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ABSTRACT

TiO, nanotubes were prepared from Ti plate by anodization which consist
of four parts for this thesis are (i) different concentration of NH,;F between 0.5 - 2.5
wt%, (i) type of electrolytes between glycerol (GR) and ethylene glycol (EG), (iii)
varying water dissolved in electrolyte, and (iv) effect of stirring rate of electrolyte
during anodization process. Anodization process was carried out for 60 min at
potentiostatic of 30 V for all conditions. All TiO, nanotubes were obtained surface
morphology by field emission scanning electron microscope. The results showed that
density and diameter of TiO, nanotubes were strongly depend on the concentration
of NH4F. Moreover, the characteristic of TiO, nanotubes were different arrangement
of tubes between both electrolytes due to viscosity of GR is higher than EG. For
water dissolved in electrolyte, the current density during anodization process was
changed which is the main parameter to control the structure of TiO, nanotubes.
The TiO phase structure was improved after adding water in electrolyte. Finally, the
stirring of electrolyte during anodization process directly affected on tube density
and tube diameter with the highest density and lowest diameter for stirring condition

of 300 rpm.
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(% '
v wa a

wandlupnsnen 2.1 Bnnsdallandannusenisinnsewainiimeia lavie Ti awwnsanlUly
UstleilananeUseinn 1wy dwudsznovveslUniaiesdu gunsalfiun 8ans Ti &agn
W ltdludunisunngd 1wy wesesdienisiuiuanssy nszgniiiey sinituiiey 1Ousy

LY

Weannilusgiflandfdniuldfiuefezvesyud
M13199 2.1

wansauURvedlang ey [11]

auuf lmniey
ANURUILUY 4.506 g/cm”
AVIADLLIAY 1,668 °C
LFON 3,287 °C
AuFUnIUlIn 0.420 pQ-m figamail 20 °C
nsiANSou 21.9 W/Am-k)

TiO, Wuansusznevidlaneiiinainnisviujisersenine Ti dadulane

s udaduivelangeandiau (0) Tautfinismenimiduden Tiavina 79.9 yanasumad
o A ¢} . ~ Y = A

1,830 C uaggadien 7,500 C lag TiO, dlaseaitawdn 3 sUluuAe auLna (anatase)

3tnd (rutile) wazugalavt (brookite) FadnwaueMuANAAUTARNINIINNTSBIFIVDIVRY

a L6 A ] 1Y) i a Y R
sanmzdnsea (TIO, ) Nwananaiu lnausazeennzdnseavzUszneulusie Ti nilteznougn
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a9LTaUMBBYABNYRY O NBLABY HlAazeannvEnoalidiugansawaiuazidulasasng
wuuswwa wislddiuveuveudazeennzdnoaiuwmaiuazilulassadauuusvd vieud
aveannrinealddiusanuaralIuYaUTRILAaYeannLEnsoatsesanuasilassas1uduy
wuuuslad danmd 2.1 esannmsiSesiveseonnzdneafiunnsaiusinlilaseate

uanAeuLagYIIRaLURNIINEA R TiIO, 19 3 WUUUABULUALEAIRIRIS19N 2.2

A 2.1

lassaiandnves TiO, (a) exuna (b) 5lnd wag (o) ugAlan [12]

(b)
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AN 2.2

wanAENURANIINI8ANYBILATIEaNEN TiO, 19 3 wuu [13-14]

Anatase

Rutile

Brookite

Lattice parameter

Lattice parameter

Lattice parameter

Properties o o o o o o o o o
a (A), b (A), c(A a(A), b (A), c(A) a (A), b (A), c (A)
3784 | 3.784 | 9.514 | 4953 | 4593 | 2959 | 9.174 | 5449 | 5.138
Coordinate
a=bzc a=b#c azbz#c
Description
Crystal System Tetragonal Tetragonal Orthorhombic
Unit cells
v 136.3 62.42 252.00
volume (A")
Energy gap (eV) 3.20 3.02 -
Color - White solid -
Density (g/cmB) 3.90 a.27 4.13
Refractive index
2.488 2.609 2.583
(nD)
Dielectric
48 110 ~117 78

constant (&)

Ref. code: 25595709033517ZJE




A 2.2

599 XRD vesnsuolulawduwey Ti fiaan (a) 30 min (o) 60 min (c) 120 min uaz
(d) 240 min [15]

eTi

Intensity (c.p.s.)

s

t ®
Lo
~®
%o

% .
g

10 20 30 40 S0 60 70 80 90
20(degree)

Taguninisludauasizst TNTs aziilassasradunuuazuaila Ao aznauseesaiuy
agdbiduszdouili TNTs Iduassilalivinliliusingfinveslassadandnues TiO, 7
Huwuu swma 5lnd vise ugalevi danmil 2.2 dadun1sneeyilli TNTs fidaesizeidngg

o a ] o e v ° a a . A 2 a ) v o
Jasgailuninisdenitlloungungildieg (annealing) ietlunisifiunwdeanulaiu

a

azaauldlunisBesilmiundn wu ddesnslassadiswuueiuimaniseufigamad 400

Y

a

°C [16] wazddeanisiasadiauuuging desileufioamall 700 °C [16] W3ahaanis

Y

lassadanuuugalent desihlusufioamgiuinnil 750 °C [17]
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2.2 nszurunisualulawtunaznisiiavisunlulnmmidaulaoanlas

[y

aquilufe Janndvuinlaseaineeysening 1-100 nm FaiFsnsdunsiieie
aa 1 [ . @ & o o aa o 175 1 1 PR
Tnsee 9 ununglagTanuily Tio, Wuasisinhniinsiiunldiuegaunsvaneded
Aaudnuwaznlaawunsduneiliilassadwuadnlusgiuuwluunsansarilavane
wuu wiu duleunludldannisiumedsianlnsaluile dsnni 2.3 wie ayniaulud

= Y Ao Y =i ] Y =i
wissumeIsNslena A 2.4 wazwuuvewiluannssuiunskelulawdu fAunind

2.5

A 2.3

fada

msdamszlniieulneanlanisoidninsaluia [18]

AT 2.4

msdaasizrlnndeulaeanlanisnisieacaa [19]
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AW 2.5

younlunwseumeIsn1swalulaedu [20]

lnglassasrausasiuvanunsninludssgndnisldauludueng o egnatu dnwae
84 TI0, Mdusymeuludiilvgimngdmiunsiliussgndneiuiaginmlagldly
mseidoleaeside Tala (escherichia coli, E Coli) %qﬁlummeaﬁIiﬂﬁaaLﬁa [21] %38
TiO, lassaauvuidilouluazUssgndldaumsinumaduasending visldidusngag
\esandidnaseuauisandeuiinielulasadaldegnemoio diusnvarlasadn TiO,
Aduwvuremngdmiumsihludussel §izelilauaamlandndldlunslunistde

(%
a o o

udsillosninunidudalunisifnujisenlauin

nszvrunsikalulatundunszuiunisneiwieiindsuluasnuinvadanslag

4
=

nsvinlrlansiineanleniiadesusuiuiivedansnvelualasnisldisnisaaniagba
%aaaﬂlqjﬁsuaﬂamﬁﬂﬂmaa%mﬂu’%nmﬁuﬁﬁwaﬂamﬁé’ﬂwmzLﬂugwguﬁﬁé’ﬂwmmﬁu

' < ) = & a & Ada ) P v ° v
vioruadnunluszauwnluwng Fadunsiuinuniivesian mensldlansiaenisvily
1ineanlannaiuknaIagAINUANENg AN L wanSINTILD LUAEIY TILALNANSBIaUTY
Ilangniautinisunlwingg waznusenisinnsau wu waiddu (Pt) vw3s nen (Pb) Ju

