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Preparation and Electrocatalytic Properties of WC/TiO,
Nanocomposite
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(Research Center of Nanoscience and Technology, State Key Laboratory Breeding Base of Green Chemistry-Synthesis Tech-
nology, School of Chemical Engineering and Materials Science, Zhejiang University of Technology, Hangzhou 310032)

Abstract TiO, nanoparticles of rutile phase were synthesized by hydrolysis of TiCl, and subsequently used
as the supports for the preparation of WC/TiO, nanocomposites. The nanocomposites were characterized by
XRD, SEM and EDS methods, showing that the nanocomposites were composed of the WC nanoparticles
uniformly dispersed on the surface of TiO,. The electrocatalytical activity and electrochemical stability of
the WC/TiO, nanocomposites for the electroreduction of nitrobenzene were investigated by cyclic voltam-
metry and chronoamperometry. Results indicated that the WC/TiO, nanocomposites exhibited higher activity
and better stability for the electroreduction of nitrobenzene than mesoporous WC (meso-WC) and WC
nanoparticles (part-WC).
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TiO, 25717 56 LG P, ALY s, JCHE BLRR e Eay,
e BhPEREOL R M A AT gk Tio, FIYEME
PEFIIIBARTE A A A e A R A J 8 45 77 T I
AR R PEREN L R, TiO, 1R N 4R
I AR TRz R T R IR I T, WK
Y, L4k TiO, B4 i K =1 Pt, Ag, Ir, Au, Ru
A Pd 25 m ARG PEN 0 HiE A ik, L TiO,
VB WC o B B R 3 7 WC HLAE AL P BE IIFT G R
DARGE. ARSCRAGK TiO, A% T WC/TIO, 442K
SAEREL REIR 2 I B 8¢ T HAE R
A R G RS OR ) LA
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1.1 HREHE
1.1.1 A4 zAash K TiO, 494 &

SLLATRRYNK TiO, M7 W20 (1) TiCly KR
(P45 ; (2) TiCly K IEAE 95 C oM F/KAR IS &4
YK TiO,.

F—b i TiCly /KR, FEVKAKIE RIS ) i +F:
ZAF T, ¥ 150 mL TiCly 22123 N3 300 mL 251 /K
W R VR EAE 40 ‘CLLT. W nscse e 4k s bt 2
h, HRAHE =M, BIHIE TiCL %K.

% 0 TiCly /KBl & LA HAK TiO,.
¥ EIR L 12 h 5, B S0 mL A E] = g,
AEBEFEMIFRIREE 100 mL 25 Bk 2] = VR,
TR R R R T UK R, R R R R
40 CLLF, hnse 28 1KE4REHH: 2 h, REH 1k
RAMATHE S 60 CIHAERESFE 1 h, FTHEE 95 CHl
P2 h, WUEAREY), ek, TR WS, K raaler
B4 0.01 Pa B FT 80 CA&AF NF45 12 h, EPl
RELAARGK TIO,.

1.12 #HFRe)sl 4

BIE RS AMAK TiO, BT HRE S ECN 15%11
SRR K D, A IRY 0.5 h, KW IR TiO,
FVRA T 60 Chn#WEFE 0.5 h, SRETHE % 90 CHiH:
2 h, SPEREE A T 50 CRUE 2 h BHFIZET,
AW S R L8 T s, R TR 750 COF
WA/ 4h, SRIGTHEE 900 C - %t 4 h, o Hy F1
CH, M AR N 100 mLemin ', ¥ 21 Ji5 B ] 15
WC/TIO, 4K B A KL
1.2 HRERIE

K SCINTAG X'TRA M X SFEA7HH U (XRD)
(Thermo ARL)XS#F S EAT 45 M RAE. 5256 KA Cu Ko 8

(A=0.154056 nm), 40 mA, &Ik 45 kV, 2K 0.04°,
20 HIFIHIEE A 2.4 (°)emin !, FIHGTEFE % 10°~80°.

K HBCH EDS (energy dispersive spectrometer) ]
Hitachi S-4700 II 2417 & 5414 #8 7 5.43% 5% (FE-SEM) W
SRE IR TS
1.3 R BIRPME)IH &

ARG AR RIS OCHR[21], FEAR R 60
um R 22— 5 PEAHIE, TS5 BRI E A B —
i, R AR 22 ) — i BE O B A ek, I E
TSI LKA R 0.5 h, KBS plbr ) Pt sl B AE T
2 AR R TP R e 5 e o R, B ok AR Tl
.

