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Fig S1 (top) Photo of H,0, test strips which indicate formation of H,0, in the
reaction mixtures of 4 and 5 (6.6 x 10 M) in CHsCN upon exposure to visible light
(419 nm). For each set the left strip is the compound in CH3CN prior to
illumination. The center are right strips are following illumination for 12 and 24
min, respectively. The appearance of the blue color indicates H,0, formation in
the reaction of 5.
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Fig S2 ESI-MS of doubly 20 labeled 7 ([IMH*] = m/z 296) produced upon illumination of 5 with 419 nm
light in the presence of 20,.
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Fig S3 'H NMR features of a solution of 5 in wet CDsCN illuminated (465 nm) at ~35 °C under O.
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Fig S4 *H NMR spectra of 6 (9 x 10 M) in CDsCN upon addition of H,0; (10 eq, 30% solution in water) and
illumination at 419 nm. (top) Full *H NMR spectra; (bottom) features in the aromatic region of each
spectrum. (a) 6 in CD3CN; (b) 6 + H20,, 15 min illumination; (c) 6 + H202, 30 min illumination; (d) 6 + H,0,, 45

min illumination. The broad resonance centered at ~8.6 ppm is due to th

e presence of H,0,.



D,0O Jt CD3CN
1
d) A ..AM J‘k .\ ]
c
) ulMWuJ Y . ’J\ n |
b L
a) 1,
|l L
130 120 110 100 90 80 70 60 50 40 30 20 10 00
ppm
d) JAII,\;
) A \ M ,.,J‘Muwww“' ™ M
c) nm‘ﬂ
\ ‘JL.,,...,..'LJW‘MWJW‘”’M"WIU”'MAV ¥ lm.ﬁ'wl
f‘
b) " JAU‘ w\wwfll ﬂ IM’N‘ lw*\)"v'.'«w" ‘L“M .l\ A |
) T
4“ ") U\U.'J ‘.. }M ‘J ' | -

--------------------------------------

101 99 97 95 93 91 89 87 85 83 81 79 77 75 73 71 69 6.7 6.5 |
ppm

Fig S5 (Top) *H NMR spectra of 6 in CDsCN (7.7 x 10* M (a)) and upon treatment with D,0 (10 eq, (b))
at room temperature. Spectra (c) and (d) show changes that occur due to (c) the solution remaining
at room temperature for 24 h under air, and (d) upon subsequent illumination of the solution for 15

min (419 nm)). (Bottom) Expanded views of the aromatic region of (a) — (d).