[V}
K%

Tavsdesadluasavanedianlaslaniiiuszneulumengeslsdlessu (F) wudiunauves
worludoungoalsalooau (NHF) U1 (H,0)  wazansazaly WU EG wie GR Felu
a1susznaulszinnlalasmiueuiliesneuves € H uag O law EG Hgasluiana Ao

C,HeO, waz GR fignslutanafie C;HO, tWuasAusznaudinini 2.6 Lelianusiedng
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1 AR a & a a ¢ v V& o [ aaa
seMINTWsaRdianaseulrinansaranediantaslaiiinlugriuan sililaneiufisen

¥
1Y

o a a g ¢ a & ¢ S aa
ﬂUl@E]@uGU@Q@@ﬂsﬁﬁ]usl,ua'ﬁagaqEJE]L@ﬂIWilﬁV] Lﬂ@Lﬂusﬂu@@ﬂlsﬁﬂsﬂﬂﬂiaﬁgﬂqﬂuuaLaﬂmiau

(%
[

ppdouruwraInllaudndugiiaududuuinaiihujisedulessuvedalasiawio

Wuneswdalalasiau

ﬂ’]‘W‘ﬁ' 2.6

AnaIuUsENaUTBINSHa LAty [22]

Power supply
e ®
/ e e'\

TNTs
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Tunsguaunisiin TNTs Tng3nisuelulawduvestans Ti luanngilvdndliiiaed
warlfiansazanedidninslavifidvigooiudududsznoy asiufitenafifindunatoufisen
wioufuFsazUsznaulumenmsiineendnduvedans Ti W@y TO, Wensazarsvedlany Ti
dansazaredidninslasisuidesnandndlniiilinaziinnisazarenaaiives To,
[esnannisazaisvesigeslsdlossuanasazanedidninslavlumsviuelulawdulaed

nalnlunisiia TNTs 6 Junaunasaldil

4
[

Yupaud 1 esdounnusdndliiutilnindanaly Ti Avauelunvziinufizen
a o v & a O+ U a & ] [y a
sonBinduuandilulnmdevleesy (Ti) Audidnaseunviuelun Asaunisi

(2.1)

Ti LELAL 5 W (2.1)

& ,4+ o aaa [y 2- v ¥ { Y -
91nuy T azluviuisendu O leseudildunainaisazateniinmsuandiveaun
Wesananusedngiladnly  feaunisi (2.2) way (2.3)  sihlidedu Tio, fs

i a £ a 1 o 7 a 2-
aun1si (2.4) \AaTuusuuuliy Ti duansazanedianiaslad wag O @wnsa

unsnstnluintusanlenseninetiu TiO, AULKY Ti AanInd 2.7

2H,0 —> 0, + de +4H" (2.2)
20,42¢ —> 20" (2.3)

T 420" —  TiO, (2.0)

Ref. code: 25595709033517ZJE
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o 1

wasitaualnaazinUufizensanduseninlelasaulessu (H) wazdidnnsouainda

walne?l sudwiaduuialalasiau (H,) feaunsi (2.5) waglunmi 2.6

aH +4e — 2H, (2.5)

MNA 2.7
a & . ' . a . 2-
nsiinTueanlenved TiO, VWKLY Ti karnisiin Tio, lnen1sunsnaas O
0%
TiO,

Ti

pA
s

Yupauil 2 u TIO, Minduuuiuiives Ti szgninesnavigeslsdlossuilan

U ] [ v Ql' ! ! [
"\]’mﬂ'ﬁLLWﬂWJGUENLLE)ZJIMLUEJ@JWQ@EJIi@I ANAUNITN (2.6) LHNITATANYIZLANGNAY

[
(%

PuagiuauAY (stress) vestusanlumlviingianni 2.8

TiO, + 6F + 8H°  —>  [TiFs1+ 2H,0 (2.6)

AW 2.8

sunuunsiingluseniranisuelulady

TiO,
A A

Pcre

Ti

Ref. code: 25595709033517ZJE
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Yupauil 3 uenn F Azinty TiO, liiAngudinusadndlivinliiusy
FEINTHO Wnnsaatefveseenlesiusiussninstusenlediualsazaiedian
ca a v o Y a [V 1 v & _4+4 a
laslaviviusadegibivsnadnanuandndu i Jwzaradluaisazaiedian
s Y o aaa o - o q' ) 2- v v &
Inslaviuaigisendu F o odsaunisi (27) dw O anunsaunsnaadiiuluty

)=

N9 Y o aaa [ Rt A8 1 ' . v . ~ aaa I
TIO, MAgUAATendy T Aivuszninaudy Ti du TO, Weufiseruluzay
YA MTURALAUNUIVRY TIO, MuaeTIglTuses o NN1satztueenlanas
Tduaswauiu Ti viliAndutuves Tio, Nlianumuiiiua 19y Sentuuusiens

(barrier) ﬁﬂmwﬁl (2.9)

4+

Ti"+6F  —> TR (2.7)

mwﬁ 2.9

HaveInNAENaTldnlY vilTivualvguazruuiuinnTuwaziin udy

TiO, niaurunaslUlulay Ti

02
TiO,
Ti-O i
weaked /
Ti
barrier

pA
[

Yupauil 4 UA3en1sazany TiO, mengeslsalossuiliindunieuiuiunisiia

U TiO, Mushadldsluseminenisuelulawdu  fwnnd 2.10 (a) YadendrArysie

nsfia TNTs lagnisiiadu TiO, Nusening Ti Ay TiO, Aeawirfiuiudnsinisgn
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avangued TiO, fatuAMUNUIYeItY TIO, Nlagasasilifsuudadly dennd

2.10 (b)
Ami 2.10

(a) Ujfsensazaie Ti saevigeslsdlossuiiintunsauiuiunisaiiagu Tio, 9
Usnaldsuag (b) ANUMUNYBITUANUNUIYRITY TIO, NlAslednIIn1sasetu

TiO, Pulagwiiugnsinsazate TiO, [20]

Field Assisted Dissolution

Oxidation Dissolution Field Assisted Oxidation

rate rate

Electrolyte

Tio,

BO0ES

Ti

(a) (b)

]
a [

funauil 5 Tuvnedisgndndnadludos q aualuih u Usnadregasantudly
awil 211 @) hlsivgeslsslessuanansazuin Tio, funadhagvinliAady
99179 (Void) sislunmdl 2.1 (b) lenszurumsiiauaznisazansaes TiO, sy
soludosqauiagaaugalastunrumuives TO, faumuniidmilinsiivue g

kg 499779 azkiivdsunuaaildiantuniswalulawduunuiiu
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A 2,11

() auliih (E) MAnmsag uaz (b) nszuaunsiindesing (23]

Pore Void
Pora formation
= *
|"_.-| e A ] f.:'-
'.I I|II II||l Ly ik In' l-.:‘ Y
[ Y A ik .
Sl 1L 77 | Ti
bl [ E [ | L Barrier layer
(a) (b)

pA
s

a d‘l a v 5 o a ! = &€ o 14
VUABUN 6 LHUBNTEUIUNITENALALAITNAYDY TIO, @WLUUWQIULi@ﬂ‘]ﬁ]uaNuiﬂJWﬂV

