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'H NMR spectrum of 3b (400 MHz; CDCls)
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13C NMR spectrum of 3b (50 MHz; CDCls)
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13C NMR spectrum of 3b (expansion 135-115 ppm)
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HPLC Chromatogram for 3b

Sample Name: CLF 1455-68 xtls  95%ACN/H20
Detector: PDA 417.0 nm

HplcColumn 150x4.6mm Alltima HP C18

FlowRate: 1.0 mL / min

MobilePhase: 95% ACN/ H20

ARKIVOC 2022, iv, $1-S57

Date Acquired:

Acq Method Set :
Date Processed:

Processing Method:

19/11/2009 2:52:01 PM EST
AllianceE 100% A isocratic
19/11/2009 3:36:44 PM EST
nkh
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% Area
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% Height

1 11.069 | 1294189
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76785
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DSC curve for 3b
g1

0 7] Compound 3b

T 6.12 mg
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ARKIVOC 2022, iv, $1-S57

TGA trace for 3b

mg _
i r 3b
i — i Compound

6.0 7 Step -1,1005 %
. -68,3441e-03 mg
_ Heating Rate 10,00 *Cmin™1

37 ? Step -9,8809 %
7 -0,6135 mg
. Heating Rate  10.00 °Cmin™1

5.0 -
i 7 Step -9.2917 %
| -0.5770 mg

Heating Rate  10.00 ®Cmin~-1

4.5

4.0

3.5
1 5o 100 150 200 250 300 350 400 450 500 550 oC
~~—t—t++—t+—+t+t+—+—t+t++—+—+t+—+—+t++—+—+—++—+—t+++—+—+—t+—+++—+—+—+—+—t+—+ -+ttt
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'H NMR spectrum for 3¢ (400 MHz; CDCls)
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13C NMR spectrum of 3¢ (100 MHz; CDCls)
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HPLC Chromatogram for 3¢

Sample Name: CLF1455-90-2a 95%ACN/H20 Date Acquired:
Detector: PDA 269.0 nm Acq Method Set :
HplcColumn 150x4.6mm ALltima HP C18 Date Processed:
FlowRate: 1.0 mL / min Processing Method:
MobilePhase: 95% ACN/ H20

ARKIVOC 2022, iv, $1-S57

1/02/2010 4:44:52 PM EST

AllianceE 100% A isocratic
1/02/2010 5:06:44 PM EST
nkh
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| | Name | RTime | Area | % Area| Height | % Height
: | 1 4614 34270 0.60 5524 1.07
0.30+ ‘ 2 8.256 | 5697563 | 99.07 | 506303 98.52
) : | 3 8.700 4067 0.07 714 0.14
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DSC curve for 3¢

ARKIVOC 2022, iv, $1-S57

Wg~-1
7 Compound 3¢
1 4.75 mg
El —
LN
. ! )
| Integral -24.14 mJ
normalized  -5.08 Jg™~-1
17 Onset 98,26 °C
4 Peak 103.75 °C
LeftblLimit  88.68 °C Integral -491.11 m]
7 Right bl Limit 114,29 °C normalized -103.39 1g™-1
[n]
1 HeatingRate 10,00 °Crin™-1 oreet o
4 Baseline Type integ. tang. '
s g 4 Left bl Limit 162.39 °C
-2 Right bl Limit 199,24 °C
J Heating Rate 10,00 °Crmin~-1
| Baseline Type integ. tang.
_3 —
_4 —
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DSC curve for 3c (two cycles)

