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ABSTRACT

The aim of this thesis was to study the synthesis development of nanofibers from natural
thai leucoxene mineral for preparation of nanostructured materials from low cost material using
autoclave unit (Thai made)

The synthesis hydrothermal preparation at 120°C for 72 hours with stirring, followed
natural cooling to room temperature. The obtained products were washed with 0.1 M HCI aqueous
solution, followed with distilled water several times. Subsequently, the products were freeze-dried.
The samples were calcined in air for 2 h at 100-1,000°C. The resulting nanostructured materials
were characterized by Brunauer-Emmelt-Teller (BET) specific surface area, scaning electorn
microscopy (SEM), transmission electron microscopy (TEM), X-Ray diffraction (XRD) and X-ray
fluorescence (XRF).

The size of prepared nanofibers was about 12-15 nm in width and about 3-22um in length.
The BET specific surface area of the prepared sample was about 55 mz/g, while the BET specific
surface area of the starting material (leucoxene mineral) was about 0 mz/g. The calcinations
temperatures range of 200-700°C, the as-synthesized nanofibers were dehydrated and mainly
recrystallized into the metastable form of TiO [subscript2] (B). At 800-900°C the crystalline phase
was anatase phase, and rutile phase was mainly present at 1,000°C. This preparation method
provided a simple routh to fabricate nanostructured materials from low cost material using autoclave

unit (Thai made) via environmental friendly process.

Keywords : TiO,, Leucoxene mineral, Nanofibers, Hydrothermal
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2.1.1 Hydrothermal Synthesis of Nanocrystalline and Mesoporous Titania from
Aqueous Complex Titanyl Oxalate Acid Solutions. [1]
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2.1.2 The Effect The Preparation Condition of TiO, Colloids on Their Surface
Structure. [2]
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2.1.3 Synthesis of Titanate , TiO, (B) , and Anatase TiO, Nanofibers from Natural
Rutile Sand[25]
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2.1.4 Heating-sol-gel Template Process for the Growth of TiO, Nanorods with Rutile
and Anatase Structure. [7]
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2.1.5 Hydrothermal Synthesis and Photpluminescence of TiO, Naonwires. [26]
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2.1.6 Titanium Oxide Nanotubes, Nanofibers, and Nanowires. [27]
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2.1.7 Direct Synthesis of an Anatase-TiO, Nanofiber/Nanoparticle Powder. [31]
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2.1.8 Synthesis of TiO, Nanotubes and its Photocatalytic Activity for H, Evolution. [33]
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dl 1 = 1 =
AITNN 2.2 ﬁ’J‘LliJi%ﬂ’f)iJV]NLﬂ?J"U@QLLiQTﬂ“HH [58]

Compositio% | Iimentin Rutile Leucoxene Zircon Sillimanite | Monazite
(Typical)
TiO, 59.88 94.04 79.65 0.30 0.12 RE,O,
57.5%
Fe,O, 26.98 3.36 7.5 0.86 1.0 ThO,
7.96%
FeO 8.4 Nil 0.47 Nil Nil Acid
Insolubles
T/Fe 25.34 Nil 5.60 Nil Nil 5.05%
Si0O, 0.83 0.58 4.18 30.33 36.58 -
Cr,0, 0.04 Nil 0.06 Nil Nil -
AlLO, 1.16 0.65 3.31 2.51 61.62 -
ZrO, Traces 0.64 0.65 64.81 0.18 -
V,0q 0.2 0.36 0.28 Nil Nil -
MgO 0.79 Nil 1.1 Nil Nil -
MnO 0.4 0.05 Traces Nil Nil -
P,O; 0.19 0.028 0.35 0.46 Nil 28.21
Na,O Nil Nil Traces 0.03 Nil -
K,0 Nil Nil Nil 0.02 Nil -
CaO Nil Nil Nil Nil Nil -
LOI at 900°C 0.98 0.22 2.38 0.3 0.47 -
Specific 4.20 4.25 3.50 4.69 3.27 5.14
Gravity
Guarantee 58%Ti0, | 92%Ti0, | 75%TiO, | 64%ZrO, | 60%Al,0, -
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2.6 1D Nanostructured [59]

2.6.1 One-Dimensional Nanostructured Materials.

] 19 2.20 Typical Morphologies of One-Dimensional Nanostructures : Nanowires , Nanorods,

Nanotube, and Nanobelts [59]
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2.6.2 mﬁhmﬂzﬁ One-Dimensional Nanostructured Materials. [60]
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3.5.5 Weasu 72 1 1us ndwlansesdunsizrnazideslmioudidreussens
4 < o Y a (% : @ o X 1 J { v 4
3.5.6 weuands vudarhdunsesduasiziasoznyiusg lagunldaslyluin
= = o ST T A
nanglua sz dunamuiuau e
o v Ay g an @ =
3.5.7 imsdnensin 1@ Tasdsmsnsesuugyaime nsewazisunmanuiunaig

v 1 Y 9 T o {
(pH)A8NIABRUANMINTY 0.1 a5 g1 3.21

48
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3.5.9 s I IdanuSeunguigil 400, 700 1ag 1,000 oG 0d19az 1 N5y
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Y. AUATIEHAIUNAUANITINIVBIIIANLO NG (X-ray Flourescence Spectroscopy,
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a Iy Y a3 1 .
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. ﬂ1i’)!ﬂ31$ﬁﬁ}’lﬂﬂﬁ}®ﬂ‘gﬁﬂiiﬁﬁﬂlﬁﬂﬁiﬂuuﬂﬂﬁﬁ]\iNTLl (Transmission Electron
Microscopy), TEM

a 4 g Aa o 9 A
. MIAUATICHUVHIANUNNIVUNIEAIUNTDI BET

50



a q A
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d d
3.6.2 sé‘nmsﬂwgamsmmm (X-Ray Fluorescence Spectrometry,XRF)
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3.6.6 MINATSHNUNAIA AT ITANUNAI (BET)
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317 3.29 1A509 BET

o Y 4 Y U Y
3.7 maiidlaanlunldannmsdannzi i fuaalunaradn
3.7.1 IngAvsazansniiFlunmsnaaeno
n. TnmiiioulasenladeunialuTasiuns 110 U3 ¥mueaass (Alderich) Titanium
(IT) oxide, -325 mesh 99.9%
u. Inifionlasen ledeyniaui Tumas vinu3miildeou e Tseea (Nippon
Aerosol) 1N AP 25 (Degussa P-25 A mixture of Crystalline Anatase 80% And Rutile 20% phase)
a. lnnudionlasen ladoyninuiTumas Wldnnmsdunsiziusg Ingu
= an 9 A o == = 4
¢ Inalnsnawnsadule mnuSHnewon® Inawes (HMC Polymer Co.,Ltd)
1N3A HP561R Polypropylene Homopolymer Resin For Spunbond Fiber
3.7.2 nsesloflFlumswasTag
4 \ -
GG FTSIRIR g (Internal Mixer)
V. IATPIUANATAN
3.7.3 n3eseilFlumstugihdwaulalnalnsiawy
d' = 9 < N .
n. nseseasadulevina@n (Small Scale Fiber Extrusion)
A 9 3 Y
v. wnIeuunudule
3.7.4 1n3aanenlFlumsnaaaudulelnalnsnau
A = .
. AIDINATDULLIIAY (Tensile Tester)
Q€. 1399039 amsnlasulasuiaveas (Thermo Gravimetric Analysis: TGA)

. 1A3097ANINUANAINYBINAIIU (Differential Scanning Calorimeter: DSC)
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~ [ A A 9 A a
gﬂ‘ﬂ 3.32 aNHUSNATAANNUANIYLATOIUANAITAN

o 2 A w { 2 = < 4 o
vazdudanlaasgun 3.32 Taugdiduwdule duwnudrensedasadule
3 ™ { { 3
YUIALAN (Small Scale Fiber Extrusion) #9317 3.33 Tagan1gldlumsaudule nagdiwny

ﬁaqm'ﬁgﬁ 200 °C Piston Speed 1.03-1.2 mm/min Take up Speed 55 rpm Diameter Diel mm

gﬂﬁ 333 1a5090asadu levinadn (Small Scale Fiber Extrusion)
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= v g
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v, uduleeson3nageudionioes Tensile Tester 31l 3.36 Taorhdaaedns
=\ A v o = U < A A Y I 4 A A A
WHuNITDEa naznawan s seiins oIl ugud nazna “5u” ez umsnagouns
g £ 4 o ] o
nagoudsvauiodulededisnaeeniinmu

annenlFlumanaaon

- QNI 23°C

- Tensile Speed 50 mm./min.
- Load Cell 10 N.

- Gage Length 25 mm.

