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Figure S1. 202.5 MHz 3P {*H} NMR spectral data of samples taken at different time intervals in the room

temperature UV-irradiation of 32+ in CD;CN.

Figure S2. 500 MHz 'H NMR spectral data of samples taken at different time intervals in the room
temperature UV-irradiation of 3%+ in CD;CN.

Figure S3. 202.5 MHz 3P {H} NMR spectral data of samples taken at different time intervals in the room
temperature UV-irradiation of 4%+ in CD;CN.

Figure S4. 500 MHz *H NMR spectral data of samples taken at different time intervals in the room
temperature UV-irradiation of 4%* in CD;CN.

Figure S5. 202.5 MHz 3!P {1H} NMR spectral data of samples taken at different time intervals in the room
temperature UV-irradiation of 5%* in CD;CN.

Figure S6. 500 MHz 'H NMR spectral data of samples taken at different time intervals in the room
temperature UV-irradiation of 5%* in CD;CN.

Figure S7. 202.5 MHz 3P {*H} NMR spectral data of samples taken at different time intervals in the
heating of 3% in CD;CN (no reaction occurred).

Figure S8. 500 MHz 'H NMR spectral data of samples taken at different time intervals in the heating of
32* in CD3CN (no reaction occurred).

Figure S9. 202.5 MHz 3P {*H} NMR spectral data of samples taken at different time intervals in the
heating of 42* in CD5CN.

Figure $10. 500 MHz *H NMR spectral data of samples taken at different time intervals in the heating of
4% in CD5CN.

Figure S11. 202.5 MHz 3!P {*H} NMR spectral data of samples taken at different time intervals in the
heating of 52* in CD;CN.

Figure $12. 500 MHz *H NMR spectral data of samples taken at different time intervals in the heating of
52+ in CD;CN.

Figure S13. Displacement ellipsoid plot (50%) of 5(BF,), showing the full disordered model of 52* and the
crystallographically unique BF,~.

Figure S14. Displacement ellipsoid plot (50%) of 7(BF,).
Figure S15. Space filling diagram of 52*.,

Figure $16. UV-vis spectrum of [RegSeg(PEts)s(2-methyloxazine)](SbFg), (5(SbFs),) in CH;CN with a
concentration of 1.58x10> M.
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Figure S1. 202.5 MHz 3P {*H} NMR spectral data of samples taken at different time intervals in
room temperature the UV-irradiation of 3%* in CD;CN.
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Figure S2. 500 MHz *H NMR spectral data of samples taken at different time intervals in the
room temperature UV-irradiation of 3%* in CD;CN.
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Figure S3. 202.5 MHz 3P {1H} NMR spectral data of samples taken at different time intervals in room
temperature the UV-irradiation of 4%* in CD5CN.
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Figure S4. 500 MHz *H NMR spectral data of samples taken at different time intervals in the room
temperature UV-irradiation of 4%* in CD5CN.
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Figure S5. 202.5 MHz 3P {*H} NMR spectral data of samples taken at different time intervals in the room
temperature UV-irradiation of 5%* in CD;CN.
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Figure S6. 500 MHz *H NMR spectral data of samples taken at different time intervals in the room
temperature UV-irradiation of 52* in CD;CN.
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Figure S7. 202.5 MHz 3!P {H} NMR spectral data of samples taken at different time intervals in
the heating of 3%* in CD;CN (no reaction occurred).
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Figure S8. 500 MHz *H NMR spectral data of samples taken at different time intervals in the heating
of 32* in CD;CN (no reaction occurred).
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Figure S9. 202.5 MHz 3P {*H} NMR spectral data of samples taken at different time intervals in the
heating of 42* in CD;CN.
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Figure $10. 500 MHz 'H NMR spectral data of samples taken at different time intervals in the heating
of 4% in CD5CN.
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Figure S11. 202.5 MHz 3!P {{H} NMR spectral data of samples taken at different time intervals in the
heating of 52* in CD;CN.
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of 52+ in CD5CN.

Figure S12. 500 MHz *H NMR spectral data of samples taken at different time intervals in the heating
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Figure S14. Displacement ellipsoid plot (50%) of 7(BF,).
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Figure S15. Space filling diagram of 5%*.
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Figure S16. UV-vis spectrum of [Re¢Ses(PEt;)s(2-methyloxazine)](SbFs), (5(SbF¢),) in CH3CN with a

concentration of 1.58x10° M.
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