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Supplementary Material

Synthesis of symmetrical, substituted (alkaner,o-diyl)(bis[3,3-allyl dithioethers])
monomers for photoplastic polymer networks

Authors: Cornelis M. Moorhoff, Wayne D. Cook, Tara Schiller, Carl Braybrook and San H.
Thang.
Table 1 R values

Com- | Structure 1:1 100%

pound EtOAc: | EtOAc:
hexanes

3 CI/\H/\ cl 0.7

7 0.68

AN NS \)J\/S\/\O/\

Ref 1 CI/\”/\S/\/O\/\S/\”/\CI 0.66

14d \/0\/\5/\"/\5/\/0\/\0/\/5\)]\/5 N X 0.63
28 CI/\H/\S/\/O\/\O/\/S\)J\/CI 0.62
37 \wwsﬁﬁwowowskswowowswswov/ 0.61
| AHASNOV\O/\/SJLSV\O/\/OwS . 0.59
33 0.54

HS/\”/\S/\/O\/\O/\/S \)J\/SH

23 CI/\H/\O/\/O\/\O/\”/\CI 0.54

36 0.52

HS/\”AS/\/O\/\O/\/S\)J\/S\/\O/\/O\/\S/\”/\SH

l4c 0.52 0.69

S e} o o\)J\/s

Ref1 CI/\H/\S/\/O\/\S/\H/\S/\/O\/\S/\”/\CI 0.50

14b \/O\/\o/\”/\s/\/o\/\o/\/s\)k/o\/\o/\ 0.49 0.67
29 \/o\/\o/\n/\s/\/o\/\o/\/S\J]\/Cl 0.45
26 CleNOwONoJK/a 036 | 0.54
31 0.36

H S/\H/\O/\/O \/\O/\/O \)J\/SH

24 CI/\H/\O/\/O\/\O/\”/\O/\/O\/\O/\”/\CI 027

14 4
l4a \/O\/\O/\”/\O/\/O\/\O/\/O\)J\/O\/\O/\ 0 0.48

27 0.13 0.32

CI/\H/\O/\/O\/\O/\/O\)J\/O\/\O/\/O\/\O/\”/\CI




Copies of the'H NMR and *°C NMR spectra for all key
intermediates and final products.

(2-methylpropane-1,3-diyl)bis([2-{chloromethyl}allyl]sulfane) 21:
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NAME CM010710
EXPNO 1
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Date_ 20100701
Time 16.36
INSTRUM spect
PROBHD 5 mm 5mm 1H/2H
ppppp oc 2g30
TD 32768
SOLVENT CDC13
NS 8
DS 2
SWH 4391.101 Hz
FIDRES 0.134006 Hz
AQ 3.7312329 sec
RG 80.6
DW 113.867
DE 15.00
TE 303.2 K
D1 5.00000000
DO
mem=== CHANNEL f1 =s==ms==
NUC1l
Pl 8.50 usec
PL1 4.00 dB
PLLW 5.98000002 W
SFO1 400.1320406 MHz
SI 32768
oF 400,1300098 Wiz
o no
SSB [
LB 0.00 Hz
GB 0
PC 2.50
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Note: impurity of inseparable byproducts
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NAME CM010710
EXPNO 2
PROCNO 1
Date_ 20100701
ime 16.52
INSTRUM spect
PROBED 5 mm Smm 1H/2H
PULPROG zgdc
65536
SOLVENT cDCl3
NS 63
DS 0
SWH 25000.000 Hz
FIDRES 0.381470 Hz
AQ 1.3107700 sec
RG 2050
DW 20.000 usec
DE 15.00 usec
TE 303.2 K
Dl 4.00000000 sec
D11 0.03000000 sec
TDO 1
CHANNEL £1
NUC1
P1 12.20 usec
PL1 0.00 dB
PLIW 95.45168304 W
SFO1 100.6230043 MHz
CHANNEL £2
CPDPRG2 waltzl6
NUC2 1H
PCPD2 100.00 usec
PL2 2.00 dB
PL12 23.16 dB
PL2W 9.47766113 W
PL12W 0.07256065 W
SFO2 400.1320000 MHz
S1 65536
SF 100.6127555 MHz
WDW EM
SSB 0
LB 0.50 Hz
GB [
PC 4.00

T T T T T T T T T T T T T T T T T 1
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1,3-bis(2-(chloromethyl)allylthio)propane 22:
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NAME CM200410
EXPNO 1
PROCNO 1
Date_ 20100420

i 17.54
INSTRUM spect
PROBHD 5 mm 5mm 1H/2H
PULPROG 2930
™ 32768
SOLVENT CDC13
NS 8
DS 2
SWH 4391.101 Hz
FIDRES 0.134006 Hz
AQ 3.7312329 sec
RG 144
ow 113.867 usec
DE 15.00 usec
TE 303.2 K
D1 5.00000000 sec
TDO 1
= = CHANNEL f1
NUC1
P1 8.50 usec
PL1 4.00 dB
PL1W 5.98000002 W
SFO1 400.1320406 MHz
ST 32768
SE 400.1300098 MHz
WDW no
SSB o
LB 0.00 Hz
GB 0
BC 1.00

<J i I J JNA

5.0 4.5 4.0 3.5 3.0 2.5 2.0 ppm
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Note: impurity of higher, inseparable oligomer
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NAME CcM200410
EXPNO 2
PROCNO 1
Date_ 20100420
ime 18.09
INSTRUM spect
PROBHD 5 mm Smm 1H/2H
PULPROG zgdc
TD 65536
SOLVENT CDC13
NS €4
Ds 0
SWH 25000.000 Hz
FIDRES 0.381470 Hz
AQ 1.3107700 sec
RG 2050
DW 20.000 usec
DE 15.00 usec
TE 303.2 K
D1 4.00000000 sec
D11 0.03000000 sec
TDO 1
CHANNEL f1
13C
12.20

0.00 ¢
95.45168304 ¥
100.6230043

CHANNEL f2
waltzlé

1H
100.00 usec
2.00

23.16 dB
9.47766113 W
0.07256065 W
400.1320000 MHz

65536
100.6127623 MHz

EM

0
0.50 Hz

0

1.00

T T T T
180 160 140 120 100 80 60 40 20 0 Ppm



2,12-bis(chloromethyl)-4,7,10-trioxatrideca-1,12-diene 23:
O/\/o\/\o

5.287
5.284

5.236
5.232
5.228
5.224
4.108
4.099
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Current Data Earaneiers
NAME cml171210
EXPNC 3
PROCNO 1
F2 - Acguisition Parameters
Date_ 20101217
16.20
PRCBHD S mm QNP 1H/13
PULPROG zg30
D 32768
SOLVENT cpel3
NS 4
DS 1
SWH B8992.806 Hz
FIDRES 0.274439 Hz
AQ 1.8219508 sec
RG 143.7
DW 55.600 usec
DE 15.00 usec
TE 303.2
Dl 2.00000000 sec
TDO 1
CHANNEL f1
NUC1 1H
Pl 8.50 usec
PL1 -2.00 dB
SFO1 300.1315757 MHz
F2 - Processing parameters
a1 32768
SF 300.1300061 MH=z
. o
SSB o
1B 0.00 Hz
GB 0
PC 2.00
JR o Jale "
T T T T T T T T T T T T T T
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NAME cml171210
EXPNO 3
PROCNO 1
FZ - hoquisition Farameters
Date_ 20101217
16.20
PROBHD 5 mm QNP 1H/13
PULFROG zg30
T 32768
SOLVENT cCDCl3
NS 4
Ds 1
SWH $992.806 Hz
FIDRES 0.274439 Hz
AQ 1.8219508 sec
RG 142.7
o 55.600 usec
DE 15.00 usec
TB 303.2 K
Dl 2.00000000 sec
TDO 1
R
11
9.50 usec
2.00 dB
300.1315757 MHz
F2 - Processing parameters
ST 3276
SF 300.1300061 MHz
WD ne
358 V]
LB 0.00 Hz
GB ]
PC 3.00
T T T T T T T T T T T T T T T T T T T T T T T 1
5.4 5.3 5.2 5.1 5.0 4.9 4.8 4.7 4.6 4.5 4.4 4.3 4.2 4.1 4.0 3.9 3.8 3.7 3.8 3.5 3.4 PPM
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Rl & 2l IS
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NAME eml1 71210
EXPNO 4
PROCNO 1