1.4 BiFEHEEElR

FEAL 24 AR A3 F] CHI660C 24 A Ab 2 T AE i ()=
HAAR AN ], R = W e gt A R R K Rk
Wb, il B FRAR A KT G524 (B D, Sl
A B (SCE). Horp, TAEm = Sk =
Z A Z LB ZE R R . Sea0 I 7E 298 KR EAT (R
WA RS LS 1), SO B2 W Bl A A 38 A0 T SCE,
U PR AR BRSSP FH A8 A 2 A 4l

2 HR5®

2.1 #HSAE XRD 4747

1 KA XRD &, FEARTE 20 O 27.48°, 54.35°,
62.05°4b YL T B — 2141 AH TiO, IRFIERT I, 23731
KT 42041 11(110), (211)F1(002) (JCPDS: 73-1765)
T; [RIERE S TE 20 S 31.52°, 35.68°, 48.28°, 64.04°,
65.53°, 73.21°, 75.44°F1 77.07°4LHIBLT WC [£)(001),
(100), (101), (110), (002), (111), (200)F1(102) (JCPDS:
72-0097) i [ FIRFAEATHT I, 76 26 24 40.32°, 58.24°4k
LT W I(110)F1(200) (JCPDS: 04-0806) & [ [FIHFAE
T, FWIRE S S S 404040 TiO,, WC AT W = AH
B ARHE WC 1) XRD A7, WC R4 AT B Scherrer
A RPATAG

d=AklfcosO 1)

) d gKbFIRRiAR, 4ok X BRI (Cu Ka
4=0.154056 nm), k AUERIKT, —HEEL 0.89, B AATHS
W PR 0 5, DAIREE R, GARTHTEET NI A . T
1E 260 35.68°4 WC #1(100) 5 H A4 2040 FI(101) 4 T
(20=35.69)tHE A, A T AT, LI WC [1)(001)
(101 &b d AT, A () TSR WC P2k
%224 13.72 nm.
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Figure 1 XRD pattern of the sample

2.2 #5H) SEM-EDS 44

SLAAHAIK TiO, FIFE S ) SEM RAEZ: ] 2
P, Bl 2a AELLAAHGK TiO, ) SEM K, HiE 2a
ATLAE 1, S HGK Tio, RHSR IR K 2b Wkt
a A ATESE, BT UE H, FEMm 320 A F1 B
PRI, TR A, B BIHIRISY, TRATE R IX 45k
A, B X H AT EDS 7047, 204 Rkl 3 h A, B PR,
ARUE H, K SRR TS W, C, Ti, O # Pt 5 #t
%, Pt (UAEAE A T SEM MIAR AP o6 B o ms 4 Ab B Fp
. UG 3 (1 EDS 20T, XF W, C, Ti, O 7EAf S
MR B Bl AT T, THE S R IR 1. Xtk A, B
PIXIR EDS Zr il A3 e 5 & ARk, dE R
XRD 73 M4 BT LA E A M 44040 Tio,, B AN
WC. MK 2b ol LUE H, gk WC Bikigih, ¥
BHTE TiO, FIERTH, HA RIFHEE. B 2c FER
FEFE RO R SEM K, miE 2¢ A0, FEs 4
LI A TiO, 5 2a I & 4047 TiO, XML, Stk
ARIITRL; B A0 B TURL A B — XOREAR 208 15 nm RIBAL S
NRRLZE R, FE5 TiO, 456 5%, H% T WC/TIO 44K
HAMEL WC BRI — kiR 5 XRD T T 45 L3k
AT,

# 1 JH EDS WS A 1 B AR5 3Bt
Table 1 Elements content of spots A and B analyzed by EDS

Spot  x(W)/% x(C)/% X(Ti)/% x(0)/%
A 5.52 4.02 31.81 58.65
B 44.01 36.67 6.70 12.62

23 MEHEFABENIERAR

FIFHAGIRAR 200190 WCITIO, 9K A4 EH
TEALPERE. K 4 ) WC/TiO-PME, meso-WC-PME, part-
WC-PME Ll TiO,-PME £ 1.0 molsL ™' H,S0,+2
mmoleL ™" A 5L A I IR AR 22 fih £k, FIafiaR

B2 G404 TiO, (a)FIFEfh(b, o)ff) SEM
Figure 2 SEM images of rutile (a) and the sample (b, c)

