£60% FETH/2023F48/MeEBFEHE

It Bl St FFIHE

P-W O, 4K S ISE 1 5 I £ R PE 52

TEE, TEZ

g R R T 5E R RS, Ll 200120

WE RS SRR 6 A = S I, I B A SR . SR FIE I 15 1 4% & A 40 I A 8028 (8 = A0S (Pt-
WO BIRTERE . SR FH X S LA S 35 S0 491 il 1 S A8 A X IR 2 B 15 43 A 45 7 125 20 B S 1 M, 5 R SR )
U L | e T 8 £ e el | Mg - N D & B R o i o 1 S T ST 7 = = W B e
R Z AL, HEENFOCEAREIRRG, YA TR B 44000 = AU 8 BT AE 40 10 fi 1b T & AR 2
I, A T 0 70 S ) B S 23 3 o 0 3 S O 5 AR 1 00 B B RO B . DR SR A AR R T, A AL 3 3100 r/min RE TR
WF ]y 60 s IR Sk BE S 400 C R JCHE ] Ry 60 min (19 5 4 F #1485 19 Pe-W O, BERSE , 76 PR B4 250506 1 H, T 38 & 1o B[]
209 62 s, 0 A AT 5 5 Wi A A8 AL #2491, 54 %, I HAZ I B B0 B B P R E T .

KEWR W LA M-SR AR A R

FESES TP212 XHEARERL A DOI: 10.3788/LOP213414

Preparation and Sensing Properties of Pt-WQO,; Nano-Hydrogen-Sensitive Film
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Abstract The tungsten trioxide sol is prepared using the tungsten powder-hydrogen peroxide-polytungstic acid method,
doped using chloroplatinic acid, and spin-coated into a platinum-doped nanotungsten trioxide film exhibiting hydrogen-
induced discoloration. The film properties are analyzed using X-ray diffraction, field-emission scanning electron
microscopy, and energy-dispersive spectroscopy. The film is amorphous and exhibits a flat, bump- and crack-free surface
over which platinum metal and loose porous-structured tungsten trioxide particles are evenly distributed. A transmission
optical-fiber hydrogen sensor system is fabricated using the prepared film. When hydrogen molecules are present, the film
chemically reacts through platinum catalysis, thereby changing the film refractive index. The hydrogen concentration is
determined by measuring the transmitted light intensity. The hydrogen-sensitive film spin-coated for 60 s using a
homogenizer rotating at 3100 r/min and subsequently annealed at 400 °C for 60 min exhibits a hydrogen-passing response
time of approximately 62 s at a H, concentration of 5%. The average change rate of the signal response amplitude is
91. 54% before and after hydrogen sensing, and the film exhibits good repeatability and stability.

Key words film; optical fiber hydrogen sensor; Pt-WO,; hydrogen sensitive film; sol-gel

] for SR B A7 A A I A v g 5 A F KA B KU 3
TEARNA FE LRI Z 2R oy A e &
SARME N —FE R RO AR IR, 2 B R A R SRR 8 0 S LA b KU R B AR AE 2 A R AR

i

JrERE . HERKBEA SRS BIERR LI N R PO R T R itk K 5 18 I A R

TEAEAF iz i Ao JH 5 A b v S0 R Tk O e vk B2 £ R Bk ol 2 B SR A TS S T IR 09 24 25 5 U
Ay RN e B FERE, AR 09 22 1 5 O 7 e R B 28 R S B R

[ A A Y R R AR ORI R R R B R Y R T o A R I AR TR

RURDG2A A BRZO0E RS AL A, A 8% 0 3 xR %05 W BB SR 0 : Tian

Wi BHE. 2021-12-31; EEHH. 2022-01-22; RABH. 2022-01-25; MEBHELZBE: 2022-02-07
EE£mMB. EEAKRF¥ISE (62105196)
BIS1E#& . "bianzhenglan@163.com

0731001-1


https://dx.doi.org/10.3788/LOP213414
mailto:E-mail:bianzhenglan@163.com
mailto:E-mail:bianzhenglan@163.com