» 4 :
31/91 3.36 1A594 Tensile Tester

a d A v Y
3.8.2 madmazriandamannuseuveuauly
a o 4 Y Y A =
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317 3.37 1A599A329TAANUIANANVDINGIY Perkins-Elmer DSC TAC 7
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4.3.4 wlennlulnmifisslaeenladmlaeruma [TiO, (Anatase) Nanofibers]

a

o ¥ Y} ¥ ~ A
‘l]'lﬂﬂWﬁlﬂLﬁuGlfJuWIl!llﬂGlﬁﬂ'l'liJif)u‘VIQ’L?L!‘WQN 800-1,000 DIAUHBALFYN UIU 2

=1

o o w ' YA aad y " a = Aaa A 2 a e
GIf'JIaJQ ﬂ’]jJﬁ’]ﬂUW’U'J']WQV]llﬂu%3Mﬁﬂlmuﬂ?’]i@ullagN/Qﬂ!WflﬁJ1/]!;Wll1”ﬂﬂ]uua3ﬂ’]ﬂﬂ']3'llﬂﬁ'lgw

U

v A d a

a 4 0’ 1 v
ﬁ}?ﬂmﬂuﬂﬂﬁ!afnmuﬂﬁlﬂﬂ%’ (XRD) wmwmﬂﬁ’mm%’@uﬁqmmu 800-1,000 IR UF AT O

U

WK 2 ¥ Tug Ul anannadriug 20 Nesmaneq lagiwnlSeuneuny JEOL JDX-3530

[

Ivdiaan 06-1157 1a 89-4920 vz 1dWadasT1H aatl

R 1000°C,2h

R R
R R

R 900°C 2h
A R R
R R R
800°C,2h

A A R A

29-4920=Ruyile, syn-TiD2
| ; | 1

06-1157=Anatase, syn-TiD. 7207

1 | £ &
10 20 30 40 0 B0

Two-Theta (deg)

A a [ a A a
qijﬂ‘ﬂ 4.25 Wﬁﬂ'li':]l,ﬂ‘i'lgﬁ@a]}')fllﬂﬂuﬂ XRDV]Q‘TMWQ?J 800-1,000 ’E]\iﬁ']!,“lia!,%‘(’lﬁ C ; A = anataes

TiO,, R = rutile TiO,

v
a

5N 425 wanTudldnnmsinduleldIanudounguwgil 800-1,000 aa

= o w A 9}::9/ AxA Y 1 A < Ay v a Y
IHAHYE AN 1AL T@aww"l@mzuﬁmﬂmmmu "lﬂﬂgﬂ‘ﬂ 4.25 LﬂUWﬁﬂhlﬂﬂWﬂﬂ1§’)Lﬂi1$ﬁﬂ’Jﬂ
a g v A 4 VoA agqg Y Y =y =\
INAUANITIAYUVUTIFLIONY (XRD) Wmmqmwgﬂwmmiau 800-1,000 DNAUBAUBIT LY
v Ao v A 1 o ~ o 9 a 4
lavanNAMU 20 NDIAINING I@]EJHWNWLIE'EJ“UW]EJ‘UWIJ JEOL JDX-3530 %81@Nﬁ’)£ﬂi1$1’i

A9915199 4.4

84



v H Y
M5 4.4 wavesyuiia lanuwlainnayu TaenfFouieun JEOL IDX-3530

aaviginldlumsld yufiosrnaeiienfonfioudy JEOL JDX-3530
anufoudulounTu | jeorL jpx-3530 lldiavdi JEOL JDX-3530 luldiavi
(03 ALT) 06-1157 (Anatase) 89-4920 (Rutile)
800 25.2,37.6,48.1 53.8
900 25.2,48.1 37.4,39.0,41.4,43.8, 53.8, 56.2
1,000 - 37.4,39.0,41.4,43.8, 53.8, 56.2

a

A A o = = A
ﬂ1ﬂwa1uﬂ1i1dw 44 NUIMNYUHJUINUNTNY 800 DALY  ITH 2 W‘Iﬁ o

QU

4 = = o = a =2 g
pulnduazying lTastiyuiasanudeuunaduinige (gUuuunsinandaniuuny
1 ~ Aaq Y 9 T o = =) A 4
Tetragonal) duNgHgl 1ANLToWMIAY 900 osruvaIToa vzl 2 e Ao suunauazg NG

{ @ J { a <3| { a
Taefiyuiasenumay Indauiniga GUuoumsmenandunny Tetragonal) tazguvgilv

¥ "o ~ ~ = A SR A A o s
AINUIDUNINDG 1,000 DIA UYL "l]guw\lfﬂﬂﬂj o L‘V\Iﬁgul‘ﬂa Gﬁﬂlluﬂﬂ@iﬂﬂﬂlﬂﬁgul‘ﬂau’]ﬂ

q

A ~ aa A

Nga nazilodunannuduaingl wungamgh 800 esruwaiFed v iifineuunaniininim
F) v = R A A s 9 ~ aq Y
LNGINTT 900 DIAUT ALY GINWﬂ‘l/'ll,l,ﬁﬂ\?L’V‘lﬁﬂuu‘ﬂ’ﬁi]33Jﬂ'lﬂ’]ﬁJL"UiJﬁﬂaQ‘V]Qﬂ!‘l"iﬂlli’l"iﬂ’)'lll

v A X 4 a ~ ~ I s A 1 A A a

Foaudunguugi 900 eerwaidod sximlaiug Indamunniunaznngiuiiniuavedue
Y 9 3’, Qdy 1R Y1 A a A .3

Tanvuaveadulou Tunsaesguugiilvuialug Jeawnsoagl 1dnngumgiimuan

o AN
Mff'ommaaﬂammwlm"lman,wmuﬂ’nmﬂuwamwmu

517 4.26 none SEM voudulown Tuldanudoungumigil 1,000 ossusaided

NMAIVeY (2) 5,000 LA (b) 20,000 1N

&5



~ 3 VoA Y Y Ja '
ETJ‘VI 4.26 LﬂuﬂTWﬂ"IEJVIhlﬂfl]”lﬂﬂaf’Nﬂaﬂﬁﬁﬂu@mﬂ@ﬁﬂullﬁﬂﬁﬂﬂﬂﬁ”lﬂ (SEM) 494

a

Y Aq Y P < 4 ~ ~ - ad \
idulomnTunlvanuiowiunal 2 92 Tuangurail 1,000 o3fuaITed TaeNguUUYNUNL N

U U

Tassahanamsnlasuntlashlnn Tassedsidhumudulenaneiiulassadaveynai
= =< Y o ~ 9 a dy v A g d A A a

NanvazNaN F9zaonnaodnunNan lanMaAlnueIMTReNLUSITIONT A0 110INANS
nlaswalnseadnvesasezilasunilasly Falaena ldvew Tulnnuiionlaeen lsan

a =

Tasuanudoungumgi 400 esswaidod (Wdoununa) szgninaeudulasulaseaiiel

U

a

N g H < p 4 oA 24
Wueynia [20, 291 MnvuldeuunavzgnulasuliidumasgIng Tasazisunaiungumngi
= 1 <3 9 =\ 4 =~
800-90 avraidod 0619 15na idulov Tulnnudioy lasen lodmladouunaaunsawson
Yy ,2( = = da! A a =
Taannszuaumsii nageziinnuadesunyuiigangi 900-1,000 odfsadad
Y H 1 1
mzaziudulomnTunwson ldamnsonugungiigala dulewnTunldanw
{ a < o < o < '
Sounigaungil 1,000 esruvadod Hunat 2 5T szlmlaiug Ind lasli Taseadrudnni
(Y v ' 1 4
szau luaseu awnsadamisianueuazvnaduriuguinareudulon uldlagn
mydafevvmnamnaluglivanueveuduleou Tu Tasszwuiudulou Tuiwson Idmlas
sq ¥ Y A ~ = A4 1y =
Inanldnnuiougamgil 1,000 esrurabod  vlinnueupdenoidy 1-4 um. uaziivia
Wurugudna1umay 250-660 nm.

a =

¥ Sq v ¥y A S & a
idulouTunvanuioungungi 1,000 esrusaimed 11umal 2 52 1u4 9l
o Y ' = a 2 ar A da o
ANHUTARBUNIUT U (Nanorod) (ugﬂuuumﬁm@wamﬂmmu Tetragonal) UATWUNHIIUNIL
Y Ay ¥ a o 1w 2 A a Y
youdulounTunldanmatamsgadululasuminy 6.03 m¥g Fangurgilumsldanu
9 t;l = 9 I J = dy Aa o 9 1 A I Y
Fouil el Tnssanuiuunng na Tasnuniamunasumizdosnnuuuduag Wumszid
1 1 9 H
TourTun Idiierir ll1danudenazinanisnadaumeznguiuim lfidulou Tuilegnlaen

k4 1
dnvaz hlhilueymia (unsenaw) Mmivinundudaas Iateoas TaolauaasmanFeuiion

~ a Y 9 v 1 dy Aa o ~
ngangilumslvanuseunumnunmdagn 4.27

60 -

400°C

250 1
As-synthesized

(m

40 -

o
o

29

30 A

g 20

X
WU

10 1 Lecuxene mineral

0 T T T T T T T T T 1009 c

0 200 400 600 800 1000 1200

amgiinlniden (°c)

=)

Y
Aa Y

1 427 miunms iz nugurgin1d i nuewdulomn Tuimson'ld

86



'
= a

d‘ a Y 9 9 A 49! 1 &} aa
ilTﬂg'IJ‘VI 4.27 ’mu15a@‘ﬁu1lel@mmmmulumﬂwmmsaummmmu ATNUNKWA

Q u

o IS A Y A A Yy Yy a @ [ J

AUNIZITUATIAADN m’ENi]'lﬂl’ﬁu181&']IL!‘V]m5EJ?JllﬂNLLH’JI‘NNLﬂﬂﬂ']i‘l’iﬂ@?uﬂ&ﬂ'wﬂ‘LlL‘lJ‘L!ﬂQiJ
2 9 E] o ] A 9 asA g A