ARKIVOC 2022, iv, $1-S57

X
Compound 3c
g _/
|
8.16 mg
5
|
10 LI
Wgn-1
£ uﬁ— Integral 956.20 mJ ﬁ—
K’“”F—_ normalized  117.18 Jg~-1
Onset 173.82 °C Integral ~1135.18 mJ |
Peak 170.65 °C normalized  -139.11 Jg~-1
Left bl Limit 17743 °C Onset 184.38 °C
Integral -1229.88 mJ Right bl Limit ~ 162.44 °C Peak 187.99 °C
normafized  -150.72 Jg~-1 Heating Rate  -10.00 “Cmin”-1 Left bl Limit ~ 173.88 °C
Onset 187.91 °C Baseline Type integ. tang. Right bl Limit ~ 196.36 °C
Peak 191.32 °C Heating Rate  10.00 °Cmin~-1
i eft bl Limit 176.43 °C Baseline Type integ. tang.
Right i Limit ~ 197.76 °C
- Heating Rate 10.00 “Cmin"™-1
Baseline Type integ. tang.
|
*
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TGA trace for 3¢

ARKIVOC 2022, iv, $1-S57

mg

6.5

T

Compound 3c

6.34 mg

5.5

5.0

4.5

4.0

3.5 1

2.0

7 Step

-29,5036 %
-1.8707 mg

Heating Rate  10.00 2°Cmin™-1
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Test spin-coating conditions for films of 3c from different solvents (CHCIs, PhCl, xylene, toluene, MEK, dichloroethane (DCE) and tetrachloroethane (TCE)) on UV-ozone-
cleaned glass

Film Solvent  Spin-speed Vis. quality UV@520nm Thickness

(rpm) (nm)
1 CHC13 4000 Good 0.103 79
2 CHC13 2000 Good 0.124 9
3 PhCl 2000 Good 0.061 56
4 PhCl 1000 Good 0.086 35
5 Toluene 2000 Ok 0.085 50
6 Toluene 1000 Ok, bit hazy 0.117 &
7 Toluene 4000 Good 0.067 65
8 Xylene 2000 Hazy 0.075 42
9 Xylene 4000 Hazy 0.49 36
10 MEK 2000 Hazy 0.083 6l
11 DCE 2000 Good 0.096 4
12 DCE 1000 Good 0.129 &9
13 DCE 4000 Good 0.080 53
14 TCE 2000 Good 0.061 28
15 TCE 2000 Good 0.050 19
16 TCE 1000 Ok, bit hazy 0.075 42
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UV spectra of thin films of 3¢ spun from 15mg/mL solutions at different spin speeds. Absorption spectra shown are from the thickest films.
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'H NMR spectrum for 3d (400 MHz; CDCls)
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13C NMR spectrum of 3d (100 MHz; CDCls)
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HPLC Chromatogram for 3d

Sample Name: 2010672JJ027 95%ACNH20 Date Acquired: 19/05/2010 6:07:45 PM EST
-ctor: PDA 268.0 nm Acq Method Set:  AllianceE 100% A isocratic
HplcColumn 150x4.6mm Alltima HP C18 Date Processed: 19/05/2010 6:51:14 PM EST
FlowRate: 1.0 mL / min Processing Method: nkh
MobilePhase: 95% ACN H20
0.080- ‘
0.070 B
- ©
§ T+
0.060- | \
] 0 . 0 :
0.050- Name | RTime | Area % Area | Height | % Height
i 1 2.349 732 0.04 201 0.25
2 0.040- 2 3.094 905| 004| 247 0.30
] 3 6.043| 25115| 1.22| 3074| 377
0’030—; ( 4 16.544 | 2032331 | 98.70 | 78049 95.68 <
0.020-
3 ¢
1 o <
0.010 <t O o
] T ©
. N ™ [
0.000- e ) o
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Cyclic voltammogram of 3d showing two reversible reductions and an irreversible oxidation.

