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Figure S1: The synthesis route of ss-diCy5
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Figure S2: The synthesis route of c-diCy5
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Figure S3: 'H NMR spectra of diindole intermediates.
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Figure S4: "H NMR spectra of Methylene diindole quaternary ammonium salt
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Figure S5: HRMS spectra of c-diCy5
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Figure S7: 'H NMR spectra of ss-diCy5
Peking University Mass Spectrometry Sample Analysis Report
Analysis Info
Analysis Name FTICR-19060035_0_L21_000001.d Acquisition Date 7/4/12019 4:38:54 PM
Sample ss-Cy5 Instrument Bruker Solarix XR FTMS
Comment Operator Peking University
Intens. FTICR-19060035_0_L21_000001.d: +MS
x107+ 1+
1+ 1618.42631
161742211 | 1+
| 1619.42626
2.0
1.54 1+
1620.42770
1.0 1+
1621.42968
g 1+
05 1622.43058
1+
1623.43642
1624.44220
0.0 T T T > vl - ™ T T
1610.0 16125 1615.0 1617.5 1620.0 1622.5 1625.0 1627.5 1630.0 miz
[~ FTICR-19060035_0_L21_000001.d: +ViS
Meas. m/z_# lon Formula Score miz_err m] Mean err m] mSigma rdb e~ Conf N-Rule
1617.422111 1 C72H93N6020S8 100.00 1617.420485 1.0 24 89.0 46.0 even ok

Figure S8: HRMS spectra of ss-diCy5
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Synthesis of ss-diNH800cw
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Figure S9: Synthetic route of ss-diNH800CW
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Figure S10: '"H NMR spectra of ss-diNH800CW



Peking University Mass Spectrometry Sample Analysis Report

Analysis Info
Analysis Name
Sample
Comment

FTICR-19060032_0_L15_000002.d
ss-diNH800CW

Acquisition Date
Instrument
Operator

Intens.

7/4/2019 4:12:03 PM
Bruker Solarix XR FTMS
Peking University

x108
4 1854.44588

s A o ) L

FTICR-19060032_0_L15_000002.d: +MS

WMWHW/WVWW\/L

1845 1850 1855 1860 1865 1870 miz

[=—FTICR-19060032_0_L15_000002.d: *MS ]
Meas. m/z_# lon Formula Score m/z__err [ppm] Mean err [ppm] rdb e~ Conf N-Rule
1853.440225 1 (C80H105N6024S10 100.00 1853.438186 -1.1 -25 98.5 52.0 even ok

Figure S11: HRMS spectra of ss- diNH800CW

Peking University Mass Spectrometry Sample Analysis Report

Analysis Info

Analysis Name FTICR-19060033_0_L17_000001.d Acquisition Date

7/4/2019 4:17:20 PM

Sample ss-monoNH800CW Instrument Bruker Solarix XR FTMS
Comment Operator Peking University
Intens. FTICR-19060033_0_L17_000001.d: +MS
x107 1+
1003:24264
1.5
1+
1.04 1004.24619
1+
1005.24154
0.5
1+
1006.23993
1+
1007.23358 10081;8554 10091;9 80
» .294:
00 N A . ) . . 08 2 . lou 31248
1000 1002 1004 1006 1008 1010 1012 miz
[—— FTICR-19060033_0_L17_000001.d: +MS

Meas. m/iz # lon Formula
1003.242641 1 C42H59N4012S6

Score

m/z err [ppm] Mean err [ppm] mSigma
100.00

rdb e Conf N-Rule
1003.244827 22

516 28.0 even ok

Figure S12: HRMS spectra of mono-NH800CW
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Figure S13: MALDI-TOF spectra of ss-diCy5 in GSH solution
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Figure S14: The proposed reactions in ss- diNH800CW GSH solution
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Spectrum Report
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Figure S$S15: MALDI-TOF spectra of ss- diNH800CW in the GSH solution

— ——pH=7.4
© |—™—pH=6.0

0 -

0 50 100 150 200 250 300 350 400

Time (min)

| Figure S16: The fluorescence intensity enhancement of ss-diNH800CW(5 uM) at-the a pH
of 6.0 and 7.4 in the presence of GSH (1.5 mM) in PBS solution (25 °C). Aex = 650 nm.
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