<

Lﬁmsdmiﬂﬁwdwgl,ngﬂ%Qﬂﬁmm@ialmﬁuimm%ﬁa TNTs 1agtumINUAUIvDY

pifs TNTs azlaasunvaawsiazldinandeldlunisuelulawduiniy Ineaiuenn

999 TNTs azunndusiiosidantunswalulawdu saluniwi 2.12

AT 2.12

sUsuudnwansiiauvie TNTs

Ref. code: 25595709033517ZJE
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2.3 nuasuag

USinas TiO, MAnTuuw Ti wag TiO, ﬁLﬁ@Ié]’gLﬁaLmzaﬂﬂiumu Ti dnasaniny
wwduvenszudluszninnswelulawdulagainngreamnsiag (Faraday’s law) n1slva
Yosdidnnseutnainainszualnin i Tumiowenudslaed 1 wouuud wiriuuSunadlndn
viouszq (Q 1 gaswy ¥30 62 x 10 Bidnasousedund wnaveslaneivifisen

Wil (m)aunsaasuiele Aeaunisi (2.8)

Il F fie AAsfinsuag (Faraday’s constant) e 96,500 paesiselua n Ao 1w
dianasouveslansMiAnufAse1eondiedy a Ao wiaezpeuveslans Iwiiedu amu
t o vawenninufisenallihdnieduiund () i Aenszudlwihdniiedu

waLLUS (A)

v
a A Y

dldlansndnuinddadu A Tdnaijiserds t dnsinisdanseu r
Juluaunguesisuadlaeuiavedlanseanleafigayidelulusenineanisiansouasd

mwduiusivnavesansiiaufizenadlnwihludusenledvedlans Asaunisd (2.9)

r=—— (2.10)

Ref. code: 25595709033517ZJE
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ja

r=— (2.11)
nF
~ a | a0 @ [
e j A AIUNUILUUYDINTELE adu —
A

NANNTA (2.11) UanedNdnsInNsinnseu vse walaveeenlenngadeld

(mass loss)  31AN1SAANTIURDNUILNUNABNUIYLIAT AATLUTHUAIUAINUNUILUUUDS
a1 a o oA a ! AN v v o
NTeLAlAEIANAINYBINISWUSHYE B — 1A8AINUNUILULYDINTLLATA NYUEANUFUNUS

nF

futunanlunis walulawdusansiwluninid 2.13

AW 2.13

nIANUALRUS VIR UL UUNTEhanUna L lunszuunswalulawdu [17]

Current Density, (mA/cm’)

| L A R T T T T T 1

Anodization time (s)

3 1

NNFWIUNINT 2.13 WAAIIALTAUAIUFUNUSVBIAM UM UL UUNTELALAZIATT)

Y

Taluniswalulawdy feausaaSuienisiin TNTs lanadl

Ref. code: 25595709033517ZJE
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[
1Y

92971 1 Fetafiiadusanles (oxide barrier type) fiives Ti dwaliAnay
Huauuifaniiusu T dsuaumudunssuaiialéfsdianasegemnd:

P9f i AevasiiAngngurniadnssiuuluunsuutusenledidesainnis
avany TIO, devgeslsrleseuinliiAndnuazves TNTs sntudsnalilesouanngn
\AeuTiiutorine sty T uazansazanedidnlaslaidiAntunuiadon 2.4 Fedana
Iaumuutunseiagsty

il il Aevasiidmanisadns TNTs uazarumuIvestu T, Aldsiimnasiilag

Lﬁmmﬂamaiwdwmia%q TiO, agn15azay TiO,

Ref. code: 25595709033517ZJE
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2.4 Inswavesnwlsndsnasanisiiavisululnmtisylaaanlan

Yadefdamanonisiin TNTs Tunssurunisuelulawdu lawn druusznauves
asavany Anuutuveswanlulluuvigealsd Aum1dndy deliiuinsidninse wavnns
Juansazarvdidninslaviszninanisuelulaedy lnedsnvazdunsneluil

1. d@uUseneuvesasavany Wasanaisazareiglunszuiunisweluleiy du
dsmanauiseanisunndiduaznelinintuesnleduuiilansle deluaisazanedianlng
lavideanunsadenldarsasaenilunsa (acid anodization)  v5e @1sazaeiidusing
(alkaline anodization) fl@ dnvlamuunilavesansaranefldfldwintudedanasenisiia
TAseadrsveaiaunlu W arsieniiaulnareaiiainnuniindininndwesea Inedlandu

2 2 (] %
0.016 N-s/m wag 1.49 N-s/m a1uainy

2. anududuvenanluifleuvigeslsalosoy  lagdUSunamnududures
welufloungeslsduinvzliviuageslsdlossuiegluasararedidniaslavinldindu
TiO, Izannaudsdarasionsiinduiuvaillessnaindusinangeslsalossuninlunisiing

| | | 9 ~ v v ' | ' | v
LAEYDIINTTRINGUINAIYANUAUNTY] (2.6) Tuvhte 2.2 ;JLLamjamwizwmganﬂmmai‘m
ANUVUILLUNSELalAgeuiloUSinamgeslsdloasuninay
3. USununszualiiinseauaredndlnilunszuviuniswelulawduduy
WasInenanuUMeueniindndgenazAngan vsetualun wazdaualnanudify e

& \ o fag 1 Y a ° PR H P
nszuaiseauaedngnldwnluluasazangaziianisvinlynussues U1 wenluiiey
Waoslsd uay wy ~OH luansazaneieniidulnareaniendiwesea luaisararedianinglan

o a O L v a aaa a ) | o g 1 v v O+
wandaeen Bnvidlane Ti fuAnufnzeneendmduainanudedngildnluladu i was
iaaaumﬂanuﬂﬂamsaswwu TiO, Mfveddans Ti Maueluald way Weaumisdndifiy
WnTuardanasonisisinsinaeuivedessulusnsinsaiiedy TiO, warsnsinisazans
TiO, Tusgninanisasne TNTs vlvivies13unTu duruAUENa1Ivevialiudy Layseaemng
JENINeVigeluy
a ~ 3
4. asazaneddnlnslavidiiindudiuusznouliunamesinazdamasionisiin

a a 2- =~ vy ) H
Usunaeandiaulessu (O7) waz lelasiaulessu (H) Inunss@aldunannnisuansivasuilu
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ansazanedianlaslant feaunisi (2.2) uway (2.3) vilvidewaranisiia TiO, NRvedlans Ti
HUSIauInTguYes TiO, avnuiwazUsunuleasunlaainnisuanalvesindedanalniy

ava1edu Tio, MibiAndusuardoritsseninagnivudmaiiviliawnduriugudnas

[ '
= [

YOIWIDgWU AN 2.14

AW 2.14

A3 SR WIETINNT LN TENATIZ TNTs Tuansazans GR uazAAandudy NH,F 1
Wwt% 7 USunad H,O witdu 1 10 20 way 40 wt% (a) Msiiauialalnsiau (b)
sondiaulonay uarlslasioulesoulagldunainnisuanivesindiefiuusinas (o us
mmmﬂviaﬁimﬁuiﬂmﬁmmﬂmiazma Ti0, (d) viefivwneniuiionnannisazaiosie

Wgoalsnlosau [25]

H,0 1 wt%

At cathode:
4H* + 4¢- >2H,

Ref. code: 25595709033517ZJE
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INANT 2.14  wassliiuaudFuRusueIUSUI U NINaR9AUN 19U 9

[

TNTs Tusguninaniswalulawdu dea1unsaasuielansd

1

@) Junszurunisiauialelasay Wietriinsuandalalalasiauleseu
Laglusudiannseuditaunlnadsaunisd (2.5) lushded 2.2

