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Abstract

Code of project : social 033/2556

Project name : Preparation of Molybdenum Trioxide Nanostructure by Reactive
Magnetron Sputtering for Gas sensing Application

Researcher name : Chaiyan Oros, Ph.D.

In this research are separated into two parts. In first part, suitable sputtering
conditions for the formation MoO, nanostructures are studied and the MoOj; thin films prepared
under different condition are tested toward ethanol gas sensing. Sputtering with oxygen flow rate
are systematically varied in the range 8 sccm to16 sccm. It was found that molybdenum oxide
nano-needle tend to form at high oxygen flow rate of 16 sccm. Under these conditions, MoO,
nano-needles are formed with different length ranging from 0.2-0.5 um. In addition, MoO; nano-
needles are highly crystalline with MoO; Orthorhombic crystal phase. Gas sensing performances
of sputtered molybdenum oxide nano-needle thin film have been characterized toward ethanol
sensing. It was found that molybdenum oxide thin films exhibit n-type conductivity with
decreased resistance when exposed to. ethanol, which is reducing gas. In addition, the
molybdenum oxide thin films are capable of detecting ethanol gas at concentrations lower than

100 at operating temperature 400 °C.

In the second part, the structure of Tin oxide thin films with different oxygen flow rate
are studied and the Tin oxide thin films prepared under different condition are tested toward
ethanol gas sensing. It was found that the structure of Tin oxide changes from amorphous to
crystalline as the oxygen flow rate increases from 12 to 24 sccm and the degree of crystallinity
tends to improve as the oxygen flow rate increases further. From morphological characterization,
all SnO, films prepared with different oxygen flow-rates comprise isotated columnar nanorod
structures and the nanorod size tends to decrease as the oxygen flow rate increases. In addition,
the deposition rate is-found to decrease from-0.28-to 0.10 nm/s as the oxygen flow rate increases
from 12 to 48 sccm.Gas, sensing performances of sputtered Sn@,.nanorod thin film have been
characterized toward ethanol sensing. It was found that SnO, nanorod thin film exhibit n-type
conductivity with decreased resistances when-exposed-to ethanol, which is reducing gas. In
addition, the SnO, nanorod thin film are detecting ethanol gas at concentrations lower than 50

ppm at operating temperature 250 °C.
E-mail Address : Chaiyan.Oro@rmutr.ac.th

Period of project : 1 October 2012 - 30 September 2013
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LUUAREIERY (Drift Motion)

Magnetic
Electron Field Lines
Trajectory

™~ Outer

Magnet Ring

Y

Inner
Magnet
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nszuiunsigleasunnTu taeivaeantessuuInTuiut N @ISIARB VLA 1L LANNTS
UanUaosSlannsauaInuaedeanil) DiannsouafuasIaviAdauludnvslosraoys
(Cycloid) hlngninedluawnwiviantndaiive uazedeuisesidenlumuuuiintives
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Area of Magnetic
Magnet Poles Erosion Field Lines

Hopping
Electrons

JUN 2.7 madnaunuudmaneazsansdatiansefoulussuuindeuiidunanng

wunfinsouatmmnesy

Y

NUITBNNITD9
U a.e. 1995 M. Di Giulio | kazanglavianisiedeuiauuis SnO, aewmedla r.f.
reactive sputtering lagyinn1s@AnuvalToumEun1snsaaTnnIg CO s8WINHANUI SN0, AU

3

Wauu1e SnO, Alaule Pt HaNIsANLINUIT HALUNNIEDILERILATIESNANVDY  SNO, 7

a

fim (110) (200) wae (101) wa¥AINHANTNIIATAR9-CO 71 500 ppm WU FdUUIS SNO, 3
gaumniinnaetdl 300°C. Hrnnismevauessiaiig 120% szeziiannisasuaus 100 Juni
STEERMAUFN200 IUTT WeEHIdUNe SN0, Mause Pt denimgiineasuil 170°C fldnns
novauawiony 400% s¥aglIaINIsneuaLed 180 Il syevlamAudy 120 Wi anwa
MsvedaUITivIIMsATsiausae Pt dnalvinisldaamaiiveaeitiosas uaziin1snouaues

a

mafngLiagaTu

Ua A, 1999 Viadimir V7 Kissine ¥i9nN3fAnwinansznuveensInIsiiauesing
2NTLAUADANTRNITNTIVIAADVRNANUIE SN0, Tnensiaseusemala rf. sputtering

