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1. Figure S1

BODIPYs B1-3 (Figure S1) were synthesized according to literature procedures.'

Compounds 3a-h (Figure S1) are commercial reagents.

Ar = mesityl CHO
R Gﬁ oo CHO _~_CHO
YO
F F
R=H, B2 3e 3f 3g 3h
R=1,B3

Figure S1. Chemical structure of BODIPY's B1-3 and various aldehydes 3a-h
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2. Photophysical properties

2.1 Table S1: Photophysical properties of 1j and 4 in different solvents at room
temperature.

dyes solvent ™ (c:absmai ™ ol SS (em™)e
(nm) M em ']? (nm)

cyclohexane 549 184800 558 0.310 290

Toluene 551 166300 563 0.300 390

1j THF 548 163500 562 0.280 450
CH3;CN 545 166200 557 0.097 400

DMSO 551 141500 563 0.093 390
cyclohexane 638 90400 651 0.077 310

Toluene 649 155600 678 0.380 660

4 THF 645 140500 691 0015 820
CH3CN 644 123300 717 0.007 1600

DMSO 657 123400 726 0.005 1450

aMolar absorption coefficient values rounded to the nearest 100 M~ cm!.
Fluorescence quantum yields determined using Rhodamine B (®= 0.49 in ethanol) as reference.
°Stokes shift values rounded to nearest 10 cm™.
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Figure S2. Absorption (left) and fluorescence emission (right) spectra of 1j recorded
in different solvents (excitation at 500 nm).
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Figure S3. Absorption (left) and fluorescence emission (right) spectra of 4 recorded
in different solvents (excitation at 600 nm).
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2.2 UV-Vis absorption and fluorescence emission spectra in CH2Cl..
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Figure S4. Absorption (a) and fluorescence emission (b) spectra of 1a recorded in
CH>Cl; (excitation at 500 nm).
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Figure SS. Absorption (a) and fluorescence emission (b) spectra of 1b recorded in
CH2Cl> (excitation at 500 nm).
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Figure S6. Absorption (a) and fluorescence emission (b) spectra of 1e¢ recorded in
CHCl, (excitation at 500 nm).
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Figure S7. Absorption (a) and fluorescence emission (b) spectra of 1d recorded in
CHxCl; (excitation at 500 nm).
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Figure S8. Absorption (a) and fluorescence emission (b) spectra of le recorded in
CH2Cl> (excitation at 500 nm).
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Figure S9. Absorption (a) and fluorescence emission (b) spectra of 1f recorded in
CHCl, (excitation at 500 nm).
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Figure S10. Absorption (a) and fluorescence emission (b) spectra of 1g recorded in
CHxCl; (excitation at 500 nm).
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Figure S11. Absorption (a) and fluorescence emission (b) spectra of 1h recorded in
CH>Cl; (excitation at 500 nm).
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Figure S12. Absorption (a) and fluorescence emission (b) spectra of 1i recorded in

CH2Cl> (excitation at 500 nm).
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Figure S13. Absorption (a) and fluorescence emission (b) spectra of 1j recorded in
CHCl, (excitation at 500 nm).
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Figure S14. Absorption (a) and fluorescence emission (b) spectra of 4 recorded in
CH>Cl; (excitation at 600 nm).
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3. Singlet oxygen generation efficiency

1.2
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Figure S15. (a) Changes in the absorption spectrum of DPBF upon irradiation in the
presence of 2I-BODIPY in toluene (recorded at 5 s intervals). (b) Plot of change in
absorbance of DPBF at 410 nm vs irradiation time in the presence of bisBODIPY 1j
in toluene against 2I-BODIPY as the standard in toluene.
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4. H, 3C NMR and HRMS spectra of all new compounds

"H NMR spectrum of 1a in CDCl;
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"H NMR spectrum of 1b in CDCls
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"H NMR spectrum of 1¢ in CDCls
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"H NMR spectrum of 1d in CDCls
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"H NMR spectrum of 1e in CDCls
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"H NMR spectrum of 1f in CDCls
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"H NMR spectrum of 1g in CDCls
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"H NMR spectrum of 1i in CDCl;
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"H NMR spectrum of 1j in CDCls
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"H NMR spectrum of 4 in CDCls
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HRMS spectra of 1a

253-1#44 RT:0.23 AV:1 NL: 2.61E6
T: FTMS + p ESI Full lock ms [80.0000-1200.0000]

100

607.27997

90

80

604.84564

] 594.83545 \

1 578.84644 592.86346 \
20] \ ‘\
] 584.80615 \ ‘

\ ‘ 610.80493

620.83496

623.20367

[
i

o

636.82617
634.85168 ‘
|

646.83423
644.37134 ’

T T T

575 580

T

585

10 |
586.83691 | | 50862848 ] 618.86212
l|| | ||| | l |
o

I||I||||||| Ll I]
et : .
610 615 620

LB e e e
590 595 600 605
m/z

253-1#18 RT:0.10 AV:1 NL: 1.33E8
T: FTMS + p ESI Full lock ms [80.0000-1200.0000]
100+ 29422171

199.51273

] 325.22745

175.98535

] 219.13567
307 388.39374

607.28015

422.11469 644.37152

/ 71476111
/ ) .

l 565.29181
sobb Adaibon s ) I
P PR R M A e b brrerprrephety

'|'II II
T
625

878.51318

L

630 635

1006.40729

| I|I
LB e e e
640

Ll
645

1191.57410
i

LA B LY B A M RS LA DA AAR AR LA

I T
200 300 400 500 600 700 800

m/z

S21

900

Ak
T T

1000

T

T

T
1100

T

™
1200



HRMS spectra of 1b

253-2#17 RT:0.09 AV:1
T: FTMS + p ESI Full lock ms [80.0000-1200.0000]
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HRMS spectra of 1¢

253-3#20 RT:0.11 AV:1 NL: 2.59E7
T: FTMS + p ESI Full lock ms [80.0000-1200.0000]
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HRMS spectra of 1d

253-4#15 RT:0.08 AV:1 NL: 1.52E7
T: FTMS + p ESI Full lock ms [80.0000-1200.0000]
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HRMS spectra of 1e

253-5#16 RT: 0.09 AV:1 NL: 1.76E7
T: FTMS + p ESI Full lock ms [80.0000-1200.0000]
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HRMS spectra of 1f

253-6#17 RT:0.09 AV:1 NL: 7.83E6
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HRMS spectra of 1g

253-7#17 RT:0.09 AV:1 NL: 1.57E7
T: FTMS + p ESI Full lock ms [80.0000-1200.0000]
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HRMS spectra of 1h

253-8#15 RT:0.08 AV:1

NL: 3.80E7

T: FTMS + p ESI Full lock ms [80.0000-1200.0000]
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HRMS spectra of 1i

253-9#12 RT:0.06 AV:1 NL: 2.26E6
T: FTMS + p ESI Full lock ms [80.0000-1200.0000]
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HRMS spectra of 1j
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HRMS spectra of 4
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