(b) Weinusnanihuniuiavuenddu sendiaulessy uazlslnsiau
losau feaumsi (2.12) uae (2.13) ntuiiesannausnadndilduin
U Bnvanussdndildidludnfnuisereendwdwilige T 4
Fuelun

(0 dlefivsinmueondiauloseu uazlelasauleesugsiulaseandiaulessy
saddulmmioylneenleimuaunss (2.4) dwlslnsiaulesouns
Fr8139n15aza18 TIO, amaunsil (2.6) Tushde 2.2 yilidivunnglvg
Y worgealsflovauarazans TO, Wy [TiF, ]

=

(d) nuwianIsazate TiO, Aigdnasluisesgauljisenasaauysaiden
Tvtlauey TNTs LRNLINTY
5. nstuansazaredidniaslan meuvaniivaniuszrinaniswolulaeduyinli

arsavaneBdniaslavidnisivanuudu Ti Wnaneuuy wu mslvawuusiung wse wesy
'3 1 I3 gj gj dya 1 Ly} I 4:1' 1
L@auN keazunsiuakuulauy Nadnansu1anen sluduues (Re) Tagnishranwanmig
AULAINARDIATIAS ITILANAUY LTU NUIUVDIND ANUFLNAUDVDINID AZAIAINUNAU LY
nszua Inglusgninnisuwelulawduluasazanelieagluanneunalilinnsduasiinduns

unsveslesauillinnisuandiusiies B-E Aw3uni19u Nemst  diffusion  layer 1Anau

5EINatUYeY TiO, futuaisaraneddninslart  fan1nwi 2.15
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AW 2.15

M3LAaYU Nernst diffusion layer [26]

Ti, - Ti, + 4e RASR 223552
N o g2z
e g By
=
Titanium @,
oxide 2
g
Titanium o=
Z®
Ti* (ox) + 4H,0(aq)
—> Ti(OH),(ox) + 2H,
5TiO,., (OH),, + (2-X)H,0
—
A B c

A: Metal/oxide interface

B-C: Defect layer of electrons

C: Oxide/electrolyte interface

D: Gradient line of the concentration distribution
D-E: Excess layer of anions

deduaisavaredidnlnslayidu Nemst diffusion layer fannil 2.16 azuavadlng
aglnd TNTs unTurihliivigeslsdlessuamnsounsidiluialnmidenlaoanledlisdunay

. 2- | a o v ] v 1Y { DXy
[TiFe)” Afinarnnisinsievigeslsalossuaisuisaunsoenunliifnmd 2.6 1Wene

[ (%
= v A

Main TNTs gelunazasarilinszualugiiinisluaisasanednlnslaviauiufoway

M9 TNTs JAnueniunay

AW 2.16

| e v . :
amnsiedeuiivesvigeslsalessu uag [TiFd  Tuu Nernst diffusion layer Tusgning

mstudeuiulatinigty 27]

Convection Diffusion Nanotube
layer layer layer

stirred

Ref. code: 25595709033517ZJE
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2.5 NSNUNIUITIUNTTUNNYIVDY
2.5.1 INTNAVBIANUUUTUVBIEITAZANENTA

Liu wazAne [29,28] tavinisdnwilaeltwaulnmdioulunisdawasizd TNTs

Tngldisnsuelulawduluaisavaredidnlnslast NH,F AU (hydrogen phosphorus, HsPO,)

=

gaumgiviedlagldninusnedng 20 v dnsinistuansazate 150 rpm  wa1tuniswely

9

lod 120 min uargamagidldlunsevildy 500 °C wudwfield  H,PO, wiiu 0.2 M
way wWisuaaudutured NHF 910 0.1 M Thidu 03 05 wag 0.7 M mwendiy
I lAvu AT AdUNIUALINA1YIBANAIRIN 68 62 59 War 45 nm AINAINU wag

AtevesiaLininTuan 0.68 Wy 0.75 1.22 uay 1.42 pm sudsu Tngainna

[
A % A a =

N13NABBINUINANUTUTY NHGF iU 0.3 M agllassadanfnanfednuusiuinsey
wazvinliliinAuEYNY WANSIINLANANILTNTY NHF 11n3uann 0.5 M Tdillu 0.7 M

1ASIAS N URIVLTANUASTULALLINVULALVIDLAAAULFL I BANUINTU

Paulose wagAnE [30,29] @uN5adAsIEd TNTs Tneldimaianalule
wuluansazaredidnlnlasi Dimethly sulfoxide (DMSO) uarlunisvmeasusazadsas
Wasumaududures HE Tute 1-4 vol % Tlanenanddududravuagldlnmien
Wooddudauan Tngldmnusedng 20 v 18unan 70 hr wudn demnaududuves HF

iUl ATy 1-4 vol% gvilvianueIvesvielingadu 4.4-8.9 pm auaey
a a a 3 a e 4
2.5.2 answavasnsiindiasluasazargdianlaslan

Srimuangmak  kagAuz [31,30] levinn1sdaasizit TNTs Tagdgnisualula

a

P Tngldarsazats EG NHF 0.3 wt% (Juansazanedidnlaslayt figaumall 40 °C a1y

3

o

FN9fngN 30V wawkaan 240 min wudn Weld H,O0 asluaisazareddnlalast 0.5
wt % ilvewilulnmidenlasenleddinuaunsalunisaanswiduuglianimeunlals

T [3]
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Macak warandy [28] lavinnisuelulaedudansiz TNTs luansazanedidnlnslan
iusznaulumeansazate GR NH.F 0.27 M wag H,0O Arnusiadng 20 V idwaan 3 hr
WU oY H,0 9 0 0.67 6.7 wag 16.7 vold% dwalilduriugudnalsvesvie

TAWNULNNTY A 45+6 60+7 75+8 wag 105+10 nm MUAeU
2.5.3 BNTNAVBIAUAIIANE

Chang wazang [32,31] laase TNTs smedsuelulawdulagldurulnmidey

=

YA 15 mm x15 mm x1 mm Tuansazaredianiaslavind pH 6.25 Ngungiviediaed

Y

NH4F 3.1 g GR 136 mL uazihus1eanuszq 165 mL Wudiudszneu lagdraannunsdng

WUURAd MAuenedng (V) 15 20 war 25 V wunan 150 s wdsantu vinnsadutn

'
=

wazlSuAIAMUAANTIALAY -4V 1Wunal 246 way 8 s WUl NAnuReEngNldnau
ANSNAUTL 25 V 1287 150 s WAy AUANANGNSINISNaUTI -4 V 1@ 2 s aglilaseasng
fiaruduszdeuinnian lnedinuenvielaswds 1.27+0.03 pm  durugudnaisvie

lneaEuINTIgn 155+0.03 nm WagANUMUNIYBINTYIalagaie Ae 1.8.5+1.0 nm

Paulose kazmne [30,29] @1u15089As1EY TNTs tngldwmatakelulaatu

Tuasazaedidnlala DMSO waz HF 2 voloe  Tdlangwarddudutrauwazldlnvmideu

a 1 =y

woudiludauan Ngamgdl 20 °C Inglianussdndfisaneiu 2 a1 fie 20 uaz 60V 1Juan

Y

2

Juavyiliminevemieninduain 10 Ty 93 um

L3

70 hr WUILLBLALAIIUFAIGANE

AUAIAU

Qing Yun Cai [33,32] levin1sdaasngst TNTs Ineldaisazanedianinlas
protassium fluoride (KF) 0.1 M &g sulphuric acid (H,50,) 1 M wag Aua1sdng 5 10
15 20 wag 25 V wulndeinanudndndiduriuaudnaisesmiossiniudulagiian

