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Abstract

Using nickel nitrate hexahydrate, cobalt nitrate hexahydrate and sodium molybdate dihydrate as
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metal sources, and urea as a precipitant, NiCoMo-LDH electrode materials with different sodium
molybdate amounts were prepared via a one-step hydrothermal method. The phase composition,
microstructure, elemental distribution and surface valence states of the samples were character-
ized by X-ray diffraction (XRD), scanning electron microscopy (SEM), energy-dispersive spectros-
copy (EDS) mapping and X-ray photoelectron spectroscopy (XPS). Their electrochemical perfor-
mance was evaluated by cyclic voltammetry (CV), galvanostatic charge-discharge (GCD), electro-
chemical impedance spectroscopy (EIS) and cycling stability tests. The results show that an appro-
priate amount of sodium molybdate can regulate the crystal growth and hierarchical morphology
of NiCo-LDH, leading to a loose porous nanoneedle-interwoven structure. When the sodium molyb-
date content is 0.3 mmol, the obtained NiCoMo-0.3 sample exhibits the best electrochemical perfor-
mance, achieving a specific capacitance of 1512 F/g at 1 A/g within a potential window of 0~0.5 V.
After 3000 charge-discharge cycles at 5 A/g, the capacitance retention is 73.4%.

Keywords

Nickel-Cobalt-Molybdenum Hydroxide, Mo Doping, Hydrothermal Method, Electrode Material,
Electrochemical Performance

Copyright © 2026 by author(s) and Hans Publishers Inc.
This work is licensed under the Creative Commons Attribution International License (CC BY 4.0).

http://creativecommons.org/licenses/by/4.0/

1. 5|8

BEAE A5 A BRIV AN Bl H I S A R DU R R, e DR R L PR A i e
IR AR A3 i (K FEAL S A BE R 1F 52 22 SGHE[1]-[3]. BZUBRAEN — A E Z I AR B, S
AARBOLEEER . DI @G 75 a5, HMERE 202 R RI AR 254 DL & iR v f
WA AR RAT R m[4] [5]. B, MBEAFEIEMEAL A FFRFLIE 25 A R I B & e g o) st
Bl TR TR S F 2 A i e 1 R ) EE AR

JERE A W) (layered double hydroxides, LDHs) B A & @A rT 8. JZ B b n] 42 FIEE 8 bl B 2R 4
SRR A, TR R FRM LA SZ B DG [6] [7]. HoH, NiCo-LDH FfH Ni fl Co Z M3 b IE )5 R B
TETE,  BEREAETRME B ARV R SR R S AR R IR F A . SR, A48 NiCo-LDH V7 1E LT S HL A 2
B R G A B UL R s 3 NS D R P EE R B A r) R, PR T SR BRI FH 8] [9].

TCR BRI & 235 LDH M B AL PERE A T B @& =S Mo & 5| A AT RE I T
Ni/Co V&EMEH L LTI, IF5 3 SnA% i AR BB R 7 U R, AT B FL ey 54 7% 2 7 27 R AR AE 5L e
FEPE[10]-[13]0 [FIRT, FHRRAR S 57K # s S FE v] RES2 M b AR % S5 AR, ST P24 0 B N B A (1) J2 0 45
K, AT H AR T RO PR R R B[ 14] [15]

KL UIANKETEIRE . ANKEHIRE . —KEHRAFIRZ MR, R — B K GEH & A [FEH R
BN INE ) NiCoMo-LDH HLE AR}, R FUEHBRINES INE XA BE 4G . TR B A A PERE R 52m, IR
i B Mo W4T NiCo-LDH Jif L 21 fg 19 /E AL .

