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Fig. S1 1H NMR spectrum of compound AT3N.
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Fig. S2 1H NMR spectrum of compound AT3DI

Fig. S3 EA of compound AT3DI.
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Fig. S4 1H NMR spectrum of compound BP3N.

Fig. S5 1H NMR spectrum of compound BP3DI.
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Fig. S6 EA of compound BP3DI.

Fig. S7 TGA of AT3DI and BP3DI.
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Fig. S8 DSC of AT3DI.

Fig. S9. 1D WAXD and POM of AT3DI at 150 °C.
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Fig. S10 POM of BP3DI at different phase.

Fig. S11 2D WAXD of uniaxially oriented BP3DI in the K2 phase.
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Fig. S12 2D WAXD of uniaxially oriented BP3DI in the LC phase.

Fig. S13 1D WAXD of AT3DI after photopolymerization at room temperature.
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Fig. S14 Gelation ability of AT3DI and BP3DI in various organic solvents. aconcentration of 
diacetylene monomer = 0.5 wt%; bS = soluble; cI = insoluble; dG = gel; eP = precipitate.

Fig. S15 SEM of freeze-dried AT3DI gel before and after photopolymerization.
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Fig. S16 Macroscopic images of sol state of 0.5 wt% AT3DI in toluene at 70 °C.


