
&g |
>
3 J
5 -
2|8 =
o~ T o©
2]
-
2
g
1000 500

18
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Compound 20e:

Current Data Parameters
IAME

o

w RGO

=

u
w
M

H

500-2017
EXPNO 39
PROCNO 1
F2 - Acquisition Paramete
Date_ 20170401
Time 17.31
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG zg30
TD 65536
SOLVENT D20
NS 16
Ds 2
SWH 10000.000
FIDRES 0.152588
AQ 3.2767999
RG 31.72
DW 50.000
DE 6.50
TE 298.1
D1 1.00000000
TDO 1
SFO1 500.1330885
NUC1 1H
Pl 10.60
PLW1 20.00000000
F2 - Processing parameter
SI
SF 500.1299565
WDW EM
SSB 0
LB 0.30
GB 0
PC 1.00
_J
[ T T T T T
9 8 7 6 5 3 ppm
[=36+1 N =]
Ea 8[8/5/88|8|(8 ﬁﬁ
Nie NNl =l NN
o o
© o o @ A~ Mmoo W omw
. .. O~ NN N® O N
N © LD PR CEEE
A N N ©O 0 W~ NN < 0N
— — ™~ 0 wVwYVwoInIn MO NNN
Current Data Parameters
NAME 500-2017
EXPNO 40
PROCNO 1
F2 - Acquisition Parameters
Date_ 20170401
Time 18.06
INSTRUM pect
PROBHD 5 nm CPPBBO BB
PULPROG 2gpg30
™ 65536
SOLVENT D20
NS 653
DS 4
SWE 29761.904 Bz
FIDRES 0.454131 Hz
AQ 1.1010048 sec
RG 192.89
DW 16.800 usec
DE 18.00 usec
TE 298.1 K
D1 2.00000000 sec
dii 0.03000000
DELTA 1.89999998 c
TDO 1
SFOLl 125.7703637 MHz
Nuci 13¢
P1 9.80 usec
PIWL 57.00000000 W
8SFO2 500.1320005 MHZ
Nuc2 18
CPDPRG[2 waltzl6
CPD2 80.00 usec
PLW2 20.00000000 W
PLW12 0.35778001 W
PLWL3 0.22898000 W
¥2 - Processing parameters
ST 327
SF 125.7577885 MHz
WDW EM
SSB 0
1B 1.00 Hz
GB 0
BC 1.40
T T T T T T T T T 1
180 160 140 120 100 80 60 40 20 pPpm
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S 0 O MmO © ®mo
.. OO NN N © AN
Q@ O 0w D W < o w
Inla [~ 10 10 10 10 15 1 M NANN Current Data Parameters
|l YN 1V S
D1
d2 0.00344828 sec
di2 0.00002000 mec
DELTA 0.00001248 msec
™0 1
SFOL 125.7676486 MHz
NUC1 13c
Pl 9.80 usec
P13 2000.00 usec
PLWO oW
PLWL 57.00000000 W
SPMAM[5]  Crp6Qcomp.
sPoAL
SPOFFS5 0 Hz
SPW5 8.36410046 W
SFO2 500.1315995 MH=z
NUC2 1H
12 waltzl6
B3 10.70 umsec
pd 21.40 uses
EBCED2 80.00 usec
PLW2 20.00000000 W
PLW12 0.35778001 W
¥2 - Processing parameters
8I 32768
| ‘ ‘ ” SF 125.7577885 MHz
wow £
88B o
LB 1.00 Hz
GB o
PC 1.40
T T T T T T T T T T T T T T
150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
00 Fory TR ~
5! W%F . w’% Tﬁ - B
: i e N ff
w / Wl N \ N/
s&é I\ / i M N J w
| \ 8 / / H
i ~ € f { 2
804 / o~ ‘ ) g
/ Y f\ £
\ / i
70 A | \
° \ i A 4 5 3
g M ; :
g e / o g 3 g
E 60— \ / g 8 o
£ 8l & 3 8
= 4 g &
*1 \ / 3 E
504 \ .
45 \ f g
i / ]
407 \ /
\ /
*1 \_//
304 S
5] o . . ‘ : F
4000 3500 3000 2500 2000 1500 1000 500

Wavenumbers (cm-1)
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—
Current Data Parameters
NAME 500-2017
EXPNC 46
PROCNO 1
F2 - Acquisition Paramete
Date_ 20170426
Time 23.26
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG zg30
D 65536
SOLVENT CDC13
Ns 16
Ds 2
SWH 10000.000 H
FIDRES 0.152588 H
AQ 3.2767999 s
RG 31.72
DW 50,000 u
DE 6.50 u
TE 298.1 K
D1 1.00000000 s
TDO 1
SFOL1 500.1330885 M
NUCL 1H
Pl 10.60 u
PLW1 20.00000000 W

F2 - Processing parameter

ST 6553
SF 500.1300121 M
WDW EM
SSB 0
LB 0.30 H
GB 0
PC 1.00
T T T T T T T T T T
9 8 7 6 5 4 3 2 1 ppm
~ ~(elele ol (@ (w @
3|5 c(8|88 (85| 8 (8 (5|8
NN N |v|r ™ [ N[ |N|
@
-~ oY o o ™~
<« ™ N N o O HO SN NOWOONWOTO~~WOIMS S0
. . s e .. HONOPNOFOANAIND NWNMO® WO
8 aan o
- N NN — O AN CODONOAYTYIND AN~V T O
— o — - OO OUNDDOMONNNNNNN
Current Data Parameters
‘NAME 500-2017
EXPNO 47
PROCNO 1
F2 - Acquisition Parameters
Date_ 20170427
Time
INSTRUM spect
PROBHD 5 nm CPPBBO BB
PULPROG 2gpg30
D 65536
SOLVENT €pcl3
NS 1024
DS 4
SWH 29761.904 Hx
FIDRES 0.454131 Hz
AQ 1.1010048 sec
RG 192.89
DW 16.800 usec
DE 18.00 usec
TE 298.0 K
D1 2.00000000 sec
di1 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
19f SFOl 125.7703637 Mz
NUC1 13¢
Pl .80 usec
PIWL 57.00000000 W
SFO2 500.1320005 Mz
Nuc2 12
CPDPRG[2 waltzl6
CPD2 80.00 usec
PLW2 20.00000000 W
PLW12 0.35778001 W
PLW13 0.22898000 W
F2 - Processing parameters
sI 32
SF 125.7577901 MHz
WDW EM
8sB
1B 1.00 Hz
cB
PC 1.40
o
T T T T T T T T T 1
180 160 140 120 100 80 60 40 20  ppm
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% Transmittance

— N0
< N WD N OO L o o D N o W WY
oo — -~ N o - - O NWONMO®WD O
@ @ 10
N NN Hd~b N O W DA~ OWn T m
o @~ VW 10 MONNNNNNN
Current Data Parameters
RAME 500-2017
EXPNO 48
PROCHO 1
¥2 - Aoquisition Parameters
Date_ 20170427
Tine 0.37
TNOTROM spact
PROBHD 5 mm CPPEBO BB
PULPROG deptepl35
™ 65536
SOLVENT <DCl3
N8 251
>< N =
W W
riomes
o »
RG
oW
DE
I
CNST2
Dl 2.00000000 sec
d2 0.00344828 sec
di2 0.00002000 sec
DELTA 0.00001248 sec
19f 0 b
sFol 125.7678486 MHx
Nucl 13c
Pl 9.80 usec
P13 2000.00 usec
PLWO
PLW1 57.00000000 W
SPMAM[ 5] Czp60oomp. 4
SPOALS 0.500
spor¥ss 0 Bx
SPWS 8.36410046 W
802 500.1315995 MH=z
NUC2 1H
CPDERG[2 waltzl6
B3 10.70 uses
pd 21.40 uses
PCPD2 80.00 usec
PLW2 20.00000000 W
PLW12 0.35778001 W
F2 = Proceseing paramaters
81 32768
or 125.7577885 Mu=
wor ™
SEB o
1y 1.00 Hs
a o
PC 1.40
T T T T T T T T T T T T T T T
150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
T00 1
991 e 'ﬁ
1 IO - _
Tt ~W“W‘M, e ~ y e, /.f 'W
ol m / ""'Hr-\\; v
74 ™ h‘ A
| i
“ \'

2858 .60
278379

2932.63

3500 3000

2500

2000

Wavenumbers (cm-1)

1496 50

1500

1370.14

1379.56

1266.97

110198
989 44

1207.61

1156.54

-
747,50~ —=—— "
516.58

93075
e —
843.00 802,53
69922

860.01

1053 27

1000 500
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Compound 20f:

Current Data Parameters
NAME 500-2017
EXPNC 49
PROCNO 1
F2 - Acqulsition Parameters
Date_ 20170427
Time 19.33
INSTRUM spect
PROBHD 5 mm CPPBBC BB
PULPROG zg30
TD 65536
SOLVENT D20
NS 16
DS 2
SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2767999 sec
RG 55.37
DW 50,000 usec
DE 6.50 usec
TE 298.1 K
D1 1.00000000 sec
TDO 1
SFO1 500.1330885 MHz
NUC1 1H
P1 10.60 usec
PLW1 20.00000000 W
F2 - Processing parameters
SI 65536
SF 500.,1299559 MHz
WDW EM
SSB 0
1B 0.30 Hz
GB 0
PC 1.00
T T T T T T T T T T T
9 8 7 6 5 4 2 1 ppm
e dEEtERE B @R
ailod ol =] leileloile=lle=] loi olleil<r
[ o D ™M
N 10 10 ® O NWSNO T ~ oW~ o
. [ O™~ N NN [ T ]
® ©oown S PR
y N NN O @ I~ oW O~ 0w
— o ™~ WO W0 WYWWwINn N M MNNN
Current Data Parameters
I N/ N2V NN e
0 50
PROCNO 1
F2 - Acquisition Parameters
Date_ 20170427
Time 20.02
INSTRUM spect
PROBHD 5 nm CPPBBO EB
PULPROG zgpg30
™ 65536
SOLVENT D20
NS 543
DS 4
SWH 29761.904 Hz
FIDRES 0.454131 Hz
AQ 1.1010048 sec
RG .
DW 16.800 usec
DE 18.00 usec
= 298.1 K
D1 2.00000000
dii 0.03000000 sec
DELTA 1.89999998 sec
™0 1
SFOl 125.7703637 MHz
NUC1 13c
P1 9.80 usec
PLW1 57.00000000 W
SFO2 500.1320005 MEz
NUc2 11
CPDPRG[2 waltzlé
BCPD2 80.00 usec
PLW2 20.00000000 W
PLW12 0.35778001 W
PLW13 0.22898000 W
F2 - Processing parameters
ST 32768
SF 125.7577885 MHz
WDW EM
ssB 0
LB 1.00 Hz
GB 0
PC 1.40
T T T T T T T T T 1
180 160 140 120 100 80 60 40 20 ppm
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Current Data Parameters
ax 500-2017
ExERO 51
PROCHO 1

F2 - Acquisition Parameters
Date_ 20170427

Time 4

THSTROM epect

PROBHD 5 mm CPPBBO BB

daptop135

65536

SOLVENT D20

s 256

D8

SWE 20161.291 Hx
3074

E]

D1 2.00000000 sec
dz 0.00344828 sec
d12 0.00002000 sec
DELTA 0.00001248 sec
D0 1
swo1 125.7678486 Maz
Nuc1 13¢

P1 9.80 usec
P13 2000.00 uses
PLWO

PLNL 57.00000000 ¥
SPMAM[5]  Crpblcomp.d

5 0.500

8.36410046 W
sro2 500.1315995 Mz
Nucz 1
ceoERG[2 valtzl6
P3 10.70 uses
pd 21.40 uses
PCED2 0.00 usec
PIN2 20.00000000 ¥
PLH12 0.35778001 W
¥2 - Processing paramatezs
81 32768
s 125.7577885 M=
o =™
558 [

Y 1.00 Bz
°
2c 1.40

%Transmittance.

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

>
RS
J—
B ———
%
747,08 :)
i
3

924 \ »’/ ly A
%0 //\ // é : é v ‘

| - s'g ! ]
81 \ / ° 5 37\
"1 \ /M \(F\ " 'y g g o
842 \ / - / | = g
824 l / é é g ‘2
804 \ / / & - EE
781 \ f \
"1 \ [ 19f
744 @

; \ g
72; \ / ~

v/

73 \T/
631 E
Eju-bu = S

Wavenumbers (cm-1)
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Compound 19g:

PROBHD

Current Data Parameters

NAME 400-2017
EXPNO 73
PROCNC 1

Date_ 20170210
Time 1.43
INSTRUM spect

5 mm PABBO BB/

F2 - Acquisition Paramete

PULPROG zg30
D 32768
SOLVENT CDC13
NS 16
DS 0
SWH 8012.820 H
FIDRES 0.244532 H
AQ 2.0447233 s«
RG 73.9
DW 62.400 u
DE 6.50 u
TE 0K
Dl 2.00000000 s
TDO 1
SFOL 400.2424716 M
NUCL 1H
Pl 14.80 u
PLWL 12,00000000 W
F2 - Processing parameter
SsI 65536
SF 400.2400096 M
WDW EM
SSB 0
LB 0.30 H
GB 0
J PC 1.00
T T T T T T T T T
9 8 7 6 5 4 3 2 1 ppm
om0 ND Oy - b4 | (@]
e ea8s (33 |3 (3|22
NN N || | N |N a
s N oy @
o o N0 oo NHAOIMONTONRNMNS N M OO0
. . . AN MO~ MON AN IO MM O © 0
N ©w©n o~
- N NN - o AN ONONOTD AR S O M
— o — - OOV MONNNNNNNN
Current Data Parameters
'NAME 400-2017
EXPNO 74
PROCNO 1
F2 - Acquisition Parameters
Date_ 20170210
Tine 12.42
INSTRUM spect.
PROBHD 5 nm PABBO BB/
PULPROG 2gpg30
™ 65536
SOLVENT cpc13
NS 1024
DS 4
SWE 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631488 sec
RG 206.33
DW 20.800 usec
DE 6.50 usec
TE 0K
D1 2.00000000 sec
di1 0.03000000
X DELTA 1.89999998 sec
TDO 1
SFOL 100.6504916 MHz
Nucl 13¢
199 P1 10.00 usec
PLWL 54.00000000 W
SFO2 400.2416010 MHz
Nuc2 im
CPDPRG[2 waltzl6
CED2 90.00 usec
PLW2 12.00000000 W
PLW12 0.34680000 W
PLWL3 0.28090999 W
¥2 - Processing parameters
sI 327
SF 100.6404280 MHz
WDW EM
SSB ]
1B 1.00 Hx
GB o
PC 1.40
T T T T T T T T T 1
180 160 140 120 100 80 60 40 20 pPpm
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Wavenumbers (cm-1)

RN
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o M-~ VWY 10 o MONNNNNNNN
Current Data Parameters
N7 T SR ey
ExERO 75
PROCHO 1
F2 - Aoquisition Parameters
Date_ 20170210
Time 13.00
IRSTROM epect.
PROBHD 5 mm PABBO BB/
daptepl35
™ 65536
SOLVENT cocLa
§s 25
D8
sw 16129.032 Bz
FIDRES 46110 B2
» 2.0316160 sec
RG 6.33
o 31,000 uses
o2 6.50 uses
= oK
cxsT2 145.0000000
D1 2.00000000 sec
a2 0.00344828 sac
a2 0.00002000 ses
DELTA 0.00001273 sec
™0 1
swo1 100.6494768 Muz
NuC1 13¢
P1 10.00 usec
P13 2000.00 usec
PLHO "
PL 54.00000000 W
SPMAM[S]  Crp6Ocomp.d
’ 5 0.500
y sEOFPSS 0 He
SEWS 8.25059986 W
sro2 400.2412800 Muz
Nucz 18
ceoERG[2 valtzl6
P3 15.30 uses
pd 30.60 usec
PCED2 90.00 usea
PIN2 12.00000000 W
PLH12 0.34680000 W
¥2 - Processing paramatezs
81 32768
s 100.6404280 MH=
o =™
558 [
Y 1.00 Bz
o °
2c 1.40
T T T T T T T T T T T T T T T 1
150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
100 Lo, N R
i S J— SV Y
1 — /
ol o // \ u[ ( 1’ “ﬂ (
/ / \ [ A oy
\| ¢l i
941 s | c
| = - &
1 - &
92~ ('\ g S
1 H | & =
{ S | <
90~ o e \. 3 <
1 = 3
1 ] \ o
! kS 2
o 884 n J
s | a1 /ifd o
£ ° Z =
£ 85 & = 2
E = “llye { 8
8 i 0 = Ty
= 1 = 3 -
M sl g ] g
| 8 5 % &
824 5 2
807 s
g
781 2
-
1 5
! 8
761 -
ml o
1 e
: &
724 X
4000 3500 3000 2500 2000 1500 1000 500
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Compound 20g:

7.370
7.355
7.341
7.296
7.282
7.261
7.246
7.232
4.790
4,531
4,522
4.509
4.503
4,207
4,197
3.873
3.860
3.849
3.836
3.832
3.821
3.808
3.798
3.620
3.613
3.515
3.501
3.486
3.355
3.345
3.338
3.321
3.067
3.050
3.042
3.034
2,646
2,632
2,617
1.703
1.647
1.632
1.618
1.604
1.590
1.352
1.331

|

W‘WMJ/ Current Data Parameters
NAME 500-2017-2

EXPNO 1
PROCNO 1
F2 - Acquisition Paramete
Date_ 20170412
Time 17.20
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG zg30
D 65536
SOLVENT D20
NS 16
DS 2
SWH 10000.000 H
FIDRES 0.152588 H
AQ 3.2767999 s«
RG 49.27
DW 50.000 u
DE 6.50 u
TE 298.0 K
D1 1.00000000 s
TDO 1
SFOLl 500.1330885 M
NUCl 1H
Pl 10.60 u
PLW1 20.00000000 W
F2 - Processing parameter
sI 65536
SF 500.1299556 M
WDW EM
SSB 0
LB 0.30 H
GB 0
PC 1.00
I T T T T T T T T T T
9 8 7 6 5 3 2 1 ppm
36 [:] - - | [+1] [
388 &|8/3[5/2|3/8| (8 rgcﬁ
=i NN =] - NiN|©
o o - O
- 00 - NOOOWM® DM~ W
. ... ~OwVwmMmwn O N oy N
™ o, DR S e e e
~ N NN O 0 W~ N0 O~
— — ™~ O W WYWWYWNnwn M MNNN
Current Data Parameters
'NAME 500-2017-2
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20170412
Tine 17.29
INSTRUM spect.
PROBHD 5 mm CPPEBO BB
PULPROG 2gpg30
™ 65536
SOLVENT D20
NS 470
DS 4
swi 29761.904 Hz
FIDRES 0.454131 Hz
AQ 1.1010048 sec
RG 192.89
DW 16.800 usec
DE 18.00 usec
TE 298.0 K
D1 2.00000000 sec
dii 0.03000000 sec
DELTA 1.89999998 sec
DO 1
sFO1l 125.7703637 MHz
Nucl 13c
Pl .80 usec
PLW1 57.00000000 W
SFPO2 500.1320005 MHz
c2 18
CEDPRG[2 waltzl6
PCPD2 80.00 usec
PLW2 20.00000000 W
PLW12 0.35778001 W
PLW13 0.22898000 W
F2 - Processing parameters
ST 32768
sP 125.7577885 MHz
WOW B
888 0
1B 1.00 Bz
cB 0
BC 1.40
T T T T T T T T T 1
180 160 140 120 100 80 60 40 20 pPpm
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o ~©WoWYNnNn O MNNNN o Deta Pacemters
N/ NN ANV D, ey
PROCHO 1
¥2 - Aoquisition Parameters
Date_ 20170412
Time 18.01
TeTRIN spect
PROBHD 5 mm CPPEBO BB
daptspl3s
™ 65536
SOLVENT D20
N8 256
D8 4
SWH 20161.291 Hx
FIDRES 307637 Hx
w 1.6252928 mec
RG 92.89
oW 24.800 usec
HO H RS
\_ o Sy
W S . sec
HO™ R
T™DO 1
sFol 125.7678486 MHx
HO OH H 556 uses
P13 2000.00 usec
209 ::2 57.00000000 W
SPMAM[5] Czp6Ooomp. 4
SPOALS 0.500
seorrss 0 Ex
SPW5 8.36410046 W
802 500.1315995 MH=z
NUC2 1H
CPDERG[2 waltzl6
B3 10.70 uses
pd 21.40 uses
PCPD2 80.00 usec
PLW2 20.00000000 W
PLW12 0.35778001 W
F2 - Processing paramaters
81 32768
o 1257577885 =
o ™
SEB o
s 1.00 Bs
a °
PC 1.40
T T T T T T T T T T T T T T 1
150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
107
99
98 é
974 BV N
A L N !
1 Pl \ A / /f
951 / / | o~ / o
| / ‘ i ] P
91 f { \ N, b
s / z L g g
/ h 5
E 914 P f ?ﬁ ol &
904 f | 'z |8 B
/ HO g |
891 e
/ ) N-HCI
W
8] h / HOV &
87+
ol / HO OH
20g
85 &
51% "':
JUI‘JU 35;]0 ' ]Ulﬂﬂ ’ ZSE)D ’ ZD‘UU 15:m TUIDﬂ SD:'I

Wavenumbers (cm-1)
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Compound 19h:

.60
PLW1
F2 - Processing parameters
SI 65536
SF
WDW
SSB
LB
GB
PC

Current Data Parameters

NAME 500-2017
EXPNO 52
PROCNO 1

F2 - Acquisition Parameters
Date_ 20170427
Time 20.22
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG zg30

TD 65536
SOLVENT CDC13

NS 16

DS 2

SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2767999 sec
RG 31.72

DW 50.000 usec
DE 6.50 usec
TE 298.0 K
D1 1.00000000 sec
TDO 1
SFOl 500.1330885 MHz
NUC1

10 usec
20.00000000 W

500.1300121 MHz
EM

0.30 Hz

©
]
~ -
]
& ]
-
w -
N
-

ppm
g (') alole]e ole w0 o g [
| &(s3]8 g8 |e S| [q)|e
NN N v v= = |- o” o~ o~ 8“
- o oy N @ ~
oy o D o O NOFNWONTOANNMEANDNAHMO O LW
. CEE .. A NOENOEFONDID I PO T N X0
N oowB  om
< N NN — O AP OUONOATIID A0
— o — - OSSO LOWDNOONONNNNNNNNN
Current Data Parameters
‘NAME 500-2017
EXPNO
PROCNO 1
F2 - Acquisition Parameters
Date_ 20170427
Time 20.50
INSTRUM
PROBHD 5 mm CPPEBO BB
PULPROG zgpg30
D 65536
SOLVENT €DC13
NS 512
DS 4
SWH 29761.904 Hz
FIDRES 0.454131 Hz
AD 1.1010048 sec
RG 192.89
DwW 16.800 usec
DE 18.00 usec
TE 298.1 K
D1 2.00000000 sec
di1 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
SFOl 125.7703637 Mz
NUCl 13c
Pl 9.80 usec
PLW1 57.00000000 W
SFO2 500.1320005 MH=z
NUc2 p i
CPDPRG[2 waltzl6
PCPD2 80.00 usec
PLW2 20.00000000 W
PLW12 0.35778001 W
PLW13 0.22898000 W
F2 - Processing parameters
32768
sF 125.7577906 MHz
WDW BN
8sB 0
1B 1.00 B
GB 0
BC 1.40
)
I 1 1 1 I 1 I I I 1
180 160 140 120 100 80 60 40 20 PPm
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HM®M O~ 4 N OO~ MO D0
® ® 10 e et e e e e s
ISESES A0 O O Y DHOOOISISOI WM
o W VW DN MONNNNNNNNN Currant Dete Parmeters
HAME 500-2017
EXPNO 54
FRocH0 1
Aoquisition Parameters
20170427
21.06
INOTROM spact
PROBED 5 mm CPPBBO BB
daptep135
™ 65536
SOLVENT €DCl3
N8 256
DS 4
o SWH 20161.291 Hz
FIDRES 0.307637 Hx
>< N R 1.6252928 sec
RG .
W T DW
o & oE .
H TE 298.1 K
cugr2 145.0000000
L 2.00000000 sac
d2 0.00344828 o
O O di2 0.00002000 sac
X DELTA 0.00001248 sec
™0 1
SFO1 125.7678486 MEx
NUC1 3¢
19h P1 9.80 usec
P13 2000.00 usec
PM0 oW
P11 57.00000000 W
SPMAM[5]  Crp6Ocomp.d

0.500

8.36410046 W

sro2 500.1315995 Mz
NuC2 18
cPDERG[2 waltzls
23 10.70 uses
pé 21.40 usec
PCPD2 80.00 usas
PLN2 20.00000000 W
PLH12 0.35778001 W
F2 - Processing pazamsters
81 32768
sr 125.7577885 MEx
568 [
13 1.00 Bz
@ [
2c 1.40

T T T T T T T T T T T T T T T 1
150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm

% Transmittance

100 b i

w1 W T TN, {4‘“\
1 “ e v/ [\\

98
9i

]
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.
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748 51—

8 e

2 8
e
2783.25
1705 49
1454.28
126665
108878\ ="
-
959,36
930,39
e
86017 gun0g
89865

2985380 _—
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115743
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Compound 20h:

MOMUVWOVWd~EOITVNFROOCOO AW A0V INANANVVLOMSEOCON MY HO~OM~o
HOOMONONANT MmN —HOOAXT OOV IINHOANCOCNAXONWOASNLOLIONAHDIM M M
NAAAAd 10O NATTOOOOOOOOLINIIITMHMMMANNNNI I T OWIDAN
I e e e e s T e I o B B A N e o A M NIFN PN I NP PN R
W\W/"%J/Current Data Parameters
NAME 500-2017
EXPNO 58
PROCNO 1
F2 - Acquisition Paramete
Date_ 20170428
Time 19.08
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG zg30
D 65536
SOLVENT D20
NS 16
DS 2
SWH 10000.000 H
FIDRES 0.152588 H
2Q 3.2767999 s
RG 31.72
DW 50.000 u
DE 6.50 u
TE 298.1 K
D1 1.00000000 s
TDO 1
SFOL1 500.1330885 M
NUC1 1H
Pl 10.60 u
PLW1 20.00000000 W
F2 - Processing parameter
ST 65536
SF 500.1299554 M
WDW EM
S8B 0
LB 0.30 H
GB 0
J PC 1.00
[ T T T T T T T T T 1
9 8 7 6 5 4 3 2 1 ppm
[ ) [ (F=d 2] NN | ©] ([© Q||
3= mqngqﬁ.qu qr':fq
-l riridlol=lr=irloll~ Nl
o — NN
o R WO MmN N®WFOr-m
. CAHALAWLMOE FO~ WO
™ 0 LW [ T
~ N NN C M N T ID 0o
o o CLVYVWVWVWI MMNNNNN
Current Data Parameters
NAME 500-2017
EXPNO 59
PROCNO 1
F2 - Acquisition Parameters
Date_ 20170428
Time 19.14
INSTRUM pect
PROBHD 5 mm CPPBBO BB
PULPROG 2gpg30
T 65536
SOLVENT D20
NS 285
DS 4
SWH 29761.904 Hz
FIDRES 0.454131 Hz
AQ 1.1010048 sec
RG 192.89
DW 16.800 usec
DE 18.00 usec
= 298.1 K
D1 2.00000000 sec
dii 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
sFol 125.7703637 MHz
NucL 13c
P1 9.80 usec
PLWL 57.00000000 W
SFO2 500.1320005 MHZ
NUC2 1"
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PINZ 20.00000000 W
PIW12 0.35778001 W
PIN13 0.22898000 W
¥2 - Processing parameters
ST 32768
SF 125.7577885 MHz
e -]
ssB 0
1B 1.00 Hz
@B 0
PC 1.40
T T T T T T T T T 1
180 160 140 120 100 80 60 40 20 PPm
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— NN
- ™m0 'O MmN N©wwOoOr~mMm
.. WA NGO T O~ WIn oD
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N NN O oI~ N W N~ 0 W @ I
o ™~ O WWYwwLw MOMONNNNN Current Data Parameters
HAE 500-2017
ExENO 60
PROCNO 1
F2 - Roquisition Parameters
Date_ 20170428
Time 19.25
THSTROM spect
FROBED 5 mm CPEBBO BB
PULPROG deptepl3s
™ 65536
soLVENT p20
ns 188
s 4
s 20161.291 Hx
riRes 0.307637 Hx
1.6252928 ses
RG 182.89
DR 24.800 uses
DE 18.00 uses
T 298.0 X
cNeT2 145.0000000
b1 2.00000000 sec
dz 0.00344828 sec
di12 0.00002000 sec
N-HCI DELTA 0.00001248 sec
D0 1
sro1 125.7678486 MEz
Noc1 13¢
P1 9.80 usea
P13 2000.00 uses
PLNO ow
PLL 57.00000000 ®
SPRAM[S]  Crp6Qcomp.4
SPOALS 0.500
spoFFSS 0 Hz
SPHE 8.36410046 W
sro2 500.1315995 Mz
Nuc2 18
CPDPRG[2 waltzls
»3 10.70 uses
pé 21.40 usec
pcPD2 80.00 usec
PLNZ 20.00000000 W
PLIL2 0.35778001 W
F2 - Processing pazamsters
s1 6
sr 125.7577885 Mux
ol =
888 0
13 1.00 Bz
@ [
»c 1.40

T T T T T T T T T T T T T T T 1
150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm

% Transmittance

T N
) m\ / \ ‘ /’J \ / |

8 - ’\ /‘ -
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1530 40
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p——
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69008
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4000 3500 3000 2500 2000 1500 1000 500
Wavenumbers (cm-1)
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Compound 26:

7.282
7.263
7.262
7.252
7.245
7.238
7.177
7.160
7.145
7.142
3.631
3.615
3.598
2.612
2.593
2.573
1.623
1.605
1.586
1.565
1.547
1.529
1.512
1.441
1.302

= NN S\

Current Data Parameters
NAME 40

0-2017
EXPNO 149
PROCNO 1
F2 - Aoquisition Parameters
Date_ 20170523
Time 22.07 b
INSTRUM spect
PROBED 5 mm PABBO BB/
PULPROG zg30
32768
SOLVENT oDC13
NS 16
OH DS 0
SWH 8012.820 Hz
FIDRES 0.489064 Hz
AQ 2.0447233 sec
26 RG 34.76
DW 62.400 usec
DE 6.50 usec
TE 300.1 K
D1 2.00000000 sec
DO 1
sFo1 400.2424716 MHz
NUCL 1H
P1 14.80 usec
PLWL 12.00000000 W
F2 - Processing parameters
SI 65536
SF 400.2400186 MHz
WDW EM
SSB 0
1B 0.30 Hz
GB 0
J PC 1.00
L L ,
T T T T T T T T T T T
9 8 7 6 5 4 3 2 1 ppm
3% 3 2 =8
o o <|[a
2
o TS
b I35 P n odnnmagn
d ] ERES 3 R EERE
o © @ 22 > g%aex T
¢ BB S a Sodaaaan
5 a9 NN 4 ANAIIIIN
Current Data Parameters
| V / W | \\\W NAME 400-2017
EXPNO 150
PROCNO 1
F2 - Acquisition Parameters
Date 20170523
Time 22,11 b
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
TD 65536
SOLVENT cpcL3
NS 65
Ds 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
OH 20 1.3631488 sec
RG 206.33
DW 20.800 usec
DE 6.50 usec
TE 301.0 K
26 D1 2.00000000 sec
dl1 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
SFO1 100.6504916 MHz
NUC1 13C
P1 10.00 usec
PLWL 54.00000000 W
SF02 400.2416010 MHz
Nucz 1H
CPDPRG[2 waltz1l6
PCPD2 0.00 usec
PLW2 12.00000000 W
PLW12 0.34680000 W
PLW13 0.28090999 W
F2 - Processing parameters
ST 8
SF 100.6404280 MHz
WDW EM
SSB 0
1B 1.00 Hz
GB 0
BC 1.40
T T T T T T T T T T T T T T T T T T T 1
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm
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128.41
128.24
——125.57

<<

63.05

Current Data Parameters
NAME

400-2017

EXPNO 151

PROCNO 1

F2 - Acquisition Parameters

Date_ 20170523

Time 22.14 b

INSTRUM 8]

PROBHD 5 mm PABBO BB/

PULPROG deptspl35

™ 65536

SOLVENT €Dcl3

NS 31

DS 4

sWH 16129.032 Hz

FIDRES 0.492219 Hz

20 2.0316160 sec

RG 206.33

DW 31.000 usec

DE 6.50 usec

E 300.7 K

cNsST2 145.0000000

D1 2.00000000 sec

a2 0.00344828 sec

d12 0.00002000 sec

DELTA 0.00001273 sec

TDO

SFO1 100.6484788 MHz

NUC1 13c

P1 10.00 usec
2000.00 usec

PLWO ow

PLW1 54.00000000 W

SPNAM[5] Crpé0comp. 4

SPOALS 0.500

SPOFFS5 0 Hz

SEWS 8,25059986 W

sFO2 400.2412800 MHz

NuC2 18

CPDPRG [2 waltzl6é

P 15.30 usec

pa 30.60 usec

PCPD2 90.00 usec

PLW2 12.00000000 W

PLW12 0.34680000 W

F2 - Processing parameters
s1 32768

T
150

T T T
130 120 110

Compound 18i:

NNNT~ONON
©ONT NSNS
NNNNNA A A
[l e N

g

T
100

T
90

80 70 60

3.403
3.386

3.369
2.613
2.594
2.574
1.872
1.854
1.837
1.818
1.800
1.624
1.606
1.587
1.569
1.496
1.425

T
50

T
40

T T
30 20

T
10 ppm

SF 100.6404280 MHz
WDW EM
ssB o
LB 1.00 Hz
GB 0
PC 1.40
1
~om
o o~
T o™
—

TESSSTES N

Current Data Parameters
NAME 400-2017
EXPNO 147
PROCNO 1

F2 - Accquisition Parameters
Date_ 20170525

Time 14.22 h
INSTRUM spect
B PROBHD 5 mm PABBO BB/
r PULPROG 2930
TD 32768
SOLVENT cpels
. NS 16
18i DS 0
SWH 8012.820 Hz
FIDRES 0.489064 Hz
2.0447233 sec
RC 34.7
DW 62.400 usec
DE 6.50 usec
TE .
D1 2.00000000 sec
TDO 1
SFOL 400.2424716 MHz
NUCL 1H
P1 14.80 usec
PLWL 12.00000000 W
F2 - Processing parameters
SI 65536
SF 400.2400228 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
BC 1.00
L
T T T T T T T T
9 8 7 5 4 3 2 ppm
[} I~ (=3 =(wno
32 3 8 8|82
o - o rlailailad
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Current Data Parameters
NAME 400-2017
EXPNO 148
PROCNO 1
F2 - Acquisition Parameters
Date_ 20170525
Time 14.29 h
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
65536
SOLVENT cpe13
NS 121
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
1.3631488 sec
RG 206.33
DW 20.800 usec
DE 6.50 usec
Br TE 302.0 K
D1 2.00000000 sec
d11 0.03000000 sec
DELTA 1.89999998 sec
18i TDO 1
SFO1 100.6504916 MHz
NUC1 13¢
P1 10.00 usec
PLW1 54.00000000 W
SFO2 400,2416010 MHz
NUC2 1H
CPDPRG[2 waltzl6
BCPD2 90.00 usec
PLW2 12.00000000 W
PLW12 0,34680000 W
PLW13 0.28090999 W
F2 - Processing parameters
ST 32768
SF 100.6404280 MHz
WDW EM
ssB o
LB 1.00 Hz
GB [l
PC 1.40
T T T T T T T T T T T T T T T T T T 1
190 180 170 160 150 140 130 120 110 100 9 80 70 €60 50 40 30 20 ppm
938 cqgvodaara
3] S8alSaan~a
@ w0 XL aans
SN Seddass®d
a9y asfldacacN Current Data Parameters
NAME 400-2017
EXPNO 155
PROCNO 1
F2 - Acquisition Parameters
Date_ 20170525
Time 14.33 h
INSTRUM spect.
PROBED 5 mm PABBO BB/
PULPROG deptsp135
™D 65536
SOLVENT cpc13
NS 21
D8 1
SWHE 16129.032 Hz
FIDRES 0.492219 Hz
20 2.0316160 sec
RG 206.33
DW 31.000 usec
DE 6.50 usec
TE 301.2
CNST2 145.0000000
DL 2.00000000 sec
Br a2 0.00344828 sec
d1z 0.00002000 sec
DELTA 0.00001273 sec
TDO
18i sFo1 100.6484788 MHz
NucL
P1 10.00 usec
P13 2000.00 usec
. i I~ 1) o oW
PLWL 54.00000000 W
SPNAM[5] Crp60comp.4
SPOALS .500
SPOFFS5 0 Hz
PWS 8.25059986 W
SFO2 400.2412800 MHz
Nuc2 1H
CPDPRG[2 waltzlé
3 15.30 usec
p4 30.60 usec
PCPD2 90.00 usec
PLW2 12.00000000 W
PLWIZ 0.34680000 W
F2 - Processing parameters
sT 32768
sF 100.6404280 MHz
WDH EM
ssB 0
1B 1.00 Hz
GB 0
PC 1.40
T T T T T T T T T T T T T T T 1
150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
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Compound 19i:

7.286
7.270
7.260
7.256
7.183
7.169
7.153
4.589
4.576
4.569
4.561

L—h—n—hﬁ\n

4.549
4.482
4.479
4.468
4.464
4.453
4.450
4.212
4.197
4.182
4.002
3.987
3.972
3.266
3.243
3.071
3.054
3.046
2.611
2.596
2.580
2.062
2.054
2.040
2.032
2.025
2.019
2.002
2.000
1.619
1.606
1.590
1.439
1.332
1.304
1.276

e S SN\ current Data Pazameters
NAME 500-2017

=

EXPNO 61
PROCNO 1
F2 - Acquisition Paramete
Date_ 20170601
Time 19.20
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 16
Ds 2
SWH 10000.000 H
FIDRES 0.152588 H
AQ 3.2767999 s
RG 31.72
DW 50.000 u
DE 6.50 u
TE 298.1 K
D1 1.00000000 s
TDO 1
SFO1 500.1330885 M
NUC1 1H
Pl 11.25 u
PLW1 20.00000000 W

F2 - Processing parameter

SF 500.1300120 M
WDW EM
SSB 0

LB 0.30 H

GB 0
BC 1.00

~ -
N -

(=]
b
]

2.95
1.00
1.01
2.05
2.12
24.48

—142.97
128.41
128.22
125.54

—110.99

~—107.08
81.14
77.71
77.31
77.05
76.80

75,31

—68.03

~~65.76

—59.11

—54.25
36.00
31.55
29.61
29.59
29.50
29.35
27.75
27.41
26.31
25.88
24.87

Z
§

Current Data Parameters
NAME 500-2017
EXPNO 62
PROCNO 1

F2 - Acquisition Parameters
Date_ 20170601
Tine 19.24
INSTRUM ect.
PROBHD 5 nm CPPEBO BB
PULPROG 2gpg30

™ 65536
SOLVENT cpc13

NS 115

DS 4

SWEL 29761.904 5z
FIDRES 0.454131 Hz
A 1.1010048 sec
RG 192.89

oW 16.800 usec
DE 18.00 usec
TE 298.0 K
D1 2.00000000 sec
di1 0.03000000
DELTA 1.89999998 sec
DO 1
SFOL 125.7703637 Muz
NUCL 13¢

P1 9.80 usec
PIWL 57.00000000 W
SFO2 500.1320005 Mz
Nuc2 in
CPDPRG[2 waltzl6
PCED2 80.00 usec
PLW2 20.00000000 W
PLWL2 0.35778001 W
PLWL3 0.22898000 W

F2 - Processing parameters

ST 327

125.7577885 Mz
B

WDW

SSB ]

1B 1.00 Hx
GB o

PC 1.40

180 160



o
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Current Data Pazameters
AT 500-2017
B0 63
PROCHO 1
F2 - Aoquisition P
Date_ 20170601
Time 19,
INSTRIOM spect:
PROBHD 5 mm CPPBEO BB
PULPROG deptepl35
™ 65536
SOLVENT cocls
N 120
D8 4
W 20161.291 Hz
FIDRES 0.307637 Hx
» 1.6252928 sec
RG 192.89
oW
o
=
cwsT2
D1
a2
di2
DELTA
™0 1
SFOL 125.7678486 MHz
MocL 13¢
P1 9.60 usec
P13 2000.00 usec
PLWO ow
PLWL 57.00000000 W
SPMAM[5] 0
0.500
SPOFFS5 0 Bz
SPW5 8.36410046 W
s¥o2 500.1315995 MHz
wuc2 1
CPDFRG[2 wvaltzl6
23 10.70 uses
pd 21.40 uses
PCPD2 .00 usec
PLW2 20.00000000 W
PLWL2 0.35776001 W

F2 - Processing pari
81 768
125.7577885 MEx

wow
888 0
18 1.00 Hx
G °

ec 1.40

I T T T T T T T T T T T T T T
150 140 130 120 110 100 920 80 70 60 50 40 30 PpPm

99 LA r T e T e, Y ,../M

e -

==
\
N
S
-

‘s
Z.
—
—

170588

.

x
>
=
—

748,94 ————
513.78

©
[
a

—
.
83.11
——
—
930.63
843.33

1454 41
60885

126665
110341
989.27
860.04

1496 36

e

2855 59
1369.89
1156 90
1050 49

1379.28

1207.56

% Transmittance

202882

3500 3000 ) 2600 w0 ) 1500 1000 500

Wavenumbers (cm-1)

gr
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Compound 20i:

7.133
7.119
7.104
7.045
7.031
7.018
7.004
4.790
4.511
4.186
4.176
3.885
3.873
3.861
3.847
3.836
3.822
3.812
3.589
3.514
3.502
3.492
3.479
3.345
3.323
3.307
3.297
3.283
3.275
3.261
2.952
2.931

2.468
2.454
2.438
1.642
1.581
1.477
1.194

TN TSN e——————

Current Data Parameters

NAME 500-2017
EXPNO 70
PROCNO 1
F2 - Acquisition Parameters
Date_ 20170602
Time 11.15
INSTRUM spect
PROBHD 5 mm CPPBBC BB
PULPROG zg30
D 65536
SOLVENT D20
Ns 16
Ds 2
SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2767999 sec
RG 31.72
oW 50.000 usec
DE 6.50 usec
TE 298.0 K
D1 1.00000000 sec
TDO 1
SFO1 500.1330885 MHz
NUC1 10
Pl 11.25 usec
PLW1 20,00000000 W
F2 - Processing parameters
SI 3
SE 500.1299560 MHz
WDW EM
SSB ]
LB 0.30 Hz
GB 0
PC 1.00
I T T T T T T T T T T
9 8 7 6 5 4 2 1 ppm
5 8 (8 e1Blgls| 3 (5] [el=)e
o|ed [ |~ |c|o|r|d| (o - ajdi||2
n @ O
0 N N NNOWMWH BNOOIN
. PR WHONWOUNT OOMN AN
N W e e e s v e e e e e e
< N NN OO NINT DO WO
— — COVLWVLVINI MOMNNNNN
Current Data Parameters
Y AN
EXENO 71
PROCNO 1
F2 - Acquisition Parameters
Date_ 20170602
Tine 11.19
INSTRUM spect
PROBHD 5 nm CPPBBO BB
PULPROG 2gpg30
TD 65536
SOLVENT D20
NS 411
DS 4
29761.904 Hz
FIDRES 0.454131 Hz
AQ 1.1010048 sec
RG 192.
DW 16.800 usec
DE 18.00 usec
TE 298.0 K
D1 2.00000000 sec
dai1 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
SFOL 125.7703637 MHz
Nucl 13c
P1 9.80 usec
PIWL 57.00000000 W
sFoz 500.1320005 MHz
Nucz 1n
CPDPRG[2 waltzl6
PCED2 80.00 usec
PLW2 20.00000000 W
PLW12 0.35778001 W
PLW13 0.22898000 W
F2 - Processing parameters
s8I 32768
sF 125.7577885 MHz
WDW EM
ssB 0
LB 1.00 Hz
GB 0
PC 1.40
T T T T T T T T T 1
180 160 140 120 100 80 60 40 20 PPm
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128.28

L

128.21
™~125.56

70.62

£

69.15

-68.60

N
~

67.26
62.62

—55.36

T~54.41

35.68
31.32
29.20
29.10
28.84
26.21
24.71

NN

Current Data Pax:
MAME

ameters
500-2017
72
1

F2 - Aoquisition Parameters

Date_
Time
INSTRUM
PROBHD

AREEE33EERY
P

|

8T

388

150 140

130 120 110 100

20170602

20161.291 He
0.307637 Hz
1.6252928 sec

. 2ec
0.00001248 sec

125.7678486 Mz
13
9.80 usec
2000.00 usea
57.00000000 W

Crp60comp. 4
0.500

0 Hz
8.36410046 W

00
500.1315995 Muz

0.35778001 W

¥2 - Processing paramsters
32768

125.7577885 MHz
™

1.00 Hx

1.40

% Transmittance

| 344680

3500

td

—
292860

3000

2500

2000

Wavenumbers (cm-1)

1649.04

1500

1000

3

696 gg?

=
.

500
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Compound 28a:

By

5 4 3 2 1 ppm
SeelsEs @ 3 5EER [
NiririridNlolrl |lo N @il ©

Current Data Parameters
NAME

400-2017

EXPNO 125
PROCNO 1
F2 - Acquisition Paramete
Date_ 20170518
Time 11.44
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
D 32768
SOLVENT CDC13
NS 16
DS 0
SWH 8012.820 H
FIDRES 0.244532 H
aAQ 2.0447233 s
RG 73.9
DW 62,400 u
DE 6.50 u
TE 299.7 K
D1 2.00000000 s
TDO 1
SFOL 400.2424716 M
NUC1 1H
Pl 14.80 u
PLW1 12.00000000 W
F2 - Processing parameter
SI
SF 400.2400096 M
WDW EM
SSB 0
LB 0.30 H
GB [}

h PC 1.00

\o ™
[ ] NDOMHOAODNM- O OM 0 N~ — N 0
.. WOMOWMM™SWVWO T A~~~ ON 2]
o~ e e e e e e e e e e e e e e .
— o CORWOVUIMMEINNOWY WD I T © n
— OOV OVOIN NNNNN A 1
Current Data Parameters
NAME 400-2017
EXPNO 126
PROCNO 1
F2 - Acquisition Parameters
Date_ 20170518
Time 12.43
INSTRUM spect
PROBHD 5 mm PABBO EB/
PULPROG 2gpg30
™D 65536
SOLVENT €pc13
NS 1024
DS 4
SWH 24038.461
FIDRES 0.366798 Hz
AQ 1.3631488 sec
RG 206.33
DW 20.800 usec
DE 6.50 usec
TR 301.0 K
D1 2.00000000 sec
dii 0.03000000 sec
DELTA 1.89999998 sec
D0 1
SFOL 100.6504916 MHz
Nucl 13c
P1 10.00 usec
PLWL 54.00000000 W
sFoz 400.2416010 MHz
Nucz 18
CPDPRG[2 waltzlé
PCED2 90.00 usec
PLW2 12.00000000 W
PLW12 0.34680000 W
PLW13 0.28090999 W
F2 - Processing parameters
ST 327
8P 100.6404280 MHZ
bl EM
ssB [
1B 1.00 He
GB 0
H “ | ®c 1.40
T T T T T T T T
180 160 120 100 g0 60 40 20 0 PPm
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Curzent Data Parameters
KAME 400-2017
EXPRO 128
PROCRO 1

¥2 - Acquisition Pazameters

% Transmittance

10

140

120

100

60

40

20

Date_

PLH2
PLW12

20170518

0.336591 Hx
1.4854827 sec
206.33
22.667 usea
6.50 usea
300.3 K

145.0000000

2.00000000 sea
0.0034482

0.00002000 wec
0.00001273 mea
100.6484788 MEz

13¢

10.00 uses
2000.00 uses

ow
54.00000000 W

8.25059986 W
400.2412800 Muz
18

valtzlé

15.30 uses.