2. SEOE
2.1. RFIS{LEE

ANIKE IR B NI(INO3)2-6H20] 75K & HER £ [Co(NO3)2-6H20] /K & HER#I(Na2Mo04-2H20).
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KR

JRE[CONH2)2]. A (KOH). ZHE. Bf M LMPVDF). N-H F- 21k b (NMP) 2577 1)
oA, SEER KON 25 K

2.2. BHER

K2 K G 5 AR R SR AR I & ) NiCoMo-LDH £ . B 26FREL 2.25 mmol /7K &R ER R
0.75 mmol /N/KEREEREE AT 25 mmol JRE, JIA 50 mL 22Tk, W R evEi. BE)JE 20 mm
A 0. 0.1, 0.3 A1 0.5 mmol —/KAEHERM, AREEBiHEIFHA AT, {FaTIRIAE ARG 5K TR
R E R IR OIS NAT AN 22, T 120°C TR 12he RN EEH G BRI E =R, K
VAT HE, JRA R TOKA O R ik 2, BEETE 60°C B TR 12h, BB S 1SR
BHIR ANV N & ) NiCoMo-LDH ) & .

FEF R, BHBRRINE N 0. 0.1, 0.3 A1 0.5 mmol fIFE 573 Hic A NiCo-LDH. NiCoMo-0.1.
NiCoMo-0.3 1 NiCoMo-0.5.

2.3. MRIRIE

KH Rigaku SmartLab SE X S £&AT X (XRD) 7 M i 1) S AR S5 M AW A B; >R A ZEISS Sigma
360 F4 LT BB (SEM) LA fh MO FE 3% ;s SR A EDS Mapping 43 HT#E Sh RG240 s K Thermo
Scientific K-Alpha X 528 BT B8 (XPS) 70 Hr R i () 2 1 7T Z AL R M AN 25

2.4. BBALEMEEMIR

2.4.1. ARG

Bl 2 A5 BTG A RE 2B BB AN PVDF 4% F L 8:1:1 YR AT S, i ni& & NMP i sy 51328
s RS ) 1578 T AL BRSO IIRAR (10 mm x 10 mm) b, FF7E 60°CEAE T 12 h, FAMAGEHRESE
o, NSV R A EEN 2~3 me.

2.4.2. EBEEALR

KH CHI660E ALHALZE ML, 15 = HIAR M R AT A2, DA A& A4 R AR A Fa i,
IR NS ELRG, Hg/HgO M AS L EM, 3 mol/L KOH N M. TEIA % (CV)IR iR TSR A
0~0.6 V, FHHEZEN 5. 10 20, 30, 50mV/s; HFABHE(GCD)MIR HL L EN 0~0.5 V, HIRHE N
1. 2. 3. 4 A5 A/gs HALZZBHBT(ELIS) A2 3G 2 0.01 Hz~100 kHz, WML HEEN 5 mV.

3. BR51118
3.1. XRD &%

E 1 AN RHBREAT INE NiCoMo-LDH A4 1) XRD ## /. mHER ., NiCo-LDH. NiCoMo-0.1+
NiCoMo-0.3 F1 NiCoMo-0.5 #i 3 3L T LDH KA EHRHEATS 16, I ShriE R AEARYIE, Ul 87K #
SN JE IR T NiCo-LDH FAkZsty . Hodr, 11.5°F0 23°4bf67 50423 5%t 5. LDH (£)(003)F1(006) %
T, ROAFES B A ERMES 4515 34.5°, 39.7°A1 47.3° A HOATEHIE AT 4351V JE T-(012)« (015)F1(018)
mlfls 60°F1 62.5° b MIATHT IS N (110)FI(113) M1, BT 2R N &8 MH & 7 I0a FHE

NiCoMo-0.3 FF it AT ST AR X808, 10 B L SR RSB/ B i & v, XA T 3 85 5 2 0 40
PELT A . XRD 3% B A A W82 BB &2 MoO3. NiMoO4 2558 Z:FHIE, 1P Mo TR M RELME S BB . &
FE B T e SAFAE T LDH 4589 . NiCoMo-0.5 FEfh B/ I B g, nl it 5id BAHMRIN S 505
AR K R B R R A AR R
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Figure 1. XRD patterns of NiCoMo-LDH samples with different sodium molybdate amounts
& 1. TE$EER MR INE NiCoMo-LDH # i) XRD i&E

