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Figure S1. 'H-NMR spectrum of compound 1 in D,0.
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Figure S2. ESI-MS spectrum of compound 1, negative mode in methanol.
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Figure S3. 'H-NMR spectrum of compound 6 in DMSO-d.
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Figure S4. ESI-MS spectrum of compound 6, negative mode in methanol.
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Figure S5. 'H-NMR spectrum of compound 7 in DMSO-dg.
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Figure S6. ESI-MS spectrum of compound 7, negative mode in methanol.
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Figure S7. 'H-NMR spectrum of compound 8 in DMSO-d.
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Figure S8. ESI-MS spectrum of compound 8, negative mode in methanol.
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Figure S9. 'H-NMR spectrum of compound 9 in DMSO-d.
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Figure S11. 'H-NMR spectrum of compound 10 in DMSO-d.
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Figure S12. ESI-MS spectrum of compound 10, negative mode in methanol.
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Figure S14. ESI-MS spectrum of compound 11, negative mode in methanol.
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. -Q1: 53 MCA scans from Sample 1 (TuneSamplelD) of MT20200525162836.wiff (Turbo Spray) Max. 3.1e5 cps.
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Figure S30. ESI-MS spectrum of complex OH4C, negative mode in methanol.
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. -Q1: 97 MCA scans from Sample 1 (TuneSamplelD) of MT20200526150429.wiff (Turbo Spray)
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Figure S35. ESI-MS spectrum of complex OH6C, negative mode in methanol.
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. -Q1: 63 MCA scans from Sample 1 (TuneSamplelD) of MT20200526151032.wiff (Turbo Spray)
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Figure S40. ESI-MS spectrum of complex OH8C, negative mode in methanol.
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. -Q1: 40 MCA scans from Sample 1 (TuneSamplelD) of MT20190916141507 . wiff (Turbo Spray)
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Figure S42. ESI-MS spectrum of compound 15, negative mode in methanol.
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. +Q1: 31 MCA scans from Sample 1 (TuneSamplelD) of MT20200610180333.wiff (Turbo Spray)
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Figure S44. ESI-MS spectrum of compound 20, positive mode in methanol.
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. -Q1: 32 MCA scans from Sample 1 (TuneSamplelD) of MT20190917142529.wiff (Turbo Spray) Max. 2.8e6 cps
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Figure S46. ESI-MS spectrum of compound 21, negative mode in methanol.
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. -Q1: 48 MCA scans from Sample 1 (TuneSamplelD) of MT20191008170944 wiff (Turbo Spray) Max. 1.3e7 cpsi
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Figure S48. ESI-MS spectrum of compound 22, negative mode in methanol.
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Figure S49. 'H-NMR spectrum of compound 23 in DMSO-d.
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. -Q1: 50 MCA scans from Sample 1 (TuneSamplelD) of MT20191008171403.wiff (Turbo Spray)
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Figure S50. ESI-MS spectrum of compound 23, negative mode in methanol.
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. -Q1: 25 MCA scans from Sample 1 (TuneSamplelD) of MT20200611162303.wiff (Turbo Spray)
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Figure S52. ESI-MS spectrum of compound 24, negative mode in methanol.
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. +Q1: 0.168 min from Sample 1 (TuneSamplelD) of MT20190923200950.wiff (Turbo Spray) Max. 4.7e6 cps.
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Figure S54. ESI-MS spectrum of compound 25, positive mode in methanol.
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. +Q1: 7 MCA scans from Sample 1 (TuneSamplelD) of MT20191014141836.wiff (Turbo Spray) Max. 2.8e7 cps.
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Figure S56. ESI-MS spectrum of compound 26, positive mode in methanol.
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. +Q1: 7 MCA scans from Sample 1 (TuneSamplelD) of MT20191014142226.wiff (Turbo Spray) Max. 3.5e7 cps.
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Figure S58. ESI-MS spectrum of compound 27, positive mode in methanol.
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Figure S61. "F-NMR spectrum of complex AC3C in DMSO-dg.