F2 - Acquisition Parameters

Date_ 20101217
16.32
INSTRUM spect
PROBHD 5 mm QNP 1H/13
FULFROG zgde
T 32768
SOLVENT DMSO
NS 37
os 4]
SWH 18382.354 Hz
FIDRE3 0.560985 Hz
e} 0.8913396 sec
RG 13004
oW 27.200 usec
DE 2z0.00 usec
TE 303.2 K
Dl 4.00000000 sec
d11 0.03000000 sec
0 1
CHANNEL f1
13c
B.50 usec
0.00 dB
75.4760136 MHZ
HANNEL £2
CPDPRGZ waltzlé
Nuc2 11
PCPD2 100.00 usec
PLZ2 -2.00 dB
PL12 15.00 4B
SFQ2 300.1314000 MHZ
FZ - Processing parameters
5T 32768
SF 75.4677398 MHZ
WDH EM
S5B Q
LB .50 Hz
GB a
rC 3.00

T T T T T T
180 170 1e0 150 140 130 120 110 100 90 80 70 50 50 40 30 20 10 ppm

2,22-bis(chloromethyl)-12-methylene-4,7,10,14,17,20-hexaoxatricosa-1,22-diene 24:

Cl O/\/O\/\O O/\/O\/\O

Cl
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Current Data Parameters

NAME cmz21210

EXPNO 1

PROCNQ 1

F2 - Acquisition Parameters

Date_ 20101221
11.19

INSTRUM spect

PROBHD 5 mm QNP 1H/13

PULPROG 2930
32768

SOLVENT cpell

NS g

ns Z

SWH 8992.806 Hz

FIDRES 0.274439 Hz

AQ 1.8219508 sec

RG 228.1

oW 55.600 usec

DE 15.00 usec

TE 303.2 K

ol 2,00000000 sec

DO 1

CHANNEL £1

Nucl 1H

Pl 9.50 usec

PLL -2.00 a5

SFO1 300.1315757 MHz

F2 - Processing parameters

SI 32768

SF 300.1300062 MHz

WOW no

338 0

LB 0.00 Hz

GB 0

PC .00

000
1.015
1.014
4.027
2.041

1.



NAME em221210
EXPNO 1
PROCNO 1
F2 - Acguisition Parameters
Date 20101221
Time 11.19
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG 2g30
D 32768
SOLVENT cocls3
NS 8
Ds 2
SWH 8992.B06
FIDRES 0.2744389
BQ 1.8219508
RG 22B.1
= 55.600 usec
DE 15.00 usec
TE 303.2 K
=38 2.00000000 sec
DO 1
CHANMEL £1
1H
1 9.50 usec
PL1 -2.00 dB
SFO1 300.1315757 MHz
F2 - Processing parameters
sI 32768
SF 300.1300062 MHz
SS8B ]
LE 0.00 Hz
-
PC 3.00
r T T T T T T T T T T T T T T T T T T T T T T 1
5.4 5.2 5.2 5.1 5.0 4.9 4.8 4.7 4.6 4.5 4.4 4.3 4.2 4.1 4.0 3.9 3.8 3.7 3.8 3.5 3.4 ppm
~ 00 - @ O T O oy = oy Ll
. R W~ O ~ o~ 00~ ~
- - Il =R [« NN e n
R R

142
T 142.2(
_—71.40

Current Data Parameters

NAME cm221210
EXENG 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20101221
ne 11.30
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG zgdc
™ 32768
SOLVENT DMSO
NS 64
Ds 2
sHH 18382.354 Hz
FIDRES 0.560985 Hz
2Q 0.8913336 sec
RG 14596.5
oW 27.200 usec
DE 20.00 usec
TE 203.2 X
D1 4.00000000 sec
di1 0.03000000 sec
D0 1
= CHANNEL f1 =
13¢
8.50 usec
0.00 <B
sFol 75.4760136 MHz

= CHANNEL £2
CPDPRGZ waltzl6

Nucz

BCPDZ usec
PL2 <B
PL1Z 15.00 4B
SFo2 300.1314000 MHz
FZ - Processing parameters
ST 32768

SF 75.4677382 MHz
WoW EM
ssB 0

LB 0.50 Hz
GB 0

EBC 1.40

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



9-methylene-1,4,7-trioxadecane 25:
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Current Data Parameters
NAME €mz206010
EXPNO 3

1

PROCNO

F2 - Acquisition Parameters

Date_ 20100622
Time 17.28
INSTRUM spect,
PROBHD 5 mm QNP 1H/13
PULPROG zg30
32768
SOLVENT CDC13
NS e
D& 2
ELES B552.806 Hz
FIDRES 0.274438 Hz
A 1.8219508 sec
RG 456.1
DW 55.600 usec
DE 15.00 usec
TE 303.2 K
D1 2.00000000 see
D0 1

CHANNEL f1

1H
9.50 usec
dB

-2.00
300.1315757 MHz
Processing parameters
32768

300.1300061 MHz
0

0.00 Hz
0

6.00
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Current Data Parameters

NAME cm2z06010
EXPNO 4
PROCNO 1

F2 - Acquisition Parameters
Date_ 20100622
Time 17.41
INSTRUM spect
PROBHD 5 mm ONP 1H/13
PULFROG zgdc

D 32768
SOLVENT DMEO

NS 96

ns [4)
SWH 1B382.354 Hz
FIDRES 0.560985 Hz
AQ 0.8913336 sec
RG 16384

oW 27.200 uset
DE 20.00 uset
TE 303.2 K
o1 4.00000000 sec
d11 0.03000000 sec
DO 1

= CHANNEL f1 =

NUCl 13c

Pl 8.50 use
PL1 0.00 dB
SFO1 75.4760136 MHz

CHANNEL f2

CPDPRGZ waltzlé
NUCZ 1H
PCED2 100.00 use
PLZ -2.00 dB
PL12 15.00 dB
SFOZ 300.1314000 MHz
¥2 - Processing parameters
ST 32768

SF 75.4677368 MHz
WOW EM

SSB 0

LB 0.50 Hz
GB 0

PC 2.50

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



2,15-bis(chloromethyl)-4,7,10,13-tetraoxahexadeca-1,15-diene 26:

0 0 cl
cl 0 \g\o/\/
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Current Data Parameters

