10.1071/CH17264_AC
©CSIRO 2017
Australian Journal of Chemistry 2017, 70(11), 1196-1201

Supplementary Material

Synthesis of Imine and Amine-Linked Macrocycles Containing Tris-
Indoles

Hakan Kandemir,*-8 Ibrahim F. Sengul,»¢ Naresh Kumar,* and David StC. Black”.°

ASchool of Chemistry, University of New South Wales Australia, UNSW Sydney, NSW 2052, Australia.
BDepartment of Chemistry, Faculty of Art and Science, Namik Kemal University, Tekirdag, Turkey.
“Department of Chemistry, Gebze Technical University, PO Box 141, Kocaeli 41400, Turkey.
DCorresponding author. Email: d.black@unsw.edu.au



7.98
7.28
7.28
7.24
—6.23
4.59
4.57
4.55

e 4, 09
3.85
3.68
3.35
3.33
3.30

. _ AH!AWH”VA““’!LV
R%udu%.\..«\m -
Feeo
) . NAME 100814-hkn
Supervisor Blackph-cl-ch2 bridge ch2ch2 no2 EXPNO 30
PROCNC 1
Date_ 20100815
Time 16.47
INSTRUM dpx1
PROBHD 5 mm QNP 1H/13
PULPRCG zg
TD 32768
SOLVENT CDC13
NS 32
DS 0
SWH 5995.204 Hz
FIDRES 0.182959 Hz
AQ 2.7329011 sec
| RG 574.7
DwW 83.400 usec
| DE 12.00 usec
TE 293.9 K
D1 1.50000000 sec
TDO 1
======== CHANNEL f] ====w=n=
NUC1 1H
P1 10.10 usec
PLl -3.00 d8
SFO1 300.1719511 MHz
8T 65536
[ SF 300.1700120 MHz
i WDW EM
8SB 0
' LB 0.20 Hz
I GB 0
PC 1.00
| if
I
} % _ # ;[Cr .
¥ T = ] ] ] T 1 A B T T
8.0 7.5 7.0 6.5 6.0 5.5 5.0 45 4.0 3.5 ppm
Ll [y ] (=] ] [+2] feea Bl is] [t ]
@ o =1 < @ iw]|e D
- o o~ < —| [ol|w o



100828-hkn 21

1 N:\Gyro\data\hkn\nmr

Supervisor Blackl-85

53.99
53.14

11
54

PG <t [l
DRI - @
WO N~ I~ N~
MMM N8 Ll
Ak ol il -
Vb NS N4

- 98.55

{2

—89.40

- 74.53

- 57.02
~ 55.46

- 23.08

10 [rel]