30.60 usec

.00 uses
12.00000000 W
0.34680000 W

F2 - Processing pazameters
81 8

13
e
rc

100.6404280 MEx
™

°
1.00 Hx
o
1.40

3600

298613

3000

=

2930 87

2798 |5<-

285772

2600

2000

Wavenumbers (cm-1)

1704 61

1500

1472.42

138030

125589 T

M7 e

1208.53

—

1060 60

110047

1000

776.95

837.01

500
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Compound 29a:

4,790
4.590
4,572
4,546
4,265
4,254
3.958

OO NNNOWW®DO S W0
HFHON~SOH HO N AN A
CYONCO OO W IWLWWINnm
mMOMmMnmMmmMmoMmnmMmmMmonMmm
S c
EXPNO
PROCNO

Current Data Parameters

400-2017
129
1

F2 - Acquisition Paramete

Date_ 20170519
Time 11.34
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
TD 32768
SOLVENT D20
NS 16
DS 0
SWH 8012.820 H
FIDRES 0.244532 H
AQ 2.0447233 s
RG 206.33
DW 62.400 u
DE 6.50 u
TE 298.4 K
D1 2.00000000 s
TDO 1
29a SFO1 400.2424716 M
NUC1 1H
Pl 14.80 u
PLW1 12.00000000 W
F2 - Processing parameter
ST 65536
SF 400.2399647 M
WDW EM
SSB 0
LB 0.30 H
GB 0
PC 1.00
I I I I I 1 I I I I I I 1 1 I | 1
75 70 65 60 55 50 45 40 35 30 25 20 15 10 ppm
| (S| ([@|®|x| &
el 12|22 |2
N |l lNlNINl o
TOANT O AN
L~ O NN AN
OO @ N YWY
[RRCRCECRCER R AT
\\/ / I/ Current Data Parameters
NAME 400-2017
EXPNO 130
PROCNO 1
F2 - Acquisition Parameters
T ma o -« 0 oo Date_ 20170519
- >~ O [T} ~N o Time 11.44
- .. . . e . INSTROM spect
oo ® ™ 0 0 1 PROBED 5 mm PABBO BB/
~©w © © 01w PULPROG 2gpg30
™ 65536
[ 1] | N/ Sowvwr b2
NS 1024
ps ]
SHEL 24038, 461 Hx
FIDRES 0.366798 Hz
A 1.3631488 sec
RG 206.33
DW 20.800 usec
DE 6.50 usec
' 299.3 K
D1 2.00000000 sec
l ,LL L | | a11 0.03000000 sec
PRSP - o DELTA 1.89999998 sec
™0 1
srol 100.6504916 Mz
NucL 13¢
P1l 10.00 usec
T T T T T T T T T T T PLWL 54.00000000 W
sFoz 400.2416010 Mz
74 72 70 68 66 64 62 60 58 56 ppm o Y
CPDPRG[2 waltzl6
CPD2 90.00 usec
PLW2 12.00000000 W
PLW12 0.34680000 W
PL¥13 0.28090999 W
F2 - Processing paraneters
T 32768
100. 64042680 Mz
WDW B
ssB 0
18 1.00 Ex
cB 0
BC 1.40
T T T T T T T T T T
180 160 140 120 100 80 60 40 20 L] Ppm
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Current Data Parameters

70.43
69.40
—68.71
56.26
56.11
55,67

™67.10

T~—62.53

NAME 500-2017
EXPNO 102
PROCNO 1

F2 - Acquisition Parameters
Date_ 20170

904

Time 17.43
INSTRUM spect
PROBHD 5 mm CPPBEO BB
PULPROG deptspl35
65536

D20

70

4
20161.291 Hz
0.307637 EHz
1.6252928 sec

24.800 usec
18.00 usec

145.0000000

2.00000000 sec
0.00344828 sec
0.00002000 sec
0.00001248 sec

1
125.7678486 MHz
13C

9.80 usec
2000.00 usec
oW
57.00000000 W
Crp60comp .4
0.500

0 Hz
8.36410046 W
500.1315995 MHz
1H

10.70 usec

21.40 usec

80.00 usec
20.00000000 W
0.35778001 W

F2 - Processing parameters
32768

SF 125.7577885 MHz
EM

1B 1.00 Hz

PC 1.40

T 1 1 T T 1 1 1 1 1 T 1 T 1 1 1
150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm

0]
92, N
““'H Y ASVAVAN
961 / / / AN
1 ~ \ “\\
- I\ i %
szé % W \4 g
w0l Bl s b =
£y g 3 z
w1 P / s
85 “ / 8 8
- / g
P ow N /
\ /
/
755 ’\ /
Vo
Vo
i \ /
704 o/
e
-HJI‘JU ?SEJG ]Glﬂﬂ ’ . ' ’ ZﬁE)D ’ ’ ’ ’ ZD‘UU i ' . ' 15:m ' ’ ’ ’ 1EIIEIﬂ ' ’ ’ ’ SEI:'I
Wavenumbers (em-1)
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Compound 28b:

r7.260
r4.572
F4.567
F4.562
rd.454
F4.449
F4.436
Fa.431
F4.418
F4.413
F4.148
F4.128
4.109
4.001
3.982
3.963
3.709
3.700
3.684
3.667
3.659
3.642
3.625
3.616
3.259
3.231
3.146
3.136
3.126
3.116
2.587
2.584
2.099
2.083
2.073
2.069
2.056
2.051
2.046
1.698
1.681
1.664
1.425
1.320
1.267
0.880
0.035

e N, SN\ =

Current Data Parameters

NAME 400-2017
EXPNO 184
PROCNO 1
F2 - Acquisition Paramete
Date_ 20170609
Time 12.54
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2g30
D 32768
SOLVENT CDCl3
NS 16
DS 0
SWH 8012.820 H
FIDRES 0.244532 H
2Q 2.0447233 s
RG 55.55
DW 62.400 u
DE 6.50 u
TE 301.1 K
D1 2.00000000 s
TDO 1
SFOL1 400.2424716 M
28b NUC1 1H
Pl 14.80 u
PLW1 12.00000000 W
F2 - Processing parameter
ST 65536
SF 400.2400100 M
WDW EM
S8B 0
LB 0.30 H
GB 0
L PC 1.00
[ T T T T T T T T T T
9 8 7 6 5 4 3 2 1 ppm
3|%8(2/8| (38 adBsNz (3
rlolrlolNl ol riNlelalolo n
—
oo MITNOOANT O N DO~ O ™0~ o
L AOVMOWVWNOXROWANMEOMOO®DR®OAM ~N
-~ N -
— O AUV NON A0 O WYL T T O n
— OOV VOUNINMNNNNN A |
\ I W/ //./// '\'N// | Current Data Parameters
NAME 400-2017
EXPNO 185
PROCNO 1
F2 - Acquisition Parameters
Date_ 20170609
Tine 14.50
INSTRUM spect.
PROBHD 5 mm PABBO EB/
PULPROG 2gpg30
™D 65536
SOLVENT cpe13
NS 18
DS 4
SWEL 25252.525 Hx
FIDRES 0.385323 Hz
AQ 1.2976128 sec
RE 206.3,
oW 19.800 usec
DE 6.50 usec
TE 301.6 K
D1 2.00000000 sec
di1 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
SFOl 100.6504916 MHx
NUcL 13c
Pl 10.00 usec
PLW1 54.00000000 W
SFO2 400.2416010 Mz
Nuc2 18
CPDPRG[2 waltzl6
CPD2 90.00 usec
PLW2 12.00000000 W
PLW12 0.34680000 W
PLW13 0.28090999 W
F2 - Processing parameters
ST 32
SF 100.6404280 MHz
WOW EM
ssB
1B 1.00 Hz
GB
BC 1.40
T T T T T T T T T T
180 160 140 120 100 80 60 40 20 o PPm
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N <t O~ Oy (NI~ o o~ O 0o < o0
—WNOWwWwN r~ O MmO o - ~N
I~ ID D 0 o O WV WYIN < w
O O WO
o =~ 0 i M NNANNN ! Current Data Parameters
RAME 400-2017
EXPNO 188
FROCHO 1
F2 - Aoquisition Parameters
Daa Jo170605
Ervan
TINSTRUM it
PROBHD 5 mm PABBO BB/
PULPROG deptep135
65536
SOLVENT pel3
N8 76
D8 4
FIDRES
1.4854827 sec
OTBS j+1 X
o™ 220667 useo
DE .50
T 1.6
N cNsT2
5 o
o
d12 H 0 sec
DELTA 0.00001273 sec
T™DO 1
SFO1 100.6484768 MEx
NUC1 13C
P1 10.00 usec
P13 2000.00 usec
o o
PLW1 54.00000000 W
SEMAM[5] Czp60oonp. 4
e i
5059986
+2412800 MHz
1]
waltzl6
15.30 usec
30.60 usec
100 eee
Y 12.00000000 W
o i PLW12 0.34680000 W
¥2  Procassing parasatess
o
oF 100.6404280 MHz
WDW EM
88B o
LB 1.00 Hx
GB ]
PC 1.40
T T T T T T T
120 100 80 60 40 20 0 ppm

% Transmittance

=
\\
\
A
—
\L
==
-~
S
=
o
=
51447

'\\ // &P’r\ | : :
N e A = ~
Ny /l 2 S
T \ |
e - |
o © o
] = o w 5
8 2 c
A E | 2 | g
\ / \'d
b
g
© {
v \ 3
S
- ,
; o
=
& - 2 =
2 o - @
§ 2
o
o 2
o 8
g g
3500 3000 i 2500 2000 1500 1000 500

Wavenumbers (cm-1)
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Compound 29b:

o~ ) © o~
o N ~ ~
™ o o~ o~

~

™

™

™

4.790
4.628
4.617
4.609
4,599
4.580
4.565
4.556
4,545
4,290
4.276
4,264
3.911
3.897
3.879
3.865
3.848
3.835
3.806
3.792
3.764
3.747
3.733
3.712
3.629
3.611
3.595
3.581
3.572
3.563
3.558

o 0
< n
'} N

¢l

L]

3.301
3.288
3.278
3.266
3.247
2.065
2.049
2.035
2.027
2.013

$ Nlﬁfé :re Current Data Parameters

NAME 400-2017
EXPNO 190
PROCNO 1
F2 - Acquisition Paramete
Date_ 20170610
Time 12.48
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
32768
SOLVENT D20
NS 16
DS 0
SWH 8012.820 H
OH FIDRES 0.244532 H
AQ 2.0447233 s
RG 116.67
DW 62.400 u
DE 6.50 u
TE 301.8 K
Dl 2.00000000 s
TDO 1
SFOl1 400.2424716 M
NUC1 1H
Pl 14.80 u
PLW1 12.00000000 W
F2 - Processing parameter
ST 65536
SF 400.,2399665 M
WDW EM
SSB 0
LB 0.30 H
GB 0
) J\ PC 1.00
L
[ T T T T T T T T T T T T T T T 1
75 70 65 60 55 50 45 40 35 30 25 20 15 1.0 ppm
3 (8 (85 (8 g
NI = N ] |- -
0OV D M IO o «©
~-OoOWVANWVANI W @©
OO0y~ N O I N o
~ O VWYY ~
\\/ //// | Current Data Parameters
NAME 400-2017
EXENO 191
PROCNO 1
F2 - Acquisition Parameters
Date_ 20170610
Tine 13.47
INSTRUM spect.
PROBHD 5 mm PABBO EB/
PULPROG zgpg30
™D 65536
SOLVENT D20
NS 1024
DS 4
SR 24038.461 Hx
FIDRES 0.366798 Hz
OH A 1.3631488 sec
RG 206.33
DW 20.800 usec
. DE 6.50 usec
N-HCI ™= 303.3 K
D1 2.00000000 sec
d11 0.03000000 sec
DELTA 1.89999998 sec
D0 1
SFOL 100.6504916 Mz
HO OH NuCL 101:c
P1 .00 usec
29b PIWL 54.00000000 W
sFoz 400.2416010 MEz
NuUC2
CPDPRG[2 waltzl6
PCPD2 90.00 usec
PLNZ 12.00000000 W
PLW12 0.34680000 W
PIN13 0.28090999 W
F2 - Processing parameters
ST 327
sP 100.6404280 MHz
oW =
ssB [}
1B 1.00 Hz
@B 0
PC 1.40
T T T T T T T T T T
180 160 140 120 100 80 60 40 20 0 Ppm
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Current Data Parameters
A 400-2017
ExERO
PROCHO 1
F2 - Acquisition Parameters
Date_ 20170610
=g epect.
PROBED 5 mm PABBO BB/
PULPROG deptepl135
™ 65536
SOLVENT D20
ns 256
b8 4
sw 16129.032 Bz
FIDRES 0.246110 Bz
» 2.0316160 sec
26 206.33
o 31.000 uses
o2 u
= 302.8 X
cxer2 145.0000000
b1 2.00000000 sec
a2 0.00344828 sac
diz 0.00002000 sea
DELTA 0.00001273 sea
™0 1
swo1 100.6494768 Muz
NUC1 13¢
P1 10.00 usec
P13 2000.00 usec
PLHO ow
PLWL 54.00000000 W
SERAM([5] 60c0mp . 4
SFOALS 0.500
sEOFTSS 0 Ex
SEWE 8.25059986 W
swoz 400.2412800 Max
Nucz
cepERG[2 valtzl6
P3 15.30 uses
pé 30.60 usec
PCED2 .00 uses
PLN2 12.00000000 W
PLW12 0.34680000 W

F2 - Processing paramsters
81 3.

% Transmittance.

o 100.6404260 Mz
R P
88B o
r.a 1.00 B=
cB ]
BC 1.40

T T T T T T T T T T T T T T T 1

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

0

9 :wvmk P //M - 'Mﬂwrwwr n [T

P pvadl \x

.

=
™
2
2864 66\ ___

k/
1 g
74 g
4000 3500 3000

_J
-
=
<
1049 50 -
~
-
560 ng
=3

1125.76

1647 08

2000 1500 1000 500

Wavenumbers (cm-1)

2500
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Compound 28¢c:

48

I}
onc oY o
L s}
N 0w -
c e e e e o
[ |
R
T Current Data Parameters
NAME 400-2016
EXPNO 276
PROCNO 1
F2 - Acquisition Paramete
Date_ 20160715
Time 18.44
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
TD 32768
SOLVENT CDC13
NS 16
DS 0
SWH 8012.820 H
FIDRES 0.244532 H
20 2.0447233 s
RG 92.09
DW 62.400 u
DE 6.50 u
TE 299.5 K
D1 2.00000000 s
TDO 1
SFOL1 400.2424716 M
28c NUC1 1H
Pl .80 u
PLW1 12.00000000 W
F2 - Processing parameter
ST 65536
SF 400.2400098 M
WDW EM
SSB 0
LB 0.30 H
GB 0
L PC 1.00
I
r T T T T T T T T T T
9 8 7 6 5 4 3 2 1 ppm
D(ne(e DD | N[O ||| ©
3(%|8(8|(8(|a 3 (8 "°’.°e«.v—.‘\v.1q @
~lolm=l~lINllolol | Niolololoio (4]
— o
o o NOOANO AT ™D MO YT 0L = o
Y HOMOWMOrErdOO~MmOo oo M N N
e R R e
— O ANV NDONMOTOWVIDW T T MO N 10
o OSSOV OVOUNDNDONNNNNN A [}
Current Data Parameters
NAME 400-2016
EXPNO 274
PROCNO 1
F2 - Acquisition Parameters
Date_ 20160715
Time 18.10
INSTRUM spect.
PROBHD 5 mm PABBO EB/
PULPROG 2gpg30
™D 65536
SOLVENT cpcl3
NS 513
DS 4
SR 24038.461 Hx
FIDRES 0.366798 Hz
AQ 1.3631488 sec
RE 206.33
oW 20.800 usec
DE 6.50 usec
TE 300.4 K
D1 2.00000000 sec
di1 0.03000000 sec
DELTA 1.89999998 sec
TDO
SFOLl 100.6504916 MHx
NucL 13c
Pl 10.00 usec
PLWL 54.00000000 W
SFO2 400.2416010 MEz
Nuc2 18
CPDPRG[2 waltzl6
PCED2 90.00 usec
PLW2 12.00000000 W
PIW12 0.34680000 W
PLW13 0.28090999 W
F2 - Processing parameters
ST 32
SF 100.6404280 MHz
WoW -}
ssB
1B 1.00 He
GB
BC 1.40
” "
T T T T T T T T T T
180 160 140 120 100 80 60 40 20 o PPm
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Current Data Paramsters
o 400-2016
EXPHO 278
PROCNO 1
F2 - Acquisition Parameters
Date_ 20160715
Time 18.36
INSTROM spect:
PROBED 5 mm PABBO BB/
PULPROG deptepl3s
™ 65536
SOLVENT 13
X8 119
ps 1
16129.032 Bz
FIDRES
»
RG
oW
DE
=
cusr2
b1
d2
di2
DELTA
0
8¥OL 100.6484788 Muz
»oCL 13¢
P1 10.00 usec
P13 2000.00 usec
PLWO ow
PLWL 54.00000000 ¥
SPRAM[5]  Crp60comp.d
SPCALS 0.50
SPOFFSS O Hx
PS5 8.25059906 W
s¥O2 400.2412600 Mz
woc2 10
CPOPRG[2 valtzls
3 15.30 usec
P4 30.60 ume
MO 02 90,00 uses
w2 12.00000000 W
PIW12 0.34680000 ¥
F2 - Processing par:
8T 3:
100.6404280 Muz
[ ™
868
13 1.00 Hz
@B
»c 1.40

T T T T T T T T T T T T T T T 1
150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm

% Transmittance
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Compound 29c:
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WWCHRm Data Parameters
NAME 400-2016
EXPNO 277
PROCNO 1
F2 - Acquisition Paramete
Date_ 20160716
Time 13.28
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
D 32768
SOLVENT D20
OH NS 16
DS 0
SWH 8012.820 H
FIDRES 0.244532 H
aAQ 2.0447233 s
RG 92.09
DW 62,400 u
DE 6.50 u
TE 298.9 K
D1 2.00000000 s
TDO 1
SFOL 400.2424716 M
NUC1 1H
Pl 14.80 u
PLW1 12.00000000 W
F2 - Processing parameter
SI
SF 400.2399577 M
WDW EM
SSB 0
LB 0.30 H
GB [}
PC 1.00
[ T T T T T T T T T T
9 8 7 6 5 4 3 2 1 ppm
£-1 0Ne [}
z o.j?.s. 83 Q gl
NiriNIQl=lrir NN
OO~ o v
VWO NLE®ON ™ (3]
O Wwr N oW w o
[~ 0 0 LV VIO NN
Current Data Parameters
\\k/ // // | | NAME 400-2016
EXPNO 278
PROCNO 1
F2 - Acquisition Parameters
Date_ 20160716
Tine 13.36
INSTRUM spact
PROBED 5 mm PABEO BB/
PULPROG 2gpg30
D 65536
SOLVENT D20
NS 554
DS 4
sWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631488 sec
RG 206.33
oW 20.800 usec
DE 6.50 usec
TE 299.8 K
D1 2.00000000 sec
OH d11 0.03000000 sec
DELTA 1.89999998 sec
D0
SFOL 100.6504916 MHz
NucL 13¢
P1 10.00 usec
PINL 54.00000000 W
sFO2 400.2416010 Mz
Nuc2 10
CPDPRG[2 waltz16
PCPD2 90.00 usec
PIN2 12.00000000 W
PINW12 0.34680000 W
PIN13 0.28090999 W
F2 - Processing parameters
ST 32768
SF 100.6404280 MHz
WDH B
ssB (]
1B 1.00 Bz
B 0
PC 1.40
T T T T T T T T T T T T T T T 1
150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
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OH

70.68
68.82
68.55

i

™~67.23

N

62.53
60.76
XU55.30
54.19

N

—28.35

—21.36

Current Data Parameters

FAME 400-2016
EXFNO

PROCHO 1

¥2 - Acquisition Parameters
Date_ 20160716

En 14.06
INSTROM spect
PROBHD 5 mm PABBO BB/
PULPROG deptepl35

™ 65536
SOLVENT D20

NS 101

b8 4

swr 16129.032 Hz
FIDRES 0.246110 Bz
» 2.0316160 sec
RG 206.33

% 31.000 usec
DE u

= .6 K
cnsT2 145.0000000

b1 2.00000000 sec
dz 0.00344828 sec
d12 0.00002000 sec
DELTA 0.00001273 ses
™0 1
swO1 100.6464788 Muz
NUC1 13¢

P1 10.00 usec
P13 2000.00 usec
PLWO ow

PLKL 54.00000000 W
SENAM[5] 60comp . 4
SFOALS 0.500
SFOFFS5 0 He

SEWS 8.25059986 W
sxo2 400.2412800 Muz
wuc2 1z
cepERG[2 valtzle

P3 15.30 uses
pé 30.60 usec
PCeD2 .00 uses
PLK2 12.00000000 W
PLW12 0.34680000 W

F2 - Processing paramsters
81 3.