U P A oK e R SR 7 B SRR BE (ZnO) 9K B R
2 X6 e o F B AR ok R M 5 Tian A5 Rl ik AR A
AL 1 A8 AR B BB ZnO 9 K B SE YT 2
i I AR R RO 1Y 3 B 1 5 Zheng S50l = RE
T 114 48 Ak B - STk B 4 oK S5 T 465 4 S B R A
W5 Ma S5 el v R X 2K W R & TR 41 4 X =
BT A TR, ARERAS R, FERE
SR, SR AL (WO,) B EA S EUE 6, B
AR SRR Z B E R . WO, 5 A S BAE
FH B, BB % & A= mT 30 ) A8 €5 By, {H B — [ WO, 6 &
Y SRR A AR 22 e Ry B R K O T — 2 R
ThAG R A8 PE AR, Bk B 2 1 BHIF N D138 i B 5T 45 2% Bt
BB WO, MG Ea . hinfA Bt Emin
(Pd) FAT(PO S o g5 85— PO 1 625 A
P A G S AT B A 1 A T i, O A I R A
B T AL B A O R B 5 . Shim 25 P/
Pd & 4B 54 PAdB 2 AT R I, K LG & 15 22
B TR B R R A M R PA/ WO, R &
I Lb 4 Pd B 622 RGBT
ECH TR 2% Yang % #F 58 PA/ WO, & 4 I 53X Fil
T 5 07 ) PR (R A A A RS R S e R AR i
Mo HZR Y Matsuyama 25 H Pt/ WO, & A i il £
BG4 S AL A AR RE IS M = R B 80 0. 1% 1Y
T
HFPdESREARNZREG BN AN,
I 7™ B 5 0 B AR AL AR RE S ERPE . 4 WO,
B 24 Pk, BE 5 AR 4 Hb Bk G B0 SUME B 4, 1 7
AL Ty B A MR PR AR SCIR B
Pt WO, (P-WO,) B %8, ok R 0 A TR 2
PRI AR 5 A 1 I M O M 1k il A WOL TR IS, R
FHAEREY 5] Ty B A A I 1) T A% Uk 8 3% 1l 4§ WO,
R K IS, 24k i X T o A 1 R R A T A $5 A5 G X
HET ARG R R B, WF 5% 1% v 5 S U Rk

2 FEARFH

WO, U {6 H AT AT W6 R ELE 4 ) oy 482 o B
WEHH Re BIMEABIR . Wittwer 5 HEZfL
FEAR B WO, B |30 Pty 24 8 T A8 h i,
WO, /b A 6, 2 5 AR, AR R
FJFR MRS . Wittwer 1A WO, S BUE (@ 1Y) F 2
J R = A T AR A, R R TR R S R AR R AR
T WO, TR M T H il WO, 9 K i
T, S0 T SAES R B PO ER T 7
B AR R A

H,—2H" + 2¢ (1)
K H, AR T PO &R MR H ko
fift LY & T e AL B B LT

BFAH 5 WO, —4~ 0" 454 4 il HO, 7= 4

E605E TH/2023F4 A/BERBEFEHE
— AR, WO T WO, T Hy 7 v 0 55 75 i,
W, Rk N
WO, + 2¢H—> WO,_, + zH,0 , (2)
K WO, R = T o WEE FAEWO, -,
R ERAAE T = A A s H.O KA+
1M H A e B A BRI AN WO, 8 8 02 [N A
B (HWO) A i . KRR A0 T4
i AL P, o3 i SR T, SR TE WO, 40 K
AL TP B, 5 WO, 4 T & A R AR R
HWO,, 1M WO, 4> T 5t H IR & 6 A il o . 2438 A
28R EE AR, B AR Ak S RN, 4 K T Y 6 P
WEEA R A, B EEE TSR 7Y
A WO 5 F 851 PR 3 F & 0 — s, il
P JFLF-AE 540 A6 4 ok [mTBR AT, P2 AE e i Wi, 4
KRR N R B R E S SR TR YRR — 2
KR ,VAR T EY 8BS 8Z )NV 090K 5 2 6
TR .
AT T H il WO, 94 K R 2% TH B, SR
S A R B PO A AE BT o R o SR o Y
SR T AE AN OK R SR T T R P O AR, 5
WO, R A H, WO, 40K 38 5 A ' 24 P 5 (ln i 5
PR &) KA 98K IR IR 0 5 AR R
o, Rk
2H' + WO, + ze —>H, WO, , (3)
K H, WO, N EFH ST
Lee %R H O A A A5 hrid, 78 WO, 5 H,
S JE AT SR AL N, 245 R R WO, R OF, X R
H' file BYRE ABISRME T4 S AUEYE . Luo &5
KM WO, 5 H, W5, H file #EA WO, &4 A pl
KB ESE N, ZER N AL SH fe M
A B IE AT RE LA B AL T S AR i
AR SCHE T8 AR R PWO, 44 K 15 3 5 R Kk A
A A A% SRR I AR RO 3 o ) 3 T O R
AR AR R SR B AR AR L

3 Pt-WO, gH K 8 5 1 il & S Ak

3.1 BEBRREHEPC-WO, MK H R

PRI — 7 143 BT 4 9 90 oK 29 8y B Rt b, BBl
B — o R B A B 30 %0 it Ak A T,
KB Ry o A SR R TR L 104, B A
TR OK B R R AR T B W D AR R 3 h,
HERBZRIA A OAFIEHHE . BEEO0IE L, U
T o A U8 B 25 R I N 58 e B M S A . AR
JE WP AN 2 RN 2 R Aot A A B 25 BR
KN TE W AR . E A TK OB, IR
80 C™ R Jy e #1251 A8 BE ¥ BOR , S &R 4N
BEBEEMA —EBENEAR, N3 AHRN
WO, A VKEA AR IR AR

