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Figure S1. Energy dispersive spectrometry (EDS)—elemental maps and (center) FE-SEM
images of (a) the pristine Zn—Cr-layered double hydroxide (LDH), (b) ZCCN1, (c¢) ZCCN2,
(d) ZCCN3, and (¢) ZCCN4.

Figure S2. EDS results of the Zn—Cr-LDH-g-C;N, nanohybrids of (a) the pristine g-C;N4,
(b) Zn—Cr-LDH, (c) ZCCN1, (d) ZCCN2, (e¢) ZCCN3, and (f) ZCCN4.
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Figure S3. Pore size distribution curves of (a) mesoporous g-C;N4 and the Zn—Cr-LDH—-g-
C5Ny4 nanohybrids of (b) ZCCNI1, (¢) ZCCN2, (d) ZCCN3, and (¢) ZCCN4.

g-C3N, ZCCNI1 ZCCN2 ZCCN3 ZCCN4
BE Area BE Area BE Area BE Area BE Area
€eYV) ") €V) (%) V) (%) (€Y) () (€Y) (%)
284.60 7.4 284.60 259 284.60 204 284.60 229 284.60 337
286.18 8.6 286.27 8.3 286.24 9.0 286.20 10.1 286.16 7.7
28792 84.0 288.04 658 28790 705 287.84 669 28798 58.6
g-C3Ny ZCCN1 ZCCN2 ZCCN3 ZCCN4
BE Area BE Area BE Area BE Area BE Area
€eV) %) (V) () €Y) () €Y) () (€Y) (%)
39842 769 39855 795 39841 788 39835 794 39848 77.5
399.73 4.2 399.88 59 399.71 6.4 399.65 32 399.73 5.7
400.44 189 400.70 14.6 400.54 14.8 40036 174 400.55 16.8

Table S1. Results of deconvolution analysis for (top) C and (bottom) N 1s X-ray
photoelectron spectra (XPS) of the pristine g-C3N4 and the Zn—Cr-LDH-g-C;N4 nanohybrids
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Figure S4. (Left) Cr 2p and (right) Zn 2p XPS data of (a) the pristine Zn—Cr-LDH and the
Zn—Cr-LDH—-g-C3;N, nanohybrids of (b) ZCCNI1, (c) ZCCN2, (d) ZCCN3, and (¢) ZCCN4.
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Figure SS. Energy band diagrams of the pristine Zn—Cr-LDH, the pristine g-C;N,, and the
nanohybrids of ZCCN1, ZCCN2, ZCCN3, and ZCCN4.
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Figure S6. Time-dependent H, production under visible light irradiation (A > 420 nm) of the
physical mixture of g-C;N,; and Zn—Cr-LDH (squares), and g-C5Ny (circles).
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Figure S7. Time-dependent H, production under visible light irradiation (A > 420 nm) of the
nanohybrid of nonporous g-CsN4 and Zn—Cr-LDH (squares), and nonporous g-C3;Ny (circles).