% Transmittance

SF 100.6404280 MH=z
5 %
88B 0
= =
GB 0
BC 1.40
T T T T T T T T T 1
150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
100 |
994
931 /\ “ /\
\ AR |
. - Wﬂw
P,

3500

i

335929

3000

2500

237348 %
2326 20
)
|
-
=
=
g
_—

OH

2000

Wavenumbers (cm-1)

1684.00

1647 08

1506 .82

153946

155869

1500

1457.96

102174

1120.69

416,658

1000 500
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Current Data Parameters

NAME 400-2017
EXPNO 198
PROCNO 1
F2 - Acquisition Paramete
Date_ 20170614
Time 20.18
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
TD 32768
SOLVENT CDC13
NS 16
DS 0
SWH 8012.820 H
FIDRES 0.244532 H
AQ 2.0447233 s
RG 125.02
DW 62.400 u
DE 6.50 u
TE 300.3 K
D1 2.00000000 s
TDO 1
SFO1 400.2424716 M
Nucl 1H
Pl 14.80 u
PLW1 12.00000000 W
F2 - Processing parameter
SI 65536
SF 400.2400097 M
WDW EM
SSB 0
LB 0.30 H
GB 0
PC 1.00
I T T T T T T T T
9 8 7 6 5 4 3 2 ppm
5855 &8s sl & (3 S
o[ =[] | ]| == o gl |& ©
o~
oo OHAHOOAMNOMVWANSSW AT O
. . A MOWVWMNMONENMIVNIXIRO-M N
-~ [ v e e .
— O AN SO N @M N WS T O 0 Lol
— OOV OVOVDONNNNNNNA 1
\ I '\N/ / / // / N ’%/ | Current Data Parameters
400-2017
EXPNO 199
PROCNO 1
F2 - Acquisition Parameters
Date_ 20170614
Time 20.22
INSTRUM spect
5 mm PABBO BB/
PULPROG 2gpg30
65536
SOLVENT cpcl3
NS 1024
D 4
oWl 26041.666 Hr
FIDRES 0.397364 Hz
ag 1.2582912 sec
RG 206.33
DW 19.200 usec
DE 6.50 usec
T 300.7 K
Dl 2.00000000 sec
di1 0.03000000 sec
DELTA 1.89999998 sec
DO 1
sFoL 100.6504916 Mz
NUC1 13c¢
Pl 10.00 usec
PLW1 54.00000000 W
s¥o2 400.2416010 Muz
NUc2 1n
CPDPRG [2 waltzl6
PCPD2 90.00 usec
PLW2 12.00000000 W
PLW12 0.34680000 W
PLW13 0.28090999 W
F2 - Processing parameters
81 32768
i 100. 6404280 MHz
WDOW
ssB 0
’ 18 1.00 Hz
|| | l . 0
P 1.40
T T T T T T T
180 160 140 120 80 60 20 ] PPm



% Transmittance

N MO WO OO~ o~ o
A MO NHM W W NOWwOo ™~ ~N
A DO ®o N~ OO S 0
0 WY Y
oo =~ =~ 1010 M AN NNNNNAN ! Current Data Parameters
FAME 400-2017
e
PROCHO 1
¥2 - Acquisition Parameters
Date_ 20170614
Time 2134
INSTROM spect.
PROBHD 5 mm PABBO BB/
deptepl35
™ 65536
SOLVENT cpel3
N8 256
D8 4
SWH 22058.824 Hx
FIDRES 0.336591 Hx
w 1.4854827 sec
RG 206.33
o0 22.667 usea
DE 6. ul
T® 301.3 X
CHer2 145.0000000
o1 2.00000000 sec
d2 0.00344828 sec
di2 0.00002000 sec
DELTA 0.00001273 sec
T™O 1
sFol 100.6464766 MHx
NUC1 13C
Pl 10.00 usec
P13 2000.00 usec
PLWO oW
PLW1 54.00000000 W
SENAM[5] 60comp. 4
SPOALS 0.500
SPOFFS5 0 Hx
SPW5 8.25059986 W
sFO2 400.2412800 MHx
Nuc2 1m
CEDERG[2 waltzl6
3 15.30 usec
pé 30.60 usec
PCPD2 .00 usec
N PLW2 12.00000000 W
1 y W ” ol PLW12 0.34680000 W
¥2 — Processing parameters
8I 3.
SF 100.6404280 MH=z
o ™
888 o
LB 1.00 Hx
cB ]
BC 1.40
T T T T T T T T
140 120 100 80 60 40 20 0 ppm
07
a9 Wﬂﬁw qrrﬂy N L 'r"rm“ A,f
1 ! ~
| W(‘ - N I
98]

3500

3000

L o293081

285787

-
I
s
8
B
&

2500

2000

Wavenumbers (cm-1)
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1697.75

184713

1653 23

1558.68

1506.63

I

1457.99

137965

125687

1208.20

e

115592

nop l,
‘ &
[ &
o
g
-
0
2 2
g | 3
2
£
i .
. g
e g
z 2
& 8
5 g
5
=4
1000 500

53




Compound 29d:

54

N HNWO AN AT L0ONHNONNDFOOMNOSNENAH—TOOMHOW TN OW®W N
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NAME 500-2017
EXPNO 69
PROCNO 1
F2 - Acquisition Paramete
Date_ 20170615
Time 11.33
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG 2g30
D 65536
SOLVENT D20
NS 16
DS 2
SWH 10000.000 H
FIDRES 0.152588 H
2Q 3.2767999 s«
RG 55.37
DW 50.000 u
DE 6.50 u
TE 298.0 K
D1 1.00000000 s
TDO 1
SFOL1 500.1330885 M
NUC1 1H
Pl 11.25 u
PLW1 20.00000000 W
F2 - Processing parameter
ST 65536
SF 500.1299510 M
WDW EM
S58B 0
LB 0.30 H
GB o]
PC 1.00
T T T T T
4 3 2 1 ppm
N[Q | ©] | © M|
38888 —m S[2|13
rlrirdN-oN--le NinlN
WWOWIN N O o OO
O N NO®M O Ao
© @ 0~ oD (SRS
ERCRCRCRCRERT Y ™ NN ot Data Baree e
N | \/ o B
PROCNO 1
F2 - Acquisition Parameters
Date_ 20170615
Time 11.38
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG 2gpg30
TD 65536
SOLVENT D20
NS 696
DS 4
SWH 29761.904 Hz
OH FIDRES 0.454131 Hz
AQ 1.1010048 sec
RG 192.89
DW 16.800 usec
DE 18.00 usec
TE 298.1 K
D1 2.00000000 sec
di1 0.03000000 sec
DELTA 1.89999998 sec
DO 1
SFOL 125.7703637 MHz
NUCL 13c
P1 9.80 usec
PLN1 57.00000000 W
sFoz 500.1320005 Mz
Nuc2 18
CPDPRG[2 waltzl6
PCPD2 80.00 usec
PLW2 20.00000000 W
PLW12 0.35778001 W
PLW13 0.22898000 W
F2 - Processing parameters
ST 32768
ST 125.7577885 MHz
WDH B
ssB
1B 1.00 HE
GB
PC 1.40
T T T T T 1
100 80 60 40 20 ppm
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EXENO 77
PROCNO 1
F2 - Acquisition Parameters
Date_ 20170615
Time 12.29
INSTRUM spact:
PROBED 5 mm CPPEEO BB
PULPROG deptspl3s
™ 65536
SOLVENT D20
NS 256
DS 4
20161.291 Hz
FIDRES 0.307637 Hz
1.6252928 sec
OH 26 192.89
DW 24.800 usec
DE 16.00 usec
CNST2
b1 2.
a2 0.
di2 0.
DELTA 0.00001248 mec
™0
SFO1 125.7678486 MHz
NUCL 13c
Pl 9.80 usec
P13 2000.00 usec
PLWO o
PLW1 57.00000000 W
SENAM[5] Czp60comp. 4
SPOALS 0.500
) SPOFFSS 0 Hz
sEWS 8.36410046 W
s¥oz 500.1315995 Miz
18
CPDPRG[2 waltzlé
3 10.70 usec
P4 21.40 usec
Peenz 80.00 usac
PLR2 20.00000000 W
PLW12 0.35778001 W
F2 - Processing parameters
51 32768
SF 125.7577885 MHz
oW e
8SB o
1B 1.00 Hz
GB o
PC 1.40

T T T T T T T T T T T T T T T 1
150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm

% Transmittance
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Wavenumbers (cm-1)
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Current Data Parameters

NAME 500-2017
EXPNO 92
PROCNO 1
F2 - Acquisition Paramete
Date_ 20170624
Time 20.29
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG zg30
D 65536
SOLVENT CDC13
NS 16
DS 2
SWH 10000.000 H
FIDRES 0.152588 H
2Q 3.2767999 s
RG 31.72
DW 50.000 u
DE 6.50 u
TE 298.1 K
28e D1 1.00000000 s
TDO 1
SFO1 500.1330885 M
NUC1 1H
Pl 11.25 u
PLW1 20.00000000 W
F2 - Processing parameter
SI 65536
SF 500.1300122 M
WDW EM
SSB 0
LB 0.30 H
GB 0
PC 1.00
a— VI

©
©
~
L)
o -
a ]
-]
N
- ]
3
3

2883 RIB8| 3 (5 57 (S 8
|- (N (& N N2 » ©

@ O
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s HONOPNOEMONOENNO®®O®AMN
HO AN OVNONMOATNSNOVOINTO®IN
A OOV OVOVDLONNNNNNNNA |
Current Data Parameters
NAME 500-2017
EXPNO 89
PROCNO 1
F2 - Acquisition Parameters
Date_ 20170623
Time 21.38
INSTRUM spect
PROBHD 5 nm CPPBBO EB
PULPROG 2gpg30
™ 65536
SOLVENT €DCl3
NS 120
OTBS DS 4
SWH 37878.789 Hxz
FIDRES 0.577984 Hz
AQ 0.8650752 sec
RE 192.89
DW 13.200 usec
DE 18.00 usec
TE 298.0 K
D1 2.00000000 sec
d11 0.03000000 sec
DELTA 1.89999998 sec
DO
SFoL 125.7703637 Mz
NUC1 13c
P1 9.80 usec
PIWL 57.00000000 W
sFoz 500.1320005 Mz
Nucz 18
CPDPRG[2 waltzl6
CPD2 80.00 usec
PLW2 20.00000000 W
PLW12 0.35778001 W
PLWL3 0.22898000 W
F2 — Processing parameters
sI 32°
sF 125.7577885 MHz
WDW EM
8sB
LB 1.00 Hz
GB
| | 2C 1.40
T T T T T T T T T T
180 160 140 120 100 80 60 40 20 [\] PPM
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RAME 500-2017
EXENO 90
oo H
F2 - Aoquisition Parameters
Date_ 20170623
Time 21.40
Thorac by
PROBHD 5 mm CPPBRO BB
PULPROG deptspl35
™ 65536
SOLVENT €DC13
L 40
D8 4
SWH 25252.525 Hz

ax 1.2976128 sec
RG 92.89

oW 19.800 usec
DE 00 usea
k3 1K
cusT2 145.0000000

D: 2.00000000 sec
a2 0.00344628 sec
da12 0.00002000 wec
DELTA 0.00001248 wec
™0 1

sro1

NOC1

Pl 9.90 usec
P13 2000.00 uses
PLWO

ow
PLHL 57.00000000 W
SENAM[5]  CzpSOcomp. 4

SPOALS 0.500

SPOFFSS 0 Hz
SEWE 8.36410046 W

8FO2 500.1315995 Mu=z
o i
st )
B3 10.70 usec
p4 21.40 usec
PCPD2 80.00 usec
PLW2 20.00000000 W
PLW12 0.35778001 W
F2 - Processing parameters
s8I 32768
sF 125.7577885 MHz
WDW IM
88B 0
LB 1.00 Hx
[} L]
PC 1.40
T T T T T T T T
140 120 100 80 60 40 20 ) ppm

% Transmittance

Y Ve //me_"%“'h/ﬂ\ oA g ,u_(“lm

o
S
=
="
P

2 8 B8 ® 8
=
2783.00
1462.98
—
931.01
-

I 8
1047 59

285784
137952

2 B 8 8 8
1207.77
1100.65
B36.58

2085.51 =
— —
O
O
1471.88
1369.72 )
125551 =T
Mgt
—
969.42
75

859.77

89

2031.29

3500 3000 ) 2600 w0 1500 1000 500

Wavenumbers (cm-1)
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Compound 29e:

4.790
4.570
4.561
4.555
4.546
4.531
4.518
4.511
4.503
4.236
4.226
4.215
4.205
3.878
3.866
3.855
3.842
3.834
3.824
3.810
3.801
3.673
3.665
3.657
3.616
3.603
3.590
3.565
3.550
3.438
3.426
3.413
3.400
3.392
3.379
3.136
3.124
3.115
3.103
3.089
3.078
1.771
1.573
1.560

Current Data Parameters
JAME

N 500-2016
EXPNO 140
PROCNO 1
F2 - Acquisition Paramete
Date_ 20161101
Time 19.57
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG zg30
D 65536
SOLVENT D20
Ns 16
Ds 2
OH Si 10000.000 H
FIDRES 0.152588 H
AQ 3.2767999 s
RG 55.37
DW 50.000 u
DE 6.50 u
TE 298.1 K
D1 1.00000000 s
TDO 1
SFOLl 500.1330885 M
NUCl 1H
Pl 10.60 u
PLW1 20.00000000 W
F2 - Processing parameter
sI 65536
SF 500.1299540 M
WDW EM
SSB 0
LB 0.30 H
GB 0
1 PC 1.00
[ T T T T T T T T T T T T T T T 1
75 70 65 60 55 50 45 40 35 30 25 20 15 1.0 ppm
2| [EgEEa s 528
NI =Nl =] =] = NNl
O I~ A0 Oy ¥ W 1D
O N W W oO©D o T T N
O WM N om
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N\ e N\ ucmt Data Zegmmtass
NAME 500-2016
EXPNO 141
PROCNO 1
F2 - Acquisition Parameters
Date_ 20161101
Time 20.51
INSTRUM pact
PROBHD 5 nm CPPEBO BB
PULPROG zgpg30
TD 65536
SOLVENT D20
NS 1024
ps 4
SWH 29761.904 Hz
FIDRES 0.454131 Rz
AQ 1.1010048 sec
RG 192.89
OH DW 16.800 usec
DE 18.00 usec
TE 298.0 K
D1 2.00000000 sec
di1i 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
SFOl 125.7703637 MHz
NUCl 13c
P1 9.80 usec
PLWL 57.00000000 W
sFoz 500.1320005 Mz
Nuc2 18
CPDPRG[2 waltzl6
CPD2 80.00 usec
PLWZ 20.00000000 W
PLW12 0.35778001 W
PLW13 0.22898000 W
‘. F2 - Processing parameters
| sI 32
SF 125.7577885 MHz
WDW EM
ssB
1B 1.00 Hz
@B
PC 1.40
T T T T T T T T T
180 160 140 120 100 80 60 40 20 o pPpm
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Curzent Data Parameters
ey