100 mVes . HHIE 4 7] 0L, E 0~—0.5 V [F A7 P,
WC/TiO,-PME( £k a) it [ F14ifilt, T—0.338 V AL HIL
A FE IR A JE FE VG, W HILIN 1.58 pA; 7E meso-WC-
PME(Ih£E b) I, EHEIRMIL J5UE AT h —0.341 V, 1§
HLUL I 28, AT 0.58 pA; part-WC-PME(IZE ¢) T
—0.377 V A ISR 10 )R R, W 0.41
pA; TiO,-PME(H1 %k d) H 2] —0.579 V A A HEA 1)L
JEp I, W R 0.15 pA. LA 4 1%k a, b, ¢, d T
H1, WC/TiO,-PME F A 2 (1) 3 Jir U R0 Y Sl KT il
FEHAE meso-WC-PME, part-WC-PME Al TiO,-PME L[]
I JR U HI R, ARERR 22 45 R B WC/TIO, 4K 5 & i
T T 85 A PP S R 2R T AR AL TS AL T meso-WC,
part-WC H TiO,.

WC/TiO, 40K 5 A b4 R0l 3 2K L3 JiL i) v AL
TEPE AT GE P T TN 2 5T, B WC BRI Ak
OYHULE TiO, MANRTH, A3 R T 40K WC Bk 1 14
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Figure 3 EDS patterns for spots A and B on the SEM image as

shown in Figure 2b
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EN

Bl 4 A [RDR A HUAR A AR BE R PRI AR 22 ith 2k
Figure 4 Cyclic voltammograms of nitrobenzene on various
PMEs

(a) WC/TiO,-PME, (b) meso-WC-PME, (c) part-WC-PME, (d) TiO,-PME

B, BEE T Ak WC R R 8%, AT AT L7 2 4B
YAoK WC TORL T AT 1 /N RUSE 2508« 2 1T 2850 A5 AUy 1Y)
PERE, e WC IMHMELTERE; 50— 77T, 459K TiO, 4
AR LRI, IR WC B4R BL7E 43 HR
YK TiO, PUBRIR Y, Mfités WC/TIO, 41K E

AR AL e

BRI R 22 th 2 Re g HE It 4 P fh AL DR A AL 2R
AL SR ) & A E AR B, (BRSSP is 3
R EAG ARG P S S e T — MR AT e, O T SR A%
SAMEAL TR P PSR M, HEAT T LIS R, &
5 NHLAE EE—035 V I, WC/TiO,-PME, meso-
WC-PME, part-WC-PME #1 TiO,-PME 7 1.0 molsL™"
H,S04+2 mmoleL ™" AFEZREI P 1 H i e i<k, i
Bl Sy L, AEFEORAE 4 i AR AR b HL IR SRR T 50 s,
LR T B, B I IRN e G, ol b R i i
B, YINTRAE) 300 s I, HLREAIA B ERAS. AR
AR KN KE, WC/TIO,-PME _E Al HE 2K (138 5
WK T 5 HAE meso-WC-PME, part-WC-PME  Fll
TiO-PME L[ i M iR, 1K S 1F IR AR 2 il 45 21 (1) 45
P 3%, 1M H WC/TiO-PME _EASFEZ (1K) 50E vt th
LN TLR, Wos WC/TIO HK AR B R R
EALTE T R A AL T meso-WC, part-WC Fl4:
LLATARGNK TiO,.

0.3 1

I l(I)O I 1%0 I 2(I)O I 2%0 ' 3(l)0 I

E/V
B 5 AHIERLEA AL E—0.35 VIR IR L iE
2

Figure 5 Chronoamperometry of nitrobenzene electroreduction

—
0 50

on various catalysts at —0.35V
(a) WC/TiO,-PME, (b) meso-WC-PME, (c) part-WC-PME, (d) TiO,-PME

3 #Hi

PL TiCly A5kt R IB K AL i 204 B 4
K TiO, BikE, I AHON ARG T WC/TIO, 40Kk E &
PEL WC/TIO, 99K G AR R B A0 B RITRE 1) 5] 1 A0 78
1E TiO, K1, HA B HhE.

WC/TIO, AK 5 A MR B 15 bRk Al 2 2R
ORI H A PR RE L H AL E PR AR E TR
meso-WC, part-WC F TiO, ¥WH W TR, Bk
WC B FN K TiO, MR Sem WC HLfiEL
PEREIIA BT IR —.
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