3.2.SEM 85 EDS sTES T

K 2 AR ER M N & NiCoMo-LDH #£541 SEM K% . B 2(a)al WL, ARINAEHER#H NiCo-
LDH ¥ it BEW5 T i H oK BT A 6 1T B AEIR SR B Ad, (R R TINS5 M AR 308, /i SR R, AR TH
R TSy 151E . TN 0.1 mmol #HEREANE, HHIE 2(b)AT WL, NiCoMo-0.1 #f ST RFFILIRZEM, R YK B
T ERE IR, S5 NiCo-LDH SN, 43 7T 5 85 5 2 1% A7 55

LAHRRANNINE N 0.3 mmol B, H1& 2(c) AT WL NiCoMo-0.3 A 5 T B N IF I JZ 2 2 FLEEH, 49X
KREAH ELACHS, M5 H = 1 A T IX Fhipi ba 22 LG5 M R 14 K FURROMD R 5 Ha AR P e e T A
5% OH—¥ g2, JF¥Em Niv Co. Mo WM ORI, AR TIRAMEHOE B, SHERM
HE— 2B N2 0.5 mmol I, H1& 2(d)A] WL NiCoMo-0.5 ¥ 5 R B i K S5+ HE BUFHAL AT A1 88, Herp 3840
JEARIE, RIRE S B BOE TR TR T FEANES T 3K

Figure 2. SEM images of NiCoMo-LDH samples with different amounts of sodium molybdate
2. TE$REENRINE NiCoMo-LDH # &/ SEM
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RiE—BAUE] Mo JTCR I A K& TR MRS, Wil #% (1) NiCoMo-0.3 # 17 EDS Map-
ping 7 H7, 2R ILE 3 FIE 1. Niv Co. O Hl Mo JGETEIE B XIMA I 7041, HH Niv Co Ml O 554
38, Mo {5 SHNEFHE AT AR, FoE Mo CRIIZIAMEI T . TR AR LI B R w4,
VLB Mo JC & NiCo-LDH FEA4k 73 B 4157

(a) Ni] (b) Co
Ni La,2 Co Lal,2

Mo Lal O Ka1

| a—| | ae—|
Tum Tpm

Figure 3. EDS elemental mapping images of NiCoMo-0.3 sample
3. NiCoMo-0.3 #¥&aHY EDS JT R4 E

2 1 7741, NiCoMo-0.3 #£fH O, Co. Ni A Mo HIJETH 42 %4 61.43%. 10.35%. 27.06%
1.17%. Hr, Mo BFHDEEBAL, SLFRATRIMMERIIES EMFF; Ni/Co R TFLHLL N 2.61,
TSI HCR R ) Ni/Co ELfil. EDS %55 i —+5 3B Mo JCE I 5| \ NiCo-LDH #8l, R &E  AiE
&8 Mo 4.

Table 1. Elemental contents of NiCoMo-0.3 sample obtained from EDS mapping
# 1. NiCoMo-0.3 #£ M) EDS TR E

Element Line Type Weight/% Weight % Sigma Atomic/%
(¢} K series 29.84 0.31 61.43
Co K series 18.51 0.36 10.35
Ni K series 48.24 0.43 27.06
Mo L series 3.41 0.25 1.17
Total 100.00 100.00
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3.3. XPS 7%

Nt M I EERE B NiCoMo-0.3 [ I 7o R 4L AL A0 2, 4 2k 4T XPS Ik, 45 LA 4.
A PR Niv Cov Mo, O Fl C %ok fE S, #E—BiE# Mo Tl 5| AE| NiCo-LDH A4k
[&] 4(a)]o Ni2p mirFHE 538 Ni 2p3ns Ni 2pip M H TR, [FIRAA/E N2 NS OGS . Ni 2p 152
7R Ni 2p3n FEA T2 856.0 eV, FEAEREBE R A TR, JEBHFES T Ni 0 R BA 2 M S E B S T