UINVUITNHANITETNUUBDIANITUITIDU Lmzmimsfmaﬁ@uﬂumﬂmgTﬂmummﬁumuﬂmwm

dy d‘a o 1 = A dy d‘a 9 1 1 o 1 = 1
wummmmwmamaqiﬂmu ﬁ"]?J'IiﬂLW‘JJWHTIW’)UlﬂiJ'Iﬂﬂ’J'I 50 WI'IIﬂfJﬂ'Iil!'ILLiQIﬂ“]SuUhJW'Iu

Y
1 A

o 4 ' 13 a o A 9 = I o L A1 X0 a
NIZTUIUNMITAUATIEUULUNY (1 step) Llagqulﬂuwyﬂﬁﬁqujﬂaﬂn G]f\?ﬂ’lﬂ!,ﬂu@l]ﬁuqmﬂﬂ‘]f’ﬂll

auiadludusaljnzenald

o Y H Y Y ¢ =
4.4 maridulaanlunldanmsduasizdililfuaaluinalnsnau
matesoudule Ind Insnaunway lnmdionlaoon lad w118 Taasuainns lhaseq
a . a = =Y [ =\ c’d' [ 1 1
Hauuuua (Internal Mixer) Herunwaraan Iwa Insnaunu lnmidionlaoon loandadiuaiag
9 H [ v
w1 Ina Insnaunweay Inmidion lasen laanmouainds Tdualdithudadlemniecua
a g’/ o 1 3 < 4 o
waraannminiaiudai 18 ldiuzldidwdule vazihunudiuaiessasadulovina@n

Ad31N 4. 28

1 H Y
11 428 anvazdulenldninmsaugll

wasnn laidulodagiin 4.28 udr indulelimSeunmsnagonauisnisnaaeunieg
A = . o = Y A o
ADNATBULIIAL (Tensile Tester) A329IaM3n)asunilasuravesecsneATeIns193ANs

wasuulasuiravesas (Thermo Gravimetric Analysis: TGA)

87



4.4.1 HAMINATDUANTANITNUABIIIA

1.2

0.8

0.6

Max Load(N)

0.4

0.2

B PP100%

B pp-pym

O pp-nm

O pp-TiO2(ws/150)
O pp-TiO2(ws/120)

0.10%

0.50%
Ratio of TiO, Addition

1.00%

= ' a = J .
137 4.29 wunmadueuma lnnuiion laeen lad (Tio,) vua luTasmasuaz
Y A an = 1 = . o A
e Tuwas Tudulo Twi Tns Wan lulinanen13nuns 9 (Tensile Strength) WINTNLAITNL
(% { o < 1 a
s20%8a (Elongation) yoatdule a3 4.39 91nnsl idudunamiuldnmady lnniionla
4 9 = an o alay = A A é! A o 1 =
pon lydadludule Tna Tnsnaurh Iisunuiiszozdan g laommziondiu 1.0% 9
a = oA 1 9 a
maan Indisyvunamn Tueasiangannvnalulasmwas vazuur Tduvosnisau
=) 4 ! Y ¥ = A = ' a
Tnmidisulason ladvinau Tuwasdwwaliiduloliszozta a gauiangennnmadveyna

vl lasmas naaslimununauazlSinavedlmmiiou laeen laannauasliinason

5U7 4.29 AmsalFgegalumsaadule

seoztavaudule Idos1aFanu

Elongation at Break(%)

350 -

300 A

250 A

200 A

150 +

100 +

50 A

0.10%

0.50%

dnsnau

1.00%

B PP100%

@ pp-pm

O pp-nm

@ pp-Ti02(w3/150)
O pp-TiO2(w3/120)

517 4.30 Mszezdavoudule

u

88




Ao ~ o a ~ saY ¥ o ¢ &
L?J@VI”Iﬂ”ISL'LI%EJ']JL‘V]EJ']Jﬂ']JﬂTiL@]?Jul‘ﬂWILuEJ?J]lﬂ@@ﬂul,“]fﬂﬂllﬂi]”lﬂﬂiﬁﬁ\uﬂiizﬁuu

a

' o s ~ 2 ) < Y ~Aq Y
Wﬂ311Hﬂ15ﬁQLﬂ§1$WVIQﬂJWﬂN 150 93A LT WU "lﬂﬂﬂi’W‘I“’l]gﬁ\uﬂﬁl‘ﬂullﬂ')“ﬁ\i'iﬂblﬂf(luﬂ'lj

u

= 9 3’.: 1 1 o =\ sAA o 1 Y
auduloriu hinanaranu lnmidley laeon ledantsmieluaarauimin

a

4 a 7 o o
Tuvazhlumsiay Inmidion lasonlaq #ldnnmsdunsizinguugi 120 o

G

Y H Y
waea  duaznunnnnazdunaldinusan g lumsaadulonu ivanaranu Tnmidiey

P o 1 @ [ @ g [ o ?xla ]
laven laansmisluaaiaunmingu@einu uanaunsodnari lfiduleuaiusonuae

o

=2 9y v Ay A a = sy v o a
usedglaunnnndulendy Inmidionlasen laan Idannisduasizingaumngil 150 o

= = g = s A o I a

ALy wﬂuwammﬂmumaumﬂmm"lmmuﬂu"lﬂa@ﬂulw NAUATIUNQYUHHY 120 93
= Y A g ' = s o o A a

LaLes e uuhﬂluWﬂfJHﬂiﬂﬂLaﬂﬂ’Nll‘ﬂm!uﬂullﬂﬂf)ﬂulmﬂﬂﬁﬂlﬂﬂ%ﬂ‘VIQﬂ!‘HQN 120 9381

b4
Y a

= Aak Aa o ' = s o I
altssys WU mwuwmmmwummﬂmmuﬂu"l@@@ﬂ"lwwmmmwmqmﬁﬂu 150 94N

U

Y a @ v @

= o dy A a an Y =3 o Y [ = 9 1
SeIEiiks| ‘I/I”Iﬂl‘l”ilIWLl“l/lNﬁﬁ'llWﬁﬂUTWWTWiwaullﬂlﬂﬂﬂ’ﬂ fﬂ\iﬂﬂﬁfﬁhﬁﬂi‘ﬂuﬁﬂﬂﬁllﬂiﬂﬂﬂ’]

9 Y
v A

=\ A o P = = o 9 as A Aa
"l‘mm!,uﬂu"lﬂaaﬂ"l«mwmmﬁww 150 D9 SALBYT BININITNAADINIYIT BET HUNUWUNHY

Sumzioen

A A da
4.4.2 MIIASHNUAINILNALIPANIIANBIENATOUIVVABIN 1A

Y Y Ja 3 ' Y = an

HANINATOUAIINAoIganssmidanaTeuLUUdeInTIa 1duleTwa TnsNaundy
rd ] 1 % U
Tnmidisulason ladunaeynialuaseunazun Tuwas luaunsodosgnisnszneaiszay
Y =R v @ ] ' ' @ dy a Y 4
ayma’la 3¢ liansadunanmisnszneld uaannsodesganymziudimeuenvoudule’la
Farmveudulonduna lfaziidnumsy awgih 431 wagg1n 4.32

~ Y I 1 = AAa Y < A A Ay )
Mg 4.41 paasldmun lmmibisnndveudulenuiilsuantosnnvua
luTaswasiuanensgili 4.31 () tazvnau Tumasinaanagli 4.31 (b) TeenfFeuieuny

Aveudule Twi Insiau 100% asans Azl 4.31 ()

&9



(a) ) PP-nm0.1%

(b) PP-um1.0%

(c) PP 100%

511 4.31 1w SEM vosdndulegasaiee (a) PP-nm 0.1% [b) PP-um 1.0% ag (c) PP100%

[

AMAIVLIBUUIA 500 191

90



(a) PP—nm0.1%

1aku

(c) PP 100%

317 4.32 21 SEM ¥03H101AAAY219903gAT (a) PP-nm 1.0% a2 (b) PP-um 0.1%

NMAIVBYUIA 5,000 1911 18E (c) PP100% NANAIve189118 100,000 (111

91



A Y < ' (J = R
110319 4.32 vaasldimiun manszareddves Initlenlaeen ladiu manszae
o J { a kS A { [ {
aved Inmidisylaeen ladvina Tulaswasi@uas liu TudSuna 1.0% tuaasasgili 4.32
ES [~ Y1 A o A ° 1 A a S =
(2) ¥ azmu lanimsnsznedrnaiuavenn e Tuwasiduas lihiv lulSua
] v A [ A A < 1A o A ] ° 1w
LO%unuiuans aagli 432 () Raziudniinisnszareddn laduauemnuyuia
~ v oA (J Y a as v v =~
TuTaswas TasnFouiennuaimadavgveudule Twin TnsWan 100% aswaas aagili 4.32
. . 5 . - 2o
(© BInsimanszaeddved Inntionlaoen leavualuTaswasianas i lulSua
= v A ° 1 A A [ 2’, < l o Y
1.0% Imsnsgaredrnainaueninn v Tuwas Advad lomsuiunervdanari i
v ! =2 Y A a = J £ 1
awiamsnudoussaaveudulefidu lnmsioulasen lyavinalylaswastiu ansonude
= 9 1 d‘d % d‘ ] :, é (% 1 9 (%
usans ldnnnnunanTuwasiimsnszaeddn liaiuaue Fwwaninandeandenuwa
1 4
NINAADIVOY Sirirat ~ Wacharawichanant [82] Wud1wuIaveseuna lnnuilenlasenlea
(Tio,) 7 hiannuann ludsnaneassdazal Elongation 4101in

d :’ %)
4.4.3 MIIATSHNIANNIoUT NN

600 -

500 -

& - == B PP100%

. 400 1 Ao

2 300 - & pp-nm

(]

£ 200 - I pp-TiO2(13/150)

: 100 O pp-TiO2(w3/120)
0 ' : .