10+2 40+5 8049 100+11 ua¥ 110 +12 nm MUAIAU

Lidong Sun wagmAug [34] levinnsdaunsiest TNTs Ingldansazaedianiag
lavinuseneulUsng EG NH,F 0.3 wt.% uwag U1Us1eeinyseq 2 vol%  wasaintiu
WaguwlasAanusedngn 25 40 50 uag 60 V WeinAnue13ves TNTs Nilausingind

ALLINTY TnedlAAueiviongluyie 8.4 - 12.7 um

Ref. code: 25595709033517ZJE
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2.5.4 dnswavein1siuaisazatedianlaslan

Rui wagmue [28] lavihnsAnwlagldlmnlleunesalunisdaunsigh TNTs
Tngl#3snsuelulawwdu lumsazaredidnlnslaviigamniivies Tael NH,F 03 M Ay
H,PO, 0.2 M 1Hudiutsznau finusedng 20 V uaz natluniswelula 120 min Tu
sywinenszuruniswelulawduluudazaildfnsfindnsnisduluansavarelnelduvis
wdwidndidn 0 rpm WU 150 300 waw 600 rpm  wuiswauseulunstuiinade
1As9a519v89 TNTs I%LﬁaLﬁmé’mﬂmi‘fjumiazmaLé’umuquéﬂmwama%ﬁmL’flu 60
nm 71 0 rom 62 nm 7l 150 rpm Mé’&f\nﬂﬂ?uﬁl,éymﬁ 7 62 nm 7 300 rpm Wag anadLNae
61 nm um i 600 rpm  LLay m’mmwawiat,ﬁwﬁu 910 0.66 um T 0.75 pm $#89370
Tuaranaunde 0.71 um way 0.67 um muddy fatusnsinistiuansazanedidnlnslavidi
150 rpm ié’mmmaﬂLé’umu@usﬁﬂmwawiaimgLLazﬁﬂa'}manmﬂﬁqmmmzamﬁ‘uma

P ldlaUselov

Chang waganz [31] laass TNTs sedsuslulawdulagldlnmdeuauin
a & ¢ cs' a v a
15 mm x15 mm x1 mm luasazangdianlnslasi pH 6.25 Ngaumnivies N1l NH.F 3.1 g
GR 136 mL uag H,O 165 mL Tuszwinsnssuaunsualulawdulunsazasslauseudiau
1 | 1 [ a‘f-ﬂl Y1 U gj
nsnauasavatenazliniuansazats wuituasAngNldneun1snaud 20 way 25 V

1381 150 s WAL ANUANNFNENAINISNAUTI =4 V 1381 2 s kazyinnistuansazaie aunse

| aa v h
govaawansiuiiauuy loandmeuliduaisazany

Karolin wagmeug [35,34] lavinn1sdaasizsd TNTs lagddnisuelulawdulag
mstuansansazatedidniaslasi 0 100 300 waz 500 rom fiusenaulusieansazans EG
NH,F 0.38 wit% waz H,0 1.79 wt% fiaausinedng 30 V Turaan 10 min wud1 d1uiuvie

uaglduRuAUgNa1aveieanailaiudnsn1siuuinndl 300 rpm
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2.5.5 aNdwavesguunll

Chin-Jung Lin wazag [36,35] lasin1sdaasie TNTs laganisuelulaie

=

Fu Ingldlnmdouness wavasavanedidnlaslaiusenausie EG NHF 0.5 wit% uay

a

H,0 0.5 wt% 71 gaumaill 10 20 uaz 30 C wazldrausiedng 80 v luan 60 min

6 £ |

wuIndegamniivesansaratediiniaslavianas Anunuvesmviossfiaiinundu ned

(%
[y v o

AU 10 15 Wag 35 nm auEIAU BnMsdanulnduruaugnanuagAIALNeIU
dy a A QI :9; A d' d' a dy d‘ a1 ] Y

YR URdANANNTUIULABUIT AT B v HigeluTan ) TaeilA1adnueviniy 8.4

8.8 waz 8.9 um dusuAUINansllA1 99 102 uaz 105 nm uag AANNEIUTURTA

WAU 12.6  13.1 wag 13.8 pm AUaIeu
2.5.6 dnswavesAn pH luansazaredidnlnslan

Muniyappan wazani [37,36] Mevhnsfinwinavessn pH fifinasdeninueny
Saflnnely wavanuvunveskils TNTs lagldlnmdeunasd wisuniedSnisuelulawduy
Tuansavans Bidnlnslaviigumnivies Tnedl EG NH,F 0.5 wt% thusimindseq 2 wio
WAz H,50 o fiennududiu 105 0.25 uaz 0.5M aseifuen pH ag/lurag 1-2 3-4 5-6 uag
7-8 fiavusnednd 30 V waznatlunisuelula 5 hr wuindle pH vesansazatedidning

Taiindy SaflneluwarA U UDINTIYIalAWANTY haEAINUE1IVIBIAWANTY 210

4 Wue um
2.5.7 BNBNAVBITLYLWINIZTNINNUIDLANINGA

Sorachon Yoriya [38,37] lavinnsdaasizst TNTs Iaenisuslulaiwduly
ansazane Budnlaslarnifivsznousielusie DEG-2.0 % HF Idaausiedng 60 v 1duian
26 hr Mnuasunlassrezvhessnindanelun way welnalu 05 1.5 2 253 uay
4.5 cm wulduRuAugnaanas lagden 192.0 172.5 141.5 1259 93.3 uag 40.9 nm
AUAINU Lazdlanugvevioanadlaaiian 155.7 86.4 76.6 67.84 39.9 uaz 10.3 nm

AIUAIAU
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uni 3
YURDUNITANHUIIUIY

[ [
Y

ANSAWATIEY TNTs TI5N15aLNTZUIUNITNAETUNDU AILATUABUNITLAI YL

1 = L% o U L3 U a v
whuliiey naswalulawdy wazn1svinauazenn tnglunszuiunisdauasizinuIngs
wUsvianefiNinasnednyauzlaTas19vaviaunly avdevesaisazanedaniaglan Usun
NHF  USunawwes H,O  wazdnsinistuansazatedidninstayt Jaduimaridawansenu

lngnsarainuyaenINIenInYed TNTs Wi I1UIUANNVUILLLTDuAZIdUR uALENA1S

1% ¥
¥

voavie luaideimergunaz@nuwdvninavesdiuds ielviiinesaniuinugiulunis
@579 TNTs  @1115099nwUU WiBLUSUIUN15a5190 IAUNNTU Y3 aUIUIAVBIVID baRNY

o

foans wasiludiudrAyiviliraunsoduasizd TNTs wethluldauldegrumngausely

1%
[

TnedTunau A9nN1NN 3.1

ﬂ’W\lﬁ Sl

WHUATNTUABUNNTHUATIERUAEATIATIER TNTS

AR R TS T AR IR EaY

N

a a 6
nsmseNETazatedlaninslan

T

nswalulaledu

T

ANSNIAIUEL DA

~z

ANSATIDNATILIRIEY SEM, XRD
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P ) a | ~ a ° | L oA a £
ANNN 3.2 LﬂusUuG]BUﬂ'ﬁL@iEJﬂJLLNUIVlLWLUEJNIWSLﬁllf’ﬂqﬂu’]LLNu Ti llﬂ'J']gJ‘Uﬁq‘V]ﬁ

U L% 4 i 2 gj -] 1 . { % ¥
99.6% U1 0.125 mm AALANIUINNUA 1 x 2 cm” ANTULLEY Ti Aeunsdalrlavunn

