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Figure. SS5. X-ray powder diffraction of complex 1. (a) Simulated from single crystal

data. (b) observed for complex 1. (¢) Heated to 100°C at vacuum.

Figure. S6. X-ray powder diffraction of complex 2. (a) Simulated from single crystal

data. (b) observed for complex 2. (¢) Heated to 100°C at vacuum.

Figure. S7. X-ray powder diffraction of complex 3. (a) Simulated from single crystal

data. (b) observed for complex 3.

Figure. S8. X-ray powder diffraction of complex 4. (a) Simulated from single crystal

data. (b) observed for complex 4. (c) Heated to 100°C at vacuum.

Figure. S9. X-ray powder diffraction of complex 5. (a) Simulated from single crystal
data. (b) observed for complex 5. (c) Heated to 100°C at vacuum. (d) rehydrated

sample for S.
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Table S1.Selected hydrogen-bonding geometries for 4 and 5 (in A, °)

O-H"O d(O---H) d(O---0) d(H---0) Z0OHO
Compound 4
O(W)-H(1WA)---O(TW)#1 0.85 2.920(4) 1.87 166.3
O(2W)-H(2WB)---O(7)#2 0.85 3.035(4) 2.34 138.8
O(2W)-H(2WA)---O(6W)#3 0.85 2.782(4) 1.95 163.4
O(3W)-H(3WA)---O(8)#4 0.75 2.722(4) 1.97 179.2
O(3W)-H(3WB)---O(7) 0.86 3.103(4) 224 179.5
O(5W)-H(5WA)---O(4)#5 0.85 2.706(3) 1.86 178.8
O(5W)—H(5WB)---O(10)#6 0.75 2.743(5) 1.99 178.8
O(6W)-H(6WA)---O3W)#7 0.85 2.888(4) 2.37 119.6
O(6W)—H(6WB)---O(1) 0.85 2.782(2) 1.95 163.9
O(7TW)-H(7TWA)---O(5)#8 0.86 2.772(3) 1.91 177.9
O(7W)-H(7WB)---O(5W) 0.75 2.810(2) 2.14 148.0
O(10)—H(10A)---O(2)#9 0.82 2.652 1.83 173.5
Compound 5
O(5W)-H(5WA)---O(8)#1 0.75 2.672(2) 1.992 177.5
O(5W)-H(5WB)---O(12W) 0.75 2.646(3) 1.909 167.3
O(6W)—H(6WB)---O(13)#2 0.73 2.686(1) 2.205 124.4
O(7TW)-H(7WA)---O(15W)#3 0.82 2.708(4) 1.910 164.2
O(7W)—H(7WB)---O(16)#4 0.83 2.687(2) 1.901 155.9
O(13W)-H(13WA)---O(14)#2 0.85 2.850(3) 2.246 128.05
O(13W)-H(13WB)---O(14W) 0.85 2.674(1) 1.900 150.8
O(14W)-H(14WA)---O(16)#5 0.85 2.956(2) 2.332 130.6
O(14W)-H(14WB)---O(7W) 0.75 2.772(2) 2.324 119.5
O(15W)-H(15WA)---O(5)#6 0.75 2.732(4) 2.005 163.4
O(15W)-H(15WB)---O(13W)#7 0.75 2.783(5) 2.005 163.8

Table S2. Emission and excitation maxima wavelengths (nm)

polymer HL 1 2 3 4 5
Aem(nm) 480 468 481 429 481 450
Aex(am) 370 369 391 321 371 375
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Figure S2. In compound 5, 3D network is formed by the inter-chain C—H'n
interactions between 2D layers.
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Figure S3. Representation of the solvent water found in the channels of compound 5.
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Figure S4. Thermogravimetric curve of the complexs.
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Figure. S5. X-ray powder diffraction of complex 1. (a) Simulated from single crystal
data. (b) observed for complex 1. (c) Heated to 100°C at vacuum.
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Figure. S6. X-ray powder diffraction of complex 2. (a) Simulated from single crystal
data. (b) observed for complex 2. (c) Heated to 100°C at vacuum.
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Figure. S7. X-ray powder diffraction of complex 3. (a) Simulated from single crystal
data. (b) observed for complex 3 at vacuum.
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Figure. S8. X-ray powder diffraction of complex 4. (a) Simulated from single crystal
data. (b) observed for complex 4. (c) Heated to 100°C at vacuum.
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Figure. S9. X-ray powder diffraction of complex 5. (a) Simulated from single crystal

data,(b) observed for complex 5. (c) Heated to 100°C at vacuum. (d) rehydrated sample
for 5.
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