0.1% 0.5% 1.0%
Ratio of TiO, Addition

31/ 4.33 quugiimsamesdveadule PP (Degradation temperature, Td)

1314 4.33 uaaslfiiu Idhmaan Inmidion lasen ledasludulo Twd Tnsa

a (2

dudawaldguugiinisaalodd (Degradation temperature, Td) nasInman lnmidionla
o o 1 9y A 1
200 o 1uf3uar 0.1-1% navua I Taswasuazvaur Tumasaana 1y Td 3110091 100
= I A =\ s A =\ wa A 1 Y 9
psrwaiBod Wuwatiosnain lnmidien laoon laanauasll Tauiannudeanuonlags

Y
[83] dawar Imdulonuaeanudoulduinau

92



a

LY, H Jd
4.4.4 ManagevaNAEInatIszmsvedlnilwsnaundy lmniianlasenlsauas

mafSeuie

105 +

"l b by o

95 A - O pp-um
O pp-nm
O pp-TiO2(w5/150)
0O pp-TiO2(w5/120)

90 A

HRR
-+
—

85 -

80 - T T 1
0.10% 0.50% 1.00%

Ratio of TiO, Addition

A 1 [ a Aax A A = L [ 1 1
JU% 4.34 Ananundsves Tni Inswauidun lnmiion laoon loa lusasiauaieg

AUUINTIIU ADTM D 785

< { 4 a
MINATOUANUUTIAINNIATFIN ADTM D 785 910317 4.34 iodn Ininiiiewy
a%ﬂ 1 (K o Y a as ~ 3 A A 45! A )=} o a an
Taoon laariu wualidanani 198 Tnd Twsiay DaNuuasnmuyy iomeunu Tnn Insnau
[ 4 a = 4 [ o o
100% wu Wedn Inmidion laeen lad aunaeyma luTaswasaslunduihIdiinun T

(%

a A <3 { a J
Twanad@ndnnuudadosas Tuvazimaan lnmiieu lason leduuaeunau Tuwas nay

s 1

1 o YA < 2 tg o ' = I a ~ [
darnamlduaanuud anuIuaudadiu lnmiion lason laanduaslamsnanuudaiia
A 2 A a ~ 4 A =
vy lntlen laeon Taa vuraur Tuwmasadalld aradniisaurain Inmiilew
4 @ ] 1 a an o Y
lavonloavuiau Tuwasnizniedunsnegizuieluanaves Tni Ingwau s ldluns
o ] v W 9 d' @ 1] Y~ 1 =1 4
nageunavzdudanuidulenunsn uaznszaioaied laani lnnition lavon lad vuiaun

== 1 1 ) 9 @ 1= 1 ) 9Y o 1 a Qy
Tumasifoymalugnivildnszaeas lidnnunaun Tumas i ldiinenz griuiFuau
v =2 o g Y < 2 A a - s A 2 o
18e1n39r1 1 Uauuv vy vaziielSuaved Inmitisy lasen loamivyuilsznoununis
o Aad o q ¥ A o a A a 2 =< o
nIzaeAveteyMaNandIwain ldnuiing i Tomalauoymaimuas ldgayudedanaim
Y 3 A dy A A = 4 A < A Aax
Ttanuuadanuvudomudsna lnmaisulason ledasly arsnarnnuuvsves Tnd Tnsnauy
A A = 4 ~ H v Aa [ Y J
ndy Tnmidion laoon ladoyniau Tuasliiies 0.1% Tagihminhisanuuisasaaiosnd
a Aas a’; [ Y] 1 dy =Y [ 1 = o Y v =\
TuinInswau 100% uumandaguillsuaoymads hinmindanldiinalTenialau
=2 A Y 1 [ 3 a A A A = 14
aymAvaiidosnd 1nnslaznuNaNuudeves Ini Insnaui@y lnmidien laoon laduiuia

%,’ v A Y A [ a Aad
W Tuuas 0.1% lagtninualnameany Inn Insway 100% w1n

93



a =\ s 9 @ P a =\
mﬂmimu"lmmusmllﬂ@’e)ﬂllcmm"lﬂmﬂmﬁmmiwwwqmwgu 150 D9AusaLsed

A g A

Y ] Y
dwauad 1 TuTwn Insnay luaamam IR Ind Inswau Aauianud sy diomeudy Tnd Tn
AU 100% 0 li'ldan lnndley laoon laa aglswaerdumsan lnmiloy laoon laan

a

[ P = ~ 1 A a =\ A @ S ¥
duaszinguugi 150 esrusaidoa Awua Wodn lnndionlaoen loandunsizi ldas
(BN} ] < a ] X [

TJudn ludamansznuaeanuudaueanaradnuiniinanminaaey Fadunsuny Ty
s g ~ A o 2 v A
lasenlaanvisluaaiain Inmidieylaeen ladnduasziyun ldngumngil 120 a9

~ 3/ [ 1 A < a an 1 ] @
waea Wudinanoantan o Twn Insnau'ld luuanaianu

4.4.5 MINATBUNISNUABLIINITZUND

60 7

50 1 ==

=
20 1 =3 B PP100%
=

O pp-pm
30 4 O pp-nm
O pp-TiO2(us/150)
20 4 O pp-TiO2(u3/120)

J/im

10 1

0.10% 0.50% 1.00%

Ratio of TiO, Addition

~ 1 1 a A A A =] I @ 1 1
gﬂ‘ﬂ 4.35 ﬂ']‘ﬂu@’f]l,!‘iﬁﬂ‘igLL‘V]ﬂ"lJfNIW‘WTWiWﬁ‘L!‘V]WHJIl‘ﬂW]LHEHJLI@ﬂﬂﬂvlcﬂﬂcluﬁ]ﬁiWﬁ’)u@WQ”]

9
U

~ 1 a =\ 4
13U 4.35 wua madw Insdisu lasen lyansuniaeyma luTasmasuazun
a Aad 3’, [} 1 a ] a Aad d'
Tuwasaa Iy Iwi Twswawiv lugdawadeauiamsnuaousInszunnUo TN INTNaun

] Y a = o’:é [ 1 d' o dy % ] d' [

Tuldiau Inmition laoen leagedadruniihnmanaassil Wsmaeyninda innwevz dawa
o Y YN [ A é‘ o 9 gJ/ I Y ) Y [
nTdauianuasusanszunnivau dsznounulassaiganauuiunuudounan 119 |

dawa Twanaveslndlnswau liamsodamiiernuldaa Tluvaziniady lnnidionla

a

¢ A 9 o P = g}/ < [ [ A [
i’]’f)ﬂ]l“h'ﬂ Tl"lﬂ‘t]TﬂﬂTﬁﬁQLﬂiW%W’ﬂQﬂ!ﬂﬂﬂJ 150 DA UG UUﬂhlilﬁQNa@ﬂﬁNUﬂﬂTﬁﬂuﬁﬂLliﬂ

QU

[

aszunnd lunanaraan Tun Insway 710 1dan lnmiley laoon lae naz lia19annsau

v

9 @

=\ 4 as 1 a =1
Tnmiisylaesn lod vinau Tumasnivieamutosnaiaumin  ualumadylnmdionla

a

P 3‘, 1 1 L2 1 o
i’)i’)ﬂ]l%ﬂ‘ﬁi’gmﬁ{]ﬂ 120 99FUFAFI U FINAADTNLANINUABLIINTZUNN ﬁi’] ﬁWZJ”IiﬂVI”Iiﬁ

a an 1 sidzg 1 = S 9 ?,’,
IWWIWSWﬁM%M@@LLNﬂSSLmﬂllﬂﬂﬂluﬂ’J”Ill‘l/lLTlLuflﬂJ"lﬂ’fJ’fJﬂllclfﬂ‘ﬂllsllwclu‘ﬂ’fN@]Eﬂﬂ NIVUIA

TuTaswas vazvuau Tuwuas vazdidawamIiauiamanuasusanszunn laanms@

94



=\ o’d‘ @ A A =\ g’; dyé d‘!
Tnmitionlaoon laandunszinguugl 150 osrusaFoa NaliFIe19ilowININYUIA
~ S o P A ~ ~ ~ '
aymaved lnmilon laoon lsandunsiziiiguuigll 150 osruaaidea Jvuaeymanlvg
' 1A ~A 2 ' ~ S A v P A
nuaiinnueveseynanduni lnmtionlaoon led Aduasiziigungil 120 oem
~ o A ~ T o 9 o ' ' a
aFe FINVUIADYNIANEIINI M IRAINIT0 NTEBAMNINBYTZHI Tuanaved Twiv In
ad o Yo [ Y 1
siau M lFsundsnulaann