ANuNAaINslA1YINAIuazeInal8unUsEa N leaau  (Deionized water) @nuAlE  2-

propanol ey acetone (3NUTEN EMSURE Uszlnaleasdu) muainumeinsndoansileln

JU WUC-AO3H/AO6H 289U3¥W DAIHAN SCIENTIFIC tJutaanegisay 15 widl laglun1sana

wiazAsuiaAsu 15 iU liwissieausounaurinnisatsluassssluiiiodnaauasu 3

51 waeduny Ti Talunsuzudnihlufudiiuanuduiietdesiunisiineanlesd

AT 3.2

WRUNINTUABDUNITHATULEY Ti

o ' L8 v X A 2
FIALLNU Ti FLVT&IGUUWWWUVI 1x2cm

e

YMANUALDINAIELATTANT TN

[—————

N B N ]
.

i

I
\

A4

(%
o

11 DI

I 1 ¥ Y v v
1| wWiliuismeauseu
A 4

2-InnNuea

[ wWhlswraneausou ]
\ 4

eFlau

1
1 [ wWlsanieausou ]

\

< v =
wnulilugifiuanuiu
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3.2 MswseNa1Tazanedaniaslan

a 6 & ] =% oo w o
msazmaaLaﬂimla‘mLﬂumuﬂszﬂaumwm EUIUﬂﬁBU’J‘L!ﬂWiLL@I‘Ul@L"?Jslju"ﬂ’]ﬂ

o

= A =

NSENYIANILLINUITLAVDIATATA18BENLAS LA NLaNA1eA LT sl A L ldwindu
LAINAMBLATIAS 19T NwUEYRIYe Aauuluuddeldudenltdaisazate  EG (US¥n EMD
Milipore UsewAleesiu)  way GR  (@1nAnwrime Usewdlne) Wudiulseneuwes

(%

ansazanedianlnslay dnviadenudn USunas NHF (US¥m EMD Milipore Useinelgassiv)
way H,O fedananalasedsnevasia TNTs  atuiieliditenen1siias1enlalendinans
TAsaaseviandaannmsuelulawduialinisnaaisazatedidninsiaieanidu 4 neu lng

(%

] = a & ¢ a i Y] o
LLW@%W@UQ%N@'&UUiSﬂ@UﬂJ@Qﬁ'ﬁa%ﬁﬂﬁ]@Laﬂi@i‘lﬁVWILL@]ﬂW’]\‘iﬂu PNU

AauN 1 a1sazaedidniaglay I 5 Reulvazdsznaulusiey a1sazane EG was

NH,F USunas 0.5 1.0 1.5 2.0 uag 2.5 wt%

AauUN 2 a1savaredianiasland 5 WeulvazUsznauluse aisazaty GR was

NH4F 3164 0.5 1.0 1.5 2.0 wag 2.5 wt%

poun 3 arsavaedianiaslard 5 Weulvazusenauluse a1sazate GR was

USuay NHGF 2.5 wi% wazn 0 5 10 15 wag 20 wit%

pouf 4 arsazaredidnlaslani 1 Weulvazdsenauludie a1sazans GR was

USuad NHgF 2.5 wt% wagil 5 wt%

Taeva 4 maulusuinsuesaisazatedianiaslarivindu 60 mL tiedesnululs
AMULTNTUYBIATazAeTINaNluLAazATIIAINLANAIA LTI THELASTIAZUSNIAILN 9

Y = 1 v ] & 3 N Y v a
LL@"J"\NLLUQ@@ﬂjﬂi‘?ﬁ\‘ﬂﬂiﬂ&ﬁ]ﬁ%ﬂiﬂ@EJLﬂ‘Uﬂ']iaga’]EJ‘I/INﬁiJI’JLL@'ﬂUﬂW?IU%U@

Ref. code: 25595709033517ZJE



30

3.2.1 @aegrenseuumUsunuaisazatedianinslan
1. Sdeansansazanedianinslaiusenaulumisansarans GR way NHF USuna

[y

25 wt% Usu19s 60 mL A5n1sAulintalasadl

NHF 2.5 wt% luansazate GR wunede luaisavaredianinglan 100 ¢ ag
Usznauludne NH.F 2.5 ¢ dadushgnazans wagfvinazanedadu GR 97.5 ¢

= I3 a I3 1 I
WWe9nasazansluyauaIn1siuagulduniag mL %mmmwammﬂmw

1%
o

GR ALY (D) = 1.257 ¢/mL #u18A391 GR 1 mL dvutin 1.257 ¢
WisuUeyRlnsenadn GR 11azldn mL anaisazanenuae g

GR nin 1.257 ¢ AUSIAS 1 mL

. g i Ol -Shoexs s
21 GR viln 975\ el zalan o S % | = 77.56 mL

1.257 g
AU 81ABINTS NH.F 2.5 wt% luasavans GR #ests NH,F 2.5 ¢ udald

#@198¢a18 GR 77.56 mL

WANIABINITIRENTazaNy GR 60 mL Aasly NHF AnSuiialdianuduty 2.5

wt% Tuansazane GR

WisuUelalasensdvusuna NHF Tuansazats GR 60 mL Twdaansidudu

NHF 2.5 wt%

naNsazaty GR 77.56 mL  #09%a NHF  25¢

. o v o 60mLx25¢
ARINNTANTaLa18 GR 60 mL  ¢193U3 NH4F - =193g

77.56 mL

fally Bfeansansaraedaniastan 60 mL Tolaududures NHGF 2.5
wt% luansazany GR #99s  NH.,F 193 ¢ uaz uazldasazais GR 60

mL

Ref. code: 25595709033517ZJE



31

ffeeansansaratedianiaslanuseneuluimeaisazany GR way NH.F Usun

[

2.5 wWt% wagd H,O 5 wt% Usues 60 mL nsAuiaansnsavinlanail

NH4F 2.5 wt% way H,0 5 wt% luansazans GR vaneds luasavargdianing
lann 100 ¢ azUsznaulusig NHF 25 g s‘z’iuﬁuﬁ'fsgﬂazma wavfvharateds
WU GR 925 g uay H,0 5 g (H,0 fimumuiuiy (D) 1g¢/1 mL wnsgaziy

11 5 ¢ UU3ums 5 mL

Mnsflguansazaie GR annudie ¢ Widuniie mL wileuluden 1 avla
g13aza18 GR 77.56 mL 598U H,0 5 mL uazds NH,F 2.5 ¢ arsazaisd

9wl NH F USunaw 2.5 wt% wag H,O 5 wt%

WANIABINISIRENSazaNy GR 55 mlL @eald NHF AnSuwialiiianuduty 2.5

wt% luasayats GR

Jnasazay  GR 7756 mlL #oeta NHF 25¢
i 55mLx 25 ¢
@13aga1y GR 55 mL #8383 NH4F
77.56 mL

faly a1deensansaraneddniastan 60 mL Tlanududuves NH.F 2.5
wt% H,O 5 wt% luaisavane GR  fests NH,F 1.77 ¢ uaz wavld

d198¢a18 GR 55 mL way H,O 5 mL

Ref. code: 25595709033517ZJE
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3.3 Masalulaiyduy
3.3.1 n153awn3eugunsal

inwuzdienatafnvumduriugudnalsUssana 4 cm Feldilusseeing
senindIveguuesesuansazany (Magnetic stirrer) 8% WIGGENS Ju WH240-HT lag

a1u150AuANNIsUUlALlLYI9 0-1200 rpm waztukulnileudediiutiwelun wasiiv

walnaldidunkune™ (Pb) fanInd 3.3

A7 3.3

nsingunsalluisnisueluladu

daualun (+) aualna(-)

BEET |

.