500-2016
142
1

F2 - Aoquisition Parameters
20

161101

wpect.
mm CEPEEO BB
deptepl3s
65536

D20

256

4

20161.291 Hz

0.00001248 sec
1
125.7676486 Muz
13¢
9.80 usec
2000.00 uses
w
57.00000000 W
Crp60comp. 4
0.500

ux
6.36410046 W
500.1315995 Mtz

80.00 us
20.00000000 W
0.35778001 W

F2 - Processing paramsters
81 32768

" " 8
SPW5
sro2
woC2
CPDPRG [2
e3

Wavenumbers (cm-1)

° 1.00 Hz
° 1.40
T T T T T T T T T T T T T T T 1
150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
100 T, YA
MWW P N
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Compound 27f:
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Current Data Parameters
NAME 400-2017
EXPNO 109
PROCNO 1
F2 - Acquisition Parameters
Date_ 20170504
Time 15.10 b
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2g30
TD 32768
SOLVENT €Del13
/ NS 16
si DS 0
Br (o) SWH 8012.820 Hz
FIDRES 0.489064 Hz
27f AQ 2.0447233 sec
RG 125.02
DW 62.400 usec
DE 6.50 usec
TE 298.7
D1 2.00000000 sec
TDO 1
SFO1 400.2424716 MHz
NOUCL
P1 14.80 usec
PLW1 12.00000000 W
F2 - Processing parameters
s1
SF 400.2400097 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
BC 1.00
L (S S
r T T T T T T T T T T T T T T T T T 1
75 70 65 60 55 50 45 4.0 30 25 20 15 10 05 0.0 ppm
ﬁ
b
<
noo ~ voNEroT @ ©
a58 b SRCHRRT & 3
NN ] AN OTO0 © 0
NN S MRS NNNN o ]
Current Data Parameters
NAME 400-2017
EXENO 110
PROCNO 1
F2 - Acquisition Parameters
Date_ 20170504
Time 15.21 h
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
65536
SOLVENT cpe13
NS 409
DS 4
SwH 24038.461 Hz
FIDRES 0.733596 Hz
RQ 1.3631488 sec
RG 206.33
/ DW 20.800 usec
\ ¢ DE 6.50 usec
NN NS TE 299,8 K
Br O D1 2.00000000 sec
d11 0.03000000 sec
27f DELTA 1.89999998 sec
TDO 1
SFO1 100.6504916 MAz
NUC1 13C
P1 10.00 usec
PLWL 54.00000000 W
SFO2 400,2416010 MAz
NOC2 1H
CPDPRG[2 waltzl6
BCPD2 90.00 usec
PLW2 12.00000000 W
PLW12 0.34680000 W
PLW13 0.28090999 W
F2 - Processing parameters
ST 32768
SF 100.6404280 MHz
WDW EM
ssB o
LB 1.00 Hz
GB [l
BC 1.40
T T T T T T T T T T T T T T T T
150 140 130 120 110 100 SO 80 70 60 50 40 30 20 10 1] ppm
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Current Data Parameters
NAME 400-2017
EXPNO 113
PROCNO 1
F2 - Bcquisition Parameters
Date_ 20170504
Time 16.07 h
INSTRUM spect
PROBED 5 mm PABEO BB/
PULPROG deptspl35
™ 65536
SOLVENT cDC13
NS 117
DS 4
SHE 25252.525 Hz
FIDRES 0.770646 Hz
a9 1.2976128 sec
RG 206.33
DW 19.800 usec
\ / DE 6.50 usec
SI TE 99.1 K
NN NN cNST2 145.0000000
Br O D1 2.00000000 sec
2 0.00344828 sec
27f a12 0.00002000 sec
0.00001273 sec
1
100.6484788 MHz
10.00 usec
2000.00 usec
W
54.00000000 W
Crp60comp.4
0.500
z
8.25059986 W
400.2412800 MHz
1H
i A \ hapesh iy
- . ¥ v y 15.30 usec
30.60 usec
90.00 usec
12.00000000 W
0.34680000 W
F2 - Processing parameters
s1 32768
sF 100.6404280 MHz
WDW
8B 0
1B 1.00 Hz
GB 0
rC 1.40
T T T T T T T T T T T T T T
150 140 130 120 110 100 90 80 70 60 40 30 20 ppm
Compound 28f:
ONEOMOVOVANDVNVEENI~ANTNONANANIO=NNMEAONNNW OO o
CONTMOONINNAENOOTOAEODNDNDMNMNOENITNANDO RS TN T o OO~ ™
NNV ITIIITTAAANNONINNANCOOONINOOCONNAMIITITMNMMMNN® S

EXPNO
PROCNO

o
r"_"—‘.:::::i’JCurrent Data Parameters
NAME

400-2017
144
1

F2 - Acquisition Paramete

Date_
Time
INSTRUM
PROBHD
PULPROG

SFO1
NUCL1
Pl

PLW1

20170523
21.12
spect

5 mm PABBC BB/

0
8012.820
0.244532

2.0447233
34.76
62.400
6.50

300.
2.00000000
1
400.2424716
1H

14.80
12.00000000

o oo

=

u
W

F2 - Processing parameter

2.04

N 4

2.05

61

10.41

12.53

-

9.55

5.99

65536
400.2400099
EM

0
0.30

0
1.00

M

H
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V1SS N/ SN v oo st
NAME 400-2017
EXPNO 145
PROCNO 1
F2 - Acquisition Parameters
Date_ 20170523
Time 21.21
INSTRUM spect
PROBHD 5 nm PABBO BB/
PULPROG 2gpg30
™ 65536
SOLVENT cpc13
NS 218
ps 4
26041. 666 Hx
FIDRES 0.397364 Hx
ag 1.2582912 sec
RG 206.33
OTBS oW 19,200 usec
DE 6.50 usec
™= 300.9 K
D1 2.00000000 sec
di1 0.03000000 sec
DELTA 1.89999998 sec
D0 1
SFOL 100.6504916 Mz
NucL 13¢
10.00 usec
PLN1 54.00000000 W
swo2 400.2416010 Mtz
Nuc2 18
CPDPRG[2 waltzl6
PCPD2 90.00
PLWZ 12.00000000
PIN12 0.34680000 W
PLW13 0.28090999 W
F2 - Processing parameters
sI 327

68
sF 100.6404280 MHz
M

1B 1.00 Hz

BC 1.40

180 160 140 120 100 80 60 40 20 0 pPpm
MOOMTNNH [~ 0O W00 0
AR NOEMHAN 0O NOD®D®©®© O ~
AW ONMOST NOMSSWINW O™ [T}
OOV OVVLID ONNNNNNNNN | Current Daba Par
NAME 400-2017
EXPNO 146
PROCNC 1
s
D8 4
swE 22056.624 Ex
FIDRES 0.336591 Hx
w 1.4854827 sec
OTBS RG 206.33
oW 22.667 usec
DE 6.50 usea
TE 0.4 K
CNST2 145.0000001
b1 2.00000000 sec
d2 0.00344828 sec
di12 0.00002000 sec
DELTA 0.00001273 sea
™
s¥o1 100.6484768 Muz
NUC1 13¢c
Pl 10.00 uses
P13 2000.00 usea
PLWO ow
PLW1 54.00000000 W
STAM[5]  Cxp6Ocomp. 4
SPOAL5 0.500
SROFFS5 0 Hz
SFWS 8.25059986 W
SFO2 400.2412800 MHz
¥uc2 18
CPDERG[2 waltzl6
B3 15.30 usec
pé 30.60
PCPD2 90.00 uses
PLW2 12.00000000 W
. PLHL2 0.34680000 W
i ity o o NN orcceseing pazameters
8I 3271
100.6404280 MHz
™
L]
1.00 Ex
[
1.40
T T T T T T T T
140 120 100 80 60 40 20 (4] PPm
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Wavenumbers (cm-1)
Compound 29f:
CLAEMMOVMNOMOMOWOVWVSEHNOI O ASOINTONOOSIT®O
NOVIM JTONTOAEDINAINPOVNOOONNNARNINNO NSO DBM 1)
COOLOLNDANNN—TEOEREEEEEOVOVNNIINOM | HOOONIINI M
SIS FLLILSLISOOOMNNNOOONONONONNNOOMOMN A A A A
WW Current Data Parameters
NAME 400-2017
EXPNO 152
PROCNO 1
F2 - Acquisition Paramete
Date_ 20170524
Time 11.54
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2930
OH D 32768
SOLVENT D20
NS 16
DS 0
SWH 8012.820 H
FIDRES 0.244532 H
aQ 2.0447233 s
RG 55.55
DW 62.400 u
DE 6.50 u
TE 299.8 K
D1 2.00000000 s
TDO 1
SFOL 400.2424716 M
NUC1 1H
Pl 14.80 u
PLW1 12.00000000 W
F2 - Processing parameter
SI
SF 400.2399691 M
WDW EM
88B o
LB 0.30 H
GB 0
PC 1.00
[ T T T T T T T T T T T T T T T 1
75 70 65 60 55 50 45 40 35 30 25 20 15 1.0 ppm
[-15-4 -] Led[-aF]
rs. 8 [B3]8|8 2183
™ Il Nl NN ©
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Current Data Parameters
NAME 400-2017
EXPNO 153
PROCNO 1
F2 - Acquisition Parameters
Date_ 20170524
Time 12.24
INSTRUM spect.
PROBED 5 mm PABBO BB/
PULPROG 2gpg30
D 65536
SOLVENT D20
NS 512
DS 4
Wi 24038.461 Hz
FIDRES 0.366798 Hz
aQ 1.3631488 sec
RG 206.33
DW 20.800 usec
OH DE 6.50 usec
TE 300.9 K
D1 2.00000000 sec
dii 0.03000000 sec
DELTA 1.89999998 sec
D0 1
sEoL 100. 6504916 Muz
NUC1 13c
P1 10.00 usec
PLWL 54.00000000 W
w02 400.2416010 MHz
Nuc2 in
CPDPRG[2 waltzl6
PCPD2 90.00 usec
PLW2 12.00000000 W
PLW12 0,34680000 W
PLW13 0.28090999 W
F2 - Processing parameters
s1 32768
Fol 100. 6404280 MHx
WDW B
8sB 0
1B 1.00 Hz
cB 0
BC 1.40
T T T T T T T T 1
180 160 140 120 100 g0 60 40 20 PPm
N WO MmO ~w0odn
I e o T it 2] cwwr AN
OO NI o~
=19 b0 10 10 1010 10 O NN NN Curzent Data Pazameters
\\‘\/ }/ // \\ \V ey 400-2017
ExeN0
PROCHO
F2 - Aoquisition Parameter
20170524
12,33
spect
5 mm PABEC BB/
deptepl3s
65536
OH i2e
DS 4
SHH 16129.032 Bz
FIDRES 0.246110 Hz
2 2.0316160 sec
by .33
oW 31.000 uses
DE 6.50 usec
T 300.3 X
asT2 145.0000000
b1 2.00000000
a2 0.0034482
2 0.00002000
DELTA 0.00001273
™0 1
sro1 100.6484788 Muz
wocL 13¢
21 10.00 uses
P13 2000.00 uses
A PLWO 0w
LWL 54.00000000 W
SPRAM[5]  Crp6Ocomp.d
500
sPOFESS 0 Ex
oM 8.25059986 W
sroz 400.2412800 MEz
Moc2 ]
cPoERG[2 waltsls
3 15.30 usec
pd 30.60 ul
PceD2 90.00 uses
PIN2 12.00000000 W
PLHL2 0.34680000 W
F2 - Processing par
sT 32768
sF 100.6404280 ME=
oW ™
8B [
13 1.00 B2
=) ]
2c 1.40
T T T T T T T T T T T T T T T 1
150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
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Compound 27g:
o O ~MNO- NN A0 TS A0 AN~ AN N
0 CWYWAMNY NNMHOHJO~VINMHNRO R M
o VMMM CEEOOOIFIIIINM® O O
o~ om0 A4 A4 "4 A A A A A" A~ —0 O
Current Data Parameters
NAME 400-2017
EXPNO 179
PROCNO 1
F2 - Acquisition Parameters
Date_ 20170607
me 20,05 h
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2930
32768
SOLVENT cpe13
NS 16
DS [
SWH 8012.820 Hz
N / FIDRES 0.489064 Hz
B H aQ 2.0447233 sec
DN e e S| RG 14.46
O DW 62.400 usec
27 DE 6.50 usec
g TE 301.7 K
D1 2.00000000 sec
TDO 1
SFO1 400.2424716 MHz
NUC1 1H
Pl 14.80 usec
PLW1 12.00000000 W
F2 - Processing parameters
SI 65536
SF 400.2400095 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
L \\A —AJ P S
r T T T T T T T T T T T T T T T T T 1
75 70 65 60 55 50 45 40 35 30 25 20 15 1.0 05 00 ppm
2| 2 (222 |2 @
aille v| ldldle]l o w
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Current Data Parameters
NAME 400-2017
EXPNO 180
PROCNO 1
F2 - Acquisition Parameters
Date_ 20170607
Time 20.08 h
INSTRUM spect.
PROBED 5 mm PABBO BB/
PULPROG zgpg30
TD 65536
SOLVENT cDel3
NS 54
DS 4
SWE 26041.666 Hz
FIDRES 0.794729 Hz
a0 1.2582912 sec
RG 206.33
DW 19.200 usec
DE 6.50 usec
TE 302.4 K
/ D1 2.00000000 sec
/ di1 0.03000000 sec
Br _ Sl DELTA 1.89999998 sec
O TDO 1
SFOL 100.6504916 MHz
279 NUC1 13¢
P1 10.00 usec
PLW1 54.00000000 W
SFO2 400.2416010 MHz
NUC2 H
CPDPRG[2 waltz16
PCPD2 90.00 usec
PLW2 12.00000000 W
PLW12 0.34680000 W
PLW13 0.28090999 W
F2 - Processing parameters
sI 32768
SF 100.6404280 MHz
WDW EM
sSB 0
LB 1.00 Hz
eB [
BC 1.40
T T T T T T T T T T T T T T T T T
150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
~ TNOdT AL O oo
5 S88IFAGR 3
o LR '3
© MMM NN NNN I
\\\ \’ // Current Data Parameters
NAME 400-2017
EXPNO 181
PROCNO 1
F2 - Acquisition Parameters
Date_ 20170607
Time 20.10 h
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG deptspl35
TD 65536
SOLVENT €DC13
NS 22
Ds 4
SwWH 22058.824 Hz
FIDRES 0.673182 Hz
a0 1.4854827 sec
RG 206.33
DW 22.667 usec
DE 6.50 usec
TE 302.4 K
/ CcNST2 145.0000000
\ / D1 2.00000000 sec
Br- _si a 0.00344828 sec
O di2 0.00002000 sec
DELTA 0.00001273 sec
27g TDO 1
SFOL 100.6484788 MHz
NUCl 13c
Pl 10.00 usec
P13 2000.00 usec
PLHO ow
PLHL 54.00000000 W
SPNAM[5]  Cxzp6Ocomp.4
SPOALS 0.500
SPOFFS5 0 Hz
SPWS 8.25059986 W
sFo2 400.2412800 MHz
o o Nuc2
CPDPRG [2 waltzlé
3 15.30 usec
4 30.60 usec
PCPD2 90.00 usec
PLW2 12.00000000 W
PLW12 0.34680000 W
F2 - Processing parameters
sI 8
sF 100.6404280 MHz
WDW EM
8SB o
1B 1.00 Hz
GB ]
PC 1.40
T T T T T T T T T T T T T T T T
150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 PPM
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Compound 28g:

ONEET AT NNOMNE O ARTONOANT JOVA A NNNANONOWO ™M 00O

VEVNIELVITONAXVACVAXELANNNINHADNONAATOCANONXOM N®WOM

NNV ILILIILIAA NNV ANOCOOONINOOOOOCCOAVMIIITITNONN®O

SISO OO OO NNNNNNNNNAAAAAAAAAAO O

[

-\“—%_&NW/ Current Data Parameters
NAME 500-2017
EXPNO 8
PROCNO 1
F2 - Acquisition Paramete
Date_ 20170622
Time 14.17
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 16
Ds [
SWH 10000.000 H
FIDRES 0.152588 H
AQ 3.2767999 s
RG 31.72
DW 50.000 u
DE 6.50 u
TE 298.0 K
D1 1.00000000 s
TDO 1
SFO1 500.1330885 M
NUC1 1H
Pl 11.25 u
PLW1 20.00000000 W
F2 - Processing parameter
SI 65536
SF 500.1300121 M
WDW EM
SSB 0
1B 0.30 H
GB 0
PC 1.00
L_..L_

w

N -
-

9 8 7 6 5 4 ppm
[ 1E=15 =3 [ 1E-1E=1 [+:] o™ ~
a8zg| (88 8 |8 [|==|(8 5
||| N[ (-] N Q|| | n
|-
o) 00
DO NODWNFTAAMDFTOVWOIMETOONOWAHLO O ID
e AN NOETNOMNTM A NN OIF - T NODVOVDOOMN
AO AN~V OIDMO T NGO~V WYINLW T T IO
AUV ONDDONNNNNNNNNNA ]
Current Data Parameters
‘NAME 500-2017
EXPNO 79
PROCNO 1
F2 - Acquisition Parameters
Date_ 20170622
Time 12.20
INSTRUM spect.
PROBHD 5 nm CPPBBO BB
PULPROG 2gpg30
D 65536
SOLVENT €Dpcl3
NS 322
DS 4
SWH 37878.789 Hx
FIDRES 0.577984 Hz
AQ 0.8650752 sec
RG 192.89
DW 13.200 usec
DE 18.00 usec
TE 298.0 K
D1 2.00000000 sec
di1 0.03000000 sec
DELTA 1.89999998 sec
TDO
SFOl 125.7703637 Mz
NUC1 13c
Pl 9.80 usec
PLWL 57.00000000 W
SFO2 500.1320005 Muz
Nuc2 1
CPDPRG[2 waltzl6
CPD2 80.00 usec
PLW2 20.00000000 W
PLW12 0.35778001 W
PLW13 0.22898000 W
F2 - Processing parameters
s8I 32
SF 125.7577885 MHz
WDW EM
8sB
1B 1.00 Hz
GB
‘ ‘ ‘ ’ PC 1.40
T T T T T T T T T T
180 160 140 120 100 80 60 40 20 (V] PPM
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Wavenumbers (cm-1)

NOOMIIOW OINFOMNOW IO 0
ANNOMFRM AN GOV~ TNO®® DO o~
AN OMAT NOOI~OOINLWNT )
M- WOWOWOUIND MONNNNNNNNNN |
Current Data Parameters
AME 500-2017
EXPNO 80
PROCHC 1
F2 - Acquisition Parameters
Date_ 20170622
Time 12.36
INSTROM spect
FROBHD 5 mm CFFBBO BB
FULFROG deptepl35
™ 65536
SOLVENT €peLs
NS 53
Ds 4
SWH 25252.525 Hz
FIDRES 0.385323 Hz
n 1.2976128 sec
RG 92.89
DW 19.800 usec
DE 18.00 usec
TE 298.1
CNST2 145.0000000
D1 2.00000000 sec
d2 0.00344828 sec
di2 0.00002000 sec
DELTA 0.00001248 sec
DO
sro1 125.7678486 Mz
NUC1 13c
Pl 9.80 usec
P13 2000.00 uses
PLWO ow
PLW1 57.00000000 W
SENAM[5] Crp60oomp. 4
SPOALS 0.500
SPOFFS5 0 Hz
SEWS 8.36410046 W
SFO2 500.1315995 MHz
NUc2 1iE
CFDFRG([2 waltzl6
B3 10.70 uses
pé 21.40 usec
Peen2 80.00 usec
PLNz 20.00000000 ¥
PLW12 0.35778001 W
¥2 - Processing parameters
8I 32768
125.7577885 MH=z
WDW M
S8SB o
LB 1.00 Hz
GB 0
FC 1.40
T T T T T T T T
140 120 100 80 60 40 20 o] PPm
007
I . AT
% ;WW"ILW" i s 4 K i
1 Yy b i *n f“' Fﬂ " ; o M
1 T N ,;W w \ S i
96 - “y
-
94 - \ f\ / ’\ [ ‘f
| 1 \
92+ 8 2
2 g
o~ I
90 - \
ﬂ °
® g |- M
2 887 o (s | = J
| T e - <
£ 1 A R | ks 0
£ 8- ) @ [ S
5 1 o 3
£ 1 8 8 .
= | 8 Sie
L) 2 5
w2 8
| e © e
i & = <
80 5 8
] 2
1 =
| g
™ g
o B
! 2 o
T4+ o~ §
4ﬂ£)ﬂ ZSIUG 30&[1 ’ ZSE)D 2060 15fm 1DEIH SEIIll
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Compound 29g:

CoNTONNM~FOoOITNN—ASOVWOHNOMHNMAAANN AN AT ANOOTD AN AN OMHO™~0OM
NN AT TOMNATOTLVINTONNONVDOVNONONITOANVROWOOANANTNHNWIT N
OO ANANNNOEOOEOFVYYYVYOVYOLOSTFOOOMOAHOENMWOWOMOM
TSI ITOMOMOOMONOOMOMNONONOHOOHONONONNN MO MO A A A
NSNS
NAME 500-2017
EXPNO 85
PROCNO 1
F2 - Acquisition Paramete
Date_ 20170623
Time 11.34
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG 2930
D 65536
SOLVENT D20
NS 16
DS 2
OH SWH 10000.000 H
FIDRES 0.152588 H
AQ 3.2767999 s
RG 31.72
DW 50,000 u
DE 6.50 u
TE 298.0 K
D1 1.00000000 s
TDO 1
SFO1 500.1330885 M
NUC1 1H
Pl 11.25 u
PLWL 20.00000000 W
F2 - Processing parameter
sI
SF 500.1299565 M
WDW EM
SSB 0
LB 0.30 H
GB 0
J L BC 1.00
T T T T T T T T T T T
9 8 7 6 3 2 1 ppm

(L]
1.99
0.98\
212\ |
1.04\
239
1.0
1.18
0.
2.06
238
a7

oMM Yoo NN 0N

SN D S OI0n dHOnm®oN

O @O NI oW

[~ 100 WY WYVIn0 O NNNNN
Current Data Parameters
NAME 500-2017
EXPNO 86
PROCNO 1
F2 - Acquisition Parameters
Date_ 20170623
Tine 12.05
INSTRUM spect.
PROBHD 5 mm CPPBBO EB
PULPROG zgpg30
™D 65536
SOLVENT D20
N8 560
DS 4
SWEL 29761.904 Hz
FIDRES 0.454131 Hz
A 1.1010048 sec
RG 192.89
DW 16.800 usec
DE 18.00 usec
TE 2968.0 K
D1 2.00000000 sec
di1 0.03000000 sec
DELTA 1.89999998 sac
TDO 1
SFOL 125.7703637 Muz
NUCL 13c
P1 9.80 usec
PIWL 57.00000000 W
sFoz 500.1320005 Muz

in
CPDPRG[2 waltzl6
PCED2 80.00 usec
PLWZ 20.00000000 W
PLW12 0.35778001 W
PLWL3 0.22898000 W
F2 - Processing parameters
ST
sP 125.7577885 Muz
WOW EM
ssB 0
1B 1.00 Hz
cB 0
rC 1.40
T T T T T T T T 1
160 140 120 100 80 60 40 20 PpPm
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_~170.70
68.71
68.57
67.25

—~62.53

~~61.78

—55.30

~~54.51

<
~

—31.15
28.11
28.01
24.82
24.26

L

—25.58

o~
\
37
]
4
i

¥2 - Acquisition Parameters

Date_ 20170623
Time 12.15
INSTRUM spact
PROBED 5 mu CPEBBC BB
deptep135
65536
SOLVENT D20
us 160
D8 4
Fod 20161.291 Bz
OH FIDRES 0.307637 &=
2 1.6252928 sea
26 192.89
DR 24.800 uses
DE 18.00 usea
= 208.1 K
cusr2 145.0000000
1 2.00000000 sea

d12 0.00002000 ses
DELTR 0.00001248 sec
™0 1

s¥o1 125.7676486 Mz
NoC1 13¢

P1 9.80 useo
P13 2000.00 usec
PLNO ow

PLWL 57.00000000 W
SPRAM[5]  Crp6Ocomp.4
SPORLS 500
SPOFFS5 0 Hx

F] 8.36410046 W
5702 500.1315995 Mz
wocz 1n
CPDPRG[2 waltzl6

23 10.70 uses
pé 1.40 usec
PcPp2 80.00 uses
PLM2 20.00000000 W
PIe12 0.35778001 W

F2 - Processing parameters
[
1257577885 Mux
=™
0

1.00 Ex
[

x85348

1.40

% Transmittance.

50 45 40 35 30 25 20

100 :

saw

964
sl
wi
0
]
8
a1
821
80i
i
Tﬁé
i
i
704
61
661
6l
23]
604
58
56+
78
521
O
4000

2856447

~
3335 79{
\
2932.79

3500 3000

PV et T

e 4 A

1684.08
1647.08
1558.71
—
=
%\
==
1277400
\>
—
—_—
—
-
—_
-
mesj;,
awn_%;-:

12774 T
——

1045 85

1716.05
150681

OH

1404.10°

2500 2000 1500 1000 500

Wavenumbers (cm-1)
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Compound 30:

r7.260
r4.572
t4.564
F4.555
- 4.539
F4.479
F4.475
F4.461
F4.457
Fa.442
F4.438
F4.206
F4.186

S

4.167
3.992
3.973
3.954
3.640
3.624
3.607
3.258
3.231
3.067
3.057
3.046
3.037
3.016
2.590
2.583
2.055
2.045
2.027
2.017
2.008
1.996
1.985
1.978
1.965
1.568
1.550
1.532
1.516
1.431
1.429
1.321

1.285
1.266
0.061

NAME

400-2016
EXPNO 359
PROCNO 1
F2 - Acquisition Paramete
Date_ 20161030
Time 0.08
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
D 32768
SOLVENT CcDCl3
NS 16
Ds 0
SWH 8012.820 H
FIDRES 0.244532 H
RQ 2.0447233 s
RG 116.67
DW 62.400 u
DE 6.50 u
TE 298.0 K
Dl 2.00000000 s
TDO 1
SFO1 400.2424716 M
NUC1l 1H
Pl 14.80 u
PLW1 12.00000000 W
F2 - Processing parameter
SI 65536
SF 400,2400096 M
WDW EM
h SSB 0
h_ 1 LB 0.30 H
GB [
PC 1.00
I T T T T T T T T T T
9 8 7 6 5 4 3 2 1 pPmM
(]
28232 8e 3 (3 33
oo |- (e N (N g‘
o o
o o NDOT MO HOMMON AN WL O
.. HAOMNMOEFNOFOO AT MM NN WO
or- e e e e B s s 2 m % e mososommseoaowow
- o AN OVINEOINMATNNOO =0 IO
il YW OOYUNDINOMONNNNNNNNNN
Current Data Parameters
NAME 400-2016
EXPNO 360
PROCNO 1
F2 - Acquisition Parameters
Date_ 20161030
Time 1.07
INSTRUM spect.
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
D 65536
SOLVENT €pcl3
NS 1024
DS []
Swe 24038.461 Hx
FIDRES 0.366798 Hz
AQ 1.3631488 sec
RG 206.33
DW 20.800 usec
DE 6.50 usec
TE 298.0 K
Dl 2.00000000 sec
dil 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
Srol 100.6504916 MHz
NUCL 13c
Pl 10.00 usec
PLW1 54.00000000 W
sFoz2 400.2416010 MEz
NUC2 in
CPDPRG[2 waltzl6
PCPD2 90.00 usec
PLW2 12.00000000 W
PLW12 0.34680000 W
PLW13 0.28090999 W
F2 - Processing parameters
ST 32768
P 100.6404280 MHz
WOW =
ssB 0
1B 1.00 Hz
cB 0
- " o 140
T T T T T T T T T 1
180 160 140 120 100 80 60 40 20 PPm
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NO® F M O O A NN OO

HWON OO O D O>NN®OO

HSD OINDMmOo W NI~ OINIW M

@~ 0OV I M NNNNNNNNNN Current Data Paramsters
FAME 400-2016
EXFNO 361
PROCHO 1
¥2 - Aoquisition Parameters
Date_ 20161030
Time
INg ect
PROBHD 5 mm PABBO BB/
PULPROG deptepl35
™ 65536
SOLVENT epe13
NS 256
b8 4
swr 16129.032 Hz

FIDRES 0.246110 Bz

» 2.0316160 sec
26 206.33
o 31.000 uses
o2 6.50 usea
= 298.0 X
cxer2 145.0000000
b1 1000000 sec
a2 00344828 sec
diz 0.00002000 sea
DELTA 0.00001273 sea
™0 1
swo1 100.6494768 Muz
NUC1 13¢
P1 10.00 usec
P13 2000.00 usec
PLHO ow
PLWL 54.00000000 W

_ SERAM([5] 60c0mp . 4
SFOALS 0.500
sEOFTSS 0 Ex
SEWE 8.25059986 W
swoz 400.2412800 Max
Nucz
cepERG[2 valtzl6
P3 15.30 uses
pé 30.60 usec
PCED2 90.00 uses
PLN2 12.00000000 W
PLW12 0.34680000 W

F2 - Processing paramsters
81 3.

¥ 100.6404280 Mz
DR =™

8B °

Y 1.00 Bz
=3 0

rC 1.40

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

®

% Transmittance

r— ,,,»»**m]\

e M
f‘\. o\

Ty
—
=

——
799.72
514.29

—

8

]

85979

298495\ ———
—
2783.04
1456.23
R
1266 BB 2=
1091 58 e
989 65
030 67
84352

£ R

1370.26

3
w
8
@

£

=3
1157.09

8
137947

105143

1207.71

292796

3600 3000 i 2600 000 1500 1000 500

R

Wavenumbers (cm-1)
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Compound 29h:

4.790
4.572
4.564
4.558
4,549
4,534
4,523
4,515
4.507
4,237
4,227
4.216
4.206
3.881
3.869
3.858
3.845
3.839
3.829
3.815
3.805
3.674
3.665
3.657
3.612
3.599
3.586
3.564
3.549
3.417
3.405
3.396
3.392
3.384
3.371
3.129
3.117
3.108
3.105
3.096
3.083
1.750
1.729
1.556
1.544

1.531
1.326

WW Current Data Parameters
NAME 500-2016

EXPNO 131
PROCNO 1
F2 - Acquisition Paramete
Date_ 20161101
Time 1.37
INSTRUM spect
PROBHD 5 mm CPPBRO BB
PULPROG 2g30
TD 65536
SOLVENT D20
OH NS 16
DS 2
SWH 10000.000 H
FIDRES 0.152588 H
aAQ 3.2767999 s
RG 62.06
DW 50.000 u
DE 6.50 u
TE 298.0 K
D1 1.00000000 s
TDO 1
SFO1 500.1330885 M
NUC1 1H
Pl 10.60 u
PLW1 20.00000000 W
F2 - Processing parameter
SI 65536
SE 500.1299550 M
WDW EM
SSB 0
LB 0.30 H
GB 0
N PC 1.00
[ T T T T T T T T
7 6 5 4 3 2 1 ppm
3/(8[3(2~/218)8 (=18
A ||| =N =] = | = o e

70.70
68.71
68.58
62.53
61.82
55.30
54.53
31.20
28.29
28.27
28.01
25.62
24.92
24.27

™~67.25

Va
~
<
/
\

Current Data Parameters

NAME 500-2016
EXPNO 132
PROCNO 1
F2 - Acquisition Parameters
Date_ 20161101
Tine
INSTRUM spect.
PROBHD 5 nm CPPBBO BB
PULPROG 2gpg30
£ 65536
SOLVENT D20
§s 1024
DS 4
e 29761.904 Hz
FIDRES 0.454131 Hz
OH AQ 1.1010048 sec
RG 192.89
DW 16.800 usec
DE 18.00 usec
1E 298.0 K
D1 2.00000000 sec
dl1 0.03000000
DELTA 1.89999998 sec
TDO
HO OH sFOL 125.7703637 Muz
NucL 13¢
29h P1 9.80 usec
PINL 57.00000000 W
sFo2 500.1320005 Mz
Nucz 1z
CPDPRG[2 waltzl6
PCED2 80.00 usec
PINZ 20.00000000 W
PIW12 0.35778001 W
PLW13 0.22898000 W

F2 - Processing parameters
ST 327

sF
WDW
SSB
1B
@B
PC

150 140 130 120 110

T T T T T T T T T T T T 1
100 9% 80 70 60 50 40 30 20 10 ppm
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OH

O HOIND MM O M O oV~ NN
-~ N oML NNNOWOHN
O Mo~ oD ~ 000 WL T
™~ O WYYV WYINnLW O NNNNNN

T T T T T T T T
150 140 130 120 110 100 90 80

T T T T T T T
70 60 50 40 30 20

Current Data Parameters
AME 500-2016
xxENO 133

PROCNO 1
¥2 - Aoquisition Parameters
Date_ 20161101
Time

INSTROM spect
PROBED 5 mm CPPEEO BB
PULPROG deptepl35
™ 65536
soLVENT D20
N8 286
D8

4
20161.291 Hx

SWE
FIDRES 0.307637 Bz
» 1.6252920 sec
RG 192.8!

oW 24.800 uses
oE 18.00 uses
™ 298.1 K
ceT2 145.0000000

b1 2.00000000 sec
dz 0.00344828 sac
diz 0.00002000 ses
DELTA 0.00001248 sec
DO 1

SFOL 125.7676486 MEz
xuc1 13¢

1 .80 usec
»13 2000.00 usec
PLWO

ELWL 57.00000000 W
SPMAM[5]  CzpSCoomp.d
SPCALS 0.500
SPCFESS 0 He

SPWS 8.36410046 W
sFo2 500.1315995 MHz
NUC2 18
CEDPRG[2 waltzlé

3 10.70 uses
pé 21.40 uses
zcED2 80.00 usec
PLW2 20.00000000 W
PLW12 0.35778001 W

¥2 - Processing parameters
a1

s 125.7577885 Mz
wow =™

888 )

LB 1.00 Bz
3 0

zc 1.40

% Transmittance

o “*”h
90 ~ 1\
85 — \
\

7 \ /

—
—
—
_—
e
2855.36

\ //
24 \
N 2
201 3 g
151 e
4000 3500 3000

1647 m{
1558 53_;_':!