4.4.6 HAaMINATOUMABUMS Ina (MFI) muanasgiu ASTM 1238

35

30 A %

254

B PP100%

20 4 EX E3eaEa @ pp-um

O pp-nm

o ] O pp-Tio2(ui/150)
O pp-Tio2(us/120)

g/10min

10 1

0.10% 0.50% 1.00%

Ratio of TiO, Addition

5UN 436 mariinms lvavesIwi Insnaundu lnnition laoenlad ludasiaiuaias

~ 1 1T v A a 4 d‘ a =1 4
13U 4.36 nuNMAring Inaves Inamwes (MFD fdu lnmidion lason laaag
Y A o oA A 2 4 I~ ~ a ~ S
Ty Seawtins Ivamuyuiisuanies Tasiimaan lnmdien laoen ladtvurnoynin
gi [ o 1 { (] [ { a o
TuTaswasiu Tudawasinldar Mr1 wlaeu lu@ernumsngn Tnmdiey laoon laduina
a an < (] [ 1 o ] =y @ A =1 %
w Tumasad T luTni Tnswaun luaawanuar MFI unaiin@u@enny disnSeumeuduns
a =1 c’d' [Y] J 1 = dl a = 1 a
@y Iniiien laeeon laaidunsizioinuig Induiguugil 150 osrmuaaIod WUINITAN
= s S Y 2’/ 1 1 1 A [ Y a0 A é’ =\ <3 9
Tnmdley laoon lodnduniizd Iniudinadenl MFI Aovinl¥iar MFI Janunnyidisauaniios
1 g’/ 1 a = I o o a = T Y
mniu aaumsan lnnitiey lavon leandunszinguugid 120 esrusaided wundwald

[ 1 [ % a =\ 4 A Y 1 [
A1 MFI ulillmﬂ@'INﬂ‘UﬂTimiJ"lTlWllufJﬂJulﬂﬂﬂﬂul"]fﬂ vuau luuasnivielunesnarasuny

95



=
Unn S

azUwamanaans

[ Y] J 9 1 = o
fnﬁﬂ3‘Ull?\‘]ﬂﬁgUTHﬂ’lﬁﬁ'\‘]lﬂﬁW%ﬁlﬁuﬁlﬂu'ﬂuﬂ']ﬂl.lﬁgIﬂcﬁusllﬂqllﬂﬂjﬂﬂﬂ']ﬂ'ﬁﬂﬂaﬂq

o ' 4 [ o a [ @ 4
GllfJ’]fJ"’Uu']ﬂﬂ']ﬁﬁ\uﬂi']gﬁ,ﬂﬁﬁiJWﬂ‘l 20-30 1M ﬁ?ﬂlﬂ%@\‘]ﬁ\uﬂﬁ1$‘ﬂﬂluqﬂ 49617 NNMNITAIUATIEN

9 U A A o o J 9
dulon Tunnusg lndunegmelullszmeniiimsnaaosdunsizd arenszuiuns lalas
R

14 d‘ = (% 9 Y o FY d'z:l = wAa 1
meswoa iowmsondaqdulour Tulagldiagauin lalulszmaniisnadnuantianieg

q
4

] J 9 =< A Aa o o 9 A A V= 9
U YUIN gﬂﬁ'N Tﬂﬁ\?ﬁﬁ?\iwaﬂ NWUHNHIVUNWIZSIa m@ﬂ?ﬁﬂlﬁu1ﬂu11uﬂlﬂﬁﬂmqﬂ“]Nvlﬂwaﬂ'li

E4
naadlagagaall

v
5.1 sa@ulennly
3 (v 4
5.1.1 annziminzasnlumsdansizdiaulanly
@ 4 U 4
annglumsdunsziidulomnTuninuiglngulasldnszuiums lalasmesuea
A a ~ IS < 9 o s A
(Hydrothermal) Ngauigil 120 seraaidoa 1Wunan 72 97 Tuwavg Iinamsduasizinanga
' . Y ' H ' J <]
iiesnnusazate ldnua ldlSunanduleninnniuezdulen laiiduriugudnarsdnvuiau
Tuas

d Qi
5.1.2 M3AALHANTAMAANAZIMIMEMW

Y

A A Y 1 ~ Y 14 = =\
aﬁ@uﬂummau‘l@i]muiQiﬂmumﬂﬂizmumﬂaimmazmaa wmm"l‘vmuuﬂu

q

J ' AN o <3| Y A
laoonloanduegilszuia 96.37wi% Tasldnvaziluduloniinnuenlszuia 3-22

Y Y a

S 9 1 o A A
UllJIﬂiﬂJGli uazmﬁumuﬁuaﬂawﬂismm 12-58 uﬂumm mﬂﬂlwmmaauﬂqmwm 200-700

U

=

= 1A v & = 4 2 A a I
puvaidod nuniwlananduuuy lnnudionlasenlaa (B) ediginuomsmasaniuuuy
monoclinic Tagrdu T Tunldanudounguvgl 200 oerusaidod azisunlaswvasinlnm

3 a R o = § A a
wa'liidhuInnutionlasenled (8) Fdsnsimalnnuuallziluegandes ieiuguugi

é’ 4 ~ = J 13 1 o A a
qwumuiauﬂu%mwﬁllwmmau”l@aaﬂ‘lw (B) MNVULAZIAUFANYUN )N 400-500 BIA1

a

= d' = Q' L% =
iraiFee Ngangl 600 — 700 eerusaFed wzisuilngulaeumailzduegiuma lnnuiioy

Y

laoonluwd (B)

]
=1

dialiaudounauninil 800-900 orwAFed  WUNINANSAUVUDUUNE

q G

=4

a I { a 1w
(Anatase) (3UupumMsaNanTunDY tetragonal) Tashgamgi 1¥audoumny 800 oam

s 1

= aA A 9 1 =y 2 A A
FFRLFYE ISHWADUUNTNUAINNNUNGINI 900 DIAUGALFYE Fananuaaulgauunaazum

a

) A v Y} A 2 4 a a a I s A
f"l')"ll]lfllllﬁﬂaﬂﬂqmﬁﬂﬂJiﬂﬂ?TNﬁﬂuLWNﬂluﬂQﬂlﬁﬂﬂJ 900 DNFLBALY YT ﬁ]gﬂlfl/\lﬁlﬂughlﬂﬂwlll

Y



9 =\ P Y 9 ~ a = (=
wn idulewnTulnnufienlaoen ladndanuSeunguugi 1,000 esruaaFos wunlmla
o 4 a 2K 3 A o Y < Y
wanuuugng (GUuuumsimenanilunuy etragonal) Hanbuzad1e Nanorod 1iumsizidu

v i1 Y 1
TourTun Idiei ld1danudenazinamsnadumengunui ldidulou Tuileznlaeu
@ I < o - { o o
anvag lihilueynia (Hunsenaw) s ldlinundudaas lddovas

v
o a

Qddy o Siddy d'a 4? 1 1 [ d' =1 [ 3’,
TﬂEJ’J"D"LJ‘V]11W3JW1!VIN’J§]1LW1$LW3J"‘IJHﬂ’J1 50 N1 (~50 M19.4./NTN) LUBINIUNVITA
Y 1 = o an ~ -dy I ax ~ A "o 9 ' Y an A g a
AU (LLi@jIﬂ“KU~O §3.1./n31) ’J‘ﬁﬂﬁm5Elll‘LlL‘lJLl’J‘ﬁﬂﬁm5Elll“Vlllil‘ﬁmG]f’i]uq\imﬂﬂ’sﬂi‘ﬁmﬂuﬂﬁi
o A Y o Y a s a 2 A
nuauadenInagagnaelulszmadisyalgnsainesnuuuuaynaniyulagiiony

Ine

¢

= Y | = v
5.2 wansznuvedlnmidienlasenlsaiinsenlaninusgladulawls pp
a d v a :’ U
5.2.1 MIIATIZHNIANNZUT NN
maaudulour Tuimion ldanuiasluwdule pp denaliguuginisaaiods
. o a g A A Y, ~ A
(Degradation Temperature, Td) wasa1nnsaudulou Tuiwseonlalutsue 0.1-1% Wiy Td
11NN 100°C
5.2.2 MINATOUNMINUABUIING (MNIIATFIU ASTM D 3822)
Y Aa a ~ P 9 '
nnmanaaeutduls PP Rlmadn lnnudien laoon lednwiou Taasldwuus
Ao =2 Y g’/ 1 1 [ =\ A o } o [ Y
Al lumsaaduledu hivanaanu lnmdien lason laansmiieluaaiauiniin uadanal
MNUTZEZR Bl A9 (Elongation at break)

5.2.3 ﬂ1§‘ﬂﬂﬁi’)‘ﬂﬂ]i‘ﬂuﬁi'ﬂ!ﬁﬂﬂﬁz&!‘ﬂﬂ MAUNNINIFIH ASTM D 256

' 9
a = Y

a ~ ’a A 1A
mimu”lmmuﬂu”lﬂ@@ﬂ"lmwLmﬂmnﬂuimqmwm 120 DA UBAUHBITUY FIU1TD

QU

IS

o Y 1 Sldtg 1 = 9 3’;
17 PP nuaausanszunalaavuniilnmitienlasen laantvieluiesnaia navuia
TuTaswasuazvinau Tuung

5.2.4 MINAADUANINUYL MINNIN3F 1Y ASTM D 785

v Y
anmaay lmndien lasen ladnaseuainussiuadlylu pp lidewavirld pp o

' P
A =<

<
ANTANUYIUY
5.2.5 MINATOUMATUMS 1Ha MMNATFIU ASTM D 1125
a =\ P 1 U 1 Y =
madau lnmidien laooon leaiwiouainus wunawwaliaiassyiinis lva (MFI)

1 [ Y] a =\ 4 A 9 ] [
llillmfWINﬂ‘]Jﬂ"IimiJ"lTlWlLufJﬂJllﬂi’)@ﬂ“l‘ﬂfﬂ vau lwuasnivielunesnarauny

97



%
5.3 volaHolUHY
o s ) o Y 9 Ao & A

nnMInaassdunszinsg Indudenszuiums lalasmoivea Iaduloun Tudd wun
a o = A I v 1 ana a A Y 3 1 4
HITuWIzge Adsmsnadeuauiamsiiuausalgnssnswaaielaiuaivilsznouluraa

a d a a9 a o Y Y Ja 1 ]
uasenadriaddon lanas msnnsizd IagldndesganssmisidnasounuudoIHIU(TEM)
di a 4 @ =1 5'd' a a a = as
MW AATIZHMITNTZeA1v0d Innitieon laoon lednduad 1 lunaradnatia Tna Tnsnau

@ 4 { [ 4 ] A I zgzl.l
pP) vazamlsdugnlFlumsdunsizy wu a1 vinavewsnlHiluansadu

98



1PNA1591999

[1] Y.V. Kolen’ko, V.D. Maximov, A.V. Grashev, P.E. Meskin, N.N. Oleynikov, B.R.
Churagulov. “Hydrothermal synthesis of nanocrystalline and mesoporous titania from
aqueous complex titanyl oxalate acid solutions.” J. Phys. Chem. 388 (2004) 411-415.