. O m

=
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4
[

lngfidIuin uartiau sgnaaidiuwrasinganusinsdnglniinssuanse (DC)
FeanansauFumanusedngdldegsening 0-60 V nszuiumsuelulawtuluaideiagly

ANMUANNFNGAINAN 30 V A9 3.4

ﬂ’]‘W‘ﬁ' 34

WNAID18ANUAIANS T NT L AN TS
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Tunisyiuelulawduazyinluaisazaredidniaslariunnenaiusmeusuia 60 mL

o 1 . 1 1 a e‘d'dy PN 2 CY =1 1 a a &{
Taguay Ti ag:uaeﬂ,‘umiazmaaLaﬂimﬂawﬁnww 1x1 cm” wazduiinAnseuaninduly

sgnIanIswelulawdunasnsseziial 3600 s LemiAunuIwdunseLalaediiauly

samaluil

1. Anwndnswavesriinansazaredianlnslaiuazanuiduduvas NH,F

AN519N 3.1

wanadaulunsAnwdnsnavesvinaisazaredianinslaniasanuiutuyas NHF

ansavarudianiaslan (60 mL) AMNAeAng (V) | nanlunisuelulawwdu (s)
ansazany | NHgF (Wt%) | H,O (wt%)

EG 0.5 - 30 3600
1.0 - 30 3600
1.5 - 30 3600
2.0 - 30 3600
2.5 - 30 3600

GR 0.5 - 30 3600
1.0 - 30 3600
1.5 - 30 3600
2.0 - 30 3600
2.5 - 30 3600

Ref. code: 25595709033517ZJE



2. Anwrdnswavasdsuraihluansazaredianlnslan

AN 3.2

35

wansdaulunsAnwdnsnavesusua H,0 Tuansazaedidninstan

arsazargdiantaslan (60 mL) AMUAANg | valuniseeluleety
V) (s)
d1sazany | NHgF (wt%) H,O (wt%)
GR 2.5 0 30 3600
5 30 3600
10 30 3600
15 30 3600
20 30 3600

Ref. code: 25595709033517ZJE



3. Any1dNSwavasnisduasazanedianinslan

AN 3.3

36

wanaaulunisAnednsnavesnistuaisazanedianinslad

ansavanedidnlnslast 60 mL) | Aawdnedng | nanluniswelulawdu | snsinstuansazane

(V) (s) (rpom)
arsazany | NHGF H,0
(Wt9%) (wWt%)

GR o) 5 30 3600 0

30 3600 150

30 3600 300

30 3600 450

30 3600 600

Ref. code: 25595709033517ZJE
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3.4 A1591NANNEZAIANURIABE19raINTISHEa LU ALy

'
a

wdnasedunsruaunsuelulawdy  nuidtuiiduiiludmndrs B
Debris  AABgUTIMAUUUYBY TNTS Lﬁaﬁﬂudaaé"ssJﬂﬁaaﬁ;amﬁmi%Léﬂmammudmmm
szueshifiuiuuneldilnuisefldssosnalunmsianuasenfmingepauanud
gawagldansiadl wu 11 DI Alcohol %3 acetone  Aumnenadiu Wy 30 s [38] 130 60 s
1391 \flesnniedessansiladinuisiuunsdvedidauiliviiiu vilidnavhauazennd

Taiwsiuau

TurmAdeilfindesdanslafnfldlunsfinu Fogu wuc-A03H/A06H  vas
U3¥ DAIHAN SCIENTIFIC #l3annsa 40,000 Hz wuinldinaiies 30 s Tu ¥ DI w&ean
Thundpaudouliurs fnmdl 35 way nwndl 3.6 Tnednwazvesuiulndondilangs
nsuelulowiuasidnvazdudnes damil 3.7 e ludeswhendesganssmididnaseu
LUUdeINTIN NETIALETDRdBLAIassans TdnnuIaunsaindndu Debris lanua

A 3.8

AR 35

LATDIINANUALRINMIEARUANLDEG
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AT 3.6

WNPEANSAUNAINITYINAINUALDINNILLAT DI ARSI TN

A 3.7

Snwazweiy Ti nouwarnaaaInnskalulady

W Ti ADUNIS

walulauydu

il Ti Ba9NS

walulaitu
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A 3.8

Wlguigunau (@) war 1ad (b) inANuaye1ntuiay

(a)

(b)
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3.5 AMSIATICIHRANITNAADY

[ [

aI91INIIMINEze1RMBE 1R BUBBLAIUNeE 1l UIAT e Anvasdugiu
WEAAAIUVUILUUYDITINIUYD kaE AIUNTI9YBIUINYE FI8LATEY FESEM Uay

IAT1ALATIASNANA8LATEI XRD Tasdinannisvinausssalul
3.5.1 N15IASITANARILLATDY FESEM [40]

ndosqanssmididnaseunvudeansin 1undosqansselilididnasou
Huundsiniauas Wuedesdlenlifnunanuazvosianluszdugania uagiilesaindodiie
yeandosganssminvuLasiianuenedulannidnuuzedaguuriaiideanis
fnw wagidsuanansalunisuendavesndesganssatiuuuuassssuaiiaie Togngles

< Y o 1 a ] = 1 a
LNgR 2 pm LLaﬂwﬂ’]awmaqqqmimmu 3,000 W1 FeldaunsansiageusIgazidunves

e

L)

9
mgifvwadnun o ledadianudnluedwdanazdesldndesganssaidianasounil
A1deweege danuaunsatunisuendalad Wesaindanueniniudu iedielunis
IasizidnvarndugIuvesian lnendesganssaudianaseunuudeansiadiiideens

197177 3,000 Wi MAUDITEAULINNTT 100,000 b1 LALANNITOBINLIITIUALLDIAVBININ

Y (%
= = o a (Y

Fauiudnvazioddlddud 3 89100 nm  SnvedtEnseldeusiuiumaians
3Lﬂ‘§13‘ﬁ§lu LU Energy Dispersive Spectrometry (EDS) uag Wavelength Dispersive
Spectrometry (WDS) fifudeyanaiadl Fuinlindesqanssemididnnseunvudeansadud
Heuldiueganinaunsutagdu

ndosganssAudianaseukuudsansinliiiudianaseuwnuuas lnasunida
diinasaugnadneainnisdtenseudliihgeunvnainvivamy vilvididnaseung neanain
wnaIn MntudiEnaseuiivanoeninazgnaiuauiemanigliauauivin feedendnnig
Aenvuvesdidnnseuluauiuwidniliddidnnseulsundindiuinsenuiuauiia
Snsfzenvesdilnasouroturiunatsuvy ilosandididnnseuditenn senuuaud

Waauge inidianaseuiivigneendnunuiinaneseiundsny wutld 3 wuy

a & a a 2 a d all H
1. BdnnsounRenll (secondary electron) LJuslinnseuiivaneanaNty
wAUNI5UI (conduction band) USBWAUNSINULILAUD (valance band) Felidasltnaaau
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3.5.2 AN5IATIZRRARILLATDY XRD
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$sdend Wodfadmnnsgnuinguiooumaziinmsvinuuesiidagviousenanyiumiy

FPUUTBIBUNMAWIAUYHYRISIERnnsznU Inewadansideuuvessidiendlazduly

& o a
ANUNHVBILUINA ANFNNITN 3.1

2d;,SinG = N\ (3.1)
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A 311

dauﬂssﬂawmm%a XRD [41]
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LHaNAITUIAIANUNUILUUN TERANBUTUAUTAGITUAIUNITHNTUVBIAIY

