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Table S1 Fluorescent probes based on TPE ligands for the selective detection of biothiols (individually or in pairs)
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Fig.S2 (a) Absorption spectra of probe (10 pM) upon addition of increasing concentrations of Cys
(0—400 uM) in CH;CN/phosphate buffer (3:7 v/v, 20 mM, pH 7.4) for 35 min. (b) Fluorescence
spectra of probe (10 uM) upon addition of increasing concentrations of Cys (0—400 uM) in



acetonitrile/phosphate buffer (3:7 v/v, 20mM, pH 7.4) for 35min. The inset shows fluorescence
changes of 1 in the absence and presence of Cys under UV light at 365 nm.(c)Linear plot of the
emission ratio (I4s,/Issg) against Cys concentration (10—160 pM) when using probe(10 uM). The

inset shows the emission ratio (I4s,/1s55) as a function of Cys concentration.

g Probe+Hey

Probe +Cys

- Probe+Other amino acids

Fluorescence intensity (a.u.

450 500 550 600 650 700 750
Wavelength (nm)

Fig.S3 Fluorescence responses of Probe (10uM) to 300 uM of different amino acids in
CH;CN/phosphate buffer (3:7 v/v, 20mM, pH 7.4)
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Fig.S4 The emission ratio I4s,/1ss5 of Probe (10 pM) in the presence of other analytes. (A) Blank,
(B) Hey, (C) cys, (D) Cystine, (E) 3-Mercaptopropionic acid, (F) SOs>, (G) HS-, (H) AI**, (I) Br,
(3) C204%, (K) Ca?, (L) F-, (M) K7, (N) Mg*, (0) S,05%, (P) SO,4*, (Q) ascorbic acid, (R) Zn**
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Fig.S5 Time-dependent fluorescence spectra of probe (10 uM) with 30 equiv. of Hcy (a) and Cys
(b)



Spectruz from 20210411-P0S-Z]-5.wiff (sample ...iment 1, +TOF MS (100 - 1500) from 0.164 min
1. 366 - (( 534. 2003
1.2e6 4
1. 1e6 4
[M+H]*caled for 534.2069
1.0e6 4
9.06e5 -
8.065 -

7.0e5 4

Intensity

6.0e5 4
535.2128

5.0e5 4 4

4. 065 -
3.065 4

2.0e5 4

l.Deﬁﬂ
Dueo I|. i b

400 500 600 700 800 900 1000 1100 1200 1300
Mass/Charge, Da

Fig.S6 HRMS spectrum of probe in CH;0H
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Fig.S7 '"H-NMR spectrum of probe in DMSO-d6
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Fig.S8 3C-NMR spectrum of probe in DMSO-d6

Spectrum from 20210426-POS-4.wiff (sample 1) - 2...xperiment 1, +TOF MS (100 - 1500) from 0.150 min
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Fig.S9 HRMS spectrum of condensation product of 1 with Cys



Spectrum from 20210426-POS-7.wiff (sample 1) - 2...xperiment 1, +TOF MS (100 - 1500) from 0.148 min
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Fig.S10 HRMS spectrum of condensation product of 1 with HCy
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Fig.S11 Normalized fluorescence spectra of Probe and C1 (10 uM) in absence and presence of
Hcy/Cys (300 uM) in acetonitrile/phosphate buffer (3:7 v/v, 20mM, pH 7.4)
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Fig.S12 'H-NMR spectrum of TPE-NH, in DMSO-d6
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Fig.S13 BC-NMR spectrum of TPE-NH, in DMSO-d6

Spectrum from 20210411-POS-ZJ-5.wiff (sample 1...iment 1, +TOF MS {100 - 1500) from 0.134 min
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Fig.S14 HRMS spectrum of TPE-NH, in CH;0H
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Fig.S16 3C-NMR spectrum of C1 in DMSO-d6
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Fig.S17 HRMS spectrum of C1 in CH;0H