[2] A. Zaban, S.T. Aruna, S. Tirouh, B.A. Gregg, Y. Mastai. :The effect the preparation
condition of TiO, colloids on their surface structure.” J. Phys. Chem. 104(2000)
4130-4133.

[3] C. N. R. Rao, and M. Nath, Inorganic nanotubes, Dalton Trans., 1 (2003) 1-24.

[4] G. R. Patzke, F. Krumeich, and R. Nesper, Oxidic nanotubes and nanorods - anisotropic
modules for a future nanotechnology, Angew. Chem. Int. Ed., 41 (2002) 2446-2461.

[5] M. Huang, S. Mao, H. Feick, H. Yan, Y. Wu, H. Kind, E. Weber, R. Russo, and P. Yang,
Room-temperature ultraviolet nanowire nanolasers, Science, 292 (2001) 1897-1899.

[6] Z.W. Pan, Z. R. Dai, and Z. L. Wang, Nanobelts of semiconducting oxides, Science, 1
(2001) 1947-1949.

[7] L. Miao, S. Tanemura, S. Toh, K. Kaneko, and M. Tanemura, Heating-sol—gel template
process for the growth of TiO, nanorods with rutile and anatase structure, Appl. Surf. Sci.,
238 (2004) 175-179.

[8] C. Xu, Y. Zhan, K. Hong, and G. Wang, Growth and mechanism of titania nanowires,
Solid State Commun., 126 (2003) 545-549.

[9] B. Cheng, J. M. Russell, W. Shi, L. Zhang, and E. T. Samulski, Large-scale, solution-
phase growth of single-crystalline SnO, nanorods, J. Am. Chem. Soc., 126 (2004) 5972-
5973.

[10] S. Pavasupree, Y. Suzuki, A. Kitiyanan, S. Pivsa-Art, and S. Yoshikawa, Synthesis and
characterization of vanadium oxides nanorods, J. Solid State Chem., 178 (2005)
2152-2158.

[11] M. Gritzel, Photoelectrochemical cells, Nature, 414 (2001) 338-344.

[12]  A.Fuyjishima, T. N. Rao and D. A. Tryk, Titanium dioxide photocatalysis, J. Photochem.
Photobiol. C:Photochem. Rev., 1 (2000) 1-21.

[13]  S. Ngamsinlapasathian, T. Sreethawong, Y. Suzuki, and S. Yoshikawa, Single- and
double-layered mesoporous TiO,/P25 TiO, electrode for dye-sensitized solar cell, Sol.

Energy Mater. Sol. Cells, 86 (2005) 269-282.



[14] S. Pavasupree, Y. Suzuki, S. Pivsa-Art, and S. Yoshikawa, Preparation and
characterization of mesoporous MO, (M=Ti, Ce, Zr, and Hf) nanopowders by a modified
sol-gel method, Ceram. Int., 31 (2005) 959-963.

[15] S. Pavasupree, Y. Suzuki, S. Pivsa-Art, and S. Yoshikawa, Preparation and
characterization of mesoporous TiO,-CeO, nanopowders respond to visible wavelength,
J. Solid State Chem., 178 (2005) 128-134.

[16] T. Srecthawong, Y. Suzuki, and S. Yoshikawa, Synthesis, characterization, and
photocatalytic activity for hydrogen evolution of nanocrystalline mesoporous titania
prepared by surfactant-assisted templating sol-gel process, J. Solid State Chem., 178
(2005) 329-338.

[17] T. Kasuga, M. Hiramatsu, A. Hoson, T. Sekino, K. Niihara, Formation of titanium oxide
nanotube, Langmuir, 14 (1998) 3160-3163.

[18]  T.Kasuga, M. Hiramatsu, A. Hoson, T. Sekino, K. Niihara, Titania nanotubes prepared
by chemical processing, Adv. Mater., 11 (1999) 1307-1311.

[19]  A.R.Armstrong, and G. Armstrong, J. Canales and P. G. Bruce, TiO,-B nanowires,

Angew. Chem. Int. Ed., 43 (2004) 2286-2288.

[20] Y. Suzuki and S. Yoshikawa, Synthesis and thermal analyses of TiO,-derived nanotubes
prepared by the hydrothermal method, J. Mater. Res., 19 (2004) 982-985.

[21] Y. Suzuki, S. Pavasupree, S. Yoshikawa and R. Kawahata, Natural rutile-derived titanate
nanofibers prepared by direct hydrothermal processing, J. Mater. Res., 20 (2005) 1063-1070.

[22] Y. Suzuki, S. Pavasupree, S. Yoshikawa and R. Kawahata, Novel routh to anatase TiO,
from natural source: direct hydrothermal process for nanofiber/nanoparticles composite
powder, in contribution.

[23] R. Yoshida, Y. Suzuki, and S. Yoshikawa, Effects of synthetic conditions and heat
treatment on the structure of partially ion-exchanged titanate nanotubes, Mater. Chem.
Phys., 91 (2005) 409-416.

[24] R. Yoshida, Y. Suzuki, and S. Yoshikawa, Synthesis of TiO,(B) banowires and TiO,
anatase nanowires by hydrothermal and post-heat treatments, J. Solid State Chem., 178
(2005) 2179-2185.

[25] S. Pavasupree, Y. Suzuki, S. Yoshikawa and R. Kawahata, Synthesis of titanate, TiO,
(B), and anatase TiO, nanofibers from natural rutile sand, J. Solid State Chem., 178

(2005) 3110-3116.

100



[26]

[27]

(28]

[29]

[30]

[31]

(32]

[33]

(34]

[35]

[36]

[37]

[38]

[39]

[40]

[41]

Y. X. Zhang, G. H. Li, Y. X. Jin, Y. Zhang, J. Zhang, and L. D. Zhang, Hydrothermal
synthesis and photoluminescence of TiO, nanowires, Chem. Phys. Lett., 365 (2002) 300-304.
Z.-Y. Yuan, and B. —L. Su, Titanium oxide nanotubes, nanofibers and nanowires,
Colloids and Surf. A, 241 (2004)173-183.
H.Y. Zhy, Y. Lan, X. P. Gao, S. P. Ringer, Z. F. Zheng, D. Y. Song, and J. C. Zhao,
Phase transition between nanostructures of titanate and titanium dioxides via simple
wet-chemical reactions, J. Am. Chem. Soc., 127 (2005) 6730-6736.
Q. Chen, G.H. Du, S. Zhang and L.M. Peng, The structure of trititanate nanotubes, Acta
Crystallogr. B, 58 (2002) 587-593.
O. Carp, C. L. Huisman and A. Reller, Photoinduced reactivity of titanium dioxide,
Prog. Solid State Chem., 32 (2004) 33-117.
Y. Suzuki, S. Pavasupree, S. Yoshikawa and R. Kawahata. “Conventional processes to
prepare fine TiO, powders.” Phys. Stat. sol, Institute of Advanced Energy, University
of Kyoto. 2007.
J. Jitputti, S. Pavasupree, S. Yoshikawa and Y. Susumu “ Synthesis and photocatalytic
activity for water-splitting reaction of nanocrystalline mesoporous titania prepared by
hydrothermal method.” Solid State. Che., 180 (2007) 1743-1749.
J. Jitputti, S. Pavasupree, S. Yoshikawa and Y. Susumu *“ Synthesis of TiO, nanotubes and
photocatalytic activity for H, evolution.” Phys. Chem. 47 (2008) 751-756.
J. Jitputti, T. Rattanavoravipa, S. Chuangchote, S. Pavasupree, S. Yoshikawa and Y. Susumu
“ Low temperature hydrothermal synthesis of monodispersed flower-like titanate nanosheets”
Catal. Commun. 2008.
http://www.mete.metu.Edu.Tr/.../faculty/ctas. Orig/lab/dybatio3. htm
http://www.mesaplus.utwente.nl/.../nano.doc/nano-1.ipg
http://www.nanotect.or.th
udma TuTaguranad dninauinenaasuazima Tuladurand “onans
Usgnoumsizouinangasigguilu”
S. Pavasupree, Y. Suzuki, S. Yoshikawa and R. Kawahata, Synthesis of titanate, TiO, (B),
and anatase TiO, nanofibers from natural rutile sand, J. Solid State Chem., 20(2005) 1063.
goamie mwss LY, tazilszina wasysaliml s Tuma uladgnledsa.”
NIUNW. 2545,

http://www.noknoi.com/magazine/pics/pic no 1475 1 16489.jpg

101


http://www.mete.metu.edu.tr/.../faculty/ctas
http://www.mesaplus.utwente.nl/.../nano.doc/nano-1.ipg
http://www.nanotect.or.th/
http://www.noknoi.com/magazine/pics/pic_no_1475_1_16489.jpg

[42]  http:// www.ims.vanderbilt.edv/.../image002.jpg

[43] http://www.stherb-nano-breast-serum.com.