0731001-2



25 P I VR TS AR R T A AL
T g et B S S o B I T R A TR R B R b
JEE B e A N oK AR Y 2R3 & 3R R ok, BT
AT PEW O, 4 K
3.2 Pt-WO, K HEHIRIE

T A I A 1 Pt-W O, 20 K 8 55 1Y i 75 45 g
FIE LA HRE Y TR A SRR B X I HEAT T X
LATFHL (XRD) 3 & 5 4 i+ 2 058 (FE-SEM)
X G REIE 0 B (EDS) Mt . Hivp : XRD GBS 3K 15
WSS B IR OB R S R/ s FE-SEM FlI
HBMHTUM%ﬁﬁm E R FIIT & TR

T SCET T T R A R S 0 B B A AR R
IR SR BE A 400 °C iR kB[] R 60 min 2 ML A%
A 3100 r/min, 34 B E] A 60 s

1 PeWO, 94 K 8 BFE 5 A XRD I3t 3 |, 52
I 45 W SRR VE Y IE 7 i WO, 1 PDE £ A NO. 85-0808
FE 5 5 AT 5 0 (00 1) B2 Wy &, 5 2 AT 599 06 Al 55 , L% 43
AT S 0 A I I, B £ B P-W O3 44 K JHE K3 4
FAE A

B 1 PeWO AR XRD &%
Fig. 1 XRD pattern of Pt-WO, nano film

[l 2 AL 3 43 391 Ry T30 KA R 50000 4% A 1000 £
T P-WO, 44 K 3 i FE-SEM K, [&] 4 Jy 1 &
EDS 3% . A& 2 Har LUE 3 8 3 1w 4 5) o i
WO, 5 ¥, RHA Z LG5 . WIE 3 FE 4 d el DLFE
B, 4K R B AT Y SRR IR 48 R L A2 A R 2
4 @ B P, I ¥ A0 43 A FE 98 K B T i L Y

200 nm

EHT=3.00kV Mag=5000KX SignalA=S5E2 WD=82mm

B2 P-WO,40K I FE-SEM K (X 50000)
Fig. 2 FE-SEM image of Pt-WO, nano film(X 50000)

FE605% TH/2023 F£4 A/BENREBEFEHE

! wn. EHT=2.00kV Mag=100KX Signal A=SE2 WD=7.0mm

E3 PrWO,49K 3 FE-SEM (X 1000)
Fig. 3 FE-SEM image of Pt-WO, nano film (<X 1000)

Counts per second /eV

Binding energy /keV

El4 PEUWO 4K EDS [

Fig. 4 EDS spectrum of Pt-WO, nano film
R, BT WL A4 T K SR U R Y
A3 BEAT R I A
4 srirSitie

R Tk A T 5 R Y RO R DA B i R
E’J%J%Iiﬁ’im%”z% P R L 35 1 T B A O
ARG, MIE S FTR o &G0 PO R S S

ﬁi)ﬁﬁm 850 nm FOEIEIR , 4 1E 5% 10 kHz P8 1 3K 3l J5
WA EZRE ,RERHLZ)ZBEGEH 76 5 A i A5

flowmeter
I~ P
| r—ﬂal— '
| |ﬁowmeter |
| : {_ — phgtoelectnc
N | e SSoe I!
H/N, — “
gas chamber i computer
reference VN
e, %éﬁt | \"\_
|\. “ B i kY
'"ll < !
o drive e —
ireui hotoelectric
g _/J circuit p e, 0 ‘
light data acquisition card
source
— - gas path optical path —— circuit

K5 EH XA EARGR

Fig. 5 Transmission hydrogen sensor system diagram

0731001-3



i Y B ORI ELAY R R OGRS ROR . LI
25 TR B S N B 2R 0l R 4 3R T, O H R 8 3R
HCHE A A AR B0 G R, A RE Rk
2 AL, S EAALALEEAT AR 5 AL B RS S i AR
FEAR B o SEIS I AN [ v B A AR T aE T RS A
SRS TR BE LG SR B
SR AT B Y 37 o R S B, L OO R
BT 40 mW . 16K 513 LA G R L,
T BT AN [A) AR T BT AR A PO I o
i, 25 R 6 s . WE 6 Hral LA Y, iR ok
T EE #E 100~500 “Ci il i, B & 1R kORI, P
WO, 99K R 5 o R 2 TR R EME
Pt-W O, 40 K 8 518 I B2 0 T iy, 38 B5E 1 g 8 s 5 i
¥15) 2 04w R0 Podk g i i R AR 15 8 i 3k
OO
g’j— A0 343
%3.2— |
g 30t
2 28F
g 26)

E 24
221
201

181
1.6

"a273

100 200 300 400 500
Annealing temperature /°C
FI6  AIRIR KR EE T 1 Pr-W OL 44 K IR 1) 325 55 2 6l 2
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different annealing temperatures
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