WS

—

NAME cm310310.emé9
EXPNO 1
PROCNC 1
F2 - Acquisition Parameters
Date_ 20100331
Time 10.33
INSTRUM spect
PROBHD mm QNP 1H/13
PULPROG 2930
™ 327632
SOLVENT cpc13
NS 8
DS 2
SKH 8992.806 Hz
FIDRES 0.274439 Hz
aQ 1.8219508 sec
RG 181
DW 55.600 usec
DE 15.00 usec
TE 303.2 X
D1 2.00000000 sec
D0 1
CHANNEL f£1
Nucl 1H
P1 9.50 usec
PL1 -2.00 dB
s¥ol 300.1315757 MHz
F2 - Precessing paranmeters
ST 32768
SF 300.1300061 MHz
WOW no
558 0
1B 0.00 Hz
GB 0
¥C 1.00
| e
T T T T T T T T T T T
6.5 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 pem
(=3k=d = | | =T
=g = o[
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s A o [l e B Bt B el T N
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Current Data Parameters
NAME om2206010
EXPNO z
PROCNO 1
F2 - Acquisition Parameters
Date_ 20180622
Time 17.03
INSTRUM spect
PROBHD 5 mm ONP 1H/13
PULPROG
fis)
SOLVENT
NS
BE]
SWH
FIDRES
AQ
RG
DI
DE
TE 303.2 K
D1 2.00080000 sec
D0 1
HANNEL Tl
NUCL 1H
Pl 9.50 usec
FL1 -2.00 dB
SFOL 300.1315757 MHz
F2 - Processing parameters
32768
300.1300061 MHz
no
0
0.00 Hz
0
6.00

T T T T T T T T T T T T T T T T T T T T 1
5.3 5.2 5.1 5.0 4.9 4.8 4.7 4.6 4.5 4.4 4.3 4.2 4.1 4.0 3.9 3.8 3.7 3.6 3.5 ppm
of | Il o o
o| | w0 ©o| |ov
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I o ol e



142.13

116.79
77.530
77.106
76.683
__——71.317
70.780
70.639
69.754
45.163

T T T T
60 150 140 130

2,28-bis(chloromethyl)-15-methylene-4,7,10,13,17,20,23,26-0ctaoxanonacosa-1,28-diene

27:

0 O
CI/\HAO/\/ \/\O/\/

T T T T T T T T T T
120 110 100 90 80 70 60 50 40 30
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Current Data Parameters

NAME cm310310.cmé9
EXFNC 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20100331
Time 10.48
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG zgdc

TD 32768
SOLVENT DMSO

NS B4

DS o

SWH 18382.354 Hz
FIDRES 0.560985 Hz
AQ 0.B913396 sec
RG 18390.4

oW 27.200 usec
DE 20.00 usec
TE 303.2 K
D1 4.00000000 sec
dil 0.03000000 sec
TDO 1

CHANNEL f1
PL1 0.00 dB
SFOL 75.4760136 MHz
CHANNEL f£2

CPDPRGZ2 waltzlé
NUCZ 1H
PCPD2 100.00 usec
PLZ2 -2.00 dB
PL12 5.00 dB
SFO2 300.1314000 MHzZ
F2 - Processing parameters
sI 32768

SF 75.4677426 MHz
WDW nc
S5B 8]

LB 0.00 Hz
GB o

PC 1.00

O\/\O/\/O\/\O

Cl
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NAME CM290410.89 B
EXPNO 2
PROCNO 1
Date_ 20100429
14.55
INSTRUM spect
PROBED 5 mm 5mm 1H/2H
PULPROG 2430
32768
SOLVENT €pels
NS
DS 2
SWH 4391.101 Hz
FIDRES 0.134006 Hz
20 3.7312329 sec
RG 57
oW 113.867 usec
DE 15.00 usec
TE 303.2 K
D1 5.00000000 sec
TDO 1
CHANNEL £1
Nucl 1H
Pl 8.50 usec
PL1 4.00 dB
PL1W 5.98000002 W
SFO1 00.1320406 MHz
ST 32768
SF 00.1300097 MHz
WDW no
558 0
LB 0.00 Hz
GB 0
BC 0.30
L
T T T T T T T T T T T T 1
7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 ppm
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1H Spectrum

NAME CM290410.89 B
EXPNO 2
PROCHNO 1
Date 20100429

Time 14.55
INSTRUM spect
PROBHD 5 mm Smm 1H/2H
PULPROG zg30

D 32768
SOLVENT cpel3

Ns 8

DS 2

SWH 4391.101 Hz
FIDRES 0.134006 Hz
aQ 3.7312329 sec
RG 57

DW 113.867 usec
DE 15.00 usec
TE 303.2 K
Dl 5.00000000 sec
Do 1
———————— CHANNEL fl ====m===
NUcl 1H

Fl 8.50 usec
FL1 4.00
PL1W 5.98000002 W
SFO1 400.1320406 MHz
sI 32768

SF 400.1300097 MHz
WDW no

SSB

LB 0.00 Hz
GB 0

PC e.30

5.4 5.3 5.2 5.1 5.0 4.9 4.8 4.7 4. 4.5 4.4 4.3 4.2 4.1 4.0 3.9 3.8 3.7 3.6 3.5 ppm
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Current Data Parameters
NAME cm300410
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20100430
i 15.55
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG zgdc
™ 52768
SOLVENT DMSO
NS 33
b3 o
swi 18382.354 ¥z
FIDRES 0.560985 Hz
O 0.8913306 ser
RG 20642.5
oW 27.200 usec
DE 20.00 usec
TE 303.2 ¥
D1 4.00000000 sec
dll 0.03000000 sec
TDO 1
CHANNEL 11
3c
1 8.50 usec
L1 Q.00 dB
SFO1 75.4760136 MHz
CHANNEL 2
waltzlé
1H
100.00 usec
-2.00
15.00 dB
300.1314000 MH=z
F2 - Processing parameters
ST 32768
ST 75.4677388 MHz
WoW EM
SSB 0
LB 0.50 Hz
s o
PC 1.40
T T T T T T T T T T T T T T T T T T
80 170 160 150 140 130 120 110 100 20 80 70 60 50 40 30 20 ppm
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8,21-Dimethylene-3,6,10,13,16,19,23,26-octaoxaoctacosa-1,27-diene 14a:

X

{

O\/\O O/\/O\/\O/\/O

l4a

O\/\O/\

HWOMOWLOWNHTWON®WAWNWOANT-WW O Ao TOo
—HOWOTOOOWVWM OO TM OO WO
NI FANNAATOO OO0 WWWWLIWLWLWLW
WWLLOLDFHS T TOOOMNOMOONOONMMM Current Data Parameters
NAME cm200310
EXPNO 3
PROCNO 1
FZ - Acquisition Parameters
Date_ 20100920
Time 10.37
INSTRUM spect
PROBHD 5 mm QNP 1H/13
FPULFROG zg30
™D 32768
SOLVENT CDC13
NS [
DS 2
swH 8992.806 Hz
FIDRES 0.274439 Hz
20 1.8219508 sec
RG 161.3
DY 55.600 usec
DE 15.00 usec
TE 303.2 K
D1 2.00000000 sec
D0 1
— CHANNEL f1 -
%.50 usec
—2.00 dB
300.1315757 MHz
F2 - Processing parameters
Eps 32768
SF 300.1300058 MHz
wow no
358 0
LB 0.00 Hz
GB 0
BC 4.00
T T T T T T T 1
7 6 5 4 3 2 1 ppm
()Y N | = o[ |lo|wom|o
o Ol |1 O~ [ || M| [
[+ oo O[O || O |M M
. B I Y Y A Y Y

300 Monash Uniw«

Current Data Parameters

NAME, m300410
EXENO 1
PROCNO 1

F2 - Acquisitien Parameters
Date_ 20100430
Time 15.55
INSTRUM spect.
PROBHD 5 mm QNP 1H/13
PULPROG zgde