I (HA)

Compound 3d Vs Fe/Fe+

ARKIVOC 2022, iv, $1-S57
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'H NMR spectrum for 5 (400 MHz; CDCls)

ARKIVOC 2022, iv, $1-S57

Cl
Cl
|| | | w " ‘
J L A W I
T T T T T T T T T T T T T T T T T T T T T
9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 55 5.0 4.5 4.0 3.5 3.0 25 2.0 1.5 1.0 0.5 0.0 ppm

' i . L) L)

i e o AN

=] = O ] o| WO 2 w

s ST L o —| ™ ol 3

o ‘m‘ ‘U o3 :15‘ :.d‘ o = E‘

©AUTHOR(S)

Page S20



Regional Issue 'Organic Chemistry in Australia' ARKIVOC 2022, iv, $S1-S57

13C NMR spectrum of 5 (100 MHz; CDCls)

o W DOHM~M~ OO M~ W
I~ O O©OWom M~ NN N WD @ O M — oo -+
[oe) TOoWwa VWWANSOD il ™A~ L D o
o T 4 NN &— o)) M~ M~ 0 < -~ ol
— ——— — — T T T — — (s8] P~ I~ I~ =+ =t —
) AL L) s L)
™, - ., _// |

Cl
Cl

| T | | | | | | T | T | | | | | | | | T |
200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm

Page S21 ©AUTHOR(S)



Regional Issue 'Organic Chemistry in Australia' ARKIVOC 2022, iv, $S1-S57

HPLC Chromatogram for 5

Sample Name: CLF794-23-1 95%ACN/TFA Date Acquired: 13/09/2010 11:31:05 AM EST
ector: PDA 283.0 nm Acq Method Set:  AllianceE 100% A isocratic

HplcColumn 150x4.6mm Alltima HP C18 Date Processed: 13/09/2010 12:43:06 PM.EST

FlowRate: 1.0 mL/ min Processing Method: nkh

MobilePhase: 95% ACN/0.1% TFA

0.070- |
- 2
] ?
0.060- %
. 1
] 1
0.050-
] Name | RTime | Area | % Area | Height | % Height
0.040_: ! 1 6.022 5618 0.30 613 0.84
2 i 2 12.022 10778 0.57 533 0.73
0.030— - 3 14.913 | 1885942 | 99.14 72155 | 98.44
0.020
; N Ui
0.010 N S |
: = o J
y T— J S "
¥ ' A0 BE B &
SN SRR N RSN RS AT MR R R TR R L R
000 200 400 600 800 1000 1200 1400 1600 1800 2000 2200 2400 2600 2800 30.00

Minutes
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DSC curve for 5
Wig -1
. Compound 5
2.5
12.18 mg
i rethiod Mame: MaS30-600-10 M2
207 7 Glass Transition
E Onset 187.56 °C
i Midpoint 188.55 °C
Heating Rate 0,17 #Ce™1
b MidpDint.ﬁ.STM,IEC 187.61 =C
i Delta cp ASTM,IEC 0,215 Jg™1kK™~1
1.5
1.0
P/ Cl
0.5
||_\||||||||||||||||||||\||||\||||\\|||||||||||||\|||||||||
a0 o0 150 200 250 200 330 400 450 S00 S50 bl
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'H NMR spectrum for 6 (400 MHz; CDCls)

Cl

ARKIVOC 2022, iv, $1-S57
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Regional Issue 'Organic Chemistry in Australia'

13C NMR spectrum of 6 (100 MHz; CDCls)
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HPLC Chromatogram for 6

Sample Name: CLF794-37 combined 95%ACN/TFA Date Acquired:

ARKIVOC 2022, iv, $1-S57

3/12/2010 10:33:30 AM EST

AllianceE 100% A isocratic
3/12/2010 12:31:32 PM EST

Detector: PDA 283.0 nm Acq Method Set :
HplcColumn 150x4.6mm Alltima HP C18 Date Processed:
FlowRate: 1.0 mL / min Processing Method: nkh

