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Scheme 1 Synthetic route of ICy-N
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Figure S1 (a) Transmission electron microscope (TEM) imaging of ICy-N in water. (b) UV-Vis
spectra of ICy-N in PBS (10 mM, pH = 7.4) during 6 h at a concentration of 5 uM.
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Figure S2 Photodegradation curves of DPBF and linear fit of Absorbance at 415 nm with MB
under 660 nm light irradiation.
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Figure S3 Photodegradation curves of DPBF and linear fit of Absorbance at 415 nm with ICy-N
under 660 nm light irradiation.
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Figure S4 Photodegradation curves of DPBF and linear fit of Absorbance at 415 nm with ICy-OH
under 660 nm light irradiation.

PS Slope D,

MB -1.04x1072 57%
ICy-N -1.31x10* 0.72%
ICy-OH -2.93x104 1.80%

Table S1 Singlet oxygen quantum yield of MB, ICy-N and ICy-OH
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Figure S5 'O, production characterize with (a) SOSG and (c) EPR. O2- production characterize
with (b) DHE and (d) EPR.
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Figure S6 MCF-7 cells stained with MitoTracker Green FM and ICy-N before and after the
treatment of 20 uM CCCP for 30 min.
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Figure S7 (a) Reactive oxygen species production in MCF-7 cells. (b) Average Fluorescence
emission intensities of (a).
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Figure S8 Confocal microscopy imaging of Annexin V - FITC and PI stained 4T1 cells after
different treatments. The green channel of Annexin V - FITC was excited at 488 nm and collected
at 500-550 nm; The red channel of PI was excited at 488 nm and collected at 500-550 nm.
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Figure S9 JC-1 assay for MCF-7 cells treated with ICy-N with or without 660 nm light
irradiation. The green channel was excited at 488 nm and collected at 510-550nm, the red
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channel was excited at 561 nm and collected at 570-610 nm.
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Figure S10 Observation of morphological change MCF-7 cells after different treatments and
irradiated with 635 nm laser for 1 min Red arrows represent vesicles observed.
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Figure S11 Flow cytometry assay of MCF-7 cells stained with PI. (a-b) Cells were treated with
light only. (c-d) Cells were stained with 2.5 pM ICy-OH and irradiated with 660 nm light for 5
mins. The samples were excited at 561 nm and collected at 590-640 nm.
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Figure S12 Relative tumor volume (a) and body weight of mice (b) after different treatments.
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Figure S13 Photo of 4T1 tumor bearing mice from different groups after 14 days of treatments.
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Figure S14 H&E staining of organs from PBS group and PDT group after 14 days of treatment.
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Figure S15 "H NMR of 1
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Figure S16 ESI-MS of 1

10



155000
150000
I 145000
/
[ N L40000
135000
130000
125000
120000
115000
110000
L5000
v_dw,JLAJA____,‘,AJ L Lo
R f L 1
ow o I~ <
[=eNa] o] -
e o~ o F-5000
80 75 70 65 60 55 50 45 40 35 30 25 20 15 10 05 00
1 (ppm)
Figure S17 '"H NMR of 2
20170605-XF-M285 #41-47 RT: 0.08-0.10 AV:7 SB: 5 0.25-0.26 NL: 3.45E5
T: ITMS + ¢ ESI Full ms [120.00-600.00]
286.05
100
95;
90%
85;
80;
757
707
65%
60;
Q =
g 7
3 554
S |
£ 50
N
T 457
g 453
o |
40
35;
307
25%
20%
15;
10;
3 160.07 437.30
5 5. 24218 27439 20809 31543 36039
E 156.89 214.82 - 8- - 443.34
PE "*1“” ‘ wa}-@g e A O T MMt i OO s HA A A SO
150 200 250 300 350 400 450 500 550 600

miz

Figure S18 ESI-MS of 2
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Figure S19 '"H NMR of 3
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Figure S22 '"H NMR of 6
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Figure S24 "H NMR of ICy-OH

14



20170607-XF-M524 #17-25 RT: 0.05-0.06 AV:9 SB:7 0.01-0.03 NL: 7.20E5
T: [TMS + ¢ ESIFull ms [120.00-1000.00]
524.23

O @ & N N ® ®m © © 9o
o o O o o o ;o o a O

Relative Abundance
o
o
v T b T Tt T T T s vl Tv e e T e T e T T e

45
40
35
30
25
20
15
10 835.27
5 310.31 338.36
o %09 apear a0z |y f - SR dsazo 49352 ] G026 ser20 | 65020 es141 72628 77936 85119 889.59 95019 990.59
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
260 360 460 560 6(‘)0 760 860 960 1Ub0
m/z
Figure S25 ESI-MS of ICy-OH
£ 7500
7000
L6500
6000
Iy J / J
5000
NO, L4500
4000
3500
3000
L2500
2000
L1500
1000
Il Il A L LI,
SIS E BB D DR ¥ L & S Fo &
258885388 3 & & 3 88 § L .500
T T O OO0« O ~— ~— ~— < AN W0 [52]
o e-oe°oce - - -y e e
85 80 75 70 65 60 55 50 35 30 25 20 15 10 05 00

Figure S26 "H NMR of ICy-N
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Figure S27 3C NMR of ICy-N
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