PNKANSANYINUITTANUIS SN0, Tmsanluussenniruesigelsnaulilaseas1awanid

anuduedygu wazdlethlusuiigamgll  600°C  Fiduuandlassasnandnues SnO, uaz

PAuU19NmSoUlUUTTINNIFRNALVBINNYDNSNDULAL ATBNTLIUNUINTAULEAILATIFS
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NANTDY SO, HYUIALATUYIZUI 100 nm N1SAaUaUaIRangenIuan 1500 ppm Wa
PNASANWYINUIBATING WaUeIiweenTIauaINanelASIas19aNENYas SN0, AN

WisuAewAlla r.f. sputtering kazdidInananIINBUAUDIRB N TVIAGOU

Ua A. 2008 Heyun Zhao AnwIHaved SnO, nanorods #ONIIAOUAUDIRDNAELE
VMU8a WU SO, nanorods Tlassasemdngindimaves SnO, Tanwasduwiswuinduy

HIUANENATY 20 nm  HANSAFBUNNIRBYANRDNTeNIUea 1000 ppm sogmngll

[ ]
al

Ao UALNNTUA LU INEWY LagliAIn1IneuauRIgIaan 300°C  wallA1ng
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nuideiliuiinsneasadu 4 upaunan dmsuseRvgiasAnyiinieyile

luavmidulaseenlednasiusanlanlassasiesesuululaeitunsunaselUl

1) Tumpun1sUseayg Cr-Au Electrode @ wsuldidudaluirlunisasiainfnaaae
WANANNSLAADURUULUNTNTUaT LR a3
BUAUIINNITUITEAYFUAN (Mask) dmsuesnuuuainanetalii lagldignisyu
wasuRmeliiy ntuiluiedeuiaudinsuldudr nilesldmatinnsindounuy

a a
wiNTdnsaualmmDS

v s Y aa = 1% a v b
nsasendnaelsnisyurdousslni avisusuaInnisesnwuualInatet i
neuantuilUsunszUILNISAAaL (Dry. Film Lamination )  Laga gudInluinIes
Mask Aligner —ntudalunIunssUINNIsIUIATRUR lansse L Felanenldndioull

] o

< A a g dyn 3 L < O v a & ~
LUUI@‘W%UﬂLﬂa "ﬂqﬂUULﬂaﬁ]UwaﬂJa']ﬁ'ﬁULuuﬁlJ'ﬂbLWﬁqﬂﬁﬂLmﬂu@ﬂqﬁLﬂﬁa‘ULL‘U‘ULL@Jﬂumﬁ@‘L«l

o

atnnesa e ldNauluniswaausell

A157199 3.1 Waulunisiadau Cr-Au Electrode

AUTnNIsAReU lastiies (Cr) 93 (Au)
WAUTDI5U Alumina Alumina.coated thin Cr
wWhatsndeu Cr(3inch diam;-99.95%) | Au (3inch diam, 99.95%)
ANFUADLLARDY <6.0x10 mbar <6.0x10 °mbar
9nIINTIaURIS Nou 4.0 sccm 4.0 sccm
AUAUITIINLATOU 3,3%10 mbar 3.3x10 mbar
ATELLE 0.3 A 0.2A
a0 3 U7 5 U9l
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a = = = a v =~ o &
Lﬂa@ULL‘U‘U?LL@?’TWWLLﬂJﬂumi@uaﬂmL@@iﬂ I@EJ‘ISUN@U‘LSUﬂ']iLﬂa@U@QU

A157199 3.2 Waulunsiedsuludufdulasesnlas

fudsnisipdeu lududtulaseanlan (MoOs)
LNUTDISU Silicon wafer (100), Electrode
wWhansiadeu Mo (3inch diam, 99.95%)
ALAUNDULARDY <6.0x10 “mbar
omsNsInavesesneu 4.0 sccm
M5IN5 I MavDL8NTIU 4-16 sccm