[44]  http://www.en.wikipedia.org/wiki/Nanofiberm

[45] P. Guay, B. L. Stansfield and A. Rochefort, On the Control of Carbon Nanostructures for
Hydrogen Storage Applications, Carbon 42 (2004), 2187-2193

[46] http://www.nanoarchitecture.net/images/580.jpg

[47] E. wu,K.C. Chen and J.D. Mackenzie, in : Better Ceramics Through Chemisty,
Materials Research Society Symp. Proc., Vol.32, ed. C.J. Brinker, D.E. Clark and D.R.
Ulrich (North-Holland, Amsterdam, 1984 ) p. 169.

[48]  www.rmutphysics.com/charud/oldnews/67/index67.htm

[49]  F¥v Avravenil.” mimiadvenindeddondrenszuiums T launaann Tneld
Fusalgise lnnitionlaoen lod » aazdmnsumand munimassuiaunado
uInedeFeslva. 2543, wih 15.

[50] CERAM Reserch Ltd. “Titanium Dioxide-Titania (TiO, ).” [Online]

[51]  ginn sIyasin, 1351001 wed I, uaz51nsel Wunius. « msAnywavestSuia
wazviaeumaninaves Innuilewlaeen lasaemsuatuavesthe Tasaniinga
1n Indwiansae.” Wyaninusmnirimnisuiaquas lavms asg
Amanssumans uianeraoma luladsuenasyys. 2549,

[521  aziu guiles. “msduaizriuazmsinmanuannialumsiudausalfisonved
Toladid lnmiflenTluosdsznen.” seaumsdsentiuauysa, ngannd : dnina
NOINUANVAYUMSIIVG, 2543 W1 2.

[53]  http://www.indiamart.com/.../gifs/titaniumdioxide.jpg

[54] O. Carp, C.L.Huisman,A.Reller,Prog. Solid State Chem.,32.2004.33-177.

[55]  http://www.vncinl/.../default.asp?pagina=8&year=200

[56]  http://www.mindaf.org

[57] http://www.tiwest.com.au

[58]  http:// www.kmml.com.

[59] Y. Ding, and X.L. Wang.”Structure analysis of nanowires and nanobelts by
transmission electron microscopy.” J. Phys. Chem. B. 2004.

[60] Y.Xia, P. Yang, Y. Sun, Y. Wu, Mayers, B. Gates, Y.Yin, F.Kim, H. Yan.”One-
dimentional nanostructures : systhesis, characterization, and application.” Adv. Mater.

2003.

102


http://www.ims.vanderbilt.edu/.../image002.jpg
http://www.stherb-nano-breast-serum.com/
http://www.nanoarchitecture.net/images/580.jpg
http://www.rmutphysics.com/charud/oldnews/67/index67.htm
http://www.indiamart.com/.../gifs/titaniumdioxide.jpg
http://www.vnci.nl/.../default.asp?pagina=8&year=200
http://www.mindaf.org/
http://www.tiwest.com.au/

[61]

[62]

[63]

[64]

[65]

[66]

[67]

[68]

[69]

[70]

[71]

[72]

[73]

J.-H. Yoon, S. —R. Jang, R. Vittal, J. Lee, and K. —J. Kim, TiO, nanorods as additive to TiO,
film for improvement in the performance of dye-sensitized solar cells, J. Photochem.
Photobio. A: Chem., (2005).
J. =J. Wu, and C. —C. Yu, Aligned TiO, nanorods and nanowalls, J. Phys. Chem. B, 108
(2004) 3377-3379.
X.P.Gao, Y. Lan, H. Y. Zhu, J. W. Liu, Y. P. Ge, F. Wu, and D. Y. Song,
Electrochemical performance of anatase nanotubes converted from protonated titanate
hydrate nanotubes, Electrochem. Solid State Lett., 8 (2005) A26-A29.
Y. Suzuki, S. Pavasupree, S. Yoshikawa and R. Kawahata, Natural Rutile-Derived
Titanate Nanofibers Prepared by Direct Hydrothermal Processing, J. Mater. Res., 20
(2005) 1063-1070.
H.-J. Muhr, F. Krumeich, U. P. SchOnholzer, F. Bieri, M. Niederberger, L. J. Gauckler,
and R. Nesper, Vanadium oxide nanotubes - A new flexible vanadate nanophase, Adv.
Mater., 12 (2000) 231-234.
B. Cheng, J.M. Russell, W. Shi, L. Zhang and E.T. Samulski, Large-scale, solution-phase
growth of single-crystalline SnO, nanorods, J. Am. Chem. Soc., 126 (2004) 5972-5973.
C. Tang, Y. Bando, and T. Sato, Oxide-assisted catalytic growth of MgO nanowires with
uniform diameter distribution, J. Phys. Chem. B, 106 (2002) 7449-7452.
X. Jiang, Y. Wang, T. Herricks, and Y. Xia, Ethylene glycol-mediated synthesis of metal
oxide nanowires, J . Mater . Chem., 14 (2004) 695-703.
K. Lee, W. Seok Seo, and J. T. Park, Synthesis and optical properties of colloidal tungsten
oxide nanorods, J. Am. Chem. Soc., 125 (2003) 3408-3409.
C. Shao, H. Guan, Y. Liu, J. Gong, N. Yu, and X. Yang, A novel method for making ZrO,
nano fibres via an electrospinning technique, J. Crys. Growth, 267 (2004) 380 —384.
A. Vantomme, Z. =Y. Yuan, G. Du, and B. —L. Su, Surfactant-assisted large-scale
preparation of crystalline CeO, nanorods, Langmuir, 21 (2005) 1132-1135
P. Gao, and Z. L. Wang, Self-assembled nanowire-nanoribbon junction arrays of ZnO, J.
Phys. Chem. B, 106 (2002) 12653-12658
J.L. Rehspringer, P. Poix, J.C. Bernier, Synthesis of glass “precursor” BaO,TiO, .nH,0O
by gel processing, J. Non, Cryst. Solids, 1986, 82, 286-292.
P.P. Phule, S. H. Risbud, Low temperature synthesis and dielectric properties of

ceramics derived from amorphous barium titanate, Adv. Ceram-Mater., 1988, 3, 183-185.

103



[74]

[75]

[76]

[77]

[78]

[79]
[80]
[81]
[82]

[83]

F. Chaput, J.pP. Builot, Alkoxide-hydroxide route to syntheltize BaTiO, — based
powders, J. Am. Ceram. Soc., 1990, 73, 942-948.

A. Mosset, I. Gauteir-Lunean, J. Galy, P. Streholw, H. Schmidt., Sol-gel proceesed
BaTiO, : Structural evolution from the gel to the crystalline powder, J. Non. Cryst.
Solids, 1988, 100, 339-344.

J.P. Grammayico, J. M. Porto Lopez, J. Mat. Sci, Material in Electronics, 1992, 3, 82-
86.

S. Phanichpant, T. Tunkasin, P. Yhavornyutikarn, G. Rujijanakul, P. Youme.

“ Preparation of Barium Titanate Powders by Sol-Gel Method ”, proceedings of the
International Conference on Materials Technology : Recent Developments and Future
Potential, 1997, pp. 242-248.

C. —C. Tsai and H. Teng, Regulation of the physical characteristics of titania nanotube
aggregates synthesized from hydrothermal treatment, Chem. Mater., 16 (2004) 4352-4358.
http://www kiehls.com/img/products/524 L.jpg
http://www.rubylane.com/shops/modestparisienne/ilist/,id=0.html
http://www.worldsbestoil.ca/amsoil/EaAM-Motorcycle-Air-Filters.php

Sirirat Wacharawichanant, Supakanok Thongyai, Tanakorn Siripattanasak and Tunya Tipsri
“Effect of Mixing Conditions and Morphological Properties of Polypropylene/Titanium
Dioxide Composites” Iranian Polymer Journal 18(8), (2009) 607-616.