OH
HO
\__NHcl
HOY
HO OH
29h
Z:?E)D ’ ’ ’ ’ 2060 i ' i ' 15.UEI

Wavenumbers (cm-1)

112805 ——
—~—
1046.06

1000 500
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3. X - Ray Crystallographic Data for compound 11

Structure deposited at the Cambridge Crystallographic Data Centre (CCDC 1908913)

Figl. X-Ray ellipsoid plots of 11

Table 1. Crystal data and structure refinement for 11.

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

sa4466
Cy0 H27 N O¢
377.42
173.1500 K
0.71073 A
Monoclinic
P1211
a=11.1182) A o=90°.
b=7.8299(16) A B=111.37(3)°.
c=11.760(2) A v =90°.
953.4(4) A3
2
1.315 Mg/m3
0.097 mm-!
404
0.433 x 0.369 x 0.161 mm?
2.159 to 27.468°.
-14<=h<=14, -10<=k<=10, -15<=I<=15
10648
4309 [R(int) = 0.0237]
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Completeness to theta = 26.000°
Absorption correction

Max. and min. transmission
Refinement method

Data / restraints / parameters
Goodness-of-fit on F2

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

R indices (all data)

Absolute structure parameter
Extinction coefficient

Largest diff. peak and hole

99.4 %

Semi-empirical from equivalents
1.0000 and 0.8871

Full-matrix least-squares on F2
4309/1/248

1.074

R1=10.0318, wR2 =0.0758
R1=0.0323, wR2 =0.0763
0.4(3)

n/a

0.162 and -0.144 e.A-3
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Table 2. Atomic coordinates (x 10%) and equivalent isotropic displacement parameters (A2x 103)

for 11. U(eq) is defined as one third of the trace of the orthogonalized UY tensor.

X y z U(eq)
o1 4999(1) 1330(2) -3087(1) 27(1)
02 5585(1) 4107(2) -3098(1) 28(1)
03 7732(1) 6416(2) -1677(1) 25(1)
04 8173(1) 8691(2) -361(1) 28(1)
05 6027(1) 2375(2) 614(1) 38(1)
06 7604(1) 3710(2) 2157(1) 27(1)
N1 6978(1) 4793(2) 272(1) 21(1)
Cl 7786(2) 3915(3) 4846(2) 30(1)
C2 8404(2) 4209(3) 6090(2) 32(1)
C3 9521(2) 3309(3) 6740(2) 33(1)
c4 10010(2) 2138(3) 6142(2) 36(1)
C5 9384(2) 1852(3) 4902(2) 32(1)
C6 8268(2) 2732(2) 4248(2) 25(1)
Cc7 7529(2) 2291(3) 2931(2) 35(1)
C8 6797(2) 3533(2) 976(2) 24(1)
C9 7685(2) 6353(2) 804(2) 25(1)
Cl10 7173(2) 7704(2) -203(2) 22(1)
Cl11 6606(2) 6668(2) -1376(1) 20(1)
C12 6142(2) 4977(2) -1031(1) 19(1)
Cl13 6214(2) 3509(2) -1867(1) 21(1)
Cl4 5458(2) 1875(2) -1840(2) 27(1)
Cl15 4678(2) 2842(2) -3801(2) 23(1)
Cl6 3318(2) 3445(3) -4002(2) 33(1)
Cl17 4883(2) 2520(3) -4983(2) 29(1)
Cl18 9908(2) 7410(3) -857(2) 40(1)
C19 8166(2) 9193(3) -2376(2) 34(1)
C24 8500(2) 7931(2) -1332(2) 25(1)
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Table 3. Bond lengths [A] and angles [°] for 11.

01-C14
01-C15
02-C13
02-C15
03-C11
03-C24
04-C10
04-C24
05-C8
06-C7
06-C8
NI1-C8
N1-C9
N1-C12
CIl-H1
CIl-C2
C1-Co
C2-H2
C2-C3
C3-H3
C3-C4
C4-H4
C4-C5
C5-H5
C5-Cé
Co6-C7
C7-H7A
C7-H7B
C9-H9A
C9-H9B
C9-C10
C10-H10
C10-Cl11
Cl11-H11
Cl1-Cl12
Cl12-H12

1.432(2)
1.420(2)
1.437(2)
1.440(2)
1.4332)
1.431(2)
1.421(2)
1.447(2)
1.213(2)
1.458(2)
1.359(2)
1.350(2)
1.463(2)
1.481(2)
0.9300
1.390(3)
1.384(3)
0.9300
1.389(3)
0.9300
1.381(3)
0.9300
1.387(3)
0.9300
1.381(3)
1.505(3)
0.9700
0.9700
0.9700
0.9700
1.534(2)
0.9800
1.525(2)
0.9800
1.529(2)
0.9800

78



Cl12-C13
C13-H13
C13-C14
Cl14-H14A
Cl14-H14B
C15-Cl16
C15-C17
Cl16-H16A
Cl6-H16B
Cl6-H16C
Cl17-H17A
C17-H17B
Cl17-H17C
C18-H18A
C18-H18B
C18-H18C
C18-C24
CI19-H19A
C19-H19B
C19-H19C
C19-C24

C15-01-C14
C13-02-C15
C24-03-C11
C10-04-C24
C8-06-C7
C8-N1-C9
C8-N1-Cl12
C9-N1-C12
C2-C1-H1
C6-C1-H1
C6-C1-C2
C1-C2-H2
C3-C2-C1
C3-C2-H2
C2-C3-H3
C4-C3-C2

1.533(2)
0.9800
1.537(2)
0.9700
0.9700
1.518(3)
1.509(3)
0.9600
0.9600
0.9600
0.9600
0.9600
0.9600
0.9600
0.9600
0.9600
1.515(3)
0.9600
0.9600
0.9600
1.513(3)

106.05(13)
109.67(13)
107.48(13)
108.23(13)
113.22(14)
121.66(14)
121.86(14)
113.45(13)
119.6
119.6
120.75(17)
120.2
119.64(18)
120.2
120.1
119.73(18)
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C4-C3-H3
C3-C4-H4
C3-C4-C5
C5-C4-H4
C4-C5-H5
C6-C5-C4
C6-C5-H5
C1-C6-C7
C5-C6-Cl
C5-C6-C7
06-C7-C6
06-C7-H7A
06-C7-H7B
C6-C7-H7A
C6-C7-H7B
H7A-C7-H7B
05-C8-06
05-C8-N1
N1-C8-06
N1-C9-H9A
N1-C9-H9B
N1-C9-C10
HYA-C9-HIB
C10-C9-H9A
C10-C9-H9B
04-C10-C9
04-C10-H10
04-C10-C11
C9-C10-H10
C11-C10-C9
C11-C10-H10
03-C11-C10
03-C11-H11
03-C11-C12
C10-C11-H11
C10-C11-C12
C12-Cl11-H11
N1-C12-C11

120.1
119.9
120.13(18)
119.9
119.7
120.68(19)
119.7
120.64(17)
119.06(17)
120.08(19)
109.51(15)
109.8
109.8
109.8
109.8
108.2
123.63(16)
125.14(16)
111.23(15)
110.8
110.8
104.77(13)
108.9
110.8
110.8
112.80(14)
111.5
104.84(14)
1115
104.26(14)
111.5
100.75(13)
112.6
110.87(14)
112.6
106.76(13)
112.6
102.33(13)
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N1-C12-H12
N1-C12-C13
Cl11-C12-H12
Cl11-C12-C13
C13-C12-H12
02-C13-C12
02-C13-H13
02-C13-C14
C12-C13-H13
Cl12-C13-C14
C14-C13-H13
01-C14-C13
01-C14-H14A
01-C14-H14B
C13-C14-H14A
C13-C14-H14B
H14A-C14-H14B
01-C15-02
01-C15-Cl16
01-C15-C17
02-C15-C16
02-C15-C17
C17-C15-C16
C15-C16-H16A
C15-Cl16-H16B
C15-Cl16-H16C
H16A-C16-H16B
H16A-Cl16-H16C
H16B-Cl16-H16C
C15-C17-H17A
C15-C17-H17B
C15-C17-H17C
H17A-C17-H17B
H17A-C17-H17C
H17B-C17-H17C
H18A-C18-H18B
H18A-C18-HI18C
H18B-C18-H18C

108.8
115.51(14)
108.8
112.19(13)
108.8
106.34(14)
110.1
102.88(13)
110.1
117.00(14)
110.1
102.72(14)
111.2
111.2
111.2
111.2
109.1
105.13(13)
111.90(16)
108.41(15)
108.93(15)
109.55(15)
112.64(16)
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
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C24-C18-H18A
C24-C18-H18B
C24-C18-H18C
H19A-C19-H19B
H19A-C19-H19C
H19B-C19-H19C
C24-C19-H19A
C24-C19-H19B
C24-C19-H19C
03-C24-04
03-C24-C18
03-C24-C19
04-C24-C18
04-C24-C19
C19-C24-C18

109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
109.5
105.63(13)
108.09(16)
111.55(15)
110.04(16)
108.33(16)
112.96(17)

Symmetry transformations used to generate equivalent atoms:
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Table 4. Anisotropic displacement parameters (A2x 10%) for 11. The anisotropic displacement factor exponent takes

the form: -2n2[ h? a*2U!! + ..

+2 hk a* b* U'2]

Ull U22 U33 U23 U13 U12
ol 35(1) 18(1) 23(1) 2(1) 6(1) -4(1)
02 39(1) 23(1) 16(1) -1(1) 3(1) -11(1)
03 28(1) 23(1) 28(1) -6(1) 14(1) 7(1)
04 36(1) 24(1) 26(1) -6(1) 12(1) -11(1)
05 42(1) 43(1) 22(1) 4(1) 4(1) 22(1)
06 31(1) 29(1) 17(1) 4(1) 3(1) -8(1)
N1 24(1) 21(1) 15(1) 1(1) 3(1) 3(1)
Cl 25(1) 27(1) 35(1) 8(1) 9(1) 4(1)
c2 40(1) 29(1) 36(1) -1(1) 22(1) 2(1)
c3 42(1) 34(1) 20(1) 2(1) 8(1) -4(1)
c4 32(1) 39(1) 29(1) 4(1) 1(1) 9(1)
cs 34(1) 35(1) 27(1) -1(1) 12(1) 7(1)
C6 26(1) 27(1) 20(1) 6(1) (1) -5(1)
C7 45(1) 33(1) 22(1) 9(1) 4(1) -11(1)
cs 24(1) 28(1) 17(1) 2(1) 6(1) -4(1)
C9 30(1) 23(1) 18(1) 2(1) 6(1) 4(1)
Cl10 27(1) 19(1) 21(1) -1(1) 9(1) 2(1)
Cll1 21(1) 21(1) 17(1) 1(1) 5(1) 0(1)
c12 18(1) 21(1) 16(1) 1(1) 4(1) -1(1)
c13 23(1) 21(1) 18(1) o(1) 5(1) -1(1)
Cl4 35(1) 21(1) 21(1) o(1) 6(1) 4(1)
C1s 28(1) 17(1) 21(1) -4(1) 5(1) -4(1)
Cl16 33(1) 29(1) 36(1) 3(1) 11(1) 3(1)
C17 36(1) 26(1) 23(1) -6(1) 9(1) -4(1)
C18 28(1) 38(1) 54(1) 1(1) 13(1) 4(1)
Cl19 42(1) 32(1) 30(1) 2(1) 13(1) -9(1)
24 28(1) 23(1) 26(1) 3(1) 10(1) -6(1)
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Table 5. Hydrogen coordinates (x 10%) and isotropic displacement parameters (A2x 10 3) for 11.

X y z U(eq)
H1 7041 4521 4412 35
H2 8072 5003 6486 39
H3 9938 3495 7573 39
H4 10761 1540 6573 43
H5 9717 1060 4506 38
H7A 7891 1272 2712 42
H7B 6634 2063 2812 42
H9A 8607 6190 1023 30
H9B 7519 6686 1527 30
H10 6518 8430 -71 27
HI11 5920 7280 -2016 24
H12 5245 5109 -1091 23
H13 7118 3229 -1719 26
H14A 6015 1021 -1306 32
H14B 4746 2115 -1572 32
H16A 2705 2638 -4508 50
H16B 3175 4540 -4396 50
H16C 3214 3539 -3229 50
H17A 5743 2100 -4808 43
H17B 4767 3567 -5435 43
H17C 4270 1689 -5456 43
H18A 10057 6573 -223 60
H18B 10439 8393 -535 60
H18C 10121 6932 -1512 60
HI19A 8386 8715 -3027 52
H19B 8644 10230 -2097 52
H19C 7258 9436 -2667 52
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Table 6. Torsion angles [°] for 11.

02-C13-C14-01 27.32(17)
03-C11-C12-N1 83.10(15)
03-C11-C12-C13 -41.31(17)
04-C10-C11-03 32.53(16)
04-C10-C11-C12 148.37(13)
N1-C9-C10-04 -134.39(14)
N1-C9-C10-C11 21.22(18)
N1-C12-C13-02 -166.98(13)
N1-C12-C13-C14 78.81(19)
C1-C2-C3-C4 0.3(3)
C1-C6-C7-06 72.6(2)
C2-C1-C6-C5 0.6(3)
C2-C1-C6-C7 173.98(18)
C2-C3-C4-C5 0.53)
C3-C4-C5-C6 0.13)
C4-C5-C6-C1 0.4(3)
C4-C5-C6-C7 -174.19(19)
C5-C6-C7-06 -112.9(2)
C6-C1-C2-C3 0.3(3)
C7-06-C8-05 4.8(3)
C7-06-C8-N1 -174.53(17)
C8-06-C7-C6 -170.12(16)
C8-N1-C9-C10 -155.20(16)
C8-N1-C12-C11 173.14(15)
C8-N1-C12-C13 -64.7(2)
C9-N1-C8-05 165.00(19)
C9-N1-C8-06 -15.7(2)
C9-N1-C12-C11 12.56(18)
C9-N1-C12-C13 134.74(16)
C9-C10-C11-03 -86.22(15)
C9-C10-C11-C12 29.62(17)
C10-04-C24-03 -3.93(18)
C10-04-C24-C18 -120.36(16)
C10-04-C24-C19 115.70(16)
C10-C11-C12-N1 -25.76(16)
C10-C11-C12-C13 -150.18(14)
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C11-03-C24-04
C11-03-C24-C18
C11-03-C24-C19
C11-C12-C13-02
Cl11-C12-C13-C14
C12-N1-C8-05
C12-N1-C8-06
CI12-N1-C9-C10
C12-C13-C14-01
C13-02-C15-01
C13-02-C15-C16
C13-02-C15-C17
C14-01-C15-02
C14-01-C15-C16
C14-01-C15-C17
C15-01-C14-C13
C15-02-C13-C12
C15-02-C13-C14
C24-03-C11-C10
C24-03-C11-C12
C24-04-C10-C9
C24-04-C10-Cl11

26.04(17)
143.80(16)
-91.44(17)
-50.22(17)

-164.44(14)

6.03)
-174.66(14)
5.43(19)
143.45(15)
-14.42(18)
105.66(17)

-130.72(16)
32.84(18)
-85.25(17)
149.92(15)
-37.33(18)

-131.62(15)

-8.09(18)
-35.77(16)

-148.51(14)
94.92(16)
-17.90(18)

Symmetry transformations used to generate equivalent atoms:
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Table 7. Hydrogen bonds for 11 [A and °].

D-H..A d(D-H)

d(H...A)

d(D...A)

<(DHA)
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