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Figure S1: '"H NMR, 3C NMR, ESI-MS, and crystal structure spectra of the probe.
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The 'H NMR (300MHz) spectra of the probe in DMSO
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The 3C NMR (75 MHz) spectra of the probe in DMSO
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ESI-MS of the probe:HRMS (ESI-TOF) m/z: [probe— 21 + CH;0H]*Calcd for C53H37N,0 477.29, Found 477.08

Note: Probe 1 losestwo I in the process of ionize, and form a molecule with two positive charges which is easily

to capture a methanol molecule. Therefore, we observed the peak is 477.08 m/z on the ESI-MS.



Figure S2: The UV—vis and fluorescence titration spectra of ME and MPA
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Figure S2: (a)UV-vis spectra of the probe (5 uM) with ME(2-Mercaptoethanol)(110uM)in HEPES: DMF = 1:1 (V/V
pH=7.0)(b)Fluorescence spectra of probe (15uM) with ME (440uM)in HEPES: DMF = 1:1 (V/V pH=7.0)(4ex = 450 nm, slit: 5.0
nm/5.0 nm)(c)UV-vis spectra of the probe (5 uM) withMPA (Mercaptopropionc Acid) (100uM) in HEPES: DMF = 1:1 (V/V
pH=7.0)(d)Fluorescence spectra of probe (15uM) with MPA (360uM) in HEPES: DMF = 1:1 (V/V pH=7.0)(Aex = 450nm, slit: 5.0

nm/5.0 nm).



Figure S3: The UV—visand fluorescence titration spectra of GSH and Cys
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(c) Figure S3:(a) UV-vis spectra of the probe (5 uM) with Cys(375uM) in HEPES: DMF = 1:1 (V/V pH=7.0) (b)Fluorescence
spectra of probe (15uM) with Cys (700uM) in HEPES: DMF = 1:1 (V/V pH=7.0) (Aex = 450 nm, slit: 5.0 nm/5.0 nm) (c¢) UV—
vis spectra of the probe (5 uM) withGSH (90uM) in HEPES: DMF = 1:1 (V/V pH=7.0) (d) Fluorescence spectra of probe
(15uM) with GSH (280pM) in HEPES: DMF = 1:1 (V/V pH=7.0) (1ex = 450nm, slit: 5.0 nm/5.0 nm).



Figure S4:The detection limits of Cys and GSH
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Figure S5:Kinetic study of the response of the probe to Hey, Cys and GSH at 25°C
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Figure S5: Time-dependent fluorescence of probeat 545 nm in the presence of 1 equivHcy(a), GSH (b) andCys (c).

Figure S6: Choice of pH range for the measurements
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Figure S6: The fluorescence intensity of probeat 545 nm in the absence and presence of Hey under different pH (15pmol/Lprobe
in HEPES: DMF = 1:1 (V/V pH=7.0); ex = 450 nm; Slit: Snm/S nm).



Figure S7:NMR spectra of probe and probe-ME
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Figure S8: ESI-MS spectra of the probe-ME adduct
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Figure S9: Cellular Imaging about GSH

Figure S9: Confocal fluorescence images of HepG2 cells: (A) Fluorescence image of HepG2 cells incubated with 15 pmol/L probe
after pretreated with NEM (20umol/L) for 30 min at 37°C and its bright field image (C). (B) Fluorescence image of HepG2 cells
incubated with 15 pmol/L probe and 200 umol/L. GSH for 30 min at 37°C and its bright field image (D).



