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Supplementary information: The synthesis of substituted amino[2.2]paracyclophanes
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HPLC traces for acid 31
Racemic (¥)-31

Operator:vfiliche Timebase:ANALYTICAL_500loop Sequence:Chiral

Page 1-1
29/8/2016 3:49 p.m.

22 Gurpreet-31- racemic 22pc-NHTS-COOH-run 14
AD-H column, 20:80 iPr-OH/Hex @ 1.0mL/min
Sample Name: Gurpreet-31- racemic 22pc-NHTS-COOH-ru /njection Volume: 30.0
Vial Number: GA5 Channel: UV_VIS_1
Sample Type: unknown Wavelength: 254.0
Control Program:  Gurpreet Chiral AD-10march Bandwidth: 2
Quantif. Method: ~ Caffeine test Dilution Factor: 1.0000
Recording Time: 10/3/2015 17:35 Sample Weight: 1.0000
Run Time (min): 29.15 Sample Amount: 1.0000
30.0 Chiral #22 Gurpreet-31- racemic 22pc-NHTS-COOH-run 14 UV_VIS 1
7mAU 6-23.245 WVL:254 nm
(\
J _H
25.01 5-17.053 !
/\ !
| |
20.0- " )
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15.0- / |
N
10.0 / ~
X f \ \
[
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\
4-8.841 \‘ \
-5.0 T + . , — _min
0.0 5.0 10.0 15.0 20.0 25.0 29.1
No Ret.Time Peak Name Height Area Rel.Area Amount Type
min mAU _ mAU*min %
1 2.65 n.a. 0.967 1.175 1.67 n.a. BMB
2 3.59 n.a. 0.588 0.121 0.17 n.a. BM
3 3.96 n.a. 6.881 1.763 2.50 n.a. MB
4 8.84 na. 0.207 0.100 0.14 n.a. BMB
5 17.05 n.a. 24.792 33.739 47.85 n.a. BMB
6 23.25 n.a. 28.945 33.617  47.67 n.a. BMB
Total: 62.380 70.515 100.00 0.000

default/Integration

Chromeleon (c) Dionex 1996-2006
Version 6.80 SR12 Build 3578 (207169)



Enantiomer 1 31

Operator:vfiliche Timebase:ANALYTICAL_500loop Sequence:Chiral Page 1-1

29/8/2016 3:49 p.m.

60 kj-15-38 run 01
AD-H column, 20:80 iPr-OH/Hex @ 1.0mL/min
Sample Name: kj-15-38 run 01 Injection Volume: 25.0
Vial Number: BB5 Channel: UV_VIS_1
Sample Type: unknown Wavelength: 254.0
Control Program: ~ Gurpreet Chiral AD-11march v2 Bandwidth: 2
Quantif. Method:  Caffeine test Dilution Factor: 1.0000
Recording Time: 26/2/2016 11:02 Sample Weight: 1.0000
Run Time (min): 30.00 Sample Amount: 1.0000
| 50.0-Chiral #60 [modified by djlun] kj-15-38 run 01 UV_VIS_1
1T mAU WVL:254 nm|
1‘1 -13.180
40.0-] ’\
30.0- \
20.0 \
10.0-] \
| 2-17.775
- i J\
0.0+ N N LFM i : o
-5.0 7 T ; —— . : min|
0.0 5.0 10.0 15.0 20.0 25.0 30.0
No. | Ret.Time Peak Name Height Area Rel.Area Amount Type
min mAU _ mAU*min %
1 13.18 n.a. 43.756 19.892  82.82 na. BMB*
2 17.78 n.a. 6.554 4126 17.18 n.a. BMB
Total: 50.310 24.018 100.00 0.000

Chromeileon (c) Dionex 1996-2006

default/Integration Version 6.80 SR12 Build 3578 (207169)



Enantiomer 2 31

Operator:vfiliche Timebase:ANALYTICAL_500loop Sequence:Chiral Page 1-1
29/8/2016 3:49 p.m.
61 kj-15-39 run 01

AD-H column, 20:80 iPr-OH/Hex @ 1.0mL/min
Sample Name: kj-15-39 run 01 Injection Volume: 25.0
Vial Number: BB6 Channel: UV_VIS_1
Sample Type: unknown Wavelength: 254.0
Control Program: ~ Gurpreet Chiral AD-11march v2 Bandwidth: 2
Quantif. Method: ~ Caffeine test Dilution Factor: 1.0000
Recording Time:  26/2/2016 11:33 Sample Weight: 1.0000
Run Time (min): 30.00 Sample Amount: 1.0000
50.0 Chiral #61 [modified by djlun] kj-15-39 run 01 UV VIS 1

- ImAU WVL:254 nm)

2-17.506

40.0- ’
30.0-

10.0+

|

\

|

\

: \
ZOAO—: \
| |
\

| 1-13.232 J
0.07_//\1\h_,‘_.b V- \l
-5.0 T T — T T ] min
0.0 5.0 10.0 15.0 20.0 25.0 300 |
No. | Ret.Time Peak Name Height Area Rel.Area Amount Type
min mAU _ mAU*min %
1 13.23 n.a. 7.670 3409 10.33 n.a. BMB
2 17.51 n.a. 44.601 29.610  89.67 n.a. BMB
Total: 52.271 33.019 100.00 0.000

Chromeleon (c) Dionex 1996-2006

default/Integration Version 6.80 SR12 Build 3578 (207169)



