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Scheme S1. Synthesis of Compound 1.

Scheme S2. Synthesis of Compound 2.

Figure S1. (a) *H and (b) *C NMR spectra of compound 1.

Figure S2. (a) *H and (b) *C NMR spectra of compound 2.

Figure S3. *C NMR spectra of (a) VPOSS-PS-VPOSS and (b) DPOSS-PS-DPOSS. The asterisks
indicate the resonance peaks from the solvent carbons and the triangle denotes the peaks from vinyl
carbons.

Figure S4. FT-IR spectra of (a) N3-PS-N3 (black curve), (b) VPOSS-PS-VPOSS (brown curve), and (c)
DPOSS-PS-DPOSS (green curve).

Figure S5. MALDI-TOF MS spectrum of VPOSS-PS-VPOSS obtained in reflection mode with isotopic
resolution. The inset shows the full spectrum.

Figure S6. 1*C NMR spectra of (a) 2PS-2Br, (b) 2PS-2Ns, (c) 2VPOSS-2PS, and (d) 2DPOSS-2PS. The
asterisks indicate the resonance peaks from the solvent carbons and the triangle denotes the peaks from
vinyl carbons.

Figure S7. FT-IR spectra of (a) PS-N3 (black curve), (b) 2PS-2Br (red curve), (c) 2PS-2N3 (blue curve),
(d) 2VPOSS-2PS (brown curve), and (e) 2DPOSS-2PS (green curve).

Figure S8. *C NMR spectra of (a) PS-3Br, (b) PS-3Ns, (c) 3VPOSS-PS, and (d) 3DPOSS-PS. The
asterisks indicate the resonance peaks from the solvent carbons and the triangle denotes the peaks from
vinyl carbons.

Figure S9. FT-IR spectra of (a) PS-N3 (black curve), (b) PS-3Br (red curve), (c) PS-3N3 (blue curve), (d)
3VPOSS-PS (brown curve), and (e) 3DPOSS-PS (green curve).
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Scheme S1. Synthesis of Compound 1.
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Scheme S2. Synthesis of Compound 2.
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Figure S1. (a) *H and (b) *C NMR spectra of compound 1.
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Figure S2. (a) *H and (b) *C NMR spectra of compound 2.
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Figure S3. *C NMR spectra of (a) VPOSS-PS-VPOSS and (b) DPOSS-PS-DPOSS. The asterisks indicate
the resonance peaks from the solvent carbons and the triangle denotes the peaks from vinyl carbons.
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Figure S4. FT-IR spectra of (a) N3-PS-N3 (black curve), (b) VPOSS-PS-VPOSS (brown curve), and (c)
DPOSS-PS-DPOSS (green curve).
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Figure S5. MALDI-TOF MS spectrum of VPOSS-PS-VPOSS obtained in reflection mode with isotopic
resolution. The inset shows the full spectrum.
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Figure S6. *C NMR spectra of (a) 2PS-2Br, (b) 2PS-2N3, (c) 2VPOSS-2PS, and (d) 2DPOSS-2PS. The
asterisks indicate the resonance peaks from the solvent carbons and the triangle denotes the peaks from vinyl

carbons.
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Figure S7. FT-IR spectra of (a) PS-N3 (black curve), (b) 2PS-2Br (red curve), (c) 2PS-2N3 (blue curve), (d)
2VPOSS-2PS (brown curve), and (e) 2DPOSS-2PS (green curve).
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Figure S8. 3C NMR spectra of (a) PS-3Br, (b) PS-3Ns, (c) 3VPOSS-PS, and (d) 3DPOSS-PS. The asterisks
indicate the resonance peaks from the solvent carbons and the triangle denotes the peaks from vinyl carbons.
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Figure S9. FT-IR spectra of (a) PS-N3 (black curve), (b) PS-3Br (red curve), (c) PS-3N3 (blue curve), (d)
3VPOSS-PS (brown curve), and (e) 3DPOSS-PS (green curve).