MobilePhase: 95% ACN/0.1% TFA

0.16— L - - -
] LH) Name | RTime | Area | % Area| Height | % Height
0.14 1 2.420 2251 0.15 403 0.22
. “ 2 2.739 086 0.06 269 0.15
0.12- cl N| 3 2.881 963| 0.06 277 0.15
] 4 3.220 3084 0.20 415 0.23
0.107 | 5 3.722 1023 0.07 144 0.08
= 1 ‘ 6 4.299 1278 0.08 228 0.13
< 0.08— | ' ' '
] 7 4.595 2585 0.17 378 0.21
0.06+ || 8 5.204 | 1484399 | 96.96 | 176147 97.66
] 9 6.041 9930 0.65 731 0.41
0.04 | 10 7244 | 7195] 047 651 0.36
- <
1 CION R — < ©
- mgm s 3 Q 11 14.561 17251 113 718 0.40
0.02 S & )
. O~ —
] ] ] ‘ ] ] ] ‘ | ] | ‘ | ] | ‘ ] ] ] ] ] | | | | ‘ | _I | ‘ ] ] ] ] ] ‘ | | ‘ | | ‘ ] | | ] ] | ‘ ] | |
0.00 2.00 4.00 6.00 8.00 10.00 12.00 1400 16.00 18.00 2000 2200 2400 26.00 28.00
Minutes
Page S26 ©AUTHOR(S)

30.00



Regional Issue 'Organic Chemistry in Australia' ARKIVOC 2022, iv, $S1-S57

IH NMR spectrum for 8 (400 MHz; DMSO-ds)
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'H NMR spectrum for 8 (400 MHz; CDsOD)
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13C NMR spectrum for 8 (100 MHz; CDsOD)
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HPLC Chromatogram for 8

Sample Name: KMM-276-29 DBU salt 30%ACN/H20 Date Acquired:

Detector: PDA 240.0 nm

HplcColumn 150x4.6mm Allitm HP C18

FlowRate: 1.0 mL / min
MobilePhase: 30% ACN/ H20

Acq Method Set :
Date Processed:
Processing Method: nkh

ARKIVOC 2022, iv, $1-S57

16/08/2011 4:37:15 PM EST

AllianceE 100% A isocratic
16/08/2011 5:58:29 PM EST

0.40- OL

E %) Name | RTime | Area | % Area| Height | % Height
035? ™ 1 1.972| 22725 0.81| 4183 0.96

i “ =N 2 2.154 | 104721 3.75| 13418 3.08
0.30- @N\)

] | o 3 2604 | 16589 059 | 3426 0.79
0 25_3 | H © 4 34382593161 | 92.85 | 410221 94.08
T 5 7.781| 55515 1.99 | 4785 1.10

2 0.20- |

] \
0.15
0.10—

5 0
0.05- ~

1 . N~
0.00 A # -

7 | | | | | | | | | | | ‘ | | | ‘ | | | | | | | | | | | ‘ | | | | | | | ‘ | | | | | | ‘ | | | | | | | ‘ | | | ‘ | | |

0.00 2.00 4.00 6.00 800 10.00 1200 1400 16.00 18.00 2000 2200 24.00 26.00 28.00
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'H NMR spectrum for 9 (400 MHz; CDCls)
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HPLC Chromatogram for 9

Sample Name: KMM-276-54
Detector: PDA 343.0 nm

80%ACN/H20

HplcColumn 150x4.6mm Allitm HP C18

Date Acquired:

Acg Method Set :
Date Processed:

ARKIVOC 2022, iv, $1-S57

18/08/2011 10:33:24 AM EST

AllianceE 100% A isocratic
18/08/2011 11:43:31 AM EST

FlowRate: 1.0 mL / min Processing Method: nkh
MobilePhase: 80% ACN/ H20
0.060 on
i o
| ©
] 0
0.050-
i |
0.040-
i |
2 0.030-
i |
i | Name | RTime | Area | % Area | Height | % Height
0'020__ | 1 2536 | 28241 504 6315 9.10
. | 2 3.736 3512 0.63 653 0.94
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i |
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'H NMR spectrum for 10b (400 MHz; CDCls)
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Expanded aromatic region of *H NMR spectrum for 10b (400 MHz; CDCls)
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13C NMR spectrum for 10b (100 MHz; CDCls)
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IH NMR spectrum for 10c (400 MHz; CDCls)
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13C NMR spectrum for 10c¢ (100 MHz; CDCls)
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'H NMR spectrum for 10d (400 MHz; CDCls)
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13C NMR spectrum for 10d (100 MHz; CDCls)
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'H NMR spectrum for 11a (400 MHz; CDCls)
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13C NMR spectrum for 11a (100 MHz; CDCls)
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HPLC Chromatogram for 11a

ARKIVOC 2022, iv, $1-S57

Sample Name: KMM-276-48-1 5%THF/ACN Date Acquired: 21/07/2011 2:52:47 PM EST
Detector: PDA 280.0 nm Acq Method Set:  AllianceE 100% A isocratic
HplcColumn 150x4.6mm Alltima HP C18 Date Processed: 21/07/2011 3:56:11 PM EST
FlowRate: 1.0 mL / min Processing Method: nkh
MobilePhase: 5% THF / ACN
0.181 0
) N
- by
0.16] g
- |
0.141 |
0.12 |
] |
S 0.10 |
< i |
0.08 Name | RTime | Area | % Area| Height | % Height
i |
] ‘ 1 3.532 1836 0.04 276 0.14
0.06 |
s | 2 3.685 1371 0.03 230 0.12
0.04- ~ | 3 10597 | 4111| o10| 266 0.14
] ™D (0)]
. @ To TN 4 12.423 | 4318581 99.83 | 189985 99.60
0.02+ w o |
] ™ -
| | | ‘ | | ‘—\_\; — | ‘ | | | | | | | | ‘ | | | | | | | | ‘ |
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'H NMR spectrum for 11b (400 MHz; CDCl5)
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13C NMR spectrum for 11b (100 MHz; CDCls)
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13C NMR spectrum for 11b (expansion 170-110 ppm)
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HPLC Chromatogram for 11b

Sample Name: KMM-276-56 5%THF/ACN

Detector: PDA 305.0 nm
HplcColumn 150x4.6mm Alltima HP C18

FlowRate: 1.0 mL / min
MobhilePhase: 5% THF / ACN

ARKIVOC 2022, iv, $1-S57

Date Acquired: 7/12/2011 6:08:12 PM EST

Acq Method Set : AllianceE 100% A isocratic
Date Processed: 8/12/2011 2:32:22 PM EST
Processing Method: nkh

0.12- N
i o 7\ —
- m —
a | O
0.104 |
7 Area | % Area | Height | % Height
DDB‘ | 1 2.840 722 0.16 503 0.37
T 2 3.063 4909 0.21 849 0.63
5 T 3 3602| 8004 035| 1162 0.86
{ D[]E'_ 4 4471 4695 0.20 420 0.31
b | 5 6.174 9479 0.41 866 0.64
i 6 7000 2836| o012 150 0.11
D_D4_ | 7 7.583 1672 0.07 288 0.21
7 8 8.062 | 2240227 97.04 | 128885 95.46
: 9 8.517 2932 017 354 0.26
DDQ_ 10 9.981 5324 0.23 307 0.23
. 11 10689 | 5213| 023| 305 0.23
: 12 11.412 18545 0.80 922 0.68
0.00+ e - e -
i 1 1 1 | 1 1 1 1 | 1 1 1 1 | I 1 1 | 1 I 1 1 | 1 1 I
0.00 15.00 20.00 25.00 30.00 35.00
Mnutes
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'H NMR spectrum for 11c (400 MHz; CDCls)
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13C NMR spectrum for 11c¢ (100 MHz; CDCls)
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13C NMR spectrum for 11c (expansion 150-115 ppm)
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HPLC Chromatogram for 11c

