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Fig. S1. (a, b)Low-magnification SEM images of Bi-Bi,0; and (c) the Rietveld refinements on the

XRD pattern of the Bi-Bi,O3/rGO composites.
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Fig. S2. (a-c) CV curves at different scan rates and (a'-c") the corresponding GCD curves at various

current densities of Bi-precursor, Bi-Bi,0; and Bi-Bi,O3/rGO-60.



Table S1. The parameter information of the as-obtained electrosynthesis samples.

* 6H Ni * 6H
Sample Co(NO5); * 6H,0 i(NOs); * 6H0 Chronopotentiometry
(mmol) (mmol)
Ni(OH), None 6
NizCOl-LDH 4 2
NiCo-LDH 3 3 -1V vs. Ag/AgCl for
Ni;Co,-LDH 2 4 200 s

Co(OH), 6 None
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Fig. S3. Optical images and a comparison of the electrochemical performance of the Ni(OH),, Ni,Co;-



LDH, NiCo-LDH, Ni;Co,-LDH and Co(OH), electrodes in three-electrode system. (a) Optical images
of the samples, (b) CV curves at a scan rate of 20 mV s'!, (¢) GCD curves at a current density of 1 A g’!,
(d, e) CV curves at various scan rate and GCD curves at different current densities of the NiCo-LDH

electrode, (f) Specific capacitance at various current densities and (g) Nyquist plots of EIS.

Table S2. Impedance parameters simulated from the equivalent circuits.

Sample R (Q) R (Q)
Ni(OH), 0.32 3.49
Ni,Co,-LDH 0.39 0.35
NiCo-LDH 0.37 0.09
Ni Co,-LDH 0.45 0.14
Co(OH), 0.35

10 pm EHT = 15.00 kv Signal A= InLens Date: 18 Mar 2021 ZEISS EHT = 15.00 &V Signal A= InLens Date: 18 Mar 2021
WD = 57 mm Mag= 100K X Time: 17:31:23 WD= 57 mm Mag= 000K X Time: 17:20:32

Fig. S4. Low and high-magnification SEM images of NiCo-LDH via an electrosynthesis method.
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Fig. S5. CV curves at various scan rates and GCD curves at different current densities of (a, b) CoS,, (c,

d) CoVS; and (e, f) CoVS;@NiCo-LDH.



Table S3. A comparison of electrochemical performance with previously reported work.

Current
Material Surface morphology Capacitance Electrolyte Ref.
density
288.0 mAh g! This
Bi,05/rGO-20 Nanoparticles/Nanosheet 1Ag! 6 M KOH

(1036.9F g) work

HHP Bi,04 Hollow hexagonal prism 327 mAh g! 1Ag! 6 M KOH [1]

Bi,0,Se/rGO Nanosheet/Nanosheet 258.11 mAh g'! 1Ag! 1 M KOH [2]

Bi,0; Nanowires 691.3F g'! 2Ag! 6 M KOH [3]

Bi,05/NCDs Unique structure 1046 F g! 1Ag! 3 M KOH [4]

Bi-Bi,0;/CNT Nanoparticles/Nanowires 850 F g'! 1Ag-1 6 M KOH [5]

Bi,03/NF Nanosheet-like 1383 mAhg! 10 mA cm? 3 M KOH [6]

0.5M
Bi-Bi,04 Nanosheets 252.5 mAh g! 2A¢g! [7]
Nast4

(N1,Co)Se,/NiCo-LDH Core/Shell Nanospheres 170 mAh g'! 2Ag! 3 M KOH [8]

Ni;S,@Ni(OH),-G Sandwich 2258 F g'! 1Ag! 3 M KOH [9]
NiCo-LDH Thiourea additive 1198 F! 1Ag! 2 M KOH [10]
CC/NiCoP@NiCo-LDH Core/shell heterostructure 1951 F g! 1 mA cm? 6 M KOH [11]
306.0 mAh g! This

CoVS,@NiCo-LDH Nanosheet/Nanosheet 1Ag! 6 M KOH
2448.0 F g'! work
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