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Figure S1. '"H NMR (300 MHz, DMSO-ds) spectrum of cocrystal [(1,4-bd)-(4,4’-bpe)]x.

Figure S2. '"H NMR (300 MHz, DMSO-ds) spectrum of cocrystal [(1,4-bd)-(4,4-bpe)]n following 55 h of UV-
exposure.

Figure S3. '"H NMR (300 MHz, DMSO-ds) spectrum of isolated rctt-4,4’-tpcb from [(1,4-bd)-(4,4’-bpe)]x.
Figure S4. '"H NMR (300 MHz, DMSO-ds) spectrum of cocrystal [(1,4-bd)-(3,3’-bpe)]x.

Figure S5. '"H NMR (300 MHz, DMSO-ds) spectrum of [(1,4-bd)-(3,3"-bpe)]n following 23 h of UV-exposure.
Figure S6. '"H NMR (300 MHz, CDCls) spectrum of isolated rctt-3,3’-tpcb from [(1,4-bd)-(3,3’-bpe)]n.

Figure S7. Powder X-ray diffractogram of (rctt-3,3’-tpcb)-(H20) (top, blue) compared to the simulated pattern
generated from single-crystal X-ray data (bottom, black).

Figure S8. Powder X-ray diffractograms of [(1,4-bd)-(4,4’-bpe)]. generated through dry grinding (top, black)
compared to simulated from single-crystal X-ray diffraction data (blue). Simulated patterns of pure 1,4-bd and
4,4-bpe reproduced from TELXA][1] and AZSTBBJ[2], respectively.

Figure S9. Powder X-ray diffractograms at 50% catalyst loading of 1,4-bd to generate [(1,4-bd)-(4,4’-bpe)]x (top,
blue) compared to the simulated patters of 1,4-bd (middle, black) and [(1,4-bd)-(4,4’-bpe)]~ (bottom, black).
Simulated pattern of pure 1,4-bd reproduced from TELXAJ[1]

Figure S10. '"H NMR (300 MHz, DMSO-ds) spectra monitoring the photoreactivity of [(1,4-bd)-(4,4’-bpe)]n at 20
mol. % catalyst loading of 1,4-bd over 100 h of UV-exposure. Total UV-exposure time (t) indicated with each
NMR.

Figure S11. Powder X-Ray diffractograms of solid-state catalysis experiments with 20 mol. % loading of 1,4-bd
with 4,4"-bpe.

Figure S12. '"H NMR (300 MHz, CDCls) spectrum of sublimed 1,4-bd.
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Figure S1. '"H NMR (300 MHz, DMSO-ds) spectrum of cocrystal [(1,4-bd)-(4,4’-bpe)]x.
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Figure S2. "H NMR (300 MHz, DMSO-ds) spectrum of cocrystal [(1,4-bd)-(4,4’-bpe)]n following 55 h of UV-
exposure.
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Figure S4. '"H NMR (300 MHz, DMSO-ds) spectrum of cocrystal [(1,4-bd)-(3,3"-bpe)]x.



OO ONOONOTOVONOM——DOO©O < - O N~ wn [=3
MYYONNCCOQOUWYTMONT <=0  « N~ ce @ ©
WOEWWWWMWOWNMMNNNNNNNNNNSO e} < < < el o~
a_ . e [ RV \
g
e b
7N\ 7 \_/ o HOD
d c T
HO f
g
DMSO
‘&
AN ] -
ONO«~ O ~ -~ ™
150 140 130 120 110 100 9.0 X 7. 6.0 5.0 4.0 3.0 2.0 1.0
1 (ppm)

Figure S5. '"H NMR (300 MHz, DMSO-ds) spectrum of [(1,4-bd)-(3,3"-bpe)] following 23 h of UV-exposure.
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Figure S6. '"H NMR (300 MHz, CDCls) spectrum of isolated rctt-3,3’-tpcb from [(1,4-bd)-(3,3’-bpe)]x.
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Figure S7. Powder X-ray diffractogram of (rctt-3,3’-tpcb)-(H20) (top, blue) compared to the simulated pattern
generated from single-crystal X-ray data (bottom, black).
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Figure S8. Powder X-ray diffractograms of [(1,4-bd):(4,4’-bpe)] generated through dry grinding (top, black)
compared to simulated from single-crystal X-ray diffraction data (blue). Simulated patterns of pure 1,4-bd and
4,4-bpe reproduced from TELXA][1] and AZSTBBJ2], respectively.
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Figure S9. Powder X-ray diffractograms at 50% catalyst loading of 1,4-bd to generate [(1,4-bd)-(4,4’-bpe)]x (top,
blue) compared to the simulated patters of 1,4-bd (middle, black) and [(1,4-bd)-(4,4’-bpe)]n (bottom, black).
Simulated pattern of pure 1,4-bd reproduced from TELXA]J[1]
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Figure S10. '"H NMR (300 MHz, DMSO-ds) spectra monitoring the photoreactivity of [(1,4-bd)-(4,4’-bpe)]n at 20
mol. % catalyst loading of 1,4-bd over 100 h of UV-exposure. Total UV-exposure time (t) indicated with each
NMR.
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Figure S11. Powder X-Ray diffractograms of solid-state catalysis experiments with 20 mol. % loading of 1,4-bd

with 4,4"-bp
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Figure S12. '"H NMR (300 MHz, CDCls) spectrum of sublimed 1,4-bd.
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