TD 32768
SOLVENT DMSO

NS 33

DS o

S 18382354 Hz
FIDRES 0.560985 Hz
AQ 0.8913396 sec
RG 20642.5

Dy 27.200 usec
DE. 20.00 usec
TE 303.2 K
D1 1.00000000 sec
d11 0.03000000 sec
TDO 1

CHANNEL f1 =

tal

8.50

0.00
75.4760136

= CHANNEL 2 =
waltzlé
18

usec
4B

15.00 dB
300, 1314000 MHz
F2 - Processing parameters
s1 32768

SE 75.4677388 MHz
EM

WD

SSB o
LE 0.50 Hz
GB 0
PC 1.40
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fXejpNeNe N} Lo LI ONOOONNNONNNDOM Current Data Parameters
NAME £m200910
EXPNO 3
PROCHO 1
F2 - Acquisition Parameters
Date_ 20100920
i 10.37
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG 2g30
™ 32768
SOLVENT fsjsleake]
Ng 3
D 2
SWH 8992.806 Hz
FIDRES 0.274439 Hz
AQ 1.8219508 sec
RG 161.3
DW 55.600 usec
DE 15.00 usec
= 303.2 X
D1 2.00000000 sec
TDO 1
Pl 9.50 usec
PL1 -2.00 dB
SFOl 300.1315757 MHz
F2 - Processing parameters
ST 32768
SF 300.1300058 MHz
WDW ne
ssB 0
B 0.00¢ Hz
GB 0
PC 4.00
T T T T T T T T
6.5 6.0 5.5 5.0 4.5 4.0 3.5 ppm
o || of[d|v|o|v| oo
[5e) O (00 [ (=1 Il Eml 2l [32] S|
o oo (=] [ap] (w7 [0 (] oy |
[is) o~ wy
< @« (=] @ T A~ NWN ™00
[e)} [is] oy S oM A AN
. . * 0 N~ O 00O
— o~ < c e e e e e e e e e
) = — O >0 NHO OO0~
— — I 0 [~ [~~~ 00w
Current Data Parameters
NAME cm200910
EXPNO a
PROCNG 1
FZ - Acgulsitien Parameters
Date_ 2010092
Time 10.47
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG zgdc
D 32768
SOLVENT DMSO
NS 64
DS 0
SWE 18382.354 Hz
FIDRES 0.560385 Hz
AQ 0.8913396 sec
RG le384
DR 27.200 usec
DE 20.00 usec
TE 303.2 R
DL 4.00000000 sec
d11 0.03000000 sec
D0 1
CHANNEL f1
13c
2.50 usec

0.00
75.4760136 MHz

CHANNEL f2
waltzl6
1
100.00 usec
-2.00 dB
PL12 .00 dB
SFO2 300.1314000 MHZz
FZ - Processing parameters
8T 32768
SF 75.4677288 MHz
wWow EM
SSB 0
LB 0.50 Hz
GB 0
PC 4.00

T T T
150 140 130 120 110 100 90 80 70 ppm



8,21-dimethylene-3,6,13,16,23,26-hexaoxa-10,19-dithiaoctacosa-1,27-diene 14b:

X0 \/\O S/\/O\/\O/\/S O\/\O/\
1

N
3.835 O

) o O TWEHOMTE LMW N NG G LW
o o NN ENEE AN OINTMEEONMOO AWM
o] ~ HHONN A A0 OO0 0000000\ D000 N0
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Current Data Parameters

NAME cmz200910
EXPNO 1
PROCNO 1
Fz - Acquisition Parameters
Date_ 20100920
e 10.07
INSTRUM pect
FROBHD 5 mm QNF 1H/13
PULPROG 2930
D 32768
SCLVENT cpeld
NS 8
DS 2
SWH 8992.806 Hz
FIDRES ©.274439 Hz
A 1.8219508 sec
RG 181
DW 55.600 usec
DE 15.00 usec
TE .2 K
D1 2.00000000 sec
TDO 1
CHANNEL f1 =
1H
9.50 usec

-2.00 dB
300.1315757 MHz

F2 - Processing parameters
ST 32768

SF 300.1300021 MEz
WDW

SSB 0

LB 0.00 Hz
GB 0

PC 4.90

7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 ppm
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o =3t oo S| ||wn|wn B t=1
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®0 O @ o 0 @HOMT D AIN®D MO OOLN 0NN RO — 01
& O oW 0w~ NN AN NOO DN T MNOSWOMNMSA 0 M-
[CEDEE o NN A A A0O000 RENOL WYY [CRCRE]
[CRCRCREY 0w N TS TLITFOMOAMMOA MMM OO SRR

Current Data Parameters

NAME em200910
EXPNO 1
PROCNO 1
F2 - hequisition Parameters
Date_ 20100920
i 10.07
INSTRUM spect
PROBHD 5 mm ONP 1H/13
FULPROG 2930
) 32768
SOLVENT €pel3
NS 8
DS 2
SwH 8992.806 Hz
FIDRES 0.274439 Hz
AQ 1.8219508 see
RG
DH 55.600 usec
DE 15.00 usec
IE 303.2
D1 2.00000000 sec
DO 1
= CHANNEL f1 =
1H
9.50 usec
PL1 -2.00 dB
SFOL 300.1315757 MHz
F2 - Processing parameters
51 3 8
3F 300.1300021 MHz
WOW
SsSB 0
LB 0.00 Hz
B 0
BC 4.00

6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 Pem
< oo = |ea or - ) (= ) -
I~ of e ol |4 |o 5 oo o] %
o of |<! ISHENS) o i o =]
o = [ = all= — oleq — 5]
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Current Data Parameters
NAME cmZ00910
EXPNO 2
PROCNG 1
F2 - Acguisition Parameters
Date_ 20100920
Time 10.20
INSTRUM spect
PROBHD 5 mm QNP 1H/13
FULPROG zgdc
D 32768
SOLVENT DMSQ
NS 64
Ds o
SWH 18362.354 Hz
FIDRES 0.560985 Hz
AQ 0.8913396 sec
RG 14596.5
D 27.200 usec
DE 20.00 usec
TE 303.2 K
Dl 4.00000000 sec
dll 0.03000000 sec
DD 1
CHANNEL f1
13c
8.50 usec
0.00 dB
75.4780136 MHz
CHANNEL f2 =
CPDPRGZ waltzlé
NUCz 1H
PCPD2 100.00 usec
PL2 -2.00 dB
FL1Z2 15.00 dB
SFO2Z 300,1314000 MHz
F2 - Processing parameters
51 32768
SF F5.4677383 MHz
WowW EM
88 o
LB 0.50 Hz
GB o
PC 3.00

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 ppm

21-(chloromethyl)-8-methylene-3,6,13,16-tetraoxa-10,19-dithiadocosa-1,21-diene 29:

\/O\/\O /\/O\/\O/\/S Cl

29

S
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Current Data Parameters

NAME cm031110
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters

Date_ 20101103

Time

INSTRUM spect.
PROBHD 5 mm QNP 1H/13
PULPROG zg30

™D 32768
SGLVENT cDCl3

NS 2

B} o

SHH 8992.806 Hz
FIDRES 0.274439 Hz
AQ 1.8219508 sec
RE 71.8

Dw 55.600 usec
DE 15.00 usec
TE 297

D1 2.00000000 sec
TDO 1

NUCL 1H

Pl 9.50 usec
PL1 ~2.00 dB
STOL 300.1315757 MHz

F2 - Processing parameters

81 32768

sF 300.1300021 MHz
WD no

SSB [

LE 0.00 Kz
GB o

PC 3.00

6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 ppm
I o~ [o0[oa]an <[of [=| || <rf[en o o =
1] o |~ |ov|<r ofl<r| [0 |»| 0| | [~ o0,
o o|ca|on|o ofl=| [ | o[ o [= Gl
i sl=lal= mlleal 121 ed slls) SR <
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Current Data Parameters
NAME em031110
EXPNO 3
PROCNO 1
F2 - Mcquisition Parameters
Date_ 20
Time 15.40
e oo
PROBHD 5 mm QNP 1H/13
PULPROG 2gdc
™ 3768
sovvent Buso
NS 10l
Ds ]
SWl 18382.354 Hz
FIDRES 0.560985 Hz
AQ ©.8913396 sec
RG 13004
D 27.200 usec
DE 20.00 usec
TE 297.2 K
D1 4.00000000 sec
dll 0.03000000 sec
TDO 1
[
13c
8.50 usec
Q.01
75.4760136 Miz
CHANNEL f2
CPDPRGZ waltzlé
NUCZ 1H
PCPD2 100.00 uszee
PL2 -2.00 dB
PL12 15.00 dB
SFOZ 300.1314000 MHz
F2 - Processing paraneters
s 35768
= 754677485 mtz
WDW El
SsB ]
U] 1711 VN B
GB 0
e e o BC 3.00
T T T T T T T T T T T T T T T T 1
170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm

S,S'-2,15-dimethylene-4,7,10,13-tetraoxahexadecane-1,16-diyl O,0'-diethyl

dicarbonodithioate 30:
S

0" s

LN OO M ON D ONT
TTTIAOEWM AT INNLONNTR
AN A 100 00O ®®L©W©WL 0N
MOV ST TS SO mmmm

30

O/\/O\/\O/\/O

7.5 7.0 6.5 6.0 5.0 4.5 4.0 3.5
o|m) 0 0| (ool (|
S|o o | || (]
o|o =] o B1IN}
| ] | |l sl

Note: traces of ethanol

3.170

S

Avance III

PROBHD
PULPROG
D

SOLVENT

O~
S

-1H Spectrum

cm060511
1

1
20110506
14.16
spect
1H/2H
2430
32768
cDcl3
40

5 mm Smm

4391.101 Ez
0.134006 Hz
3.7312329 s

144
113.867
15.00

usec
usec

K
sec

303.2
5.00000000
1

CHANNEL f1

18
7.85
2.0
9.47766113
400.1320406
327

400.1300101
no




TN O S
SR DO
NN
N wn N

4.671
4.653
4.635
4.617

£
~X

4.046
3.852
3.851
3.668
3.667
3.658
3.652
3.644
3.591
3.586
3.584
3.577

3.

S

568
567

3.

|

1.398

Avance III -1H Spectrum
WAME cm060511
EXPNO 1
PROCNO 1
Date_ 20110506
Time 16
INSTRUM spect.
PROBHD 5 mm Smm 1H/2H
PULPROG zg30
™D 32768
SOLVENT cpcl3
S 40
DS 2
SHH 4391.101
FIDRES 0.134006
AQ 3.7312329
RG 144
DW 113.867 usec
DE 15.00 usec
TE 303.2 K
D1 5.00000000 sec
DO 1

il M A mennk
T T T T T T T
5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 pon
oo o o |o| oo o
= o b I I I
oo o t= o ol —
- i A Al Tela I
~ - © 0 TO oo o —
M . . A O AN ™ a
-« S I mnaNn Ty H )
3 S 5 Froaoooa o -
I 3 a FRE2NRRRS @ a
T T T T T T T T T T T T T T T T T T T T T T T
220 210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10  ppm

CHANNEL f1

2.00
9.47766113
400.1320406 MHz
32768
400.1300101 MHz
no
0
0.00 Hz
0

2.00

300 Monash Uniwe

Current Data Parameters

NAME €moS 0511
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 201105

INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG zgdc
) 32768
SOLVENT DHSO
NS 128
DS o
SWH 18382.354 Hz
FIDRES 0.560985 Hz
0.2913396 see
RG 18390.4
DR 27.200 usec
DE 20.00 usec
TE 303.2 K
D1 4.00000000 sec
a1l ©0.03000000 sec
DO 1
CHANNEL, f1
13¢c
8.50 usec

0.00 dB
75.4760136 Miz

= CHANNEL £2
waltzl6

1H
100,00 usec

sFoz 300.1314000 MHz

F2 - Processing parameters
sI 32768

sF 75.4677377 Miz
WDW M

SSB [

LB 0.50 Hz
GB [}

PC 1.00



2,15-Dimethylene-4,7,10,13-tetraoxahexadecane-1,16-dithiol 31:

O/\/O \/\O/\/O SH

31

HS

> 300 Monash Uniwe
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Current Data Parameters
NAME cml80511
EXBNO 1
PROCNO 1
F2 - Requisition Parameters
Date z0110518
e 14.39
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROS 2930
32768
SOLVENT cpeld
NS 8
DS 2
i 8992.806 Hz
FIDRES 0.274439 nz
ag 1.8219508 sec
G 161.3
W 55.600 usec
DE 15,00 usec
TE 303.2 K
DL 2.00000000 sec
D0 1
CHRNNEL £1
1
Ll -0
sFal 300.1315757 MHz
T2 - Processing parameters
ST 2768
SE 300.1500061 Mz
WD ne
ssB [
LB 0.00 Hz
e o
e 4.00
NN TS
T T T T T T T T
5.0 4.5 4.0 3.5 3.0 2.5 2.0 ppm
o[l o~ oo |eu o =
= o | | =3 0
o [o 0 Q| a w©
=l lo — <l lew — o

Note: impurities of O,0'-diethyl ethane-1,2-diyldicarbamothioate

o 0 ;
a o ~Mmowo oo . :» 300 Monash Uniwe
™ & © 0T~ Ao o S

: . R 5]
o « hnaenn !
< — ~--eoNo oo ~
= = N A &
Current Data Parameters
NAME. em180511
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20110518
ime 14.45
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG
SOLVENT
N
DS
SWH
FIDRES
AQ
RG
DW
DE .
TE 303.2 K
D1 4.00000000 sec
411 0.03000000 sec
TDO 1
CHANNEL f1 =
13c
8.50 usec
0.00 dB
75.4760136 MHz
= CHANNEL f2
waltzl6
1H
100.00 usec
-2.00 dB
15.00 dB
300.1314000 MHz
F2 - Processing parameters
SI 32768
SF 75.4677400 MHz
WDowW EM
§SB 4]
LB 0.50 Hz
GB o
BC 1.40
T T T T T T T T T T T T T T T T T T T 1
120 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm



8,21-dimethylene-3,10,13,16,19,26-hexaoxa-6,23-dithiaoctacosa-1,27-diene 14c:

