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1. Synthesis of 1 and 2
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Figure S1. "H NMR spectrum (400 MHz, CDCl;, 298 K) of compound 5.
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Figure S2. 3C NMR spectrum (400 MHz, CDCls, 298 K) of compound 5.
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Figure S3. "H NMR spectrum (400 MHz, CDCl;, 298 K) of compound 4.

L0°LL
s
76'82
6162
¥50€
8L'LE
00°Z€
0v'SS
69'SS
8L'SS
16'GS
6'GS
70'9S
80°95
91'95
€296
19°9G
08°09
0059

vSZLL

vaZLL

SZELL

PSELL

BSELH

€0VLL]

CIRZI8

0E Vil

€EGLLY

LPSLI

Ve 121

z6'L21

zz'8zl
09'8Z}
€18zl
£8'82Z1
816zl
9€'62Z1

L6zl

01051

zZ1osl

£e0sl
290G}
£6051

86051 \

—

LG
7E€'691

160 140 120 100 80 60 40 20
Figure $4. '3C NMR spectrum (400 MHz, CDCl;, 298 K) of compound 4.
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Figure S5. "H NMR spectrum (400 MHz, CDCl;, 298 K) of compound 3.
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Figure S6. 3C NMR spectrum (400 MHz, CDCls, 298 K) of compound 3.
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Figure S7. High-resolution mass spectrum of 3.
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Figure S8. '"H NMR spectrum (400 MHz, CDCls, 298 K) of 1.
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Relative Abundance
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Figure $9. 3C NMR spectrum (400 MHz, CDCl;, 298 K) of 1.
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Figure S10. High-resolution mass spectrum of 1.
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Figure S11. 'H NMR spectrum (400 MHz, DMSO-dg, 298 K) of 2.
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Figure S12. 3C NMR spectrum (400 MHz, DMSO-dq, 298 K) of 2.
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Figure §13. High-resolution mass spectrum of 2.

2. Host—guest complexation study
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Figure S14. Partial 'H NMR (400 Hz, DMSO-d;, 298 K) spectra: (a) guest molecule 2 (1.50 mM); (b) 1
(1.00 mM) and 2 (1.50 mM); (c) host 1 (1.00 mM).
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Figure S15. Partial 2D NOESY NMR (600 MHz, DMSO-dg, 298 K) spectrum of a solution of 1 (1.00

mM) and 2 (1.50 mM).
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Figure S16. Partial 2D NOESY NMR (600 MHz, DMSO-d;, 298 K) spectrum of a solution of 1 (1.00
mM) and 2 (1.50 mM).
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3. 2D DOSY NMR experiments
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Figure S17. 2D DOESY NMR (500 MHz, DMSO-dg, 298 K) spectrum of 1 (1.00 mM).
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Figure S18. 2D DOESY NMR (500 MHz, DMSO-d,, 298 K) spectrum of 2 (1.50 mM).
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Figure S19. 2D DOESY NMR (500 MHz, DMSO-dg, 298 K) spectrum of 1 (1.00 mM) + 2 (1.50 mM).

4. Dynamic light scattering study
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Figure 20. Correlation coefficient in DLS result of the assemblies of 1 and 2 complex in DMSO/H,0 (v :
v=4:1).
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5. Metal-ligand coordination study
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Figure S21. '"H NMR spectra (400 MHz, DMSO-ds) of 1 (1.00 mM) in the presence of different

concentrations of Pb?" ions. (a) 0 mM; (b) 0.500 mM.; (c¢) 1.00 mM; (d) 1.50 mM; (e) 2.00 mM; (f) 3.00
mM.
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Figure $22. '"H NMR spectra (400 MHz, DMSO-d) of (a) 1 (1.00 mM) and (b) in the presence of 5.00
equivalents of HCI.
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The intermolecular and intramolecular hydrogen bonds of monomer 1 were investigated by the 'H NMR
experiment. As shown in Figure S22, after the addition of 5.00 equivalents of HCI to the solution of 1
(1.00 mM), the peaks related to the protons H; and H, of monomer 1 showed up-field shifts, indicating

the break of the intermolecular and intramolecular hydrogen bonds of monomer 1.

6. Visual fluorescence emission photos
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Figure S23. Visual fluorescence emission of (A) supramolecular polymer network containing Pb** ions

and the Pb?" containing supramolecular polymer network upon the addition of (B) F-, (C) CI, (D) Br,(E)
I, (F) AcO-, (G) H,PO4, (H) HSO,4, (I) ClO47, (J) CN- and (K) S* (10.0 mM), respectively in
DMSO/H,0 (v : v=4: 1) under excitation at 365 nm using a UV lamp at rt.

7. Controlled experiments
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Figure S24. (a) SEM image of the complex of 1 (1.00 mM) + Pb%" (3.00 mM) + S?= (10.0 mM) in
DMSO/H,O (v: v=4:1). (b) SEM image of the complex of 2 (1.50 mM) + Pb*>* (3.00 mM) + S?~ (10.0
mM) in DMSO/H,0 (v:v=4:1).
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