ANMUAUTENTINATDU

3.0x10 -6.0x10 " mbar

o o

Aaslwdihlunsiedeu

200 Watt

a & a a &
AN519% 3.3 Waulunasiadsuiiuesnlen

fuwUsmsinday Auoonlyn (SnO,)
LAUSBISU Silicon wafer (100), Electrode
wWhanseaay Sn (3inch diam, 99.99%)
AINFUABLLAGDY < 6x10° mbar

T3N3 1av990715N U

4.0 sccm

993N1siravreseaniilauy

12-48 sccm

ANNAUTEAINLAROU

0.0xL029:0%10” mbar

o w

Aasludnlunisegaou

400 Watt
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NANISALLUNISIVY

FeuNaNNTeluuniisumensUssAyg Cr-Au Electrode dwsuldilutalui
sy Iafwvdaluduidulnseanlunmasmunlienisaneiiniesiniuveanlunlee

a a o 1 dy
fs1eazdunnana bl

4.1 n13UszAvg Cr-Au Electrode duiuldidudaluiilumsnsiainfnedemadanis
AauLUUKINnTauaUnLAa3s

BuduanmsUsyiugindn (Mask) dwisuasnuuuainaetaluin Tneld3snsyu
wReuindelilih anduitluiedeuiidudmsuduin i lnglfmedanisindounuy
wunfinsoualamess

nsadandndneisnmsguiedoudas i ez Susuainnseenuuumaanedalii
st lUrhunszuIunSRnTd (Dry -Film Lamination ) uazRIBuANwIEIASed
Mask Aligner -amniuthliiunssusumssuedouiatavyieliih dalonsilfindout
Hulaveiinia  antuedeuiidudnsudutaliihdematianisedouwuuuningon

aUnwe3e wnunwidniouansdugun 4.1

4.1 WHuNNbeoZLNTITTR AN

neulunisindetiEilauzdmuai sl R s ez B unnuansg
731 dmdumsedevildilanslassion (Cr) dudu Adhesive layer 1 wafildainns
Uaosfngorsnoudilulussuy vildssuuiimuiuuszanas 33 x 100 mbar  wasn
wasulunan 3 Wil naanmsinANERLIYSEINN 380 Wluwas d@unisiedeuilaulany

1949 (Au) Fadutrlwivsasuees Wevasstwersnaunlulussuy syuvaziinnusy
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Usgannd 33 x 100 mbar  mendsnedevild@ndunm 5 undl anwumunitinléd
AUsEIN 420 UITIAT KANTTIRAUNUIYBIHANIRYIN IS IUANUNETUNTOAINYTUTE
vosiiduindounuuvenu 1§ Ssormvsdunainananuazerntu Sedu Ay

anUsniluniniznievdainmsiedeuildy Mieeadunananmuaiiase  (Uniform)

299n158UAL0 5L 9IUNNFIWNUINITINTUN U AUl

4.2  WANISANEIAUUANIINIEANKAZAUURANISASIIANvasluauRuLlnsaanlyn

TA59E51952AUUN TUA28ATNISIARIUKUUIWBATINLUN TIN5 UEUALADS S

Tuduiiazesursnmsindeuilduunduaudiilaseenludasitnsadeunuuinen
fnuuninsouatmmeisasuutansedu S wafer (110) uaz 42luflh CrAu  (Cr-Au
electrode) 1AgagaSUETNANTENUVRBATINITLAYBIDDNTLAUABLATIAS 19989V
luduatalaseanles lagldfinslimudeussninginnisinaeu audAn1esnienInveeiay
validuditilasesnledlinsieieaenses Xoray diffraction (XRD) way scanning electron

microscope (SEM) Lag@nunauuanisnianinisloniuea

Taseasswanvesiduudluaumiulasoanlasonsinisiviavesfnweandiau 8
% e’l’ el @ & @ a 1
sccm, 12 scacm bag 16 sccm - LEaRIAIYLLNUAINAITEAYIUNIIALRNY ijJ‘IJVI 4.2 WU
1Assas1nanvasiiauuralndvivulnseanlostdnslasiasiana orthorhombic 489
Tudvatulnseanlan Ada 12.7°23.3% 257° waz 27.3° wasnuilasaas19vasiduung
Tudvaiulpnseenlaniimudundniiiuanduile lionsinisviaveeenBauL LN TU