\/O\/\S

O/\/O\/\O/\/O
l4c

S\/\O/\

o ATV NEOOUIFN A PO ANOANOO TN NI OO o T 10
@ CNMH ROV AN AR ONTITOORNNBBEMNNNOM 0
~ TTTT SHOOONNHHOOOOOMMIOOOVWWOVWEDWNWVVVNNNEWY N Avance III -1H Spectrum
~ COLY NN ITIIITTTTSOEO OO OO MO0 NN
NAME €M020611
EXENO 2
PROCNO 1
Date_ 20110602
Time 16.18
INSTRUM spect
PROBHD 5 mm Smm 1H/2H
PULPROG zg30
TD 32768
SOLVENT cpel3
NS 24
DS 2
SWH 4391.101 Hz
FIDRES 0.134006 Hz
AQ 3.7312329 sec
RG 456
DW 113.867 usec
DE 15.00 usec
TE 03.2 K
D1 5.00000000 sec
D0 1
CHANNEL f1 =
1H
7.85 usec
2.00 dB
9.47766113 W
400.1320406 MHz
32768
400.1300100 MHz
no
0
0.00 Hz
0
0.60
L.&._——J—A—-—J—jh——’ll——;_————#—
T T T T T T T T T T T T T T T
7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 ppm
=3 o[ ofo|w|wlf~]~ o @
S olo olo|oloffc]~ o =}
— e Al Al =l — o~
oo om0 FN O TS ANV NOO TN NN DO ®O ™ —
~n@ A 0N © W W HHEREOMN AN A SR OO0 T TOO00®D S MM oo w
T e “HOOO N RHHOOOOO®®®WWDWWYWDOMN Y NN =~ o Avance IIT -1H Spectrum
oW W [FRT AT g B R e s e K R e R B e R e B e R R R R R R IR
CMD20611
1
20110602
16.18
INSTRUM spect
BPROBHD 5 mm 5mm 1
PULPROG
ID
SOLVENT
NS
DS 2
SWH 4391.101 Hz
FIDRES 0.134006 Hz
AQ 3.7312329 sec
RG 45
oW 113.867 usec
DE usec
TE K
D 5.00000000 sec
DO
B 7.85 usec
2.00 dB
9.47766113 W
0.1320406 MHz
32768
400.1300100 MH=z
no
0
0.00 Hz
0
0.60
n
T T T T T T T T 1
6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 ppm
=3 | [eo o [cafle o nlo o =
=3 o [ | o] i | 5 @
=} ol lo o| oo =1 cafen k& o
g Al e il leall o sl i ~
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Current Data Parameters

Hz
sec

uszec
usec

zec
sec

NAME cm250810
EXPNO 3
PROCNO 1
F2 - Acquisition Parameters
Date_ 20100825
Time 17.43
INSTRUM spect
PRCBHD 5 run QNP 1H/13
FPULFROG zgdc
™ 32768
SOLVENT DMSO
El 685
D3 0
SWE 18382.354
FIDRES 0.560985
AQ 0.8913396
RG 16384
DW 27.200
DE 20.00
TE 303.2
Dl 4.00000000
dill 0.03000000
TDO 1

CHANNEL f1

13¢
8.50 usec
0.00 dB
T5.4760136 MHz
CHANNEL f2
waltzlé
1H
100.00 usec
-2.00 dB
15.00 dB
200.1314000 MHz
FZ - Processing parameters
sI 32768
SF T75.4877397 MHZ
WowW EM
SSB a
LB 0.50 Hz
GB a
PC 4.00

180 160 140 120 100 80 60

S,S'-2,15-dimethylene-7,10-dioxa-4,13-dithiahexadecane-1,16-diyl O,O'-diethyl

dicarbonodithioate 32:
S

/\O)J\S S

N HR WYY N ® NWRWHO N0 o ®1n cowa
o~ ®WY o L R PR R ) nao ©n o
[SESESR=RCRCRLRE) R RCRCRCRL RN [CRCRE] R R
W W S Mmeemmamnn PR ES] e

=
~
<
~
-
;
RN
~
_/_

EXENO
PROCNO

D;

NUCL
P1

PLL
8FO1

£
SF
WDW
EE
LB
GE
BC

1.000
0.981
1.985
1.933
4.152

1.951
2.007
3.064

(OGP

Current Data Parameters
NAME

cm100S11
1

1

F2 - Acguisition Parameters
ate_ 2011051

9.56

speat
5 mm QNP 1H/13
z

32768
€De13
8

z
8992.806 Hz
0.274439 Hz
1.8219508 sec
574.7
55.600 usec
15.00 usec

303.2 K
2.00000000 sec
1

CHANNEL £1 =

1H
9.50 usec

~2.00 dB
300.1315757 MHz

F2 - Processing parameters

2768
300.1300061 MHz
no

3
0.00 Hz
3

2.00
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Current Data Parameters
NAME eml00511
EXPNO 1
PROCNG 1
T2 - Acquisition Parameters
Date_ 20110510
9.56
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULFROG 2930
TD 32768
SQLVENT cDcl3
NS 8
Ds 2
SWH 8992 806 Hz
FIDRES 0©.274439 Hz
AQ 1.8219508 sec
RG 574.7
DW 55.600 usec
DE 5.00 usec
TE 303.2 K
D1 2.00000000 sec
TDO 1
= CHANNEL f1
NUC1 18
P1 9.50 usec
PL1 -2.00
SFol 200.1315757 MHz
T2 - Processing parameters
SI 8
SF 300.1300061 MHz
WDOW noc
SSB Q
LB 0.00 Hz
GE Q
FC 2.00
y ", .
T T T T T T T
5.0 4.5 4.0 3.5 3.0 2.5 .0 1.5 ppm
o — uw ™ ol — [~ =T
o [+e} [se} [ n LN =3 0
(=] o o o — o (=2 =]
— o — — < — {o] 07)
a " = [ wo © ~ > 300 Monash Uniwe
o o~ A O WOTO W - - —
) ! ) FaEsed S5 B by
- o - B Hpl )
i @ = “ldoos a9 m
S| 3 ai FREERER am @ a3
Current Data Parameters
NAME cemB50511
ExeNo s
PROCNO 1
P2 - Acguisit Paramete
Dat. 20110505
ime 13.57
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG zgde
TD 32768
SOLVENT DMSO
NS 97
DS 0
H 18382.354 Hz
FIDRES 0.560985 Hz
AG 0.8913396 sec
RG 11585.2
DW 27.200 usec
DE 20.00 usec
TE 303.2 K
D1 4.00000000 sec
d11 0.03000000 sec
TDO 1
CHANNEL £1
.00 dB
75.4760136 MHz
CHANNEL f2
waltzlé
11
100.00 usec
-2.00 dB
15.0
300.1314000 MHz
F2 - Processing parameters
51 32768
§F 75.4677384 Miz
WD EM
88B 0
LB 0.50 Hz
GB o
PC 3.00
T T T T T T T T T T T T T T T T T T T T T T T
220 210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm



2,15-dimethylene-7,10-dioxa-4,13-dithiahexadecane-1,16-dithiol 33:

33

5.074
5.071
5.067
5.063

¥4.934
4.930
3.635
3.612
2.591
2.623

=" %00
2.577

_—1.674

~_1.535
1.480

=—1.508

ol

1.000
2.973

D
3
930 O

o

urities of O,0’'-diethyl ethan

4.122
1.926
2.055
2.023
1.994
0.441

3.320 (D

-1,2-diyldicarbamothioate

current Data Parameters
NAME

EXPNO
PROCNG

<m200511
2

1

FZz - Acquisition Parameters
Date,_ 2

Time
INSTRUM

NUCL
Pl

PLL
SFG1

ST
B
WD
ssB
LB
GE
PC

EtO

10520
13.45

spect.
5 mm QNP 1H/13

2
8992.806 Hz
0.274439 He
1.8219508 sec

143.7
55,600 usec
1

303.2 K
2.00000000 sec
1

= CHANNEL f1 =
1H
.50 usec
-2.00 dB
300.1315757 MHz

FZ - Processing parameters
32768

300.1300061 MHz
o
0.00 Hz
[

3.00

Ir=

o, Ao N~ OO ~ oo 0 o~ - W o
~—r~ w0 o o O w1 OV 00 I = ~ Mo w
coocoo W W MM Mooy 0w un 0 oo
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Current Data Parameters
NAME em200511
EXPNO z
PROCND 1
F2 - Acquisition Parameters
Date_ 20110520
ime 13.45
INSTRUM spect
PROBED 5 mm QNP 1H/13
PULPROG 2930
™ 32768
SOLVENT cpei3
s 8
DS 2z
SHH 8992.806 Hz
FIDRES 0.274439 Hz
AQ 1.8219508 sec
RG 143.7
ow 55.600 usec
DE 15.00 usec
TE 303. K
D1 2.00000000 sec
D0 1
= CHANNEL f1
15
9.50 usec
-2.00 dB
300.1315757 Miz
F2 - Processing parameters
ST 32768
SF 300.1300061 Miz
WOW no
SsSB 0
LB 0.00 Hz
GB 0
PC 3.00
U, . ad l
T T T T
0 3.5 3.0 2.5 Tpm
o| |m o 0| o <
< ~ il il ™ b
S| o — B =) o
= o < — | a o o
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144.243
114.818
77.587
77.164
76.740
70.451
36.078
30.468
28.070

Current Data Parameters

NAME cm270511

EXPNO 1

FROCNO 1

F2 - Acquisition Parameters

Date_ 20110527

Time 12.54

INSTRUM spect

PROBHD 5 mm QNP 1H/13

PULPROG zgde

TD 32768

SOLVENT DMSO

NS 49

Ds 0

SWH 18382.354 Hz

FIDRES 0.560985 Hz

AQ 0.8913396 sec

RG 1824.6

DW 27.200 usec

DE 20.00 usec

TE 303.2 K

D1 4.00000000 sec

dil 0.03000000 sec

TDO 1
CHANNEL f1

NUCL 13C

Pl 8.50 usec

PL1 0.00 4B

SFO1 75.4760136 MHz
CHANNEL f2

CPDPRGZ waltzl6

Nucz 1H
PCPD2 100.00 usec
FL2 -2.00 dB
PL12 5.00 4B
SFO2 300.1314000 Mz
F2 - Processing parameters
SI 32768

SF 5.4677402 MHz
WDW EM
SSB 0

LB 0.50 Hz
GB 0

rC 3.00

T T T T T T T T T T T T T T T T T
10 170 160 150 140 130 120 110 100 90 30 70 80 50 40 30 20 10 Ppm

8,21-dimethylene-3,13,16,26-tetraoxa-6,10,19,23-tetrathiaoctacosa-1,27-diene 14d:

AN
\/O\/\S S/\/O\/\O/\/S S\/\O/\

5.027
5.024
4.221
4.214
4.174
4.167
4.036
4.029
2.691
2.669
2.646
2.623
2.600

Current Data Parameters

NAME cmze0511

EXPNO 2

PROCNO 1

F2 - Bcquisition Parameters

Date_ 20110528
12.51

INSTRUM spect

PROEHD 5 mm QNP 1H/13

PULPROG 2g30

™ 32768

SOLVENT CDC13

NS 8

DS 2

S 8992 806 Hz

FIDRES 0.274439 Hz

nQ 1.8219508 sec

RC 382

DwW 55.600 usec

DE 15.00 usec

TE 303.2 K

D1 2.00000000 sec

TD0 1

CHANNEL f1

P1 9.50 usec
PLL -2.00 dB
SFO1 300.1315757 MHz
F2 - Processing parameters
s1 32768

SF 300.1300061 MHz
WO

SSB o

) 0.00 Hz
cB o

PC 4.00

T
0 3.

7.5 7.0 6.5 6.0 5.5 5.0 4.5 4. 5 3.0 2.5 2.0 1.5 1.0 0.5 ppm
= o I (el b I e
S I ] pay
S o Sl <l | el
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Current Data Parameters
NAME cm260511
EXENO 2
PROCNO 1
F2 - Acquisition Parameters
i
12.51
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG 2g30
D 32768
SOLVENT CDC13
NS 8
DS 2
SWH 69%2.806 Hz
FIDRES 0.274439 Hz
AD 1.821%508 sec
RG 362
DW 55.600 usec
DE £.00 usec
TE 303.2 K
Dl 2.00000000 sec
TDO 1
CHANNEL f1 =
1H
9.50 usec
PL1 -2.00 dB
sFol 300.1315757 MHz
FZ - Frocessing parameters
ST 32768
SF 300.1300061 MHz
WDW no
SSB 0
1B 0.00 Hz
GB 0
PC 4.00
T T T T T T T T T
6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 ppm
Q o laal £ o — <1 n| |
2 S ] I ] I T I B BN
(=] = =] =l — < | | |
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Current Data Parameters
NAME cm260511
EXPNO 3
PROCNO 1
F2 - Acquisition Parameters
Date_ 20 526
13.00
INSTRUM 8|
PROBHD 5 mm QNP 1H/13
PULPROG zgdc
TD 3z768
SOLVENT DMSO
NS 9
Ds 4]
SWH 18382.354 Hz
FIDRES 0.560985 Hz
AQ 0.89133%6 sec
RG 11585.2
D 27.200 usec
DE 20.00 usec
TE 3 .2 K
Dl 4.00000000 sec
dil 0.03000000 sec
DO 1
= CHANNEL fl
Pl .
PL1 0.00 dB
SFO1 75.47601326 MHz
= CHANNEL f2
wWaltzl6
11
100.00 usee
-2.00 dB
15.00 dB
300.1314000 MHz
F2 - Processing parameters
SI 32768
SF T15.4677376 MHiz
WDW
$SB o
LB 0.50 Hz
GB ]
PC 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 &0 50 40 30 20 10 ppm



0,0'-diethyl S,S'-2,15,28-trimethylene-7,10,20,23-tetraoxa-4,13,17,26-
tetrathianonacosane-1,29-diyl dicarbonodithioate 35:

S S

S S

0] S
EtO)J\S/\H/\S/\/ \/\o/\/

OEt

v 300 Monash Uniwve
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Current Data Parameters

NAME
EXPNO
PROCNO

em100511
2

1

F2 - Acquisition Parameters
2

Date_ 0110510
10.08
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG zg30
32768
SOLVENT CDCl3
NS 8
DS 2
SWH 8992.806 Hz
FIDRES 0.274439 Hz
AR 1.8219508 sec
RG 456.1
W 55.600 usec
DE 15.00 usec
TE 303.2 K
Dl Z2.00000000 sec
TDO 1
CHANNEL f1
-2.00 4B
300.1315757 MHz
F2 - Processing parameters
SI 32768
SF 300.1300061 Miz
WD no
SSB 0
1B 0.00 Hz
GB 0
PC 3.00
A . . MM .
T T T T T T T T T T T 1
7.5 7.0 6.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 ppm
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Current Data Parameters
NAME emlo0511
EXPNO 2
PROCNGO 1
F2 - Acgquisitlon Parameters
Date 20110510
Time 10.08
INSTRUM speet
PROBHD 5 mm QNP 1H/13
PULPROG zg30
D 32768
SOLVENT CDC13
Ng 8
DS z
SWH 8992.806 Hz
FIDRES 0.274439 Hz
AQ 1.8219508 sec
RG 456.1
DW 55.600 usec
DE 5.00 usec
TE 303.2
D1 2.00000000 sec
TDO 1
CHANNEL f1
1H
9.50 usec
-2.00 dB
300,1315757 MHz
Processing parameters
22768
300.1300061 MHz
o
o
0.00 Hz
]
3.00
L J L M u
T T T T T T
5.0 4.5 4.0 3.5 3.0 2.5 1.5 ppm
(=] [=] Ts) 0O | <t [aa] Ll (=1 w [ial
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NAME CM271010
EXPNO 6
PROCNO 1
Date_ 20101027
Time 16.42
INSTRUM spect
PROBHD 5 mm Smm 1H/2H
PULPROG zgde
D 65536
SOLVENT CDC13
NS 128
Ds 4
SWH 25000.000 Hz
FIDRES 0.381470 Hz
AQ 1.3107700 sec
RG 2050
DW 20.000 usec
DE 15.00 usec
TE 303.2 K
D1 4.00000000 sec
D11 0.03000000 sec
TDO 1
CHANNEL f1
12.20
95.45168304 W
100.6230043 MHz
CHANNEL f2
waltzlé
1H
100.00 usec
2.00 dB
23.16 dB
92.47766113 W
0.07256065 W
400.1320000 MHz
65536
100.6127559 MHz
EM
0
2.00 Hz
0
1.30
T T T T T T T T T T T T
220 200 180 160 140 120 100 80 60 40 20 0 ppm