o (v I i Ve N Vo BT BIE SRR (I o B S n o 4 — ™~ i ~unm
(=] oo NN NN o Do i [-+) o~ Mo m
nb. 777777“7.77 w &A/A“\.& 4. ™ _.L 3—.1“.4... 8
| (<O
NAME 1004319-hkn
. (ormpoeid |- EXFNO 10
Supervigor Blackch2 no2 s PROCNO 1
f el FW Date_ 20100419
Time 10.48
INSTRUM dpxl
PROBHD 5 mm QNP 1H/13
PULPROG zg
TR 32768
SOLVENT cDC13
NS 64
DS 2
SWH 6172.839 Hz
FIDRES 0.3188380 Hz
AQ 2.6542580 sec
RG 645.1
DW 81.000 usec
DE 12.00 usec
TE 297.2 K
D1 1.50000000 sec
TDO 1
mzm==s=oan CHANNEL £l =s====z==
NUCl1 1H
Pl 10.10 usec
PL1 -3.00 dB
{ SFOL 300.,1718537 MHz
SI 65536
! i SF 300.1700120 MHz
| H WDwW EM
S5B 0
LB 0.30 Hz
GB 0
PC 1.00
_ ift
b
o %LC
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-~ 134.88
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NAME 100529-hkn
EXPNOC 20
§ PROCNO 1
33 Date_ 20100531
/5 Time 9.10
) . INSTRUM dpx1
Supervisor Blackl-71 rednetion PROBHD 5 mm QNP 1H/13
E PULPROG zg
- TD 32768
SOLVENT CDCL3
NS 64
DS 2
SWH 6172.839 Hz
FIDRES 0.188380 Hz
AQ 2.6542580 sec
RG 161.3
DW 81.000 usec
DE 12.00 usec
TE 298.2 K
D1 1.50000000 sec
TDO 1
======== CHANNEL £l ====co==
NUC1 iH
P1 10.10 usec
PL1 -3.00 dB
5F01 300.1718537 MHz
! 5I 65536
SF 300.1700120 MHz
WDW EM
i | __ S5B a
1B 0.30 Hz
GB 0
BC 1.00
[
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~152.33
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NAME %
EXPNO 10
PROCNO 1
Supervisor BlackC-4 Co sl WWMMI mowwmmww
=y [y J INSTRUM dpxl
A PROBHD 5 mm ONP 1H/13
PULPROG zg
TD 32768
i SOLVENT CDCl2
NS 16
s 0
SWH £995.204 Hz
FIDRES 0.1B2959 Hz
AQ 2.7329011 sec
RG 143.7
DW 83.400 usec
DE 12.00 usec
TE 294.6 K
D1 1.50000000 sec
TDO 1
======== CHANNEL £l ====s===
NUC1 1H
Pl 10.10 usec
PL1 -3.00 dB
SF01 300.171953i1 MHz
ST : 65536
SF 300.1700120 MHz
WDwW EM
SSB ]
LB 0.20 Hz
GR 0
1 PC 1.40
i
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| NAME 100815-hkn
EXPNO 20
_ DROCNO 1
Date_ 20100815
. Time 17.33
Supervisor BlackC-2 INSTRUM dpx1
PROBHD 5 mm QNP 1H/13
PULPROG zg
D 32768
SOLVENT CDCL3
. NS 16
DS 0
SWH 5995.204
FIDRES 0.182959
AQ 2.7329011
RG 143.7
oW 83.400
DE 12.00
TE 293.7
D1 1.50000000
TDO %

======== CHANNEL, £l ====
NUC1 1H
PL 10.10
PL,1 -3.00
SFOL 300.1719511
sI 65536
SP 300.1700120
WDW EM
SSB 0
LB 0.20
b GB 0
=T, 1.00
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- 159.5394
- 158.4703
- 158.0344
- 153.4183
- 153,0428
152.7047
- 151.8888
138.4018
+137.2629
| 137.1600
- 135.5668
1 135.0130
-132.5626
-132.1804
- 131.6265
- 131.0744-
-131.0139
} 130.9057
1 130.4365-
} 130.0245
- 126.8878 -
F126.8218
+ 125.0998-
* 125.029¢
+ 120.9647
+ 120.6077
~115.0815
+ 112.4747
- 112.2845
-111.9229
105.7191
-103.1263
- 100.6787
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2 . Current Data Parameters
| r\\wgtk o NAME 110503~hkn
- } EXPNO 2
A PROCNO 1
Supervisor Black F2 - Rcquisition Parameters
c-7 Date_ 20110503
Time 17.33
1H CpCl3 F:\\ hkn 10 m INSTRUM dpx2
PROBHD 5 mm PABBO BR/
PULPROG zg
TD 32768
SOLVENT CDC13
NS 32
DS 0
SWH 4816.956 Hz
FIDRES 0.147002 Hz
AQ 3.4013684 sec
RG 128
oW 103.800 usec
I DE 12.00 usec
TE 299.2 K
D1 2.00000000 sec
1 TDO 1
[ _ ======== CHANNEL fl ==w======
I NUGC1 1H
I ! : P1 14.90 usec
| PL1 2.50 dB
| SFO1 300.301951% MHz
| | 1 F2 - Processing parameters
65536
300.3000341 MHz
! | EM
0
: 0.20 Hz
! 0
1.00
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Current Data Parameters
NAME 110503-hkn
EXPNQ 3
PROCNCO 1
F2 - Acgquisition Parameters
Date_ 20110503
. Time 19.17
Supervisor Black INSTRUM dpx2
-7 PROBHD 5 mm PABBO mwﬁ\u
PULPROG z
13C{1H} CDC13 hkn 10 1 768
SOLVENT CDC13
NS 2048
DS 0
SWH 18832.393 Hz
FIDRES 0.574719 Hz
AQ 0.8700404 sec
RG 16384
DW 26.550 usec
DE 25.00 usec
TE 299.2 K
D1 2.00000000 sec
dii 0.03000000 sec
DELTA 1.89999998 sec
L31 1
TD0 1
======== CHANNEL f]l =smmm=—=
NUCI 13¢C
Pl 5.80 usec
PL1 ~1.20 dB
SFO1 75.5191787 MHz
mmmmmmmm CHANNEL £2 =mesmeceo
CPDPRGZ bi_waltz65_256
NUC2 1H
PCPDZ 80.00 usec
PL2 2.50 ds
PL12 17.10 dB
20.10 ds
300.3015017 MH=z