LH19991NL9HTINTANSUR S5 81U LU AUANNAT U A NBLAUANLN AT Y
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110
3
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k7]
c
0]
E
0,=12 scem
e e
a Q ﬁ 0,=8 sccm
10 20 30 40 50 60

2theta (deg.)
JUN4.2 ununmnsideunidendveilauuiiuduidulaseanludndnsinisinavesing

29NTLIU 8 sccm, 12 sccm wag 16 sccm

ﬂf{’ a a a a o o‘::l'u 6V a
BHUNNRLRYesaLUnludUAuLlnsaenlnNonsINIS Iavesn1geanTLau 8
sccm, 12 sccm wag 16, scom Wansaagun 4.3 nunilduualuduatulasesnleanimiey

Ingdnnsivavesiniweon®auy 12 scem uaz 16 scem danwazAnlulassadwdngy

Uanedy Ivu1auaneeiusenIng 0.2-0.5 lulasings

3400 20,0kV 10.8mm x20 0k SE

(n) () (m)

'
o

JUN 4.3 wnunniuiveeilanvaduiuitila seenladninsinisivavesiveendiay

8 sccm, 12 sccm-bae 16 sccm



29

dusunanisnsiinfmeniuea  (Ethanol) vasduunsludvivulaseanlanay

o

yinsAneanusluduitulnseanleninSeuNonsIn1siiave9andLau 16 sccm

= P o = aada o Y} )
Lu@ﬂﬁnﬂulﬂiﬂai%‘imaﬂ%@mq@ I@EJQ%Vl']ﬂ']i'J@IUW]@ﬂJGU@QﬂigLLaLLa%ﬂ'ﬂlle'ﬂ‘Uﬂ'ﬁmiﬁ‘ﬂ'lﬂ

o LY v 1

wuihitgamglidmiumsnsiata 250 °C-400 °C mahlunisasietaieeniusassiin
dutudlogungidwiunmsesiadintu Weswmnifnsunsfso s iidufufadia

wndu analilunseseinfsenueafitiing 100-1000 ppm AuguMgiidMIunIg
nrviavesiiduunaluduitulnseenled uandusui 4.4 uansbiiuianullunsmsiaie
feenuoafimufiuinniudogumgidwsunsnsatanas USnufsonusaifisty U7

45 wanaaunnenullunsesiainfigenueavesidauusudvitulasesnlaniu

dmsun1snsiaiafigami 400°C wudianEmunuvesvedtilduunsluauitulaseanled

= [ 6 Y @ 1 as a ao e
aﬂﬁ\‘iLllQQQIUEﬂWUSGU@QﬂW%LQW?UQﬁ LLﬂﬂﬂfV]L‘VI‘L!'J’]GU’PN‘WﬁlI“UW\TIEJ@“U@U&Jl@ﬁ@E)ﬂI‘?I@@J

a [

AuauTRvesansisinihilady 3UN 4.6 wanspulilunisnsiainisemueavesilduung

[%
=

TuavAidulaseonlwd ML UAINUSLIUAIBLENILATINNTY LasNUINANISRaUALDIRDAY
leVNUBAEIAnT 2000 ppm @1N1TAIRYINIAINITABUALDS (10%-90%) laUszanas 2.95
Y9 wazdaalun1sAunay < (1009%-10%) laUszanas 5.88 w17l wazdanuInwauung

lduatulaseanledaunsansiadnigemueanuiuinm 100 ppm gamaiidmiunis

399 3nTIgaungR 600°C

Y

.
30
& 400 °C
g ! & 350 °C
= i L
S 20 M 300 °C
s :
@ ] o
g ! - # 250°C
Q. L]
210 «
& - 7 A
\ e = 3
£ % s
0 Nl 4 1 ) ARSI __alo\vo 1 ~
0 500 1000 1500

Ethanol concentration (ppm)

JUN 4.4 auhilunisesdaimeniueaiueamaiidmiunmsivinvesilduui

4
wavadulnseanlon
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2.50E-05
1000 ppm
2.00E-05
500 ppm