Sample Name: KMM-276-57

Detector:

HplcColumn 150x4.6mm Alltima HP C18

95%ACN/TFA Date Acquired:

Acq Method Set :
Date Processed:

PDA 312.0 nm

7/12/2011 3:34:22 PM EST

AllianceE 100% A isocratic
8/12/2011 2:31:20 PM EST

ARKIVOC 2022, iv, $1-S57

FlowRate: 1.0 mL / min Processing Method: nkh
MobilePhase: 95% ACN/ 0.1% TFA
0.251
- /\/\/\N
. - N
- ©
i |
0.20+
] Area | % Area | Height | % Height
. 1 1463 1079 | 002 306 0.11
0.15 | 2 3.071| 18716 | 031| 1237 0.45
| 3 3400 | 6948 0.1 546 0.20
i 4 3485| 5089 | 008 576 0.21
7 | 5 3804 | 12355 020 651 0.24
0.107 3 4660 | 19918 | 032 1093 0.40
- 7 5483 | 8621 0.14 669 0.24
T | ‘ 8 6143 | 5854018 | 9540 | 260649 | 9526
9 6550 | 13053 | 021 891 033
0057 omo- 3 o
- 10 7231 10076 | 0.6 417 0.15
1 8 & Qu o 3 ©
g, GO Og DN © o 11 8.944 | 171036 | 279| 6168 2.25
1l = | ) T W O~ ‘ — 12 13678 | 15343 | 025 409 0.15
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'H NMR spectrum for 11d (400 MHz; CDCls)
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13C NMR spectrum for 11d (100 MHz; CDCls)
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HPLC Chromatogram for 11d

ARKIVOC 2022, iv, $1-S57

Sample Name: KMM-276-60-ff5-7  5%THF/ACN Date Acquired: 10/02/2012 1:43:08 PM EST
Detector: PDA 287.0 nm Acq Method Set:  AllianceE 100% A isocratic
HplcColumn 150x4.6mm Alitima HP C18 Date Processed:  22/02/2012 4:10:30 PM EST
FlowRate: 1.0 mL / min Processing Method: nkh
MobilePhase: 5% THF / ACN
] |
0.070— N~
1 <
] W.
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0.060- -
0.050
- 0.040- ‘ Name | RTime | Area | % Area | Height | % Height
< 1 | 1 2146| 3620 o020| 703[ o3
0.030+ 2 2355 2745 o015| eeo 0.88
] | 3 3711 097| o005| 185 0.24
1 |
0.0201 | 4 3.954 1152 006| 210 0.28
ILLES ' 5 9.364 2810| 0.15| 199 0.26
] @ o)
0.010- D D | 6 10005| 1493 o08| 121] o016
s i ) g 80 ‘ ! ; E
- .e 4 -O
] & o L , 7 13.447 | 1804538 | (| 99.29| 73861 | 97.25
g . Ll | J \
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'H NMR spectrum for 12 (400 MHz; CDCls)

ARKIVOC 2022, iv, $1-S57
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13C NMR spectrum for 12 (100 MHz; CDCls)
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13C NMR spectrum for 12 (expansion 160-110 ppm)
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HPLC Chromatogram for 12

Sample Name: KMM-276-64 pure 5%THF/ACN Date Acquired: 25/01/2012 12:43:00 PM EST
Detector: PDA 321.0 nm Acq Method Set:  AllianceE 100% A isocratic
HpleColumn 150x4.6mm Allitma HP C18 Date Processed: 25/01/2012 5:18:10 PM EST
FlowRate: 1.0 mL/ min Processing Method: nkh
MobilePhase: 5% THF / ACN
: I.
- [40]
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. |
-, 00207
< i |
] I
0.0157
] |
0.010H I | Name | RTime | Area | % Area | Height | % Height
i | 1 9.192 4386 0.46 219 057
7 o I
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