WUt NHF aghalsimulunsilansazany GR aanunuiwiunsewaiaisiuinaulianunse
R oy v Y R X = 2 A =
n193nledsgUnIainlinsiainanunsainlanigai 0.01 mA/cm” iesanansavany GR I

AAUnilagadleifiguiu EG vililuangnsinisasanevestu TiO, asdwwarilvidaiaiy

4

wudunszualiiiwnnaudlngaud [42]

4.1.2 anwazvawisululnmilsulasanlaa

A 4.2 war 4.3 Wunman FESEM  Tasvnisenssuuuveslaseadig
TNTs ndansuelulaaduiinnusedng 30 V iunan 3600 s fiennuiduves NHF uansng
filuansazats EG  war GR  aud iy wadilduanslifiuindnuarvewiofiintuly
ansazane EG zinediudnfuunnauiiuiinvieveausdazyiefiniu diluaisazans GR v
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nsfatusenlediflenglumsazansiifiniumiings (GR) shlinsfndusenledde F 1A

PUSNIUNINNIT WALVl F AAUSuvauRtsaavinatluaie [43]
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A 4.2

TAsaadeves TNTs luansazans EG firnaudiudu NHF A (a) 0.5 (b) 1.0 (c) 1.5 (d)

2.0 uaz (e) 2.5 wt%

¥

(@) NH4F 0:5 wt% __ ANHP 1 LW o I/

-\'—\}x | &
5
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A 4.3

nwgnelaseadiaues TNTs luansazans GR firnanududu NHF 6139 @) 0.5 (b) 1.0 (©)
1.5 (d) 2.0 uaz (e) 2.5 wt%

(a) (b)

NH4F 0.5 wt% NH,F 1.0 wt%

T 7 N 1 1 T P
V 8 3mm x100k SE(U) 500nm

% 3 T Ry
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P

() (d)

“NH,F 2.0° wt%

(e) FQR O ONO0 A
NHF 235 5 wit% ¢

~ i\

PN b S i
8.4mm x100k SE(U) 500nm

AT 4.4 LEAIAIAINAIUNUILUUYDID (F1UIUTIORDNUN) AULEUNIY
Audnavemie Tuasazae EG uag GR NANANNNTUYRY NHF #1199 wudiluansazane
EG  7mnududu NHF - 0515  Aanuvuiwiuvesiodzanadineegluyie 188-259

2 A 2 i a X i« | o & A4 a
tubes/pm LLa%NﬂqLaUNWU?ﬁUHﬂaWQWBLWlllnﬂsUu E]glum\i 51-58 nm #%a39710UULBDLNY
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a1

ANUTUTUYDY NHF WU 2 way 25 wt%  srwduvievziandu 286.73 way 254.55

2 o L% U U 1 174 ] 6 1 QI = 4
tubes/pum MUAIAU Tmmmﬁu’;’m’]mmm’nmuLLazLaumu@uaﬂmwawa%wmmm

[
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Sruwiaiugeiy Wedwauwiedeufifivgdudmalivuavomiodnas dufedidduxiy

Audnasvieanadmey [44]
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4.2.1 AMURUILUUNTSLLE

51

Wevhnisuolulawduuey Ti Aenudiefng 30 V iWuwnan 1 hr luansazane

ddnlnslasiAiusenaudie GR U NHF wihiu 2.5 wit% wae wWasuulasuSunawes H,0
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[
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4.2.2 anwazvasiaululnmileulasanlan

SnunigmnedugIuine1ves TNTs Asiadeusiewaas FE-SEM fan il 4.6
wud 8 TNTs iatulugn 9 deulelnefidnvasvesieusnieonaniustisiaiou etn
Wusugugnans wazanumLLLuvevie fansluaimi 4.7 Taswuindusriugudnang
gawinvzdidnfintulaofanlu 32.80 55.65 72.36 Wwar 85.37 nm AUSuNa H,0 iuiy
M0 5 10 uay 15 wi% leefidurinugudnatsgeandiviunm H,O iy 15 wid%
pudfundndudefisuiinu Ho  Hu20  wi% WuIEUNIUAUGNaanaInGe
64.32 nm Wefiansanmamuiiiuresiiuvieasiidianas 910 345 168 87 uaw 41.1
tubes/um” mﬂﬁ?u%ﬁﬁ%ﬁmqa%mﬁu 105.46 tubes/um” AiUSH WU H,O 20 wt%
Tngasiftuindlonumuiuiuresvioanasduriugudnansresioasifivnniuuas svogmng
sewiiovsanniwhliiuduresiauinduuddianuvuiuduresionnduszeging
serinavieazanastorinemefaetiosas MefltunnhstuAnnndefiuiinadlessy
fianarnnsuaniaesinnzantuilily daelufadulnmidelaeenleduonangoslsd
leppuindudnuug pore void ﬁﬁwmimyjﬁﬂﬁviaﬁLé’umu@uéﬂmﬂmﬂﬁﬁu Fatatof

2.4 99 4 [25,45,46]

1N3UT 4.8 iletheveudusiiuguinansues TNTs udiasgsinisnszans &
wuine daudesuunnsgiu (standard deviation, SD) veaeuluiiuiinm H,0 Wity
0 wt% fif SD sanfie 4.4 uansinduruguinasvewieiivualndidssiuainduiusie
fauaitaluiuiioinaim SEM nwil 4.6 (a) Taefiidurnugudnanaadeegil 32.80 +4.44
nm uazidofiuUTududu 510 15 wag 20 Wt f1 D azfidnanninanmeuiililild
irlunnideuly nefdnduriugudnats 5D Wiy 5565 +13.15 7236 + 14.72
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lavi
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A 4.6

Amenelassasweas TNTs luansazans GR firnAnuddy NH.F 2.5 wt% fiUsunas H,0
WU (@) 0 5 10 15 wag e) 20 wt%

R -
Hzo 5 Wto/O

(e)
H,0 20 wt%
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ANUVILULLasEURUAUIna1s TNTs tnenisuelulawduluasazanedidninsland
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A 4.8
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4.2.3 Wan15HAIEA XRD
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4.3 Wavaenisdudasazanedianinslan
4.3.1 AMURUILUUNTSLLE

ANANUAUILLUNTEREN LA INN1INAaRITN AN LML DUAUAUNANITNARBININ

¥
A

7 4.5 TeenldSeulvuasnsiiy H,O windu 5 wt% waildleiinistuansavanedianiaslan
Tut13 150-600 rpm NAUBIAIUPUILUUNTELASLUNOULAN NATIANRUILUUNTEUATIAY
- a o \ a ) ' Y I ¢ Yo P
willawdnyinlilianunsadnsziisnnuuanaslaenadumsgaunsalilldinnssuaiinig
= 1 (-3 1 1 <3 a o
avidunlinaaglidiiiudmnunnnens ag19lsinuainaIuideves Macak wazmne [27] N3
Juansazanvavdamaliminseuaiiudulasdmanodnwazn1siinviadeasfiansanluiige

sald

4.3.2 anwazvssisululnudeulaanlan

Gy Ti Friunisuwelulaedulagldnnusinsindasi 30 v luasazane?
Anlaslasifiusznousie GR uaz NHF AU 2.5 wt% waziiy H,0 whiu 5 wi% uwaw
nistuansazatedidnlaslarniidsing 4 fia 0 150 300 450 wag 600 rpm 1Hukian 1 hr
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