< 1.50E-05 300 ppm
= 2
g 00 ppm
; 1.00E-05
o 100 ppm

5.00E-06

o.ooe+oo‘-J =ty

0 4000 8000 12000 16000
Time (sec)

JUn 4.5 mhlunisesiedafmemueavesiidguunsluduitilasesnlediudmiung

50

40;

Response to ethanol

a

A5IvinNRamgl 400°C

U

— e s -

200 400 600 800 1000

- e - - o —

Ethanol concentration (ppm)

5UN 4.6 anuhilunisasiadafaeniueavesilauuauduatulasesnleniuusunuie
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4.3 NANISANEIENUANIINIEANKAZEUUANITATIVINNIYVBINIUBN YA LATIEAS1952AU

U lUA28TNISARULUUIaATINLUNTRSaUaUAADS

Tuduiiazesursnmsindeuilduuisiivesnlsfgeiznsindounuuinoaiinuunia
souadnnodeasuutansesiu Si wafer (110) uag d2lwih Cr-Au (Cr-Au electrode) Tasas
B UNIINANTENUVRIDATINT IAYDIDaNTLUABLATIAS 19vDINaN Ui uean un Tnaludl
nsANUSaUsEIIIYINSAdeU auUinianieninvesilanulsivesnleniiasiginig
\A384 X-ray diffraction (XRD) wa¢ scanning electron microscope (SEM) uagfinwaud

ANSMTIINN YN IUDA

Tassadananvesiiduunsiiuesnlenfionsinisvavesinveandiau 12 sccm, 24
sccm, 36 sccm Waw 48 scom WARNRRBMRUMNSLAsAULTIEBNG fagufl 47 wuh
Tnssasamdnvesdlduunsiivoanlssaurusasinisliavesinveondiau Inoiisnsinisiva
yasimeandiaum nuilassaamanvesdisiusenladidunuuedas uaziisns

N5 bareIt 1w oN T URNLIY NUINTauuIRueanlankanslasIasaNanvaivaanlyn
wla tetragonal M1im 26.72°, 34.03° uay 51.91° wansinlaseassvesilanuisfivoanloni
ANuuRANANLINTWLED IERSIN15IaY890 0 NTRAWANLINTY 1119991 INTTRTINITHAR

DUNTNS 81V UAUDNTLIWANLIAUL

110

101

211

O5 48 sccm

MWWZ il
b e

Intensity (a.u.)

v -

O5 24/sccm |

e

I |
g "‘\WJ .

E" .‘H"M‘Mm” | 05 12 sccm -

20 30 40 50 60 70

2theta (deg.)

JUNA.7 waunnnisideuusididndvesiiduunsiveenleandnsnislnavesingesndiau

12 sccm, 24 sccm, 36 sccm ae 48 sccm
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uwnunmesfiueenledfiwienfisnanisivavesfiiweandiau 12 scem, 24 scem,
36 sccm uag 48 scem wanslusuil 4.8 nuiRduunsiiueanledmuafinioufisasns
lravesiweandiaunieg wansdnwauzlasdasiswuuwissyauuly egslsinulasasiie
wuuwissziuuluvesiiveenledfiniouidnsnisivavesingeendausddnuasuriad
Tng) fanumunuiugauasiiiuiafiGsunifivesnledivdeniisnansivavesfioentiau
a9 yuadusuguinasedsveswisszauwluvesiiueenludfivieuiisasnsinavesine
ONTAY 12 sccm, 24 sccm, 36 sccm wag 48 sccm dAAMIAU 150 nm, 100 nm, 80 nm
waz 70 nm auadiu Tuiuesfentiu mamuivesilduuisiivesnlediiedeuiisnsnis
vavasfneeandau 12 sccm, 24 sccm, 36 scem Way 48 scem AU 1537 nm, 595
Am, 585 Nm WAz 565 nm ALy wazaIntusasaTMsedeuiiduusiueenlyii

181 90 Wil Lewindu 0.28 nm/s, 0.11 nm/s, 0.10 nm/s kag 0.10 nm/s AIUAGU

TMEC 5.0kV 11 3mm x50.0k SE(!