2,15,28-trimethylene-7,10,20,23-tetraoxa-4,13,17,26-tetrathianonacosane-1,29-dithiol 36:

HS S/\/O\/\O/\/S S\/\O/\/O\/\S SH

Current Data Parameters
NAME cml20511
EXPNO 4
EROCNO 1

F2 - Acquisition Parameters

Date_ 20110518
Time 15.02
TNSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG zg30
™D 32768
SOLVENT CDC13
NS 2
DS 2
SWH 8992 .806 Hz
FIDRES 0.274439 Hz
AQ 1.8219508 sec
RG 228.1
DW 55.600 usec
DE 15.00 usec
TE 303.2 K
D1 2.00000000 sec
TDO 1
CHANNEL f1 =
1H
9.50 usec
-2.00 dB

300.1315757 MHz

F2 - Processing paranmeters
ST 32766
SF 300.1300062 Miz

WOW
SSB 0
LE 0.00 Hz
GE 0
BC 3.00

1.000
957
0.951

0

8.470
1.941
3.749
3.934
0.894



3.644
3.642
3.622
3.619
3.608
3.606

3
3

"4

600
358

355

3

e
=

3.329
3.326
3.317
3.303
3.299

2.638
2.632
2.615
2.610
2.592
2.587

'

1.513
1.486

-

Current Data Parameters

NAME em180511
EXPNO 4
PROCNO 1
F2 - hequisition Parameters
Date_ 20110518

me 15.02
INSTRUM spect
PROBHD 5 mm QNP LH/13
PULPROG zg30
o) 32768
SOLVENT €De13
NS 8
ns 2
SHE 8992.806 Hz
FIDRES 0.274439 Hz
AQ 1.8219508 sec
RG 228.1
DR 55.600 usec
DE 15.00 usec
T2 303.2 K
D1 2.00000000 sec
D0 1

s
ST
WD
SSB
LB
GB
PC

5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 ppm
| =1 — | < =
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o = o = WM ocor o o e m
[ o o 00T Mo O -~ 0 00 O
PR e W) M~ 03 00 Q@ o
o w0 I R
= = — 0o oo L oo
— — [ e i Mooy
T T T T T T T T T T T T T T T T T T T 1
190 180 170 180 150 140 130 120 110 100 90 80 70 a0 50 40 30 20 10 ppm

CHANNEL f1

9.50 usec

e
&

-2.00
300.1315757 MHz

F2z - Processing parameters
I 32768

300.1300062 MHz
no

)
0.00 Hz
0

3.00

300 Monash Uniwe

current Data Farameters

NAME cmlB0511
EXPNO 5
PROCNO 1

F2 - Acquisition Parameters
Date_ 20110518

ime 15.11
INSTRUM spect
PROBED 5 mm QNP 1H/13
PULPROG zgde

D 32768
SOLVENT DMSO

NS 128

Ds 2

SWH 18382.354 Hz
FIDRES 0.560985 Hz
A0 0.8913396 sec
RG 18390.4

DW 27.200 usec
DE 20.00 usec
TE 303.2 K
DL 4.00000000 sec
dll 0.03000000 sec
TDO 1

CHANNEL f1

0.00 4B
75.4760136 Miz

CHANNEL 2
waltzlh

15.00
300.1314000 MHz
F2z - Processing parameters
3T 32768

sF 75.4677365 Mz

WDW EM
SSB 0
LB 0.50 Hz
GB 0
PC 1.50
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Current Data Pa.\.ametezs
NAME 180511
EXPNO H
PROCNO L
F2 - Acquisition Parameters
Date_ 20110518
Time 511
INSTRUM spect
PROBHD 5 mm GNP 1H/13
PULPROG 2gde
TD 32768
SOLVENT DMSO
xS 128
D8 z
SWH 18382.354 Hz
FIDRES 0.560985 Hz
AL ©.8913396 sec
RG 18350.4
Dw 27.200 usec
DE 20.00 usec
TE 303.2 K
ol 4.00000000 sec
dll 0.03000000 sec
TDO 1
CHANNEL £1
13c
8.50 usee
0.00 B
75.4760136 MHz
CHANNEL f2
waltzlG
100. OU usec
-2.00 dB
5.00 dB
300.1312000 MHz
F2 - Processing parameters
SI
SF 75.4677388 MH2
HOW
$SB [
LB 0.5C Hz
GE o
¥C 1.50
T T T T T T T T T T T T T T T T T T T T T T T T 1
145 140 135 130 125 120 115 110 105 100 95 El 85 80 15 70 65 60 55 50 45 40 35 Ppm

8,21,34-trimethylene-3,13,16,26,29,39-hexaoxa-6,10,19,23,32,36-hexathia-hentetraconta-
1,40-diene 37:

\/O\/\S S/\/O\/\O/\/S S\/\O/\/O\/\S/\H/\S/\/O\/
37

: 300 Monash Uniw¢

~ oo CTO HATOVOWOMVITHOTOVEOTCTINAMOACTONONSO®®M 0N
R NAS NHEOMNAONMOVNNITITOMNNNACOOO NI TANA A0 D T
EE R SO0 NNHHOOCOOWMPVYWOWVOVWLLVWOOVVOWNMMMMME VWYY
[CRERtRe NP ST T T TN MMM M@ EM@M@ OO EOOm M6 mnmaa oo

Y Ve

1.000
3.016
1.075
1.075
2.170
0.185
5.975
2.073
4.583
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Current Data Parameters

NAME cm260511
EXPNO 5
PROCND 1

F2 — Rcquisition Parameters

Date_ 20110526
Time 13.27
INSTRUM spect
PROBHD S mm QNP 1H/13
PULFROG zgde
32768

SOLVENT DMSO
NS 161
Ds Q
SWH 18382.354 Hz
FIDRES 0.960985 Hz

0.2913386 sec
RG 16384
Dl 27.200 usec
DE 20.00 usec
TE 303.2 K
D1 4.00000000 sec
dll 0.03000000 sec
TDO

CHANNEL f1
NUC1 13
P1 8.50 usec
PL1 ¢.0C dB
SFO1 75.476Q0136 MHz
CHANNEL 2

CPDPRGZ waltz16
NUC2
PCPD2 100.00 usec
PL2 -2.00 dB
PL12 15.00 dB
SFOZ 300.1314000 MHz
F2 — Processing parameters
ST 32768
SF 154677379 MHz
WDW EM
SSB [}
LB 0.50 Hz
GB o
BC z.00