4(b)].
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Figure 4. XPS spectra of NiCoMo-0.3: (a) survey; (b) Ni 2p; (c) Co 2p; (d) Mo 3d; (e) O Is; (f) C 1s
[& 4. NiCoMo-0.3 #£54H XPS J&E: (a) £iE; (b) Ni2p; (c) Co2p; (d)Mo3d; (e) O ls; () Cls
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Co 2p B RIS R Co 2psps Co 2pin AR LW, Co 2psn 73 7lXT M2 782.0 eV 1 780.2 eV,
F W Co*/Co FAE(H 4(c)). Mo 3d B FF B Mo 3dspn Al Mo 3ds, BFAENE, 5B T4 232.5eV £l 235.7
eV AL, XFR Mot s, FEFHITER MHRRRIE A kD A\ LDH @& BUZ A (] 4(d)). Niv Co 1 Mo £
WA SAEA R TGN F AR R A P GG R S B, S5 AS TTiR. =10 3% O Ls Wil g il &
J5 A3 A Metal-O. Metal-OH. C=0/CO3> #1 C-O/C-OH %545 fEI . Hrh Metal-OH ATHE S k& 4015 L 2
%, R\MBIRMAAEEE FREMA TR, XA T AL 2 I i 2805 R AL s e 1F i AR 28
TH . C Is 155 F TR TR WP B BRI SR A (1] 4(D)-

3.4. BULEMRES T
Bl 5 AN R il B A 22 P B 2R o B b F A e () B
C =1IAt/(mAV) (1)

X, CNFREILHEEE, Flg; TABCEHET, As Ac NI, s; m NS R, ¢ AV A
JRHEHEALE I, V.

Bl S(a) NS R RTEM I HER T CV k. & F b RE ) 5 0 IH 2 S E S0, 13 B L AT
A ERYET Ni/Co JE3FH MY T 1R S IR B 28 IS, T JE S a0 L 2 HU%% . 5 NiCo-LDH AL, £ Mo
R CV ORI AR BRI K, R IH Mo 1 Re 88 32 m AR R FL T A7 i BE /1. Fd, NiCoMo-
0.3 Pt CV i 2 A BT AR IR K, I8 S e R i de v, 10 B HG LA B ) A 2 S 7 v 1 R B 78 40 1)
T VEAL SR FH R

K] 5(b) N & RERAE 1 Alg THI GCD #iZk. &R BATUEFG, S oA A &
ZAT N NiCoMo-0.3 K& A I [ B K, 78 0~0.5 V T HLAL & R Bl ATk 3 1512 Fig, W&
THABRE S, X—4R5 oV LB AR —, RUIER Mo 5] NREE A ZIET+ NiCo-LDH %
=R

F S(c) NN TRIRE S A AC I BHLTL 0 Pl B AR EIS P Eh s A X 2 [ SRR IX Wi Lk . 5K 45
7% NiCo-LDH #HEE, Mo Y2 F it 78 iy 3 X 1R 4 B 2 A2 BRI/, 6 W Ha far 6 78 1 AR A9 2 50 s IRARIX.
Mhzkia T HL, RPBMRERRE S 7 BUsflRE. & TG, X o B B AR R A s i
FEHBH(Rct). NiCo-LDH. NiCoMo-0.1. NiCoMo-0.3 1 NiCoMo-0.5 ] Ret 43 %4 0.593. 0.327. 0.310
F10.391 Q. A1, NiCoMo-0.3 £ &1 Ret fe/ly, 6B A MR/ BRI T FELAT S5 RS SRR, raAL 2 S ML B))
J1 AR

K] 5(d)4 NiCoMo-0.3 5 NiCo-LDH 7£ 5 A/g HLIL BN IR AR € 1 - &0 3000 IR 5 , NiCoMo-
0.3 31FF 73.4%MIWIEEHLZE, T NiCo-LDH 1] 70.2%. 5 2% 1128 15 2 30k Bt 418 B VB0 in i s A4 2218
NE%, RIS — e R E R R . L) 1500 RAEFRES, NiCoMo-0.3 Fil NiCo-LDH [ R FF R 7
LI 82.3%F1 80.6%: TEIS 3000 IS5, &5 MEREF 73.4%M1 70.2% MW EG B2 . IEH ih 4 b 1) R i
WA RERVR T Z R R L EIME . — 7T, IR 70 R RS (g H A 0T F A N AL IE (1 dE— AR
I, FEM R TS5 RS, SURWHEA, TG RS A | B—rm, K
PEIR S FE FEPEM R R AR AR AL . SRl as M A WA R I B FE T R, e A
HLINF (] 77 A /R AR AL . 145 R, & & Mo AR E TR LL LSS, B7E— e g b o 715
HrasE .