-146.0

65



3000

—1953.6

2500

~2000

~1500

~1000

-500

~-1000

+-1500

~-2000

1950 1910 1870 1830
f1 (ppm)

2070 2030 1990
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. -Q1: 32 MCA scans from Sample 1 (TuneSamplelD) of MT202006 12195604 . wiff (Turbo Spray) Max. 1.3e7 cps
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Figure S63. ESI-MS spectrum of complex AC3C, negative mode in methanol.
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Figure S66. "F-NMR spectrum of complex AC4C in DMSO-dg.
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Figure S68. ESI-MS spectrum of complex AC4C, negative mode in methanol.
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Figure S69. 'H-NMR spectrum of complex AC6C in DMSO-ds.
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Figure S70. *C-NMR spectrum of complex AC6C in DMSO-d.
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Figure S72. '>Pt-NMR spectrum of complex AC6C in DMSO-d.
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Figure S73. ESI-MS spectrum of complex AC6C, negative mode in methanol.
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Figure S75. *C-NMR spectrum of complex AC8C in DMSO-d.

6500

~6000

+5500

~5000

~4000

~3500

+3000

2500

+2000

~1500

79



TN D)

OMOOoM

e o

SRR TS ~300

2
-250
-200
150
~100

HN_ | ©
\,
/F>ti
HNT | o -50

o o)
T
WL o
--50
--100
150
-135 -137 -139 -141 -143 -145 -147 -149 -151
f1 (ppm)

Figure S76. "F-NMR spectrum of complex AC8C in DMSO-dg.
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Figure S78. ESI-MS spectrum of complex AC8C, negative mode in methanol.
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Figure S79. Purity of complexes OH2C-OH8C and AC2C-AC8C, determined by HPLC. HPLC

condition: 0 -3 - 16 -17 - 20 min, 10 - 50 - 63 - 10 - 10% acetonitrile with 0.1% HCOOH. Flow

rate: 1 mL/min. wavelength: 504 nm.
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Figure S80. Absorbance and emission of the BODIPY ligand. 10 uM compound was dissolved in

PBS buffer (pH 7.4) with 1% DMF. Ex =470 nm.
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Figure S81. Molar extinction coefficients of complexes OH2C-OHS8C. 10, 8, 6, 4, and 2 uM of

compounds were dissolved in PBS buffer (pH 7.4) with 1% DMF. The absorbances were recorded

by a UV-Vis spectrophotometer. The maximum absorbances at each concentration were plotted

with the concentrations of complexes.
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Figure S82. Molar extinction coefficients of complexes AC2C-AC8C. 10, 8, 6, 4, and 2 uM of

compounds were dissolved in PBS buffer (pH 7.4) with 1% DMF. The absorbances were recorded

by a UV-Vis spectrophotometer. The maximum absorbances at each concentration were plotted

with the concentrations of complexes.
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Figure S83. Stability of complexes OH2C-OHS8C in PBS buffer (pH 7.4) at 37 °C in the dark.
HPLC condition: 0 -3 -16 - 17 - 20 min, 10 - 50 - 63 - 10 - 10% acetonitrile with 0.1% HCOOH.

I mL/min. wavelength: 504 nm.
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Figure S84. Stability of complexes AC2C-AC8C in PBS buffer (pH 7.4) at 37 °C in the dark.

HPLC condition: 0 -3 -16 - 17 - 20 min, 10 - 50 - 63 - 10 - 10% acetonitrile with 0.1% HCOOH.

