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Fig. S1 '"H NMR spectrum of 4NO,TPP (CDCls, 400 MHz)
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Fig. S2 FT-IR spectrum of 4NO,TPP (KBr pellets)
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Fig. S3 Solid-state 13C NMR spectrum of 4NO,TPP (100 MHz)
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Fig. S4 FTIR spectra comparison of Azo-CPP-1 and the monomers (KBr pellets)
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Fig. S5 FT-IR spectra of the Azo-CPPs. (KBr pellets)
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Fig. S6 FT-IR spectra of the Azo-CPPs, expanded between 1800 ~ 1000 cm!. (KBr

pellets)
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Fig. S7 TGA curves of Azo-CPPs. (N, 10 °C /min)
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Fig. S8 DSC curves of the Azo-CPPs. (10 °C/min, N,)
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Fig. S9 SEM images of Azo-CPP-1
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Fig. S10 Nitrogen adsorption and desorption isotherms at 77.3 K for all Azo-CPPs.
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Fig. S11 Pore size distributions (PSD) calculated by the NLDFT method for all Azo-
CPPs.
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Fig. S12 CO, adsorption isotherms at 273 K for all Azo-CPPs.
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Fig. S13 Nitrogen adsorption and desorption isotherms at 77.3 K for Azo-CPP-1 and
Azo-CPP-1-Pd.
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Fig. S14 Pore size distributions (PSD) calculated by the NLDFT method for Azo-
CPP-1 and Azo-CPP-1-Pd.
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Fig. S 15 CO, adsorption isotherms at 273 K for Azo-CPP-1 and Azo-CPP-1-Pd
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Fig. S16 CO,/N, selectivities for Azo-CPP-1 calculated using the Henry’s Law

Adsorption (%)

constants in the linear low pressure range (0~100 mbar).
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Fig. S17 CO,/N, selectivities for Azo-CPP-2 calculated using the Henry’s Law

constants in the linear low pressure range (0~100 mbar)
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Fig. S18 CO,/N, selectivities for Azo-CPP-3 calculated using the Henry’s Law

constants in the linear low pressure range (0~100 mbar). Due to the very low

adsorption of N, at 303 K in the range of 0~100 mbar, the data from 150 to 500 mbar

were used instead.
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Fig. S19 CO,/N; selectivities for Azo-CPP-4 calculated using the Henry’s Law
constants in the linear low pressure range (0~100 mbar). Due to the very low

adsorption of N, at 303 K in the range of 0~100 mbar, the data from 90 to 500 mbar

were used instead.



Adsorption (%)

T=273 K

Y=0.02032X+0.08018
R’=0.9964

§=37.9

Y=5.35859E-4X-0.01483
R*=0.9987

, : e
Pressure (mbar)

160 1é0 1r'40

Adsorption (%)

1.0 T=303 K
- Y=0.00743X+0.02826
’ R*=0.9992
0.6-
5=78.6
0.4-
0.2+ Y=9.45364E-5X-0.02138
R*=0.9974
0.0
0 100 200 300 400 500

Pressure (mbar)

10
. CO2@273K Selectivity: CO2/N2
o N2@273K 273K:37.9 -
8- s CO2@303K J03KT8.6 _out
-
3 v N2@303K | -
S 61 o
o)
g .'-" “A“‘
=4 F aaka®
o - akA
= -~ aad®
o o okt
n 2 o e
© W Ak
< ."‘A"
v o @8
0{ Gmwmo st sssstITssey v
T T T T T T
0 200 400 600 800 1000 1200

Pressure (mbar)

Fig. S20 CO,/N, selectivities for Azo-CPP-5 calculated using the Henry’s Law

constants in the linear low pressure range (0~100 mbar). Due to the very low

adsorption of N, at 303 K in the range of 0~100 mbar, the data from 100 to 500 mbar

were used instead.
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Fig. S21 CO,/N; selectivities for Azo-CPP-6 calculated using the Henry’s Law
constants in the linear low pressure range (0~100 mbar). Due to the very low
adsorption of N, at 303 K in the range of 0~100 mbar, the data from 100 to 500 mbar

were used instead.
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Fig. S22 CO,/N, selectivities for Azo-CPP-7 calculated using the Henry’s Law

constants in the linear low pressure range (0~150 mbar).