M2 2 AT, NiCoMo-0.3 FESHTE 1. 2. 3. 4 Fl 5 A/g FLIREEE T 5T EL L2820 51 15124 1480,
14621433 H1 1404 F/g, 35 T HAWAE o B A IR E L 1 A/g 39K % 5 Alg, LA REEZER 92.8%,
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fils T NiCo-LDH. NiCoMo-0.1 Fil NiCoMo-0.5 &1 96.5%- 94.9%F1 96.3%, ii#] NiCoMo-0.3 5 7EHH
PR AR AR FF X — BRI AR TR R HILZIL R AT REZ N NiCoMo-0.3 A i ZEAIC HLIA %5 5 R e
753 R FH B8 22 A T FLIE P 3052 & 10 B i TS MR s, T SRAS B AR L i 2 s 2 e 2 P 4
KB, RV RS T I SO (46 0, B IRV AL SN RE M R A R, A AR TR A6 1 9 el
B K. S NiCoMo-0.3 Ff il (5 R ARFER A e i, (HHAE S Alg FAIRTHHE 1404 F/g (& LL HLZE,
R, B AR R AR R R AL ARARR T A I SERR B RERE 1. Z5& 18 5(c) 192 3 AT AN, NiCoMo-0.3 Ff i
()R B AL FE L B, AR 0.310 Q, Ui B F i FL T i sh J1 24 AR B 4T

(a) (b)
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Figure 5. Electrochemical properties of different samples: (a) CV curves; (b) GCD curves; (c) EIS curves; (d) cycling stability
E 5. TEIFFRIVEBLFMERE: (a) CV #IZk; (b) GCD BhiZk; (c) EIS BhiZk; (d) fBIMREM

Table 2. Specific capacitance and rate capability of different samples

2. AEHRETRRREE TR B A RERERFR

. bl HL25/(F/g)
b 5 Alg IREFR/%
1 Alg 2 Alg 3A/g 4 Alg 5A/g
NiCo-LDH 1172 1162 1158 1153 1130 96.5
NiCoMo-0.1 1359 1333 1321 1303 1289 94.9
NiCoMo-0.3 1512 1480 1462 1433 1404 92.8
NiCoMo-0.5 1271 1263 1246 1236 1224 96.3
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Table 3. Charge transfer resistance of different samples

3. TRIFmE BRI

FE Ret/Q
NiCo-LDH 0.593
NiCoMo-0.1 0.327
NiCoMo-0.3 0.310
NiCoMo-0.5 0.391

4. g

AR B K PG % T AN FIEH R AN 0 B 1 NiCoMo-LDH HLARATEL, FEHF 5t AR Mo ¥R &%t
MBI TESCA RS ERE 2 . XRD S5 KRB, &FF MR IIE R LDH 4589, AW
ALY R AHIE . SEM 25 R, & S HER IR IS MRUE lisifa 2 FLIN 2 K er S5 K, Tt
BRI S FEUR MR F % . EDS Mapping il XPS 455t —5iFH Mo L& &5 A\ NiCo-
LDH #%L,  H Niv Co. Mo ZAN&IAEE F| T AL 22 n] bl S8 A0 38 i s v 1 o

HLAL MR 25 R, NiCoMo-0.3 FEMhTE | A/g FIILLHZRIAE] 1512 F/g, 7E 5 Alg FAHIRER 1404
F/g, YIRS TR EE. BIAE S Alg MMERRFEER 92.8%, (KT HALRE S, HEHERREL T
2T LG AT B B AR A TR 3000 (RS LA IRIFZEN 73.4%, XF RLRIAR L A & T KRB 4%
NiCo-LDH Ff it 54 FHECKM CV MIZRTHAR « A K AT ] BRI H A % 7% i BH LA R 35 s R 26 )5
“axFEL 2, T LLASE 0.3 mmol [REHBRAN S e LR &
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