I mL/min. wavelength: 504 nm.
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Figure S85. a. HPLC results of 10 uM complexes OH2C-OHS8C in PBS buffer (pH = 7.4) with 1
mM sodium ascorbate in the dark at 37 °C. b. HPLC results of 10 uM complexes AC2C-AC8C in
PBS buffer (pH = 7.4) with 1 mM sodium ascorbate in the dark at 37 °C. c. HPLC results of 10
uM complexes OH2C-OHS8C under white light (2 mW/cm?) in PBS buffer (pH = 7.4) with | mM
sodium ascorbate. d. HPLC results of 10 pM complexes AC2C-AC8C under white light (2

mW/cm?) in PBS buffer (pH = 7.4) with 1 mM sodium ascorbate.
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Figure S86. Reduction of complexes OH2C-OHS8C in PBS buffer (pH 7.4) with I mM sodium
ascorbate (NaAsc) at 37 °C in the dark. HPLC condition: 0 - 3 - 16 - 17 - 20 min, 10 - 50 - 63 - 10

- 10% acetonitrile with 0.1% HCOOH. 1 mL/min. wavelength: 504 nm.
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Figure S87. Reduction of complexes AC2C-AC8C in PBS buffer (pH 7.4) with 1 mM sodium
ascorbate (NaAsc) at 37 °C in the dark. HPLC condition: 0 - 3 - 16 - 17 - 20 min, 10 - 50 - 63 - 10

- 10% acetonitrile with 0.1% HCOOH. 1 mL/min. wavelength: 504 nm.
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Figure S88. Photoactivation of complexes OH2C-OHS8C under white light (2 mW/cm?) in PBS

buffer (pH 7.4). HPLC condition: 0 - 3 - 16 - 17 - 20 min, 10 - 50 - 63 - 10 - 10% acetonitrile with

0.1% HCOOH. 1 mL/min. wavelength: 504 nm.
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Figure S89. Photoactivation of complexes AC2C-AC8C under white light (2 mW/cm?) in PBS

buffer (pH 7.4). HPLC condition: 0 - 3 - 16 - 17 - 20 min, 10 - 50 - 63 - 10 - 10% acetonitrile with

0.1% HCOOH. 1 mL/min. wavelength: 504 nm.
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Figure S90. Photoactivation of complexes OH2C-OHS8C under white light (2 mW/cm?) in PBS
buffer (pH 7.4) with 1 mM sodium ascorbate (NaAsc). HPLC condition: 0 - 3 - 16 - 17 - 20 min,

10 - 50 - 63 - 10 - 10% acetonitrile with 0.1% HCOOH. 1 mL/min. wavelength: 504 nm.
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Figure S91. Photoactivation of complexes AC2C-AC8C under white light (2 mW/cm?) in PBS

buffer (pH 7.4) with 1 mM sodium ascorbate (NaAsc). HPLC condition: 0 - 3 - 16 - 17 - 20 min,

10 - 50 - 63 - 10 - 10% acetonitrile with 0.1% HCOOH. 1 mL/min. wavelength: 504 nm.
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Table S1. Cellular accumulation of 10 uM complexes carboplatin, OH2C-OHS8C, and AC2C-

ACS8C in A2780 cells.

OH2C

OH3C
OH4C
OH6C
OHS8C
AC2C
AC3C
AC4C
AC6C
ACS8C

Carboplatin

26.5+2.5
66.0 + 6.0
44.1+3.9
52.6+1.9
573+£2.8
23.8+3.7
48.1+4.0
34.0+4.7
33.3+34
31.1£2.6

133+1.0
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Table S2. ICs, (uM) of complexes carboplatin, OH2C-OHS8C, and AC2C-AC8C in A2780 cells.

OH2C > 100 >100
OH3C 43.9+5.2 69.8+4.9
OH4C 483 +2.0 74.8 +£8.2
OH6C 76.8+9.9 >100
OHS8C > 100 >100
AC2C 66.6 £ 7.0 >100
AC3C 43.8+3.9 >100
AC4C 88.6 £ 15.7 >100
AC6C > 100 >100
AC8C > 100 >100
Carboplatin 104 +11.1 106.6 + 8.4

Cells were treated with complexes carboplatin, OH2C-OH8C, and AC2C-ACS8C at different
concentrations for 12 h before irradiation under white light (2 mW/cm?) (+) or keep in the dark (-)

for 30 min and then incubation in fresh media for another 72 h.
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