Processing parameters

32768
BEit 75.5104950 MHz
WDW EM
S58B 0
LB 1.00 Hz
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\N\n{ EXPNO 10
=t FROCNO 1
Date_ 20100825
Time 15.51
INSTRUM Gpxl
Supervisor BlackC-5 mwmwmwm 5 mm QNP pm\ww
D 32768
SOLVENT CDC13
NS 32
oS 0
SWH 5935.204 Hz
FIDRES 0.182959 Ez
A0 2.7329011 sec
1 RG 574.7
oW 83.400 usec
DE 12.00 usec
TE 294.1 X
Dl 1.50000000 sec
TDO 1
=======z CHANNEL £l ssss=z===
NUCL 1H
Pl 10.10 usec
PL1 -3.00 4B
SFO). 300.2719511 MHz
ST 65536
SF 300.32700120 MH=z
WDW EM
gs8 | 0
LB 0.20 Hz
GB 0
PC 1.00
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NAME Aﬁlbvwwwwmmmmmuwv
g n | EXPKO 60
mwwexﬁmw&im SRS PROCNO 1
Supervisor BlackC-3 JE6& wwww moHmemw
INSTRUM dpx1
PROBHD 5 mm QNP 1H/13
PULPROG z2q
| TD 32768
| SOLVENT CDC13
NS 16
i DS &
SWH 5995.204 Hz
FIDRES 0.182959 Hz
! 20 2.7329011 sec
RG 161.3
DW 83.400 usec
DE 12.00 usec
TE 294.2 K
D1 1.50000000 sec
TDG 1
======== CHANNEL fl ========
NUC1 1H
Pl 10.10 usec
PL1 -3.00 dB
SFO1 300.1719511 MHz
sI 65536
i SF 300.1700120 MHz
WDW EM
| SSB 0
| LB 0.20 Hz
i _ GB 0
PC 1.00
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- 57.36
L 57.18
| ge77
| 55.55
+ 55.47
" 55,25
- 50.60
-49.26
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—9.705

Supervisor Black
C-6
1H CBC13 F:\\ hkn 15

mMWidwﬁrlAkﬁ .. Current Data Parameters
I , NAME 110208-hkn
[Oc EXPNO 1
[ PROCNO 1
F2 - Acquisition Parameters
Date 201102089
| Time 14.57
INSTRUM dpx2
PRCBHD 5 mm PABBO BB/
PULPROG zg
TD 32768
SOLVENT CDC13
NS 64
DS 0
SWH 4816.956 Hz
FIDRES 0.147002 H=z
AQ 3.4013684 sec
RG 322.5
DW 103.800 usec
DE 12.00 usec
TE 298.2 K
D1 2.00000000 sec
TDO 1
m======= CHANNEL f] ========
NUC3I 1B
| Pl 14.90 usec
PL.1 2.50 dr
SFO1 300.3019519 MH=z
! F2 - Processing parameters
[ 5536
ﬂ 300.3400280 MHz
EM
0
0.20 Bz
| :
* 1.00

2.08

1.15
3.13
19.18
1.09
0.98
1.00
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- 159.6350
- 158.7738
- 158.0098
- 153.5600
-1563.1411
- 152.8768
-152.8312
- 152.4346
138.4626
r137.4412
- 135.7654
- 135.2781
-133,3085
- 131.6635
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- 130.6819
- 127.0466
i 127.0161
1 126.9147
- 126.4783
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~115.1229
12,7171
 112.3732
£ 112.3115
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-~ 103.5669

- 100.8635
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