5Ua FUwsIna MIIEs ouLazIaNHULINNIZUDIND AT dagn. Inofinus

a Y= = 1 Y
UNINOB o9 11, 189 1193 w1 75

104


http://www.kiehls.com/img/products/524_L.jpg
http://www.rubylane.com/shops/modestparisienne/ilist/,id=0.html
http://www.worldsbestoil.ca/amsoil/EaAM-Motorcycle-Air-Filters.php

MANHIN N

WHanIneaeoy



mitnnzidomaiia XRD idule lnnuuaiwdonlaigangi 150°C nazindulod a4

9 A Aa I @
ANITBUNYUHNHN 400-1,000 °C Lﬂul')a’] 2 GIf'JIlN

[ bin] Angle, Raw, Sm. Bkg. Kai
1500
=
S 1000
3
=5
=
o
2
3
E
500
o
26.0080> TI0Z - Rutile
1 | L
‘ 73-1764> Aaatase, syn - TOZ
L 1 11 L
‘ 26-1070> Graphite 3R, syn - C
L L
10 20 30 a0 50 60 70 20
Twao-Theta (deg)
Materials Data, Inc WEOL AFile ¥RD 1 jd> Friday. May 29, 2009 02:30p (MDIAJADES)
]
U7 XRD HIGE:
U \ U
[TiO2 from Lucocene ore.bin] Angle. Raw, Sm, Bka. Kal
700
600
500
@
=
5
3
&S a00
=
i}
5
2 s00
200
100
b e o
o Ll ok ol e 22 —
‘ 4406835 CHECuNZO5P2 - Copper Urea Hydrogen Phosphite
1
| 25.1366> Ti1 57850 - Boron Tianium
[ I g = . 2 P
36-1337> T153 - Thanium Sulfide
| ] L L
73-1151> Scholzite - CaZnZ(POAR(HZOR
l TR P B et "
73-1764> Aaatase, syn - TOZ
] I ]
10 20 30 a0 50 60 70 80
Twao-Theta (deg)
Materials Data, Inc. WEOLI \File XRD- from Lucocene orc jd> Friday, May 29, 2000 02:53p (MDIZJADES)

=).

i1

1.2 Ha XRD U84 As-synthesized NYUNHI150°C

Can

106



[TiO2 bum 400C.td] Angle, Raw, Sm, Bkg., Kat

500
400
=
5
H
3
o
= 00
i}
2
5
=
200
100
0
| 44.0689> CH8CUNZ05PZ - Copper Urea Hydrogen Phosphite
1
| 20.1356> Ti1 57850 - Boron Tanium
L | | Ll L. i 1 s F
36-1337> TiS3 - Tranium Sulfide
| L L L
73-1151> Scholeite - CaZn2(PO4R(HZOX
| L ol | L "
73-1764> faatase, syn - TIOZ
L 1 L s
52-0784> 5102 - Chabazite
1 Ly 1 L
10 20 30 a0 50 50 70 80
Two-Theta (deg)
Materials Data, Inc. [JEOLIAdministrator] <¢ \File XRD-OldData\Ts\2551109-51\Sorapong\TiO2 bum 400C jd> Friday, May 29, 2009 02:57p (MOIJADES)

[
~ a

= Y a1 v ¥
3U7 n.3 wa XRD vouduleInnuuairiums lianuieunguvgi 400°C

[TiO2 bum 700C.bd) Angle, Raw, Sm. Bka. Kal

400

300

250

200

Intensity(Counts)

150

100

52.1814> NadTi5012 - Sodium Tanium Oxide

L I I ‘ 1 e "I 11

‘ 29-1158> C2H3Na0Z - Sodium Acetate

a0 50 80 70 20
Two-Theta (deg)

Materials Data, Inc. [JEOLIAdministrator] < \File XRD-0ldData\Ts\2551109-511Sorapong¥Ti02 bum 700C jd> Friday, May 29, 2009 02:34p (MDIJADES)

=~ Y A D) Yy A a
q‘a:‘]J‘ﬂ .4 3o XRD maqmuslﬂ"lﬂmmwwmmﬂwmmmummwgu 700°C

107



[TiO2 burm 1000C.td] Angle, Raw, Sm. Bkg. Ka1

1250

1000

Intensity(Counts)
-
3

31-1328> NaZTi207 - Sodium Tanium Oxide

[ N NI A S [ I s L

| .
10 20 30 50 60 70 80

40
Two-Theta (deg)

Materials Data, Inc. WEOLI i “\File XRD-Old Datay pong\TiO2 bum 1000C jd> Friday, May 29, 2009 02:34p (MDI/JADES)

a Y A v Yy A N
3‘]J‘VI N.5 WNa XRD maqgﬁuiﬂ"lvwnmmnmumﬂ‘ﬁmmmqumwgu 1,000°C N9

Anszvimomaiin XRD dule lnnuuaissonIdngaugll 120°C waziindulenla

U

¥ A a < &
ﬂ’JHJiE]u‘VIQﬂ!WQSJ 100-1 ,000°C nJunm { GIf”JIEN

a

317 0.5 WA XRD 1 As-synthesized NQAUNH 150°C

U

108



]
a

- ) A v y A
g‘ﬂ‘ﬂ 1.6 o XRD summu%"lvwnmwmumﬂﬁmmmummwﬂu 100°C

QU

= ¥ A ) ¥ A -
519 n.7 wa XRD voudule lnnuuaidumslianudounguwgil 200°C

109



]
a

- ) A v y A
g‘ﬂ‘ﬂ N.8 Wa XRD mmmu%"l‘ﬂmmwmumﬂwmmmummwmJ 300°C

QU

= 9 i v ¥ A -
519 n.9 wa XRD voudule lnnuuaiidiunis Itanudounguwgil 400°C

110



[
~ a

{ ) { v v
g‘ﬂﬁ .10 e XRD mmmusl,ﬂ‘l‘wmmmﬁmumﬂwmmiau‘wqmwgu 500°C

[
=) a

{ ¥ i ¥
5107 n.11 wa XRD veudule lnnuuaiisums Iianudoungurgi 600°C

111



a

~ D) A ) Yy A
g‘ﬂ‘ﬂ N.12 Ha XRD summuiﬂ“lﬂﬂwzu@wmumﬂwmmmumqmwﬂu 700°C

QU

A Y A ) Yy A a
g‘ﬂ‘ﬂ .13 Wa XRD 611@%@1141&1"11/1%1;1;@1/1mumﬂwmmmqumwgu 800°C

112



3

i

~ Y A Y 9 A a
N N.14 Wa XRD summuGlﬂ‘l‘wmmwmumﬂwmmiau‘wqmwgu 900°C

= D A p 9y A -
514 n.15 ma XRD voudulolnnuuahrmumsldanuiounguungil 1,000°C

MINA 0. 1 MMITNUADLTIAURAY (Max Load (N)) A1MN1ATIIH ASTM D voudulePPiiay

A9TiO,
PP100% pp-um pp-nm pp-TiOz(LL'il /150) pp-TiOz(LLi'/ 120)
0.10% 0.88 1.07 0.88 0.25 0.89
0.50% 0.88 0.96 0.96 0.59 0.92
1.00% 0.88 0.93 0.99 0.26 0.95

113




MSNA 0. 2 AIN159AARAY (Elongation at Break)A1uu1AT3 1M ASTM D vouduluPPinay

AWTIO,
PP100% | pp-pm pp-nm pp-TiO,(113/150) |  pp-TiO,(143/120)
0.10% 101.66 130.37 132.38 259.16 133.63
0.50% 101.66 108.09 123.70 282.35 134.40
1.00% 101.66 122.92 141.78 250.92 132.50

M3190 0. 3 MMTAALAIROANNTOU Degredation temperature (Td) Yo 41d 1 loPPAANAY

TiO,
PP100% pp-um pp-nm pp—TiOz(LLi' /150) pp—TiOz(L!,'i' /120)
0.10% 305 476 472 435 425
0.50% 305 478 475 435 431
1.00% 305 475 479 440 437

{ ' < { {a 9 .
MINN N, 4 AINNVLTUNAY (Hardness)A1WNINTFIU ASTM D PPIANAIETIO,

PP100%

pp-um pp-nm pp-TiOZ(Llﬁl /150) pp-TiOz(!,L‘;l/ 120)
0.10% 95.79 94.57 92.00 90.30 97.20
0.50% 95.79 94.96 97.00 90.80 96.60
1.00% 95.79 95.60 98.40 88.95 97.30

MINN 0. 5 AINTNUABLIINTZUNAMAY (J/m)AWUIATFIU ASTM D PPIIANAIOTIO,

PP100% | pp-pum pp-nm pp-TiO,(113/150) | pp-TiO,(143/120)
0.10% 39.80 40.31 43.90 4137 52.38
0.50% 39.80 4471 40.50 44.40 49.50
1.00% 39.80 38.71 41.71 38.56 55.50

M5NN N6 MArimMI lvamas (MFD) AuuInIgIu ASTM D 1238 Y99PPAANAGTIO,

PP100%

pp-um pp-nm pp-TiOz(LL'il /150) pp-TiOz(LLi'/ 120)
0.10% 17.36 18.36 18.82 21.70 26.85
0.50% 17.36 17.44 18.08 20.68 31.20
1.00% 17.36 20.30 21.70 21.22 21.60
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519

Panamialuaieea (Yewt)

U | udgladu | dilefinielldfeamad 12000 | dilefin3ealldioamadi 150 °C
Na,0 N/D <0.01 <0.01
MgO | <0.01 <0.01 N/D
ALO, 1.61 N/D <0.01
Si0, 1.45 0.17 0.17
P,0, 0.06 N/D <0.01

SO, 0.06 0.06 <0.01
CI <0.01 0.05 <0.01
K,O <0.01 <0.01 N/D
CaO 0.09 0.08 0.08
TiO, 92.34 96.93 72.25
Cr,0, | <0.01 N/D <0.01
MnO | <001 <0.01 N/D
Fe,O0, 3.39 2.26 0.72
Zn0 N/D N/D N/D
Y,0, | <001 N/D N/D
710, 0.57 0.28 0.03
Nb,0, 0.35 0.17 0.24
Sno, 0.08 N/D N/D
CeO N/D N/D N/D
NdO N/D N/D N/D
PbO N/D N/D N/D
ThO, N/D N/D N/D
Total |  100.00 100.00 100.00
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