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Figure S1. "H-NMR spectrum of adduct EtsN-Al(CeF5)s.
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Figure S2. 3C-NMR spectrum of adduct EtsN-Al(CeFs)s.
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Figure S3. "’F-NMR spectrum of adduct EtsN-Al(CsFs)s.
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Figure S4. 'H-NMR spectrum of adduct TMP- A1(C6F>5)s.
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Figure S5. 3C-NMR spectrum of adduct TMP- Al(CeFs)s.
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Figure S6. "F-NMR spectrum of adduct TMP-Al(CeF5s)s.
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Figure S7. 'H-NMR spectra (CDCI3) of polymerization of y}MMBL by Ets:N/B(CsFs)3 with
a ratio of 800:2:1 extracted at 10, 30, 60 min.
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Figure S8. 'H-NMR spectra (CDCl3) of polymerization of yMMBL by EtsN/AI(CsFs)3 with
a ratio of 800:2:1 extracted at 10, 30 min.
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Figure S9. '"H-NMR spectra (CDCls) of polymerization of }MMBL by TMP/B(CsFs)3 with
a ratio of 1600:2:1 extracted at 1, 2, 3 min.
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Figure S10. '"H-NMR spectra (CDCIs) of polymerization of yMMBL by TMP/AI(CsF5)3
with a ratio of 1600:2:1 extracted at 1, 2, 3 min.
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Figure S11. '"H-NMR spectrum in CD2Clz of a stoichiometric reaction between of EtsN
and B(CeF5)s.
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Figure S12. 'H-NMR spectrum in CD2Clz of a stoichiometric reaction between of Et3N,
B(CsFs)3 and yYMMBL.
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Figure S13. '"H-NMR spectrum in CsDs of a stoichiometric reaction between of Et3N,
Al(CeFs)3 and yMMBL.
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Figure S14. 'H-NMR spectrum in CD2Clz of a stoichiometric mixture of EtsN, B(CeFs)3
and MMA.
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