|
1Y

JUN14.8 ininmiisssauuluvesiueanlednensinsiuavesinveendiau

12 scem, 24 sccm, 36 sccm bay 48-sccm

=

JUN 4.9 wansanuvtvesiaiviavivesntyslaseEsawuuivianlulagsnsinig
WAABUNANAUSNIINTS AR 199 NTAU WUTIAMUNUIYINaN U usan R lATIasNa
WU TULaEORSINSPARUTNALTANanadiladns NS MareIieeanBauiuduann 12

< d' d' 1 & a a' dy a [
scem WU 24 scem hagarAILiodnIIN5 1ave9iNYeanTLaUANIUDN NSANAIVBIDNIT

N5iAFRUINENTINIS IMavesigeanBAUNNTY Wewnannisanaeadlianavesiing
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9135N0ULALNANUVDI DR aUNANAITTHDINAIINANUAUNTLTY N1TANAIVDITNIING

= 1 < i VA a .:4 .:4 I
iAFRURENTINGT Bnananladinissugliuunsiedeuainmaafsusuulanedunis
wmdeukuUlangoenlyd inszdunsisensguintleosuvaseendiauiuliianavedlansyiila

BMNIINTAADUANAY
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® Film Thickness
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1400
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(=3
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1000 |
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(=]
S

600 -

(o@s/wiu) ajey uonisodaq

400 1 L 1 " 1 1 L 1 1 L 1 1 1 005
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0, flow rate (sccm)

JUN4.9 Anuvuvesilanuinesnlgnlas@ s ukrinlularansINsiaRo UTaY

AUdnsanIsinavasfinweandLauy

= s = [ Al
A5ANYINISNEVALR RN 1TeMmILea UM FInNSUas ukUasnseraliflnve
WS USPNa1DNaE1INAReMI R AeEAue MLl RS LAl aTif e
weaugaduTRweiilauuineanlelassad it luazdiuld i iduunsiveanled

lassaauuizslupsuaupdlaa ngun. 4.10 wamaulilunisesiinioeniuea

a I

YosflauueTiveen lodlassasNuuuwIAUSIaisenIweagmall - 250°C uargy

Y

4.11  wansmnutdlunisasivinnieyaueavesiianuisiueanlynlassasiauuuiieiu

Usinaufingieniteafigaminfl 300°C wudtaiubilunisnsiadamaeniueavesilauuaiiu

a1

sonlyalasiaiauuuwiIitage uans N ivavesmagan@iaugeasiaininulilunis
a3 infingenueaganiniiauuiuaenlanlpsia uuuisindeuiansnisinavesing

2ONTLAUA LHBIINWAUUINUDDN YA LATIAS L UULVIALAR DU DR IINS AR

= 1

sonTaugslrnudulasiadawdnii wasivwinuisssauunluidnyilidvunaiuiige

a

YSuwsaadeinliindunsisengaduiiivesilduusiivesnlenlassaiisuunialon uasds

wuhANuiUUTeeilduuslanuiveenlylasEsuuLitanaiieagluaniig
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vosingenues wansliiuivesiduunsivesnleflasasauuuwrisdnaeaudfiveansis
fhelindu waznuinanuhluniseaipniigenueassiaindullogumgldmiunis
AIainkarUTInainglenueaiuTY e NindunsAzensenIaliduiuieiiuann

é’ I as a b ! v 6V A |a o
YU uazgnuIanu1siueenlealaseaduuuLiseInsansIainigienueanusuiua 50
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d3UNan1sAY

NATeRlevinMsAnwiduunaluavidulnseenlontasduuieiveanlenlaenis
L3 EUAILIDILDATINLUNTANTOUAUAMDIE IABYINNITIATIEVAUTRNIINIEANWALEUUANT

MFIVINNY

5.1 ayunanmsAnwandanisnieninuagantinisnsradafinvvesluduitulnseanlua

TA59831952AUUN T UA28ITNIS AR URLUS BANNLINTR SauaUALND S

lAssas1nanvasiduualudvAtulnseanlenlanilasias1una orthorhombic 189

Tuavmdulaseenles Ade 12.7° 23.3° 25.7° way 27.3° wasnuinlaseas1suaailduuig

'
a

Tuaudtilnseenlasdrulundniunntudiol#snsanisivaveseendouiivinniy
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