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Thesis Title Preparation of Nanosheets from Thai Ilmenite Mineral by

Hydrothermal Method and Their Photocatalytic Activity
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Academic Year 2013
ABSTRACT

Titanate and TiO, have been widely used for energy and environment applications such
as semiconductor n-type in dye-sensitized solar cell, water treatment materials, catalysts, gas
sensors, and so on. This research prepared nanosheets from low-cost Thai ilmenite mineral via
simple hydrothermal method using a Thai teflon-lined stainless steel autoclave, that was designed
and built in Thailand.

Nanosheets were synthesized by hydrothermal method using Thai ilmenite mineral at
105°C for 24 hours. The shape, size, crystalline structures and specific surface area of the prepared
samples were characterized by scanning electron microscopy (SEM), transmission electron
microscopy (TEM), X-ray diffraction (XRD), and Brunauer-Emmett-Teller (BET) specific surface
area. The prepared nanosheets were applied as the photocatalyst under ultraviolet (UV) light.

Ilmenite mineral (starting material) showed rutile phase while the prepared samples
presented titanate structure (H,Ti,0.). As-synthesized sample showed flower-like morphology with
diameter of 2-5 um and composed of nanosheets structure. The nanosheets structure was slightly
curved and approximately 100 nm to 2 pm in width and several nanometers in thickness.
Additionally, the photocatalytic activity of nanosheets was observed to be higher than that of

commercial nanoparticles (P25, JRC-01, and JRC-03).

Keywords: nanosheets, ilmenite mineral, hydrothermal, TiO,, photocatalytic activity
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d‘ = wAa 1 ] d' =) 9 1 1 9
1.2.2 wiednbIaniaa1ee vesrHusuna Tuiwson' s 1wy 31519 auia Taseada
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Han uau

1.2.3 rienaaelFumunnvnau Tuanussan luiidludus algnsonlaslfuas

1.3 UYdUIUAVDINISIVE
o [ o ] 1a 4 9
1.3.1 mmsdaasieruduuiarau Tuanuisaw lunvedIne drenszurumslslag
4 Y [ Aa P 9 dﬁf ~ a o
moesuealagloyadslgnssinesnuuuuazasnvuedlulszmanguvigil 105 °C a1 24
¥ 19
° a P wa 1 ' A A Yy s
132 Mmsianzdaniiaaegvedunuavinau Tuinwsen'ld 1aun easilszneunia
A Y A o s 9 = 9 A s
INUAIBIATDAUDNYITINQOBIT A UA (X-ray Fluorescence, XRF) 1A5983 19NANAIIATDIUDNCEITE

a o . . ' 9 Y Ja g
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' a3 1 '
993N319 (Scanning Electron Microscopy, SEM) Lmzﬂé’mfgamiﬁumaﬂmammuammu
(Transmission Electron Microscopy, TEM)
o (Y ' { <3| (L aaa a
133 dwerigquauuisviau Tuiiason1a linaaeldiiluduial§nsenguaclag

nieuieuny Innuiienlaeen lediFamaiad (P-25, IRC-01, JRC-03, 118 White Pigment)
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asonan laealulszme

9 4 yd' [ ] d'd wAa 1 ] % A
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sz Teslsuaaionsoumounuiaguilu Tio, mwanaiesd

1.5 IsmMsautumsIag
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Av aA £

1.5.1 Anmduahdeyannauisonineados
~ (% o A Y a o
1.5.2 wisendag gilnsal tazmsaiinlgluanive
~ Y 1 ax J A a o I
1.5.3 wsendaguaunisvnamn Tuleedt lalasmeinoanguugi 105°C 1ilunal 24
%7 1319
o = a I'd wAa 1 ] A G 9 9 U 1
1.5.4 WmsAny1insizdauianie veaunuu v Tuiesonla laun 1519
Y = 9 4
vinauaz IAsIaIIHANA8IATEY SEM, TEM, XRD
1.5.5 naaeumsisadnsenlaslguasvesigau luiwsonld

1.5.6 Innzvveyanazazlnaniite
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a
unn 2
=S av d' t:i Y
NHHHUASNIUIWNINY IV
a v 4':1 Y
2.1 1IN IVDY

YR o 4 1 Yy

Sorapong  Pavasupree uazﬂmz[8]”lﬂﬁm=_lmﬁmmﬁzmmumwumuﬂu Y
d v

o o 7 v a Aq YA L.
ﬂﬁgﬂﬁuﬂ'lﬁllajﬂﬁl‘ﬂ'ﬂill@ﬂ (Hydrothermal) 11!ﬂ'lﬁﬁ\uﬂi'lzﬂlm33@]'09]1]@]\1@]1!1/]1%?]@ Titanium

(IV) Butoxide (Aldrich) N1 Acetyacetone (ACA) 14ag Distilled Water 40 ml luaisazane
~ . Y} o 7 ° I ) =
o Taile (Ammonia) 30 ml JF¥a@n1IEMIFUATIZHN 130°C 1Wunat 12 ¥2Tu9 91ANTANEN
[ 1 =1 = [ I Y ya 9 1 o
NWUIN Llwuﬂ'lx‘léllu']ﬂu'ﬂuﬂﬂ'ﬁ%ﬂﬁENE‘]JTNL‘IJ‘L!“VI?Qﬂﬁﬂﬂﬁ']ﬂﬂﬂﬂnlil mﬁumuﬂuﬂﬂmd 500
[ A o I 1 Yy 9 Y IS
nm -2 pm LLWH‘]J'NﬂJH'IﬂH'IIU?JﬁﬂBﬂ!%L‘]Jullwuiﬂﬂlaﬂu@ﬂﬂ']’lﬂﬂﬁzu’lm 50-100 nm LAZUAIY
1 [ A (% IS dy Aa 2 IS
Wu’]éllﬂﬂlmuslu”llu’]ﬂu'ﬂulﬂﬂﬁﬂﬂgﬂﬂ 2.1 91001337 BET WUNWNWW'J‘]J?%?J']Q! 642 m/g U
Y 1 4 = 3 A
FURUANENAININTY 3-4 nm uazNUTNIATINGU 0.774 cm’/g HaMINATEY XRD (31N 2.2)
] [ A ] Y 9 o A I
WU'J']LLWH‘]J'N"’ll‘Ll']ﬂu’]Tulll@W’luﬂTilW’lﬂlﬂﬂ'ﬂlliﬂu 300-500 C ﬂz!,ﬂamuﬂu Nanorods g

. =2 A Y = & A = Y 4
Nanoparticles i Insead 1 awamiuuyuy Anatase 1agN Nanorods HUYUIAULTURIUFUINAN

10-15 nm Nanoparticles ﬁmmmﬁ’uw'mgméfﬂma 5— 10 mm

[

510 2.1 TEM 1azSAED veausunevinau 1u Tio, Ndunsiz 1a [8]
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T0"C,1h

nl“
[y ety 1L

A = anatase TiO,)

R = rutile TiCy,

N Y J\ M

Intensity (a.u.)

M-_ Y T S g As-synthesized
5 10 15 20 25 30 35 40 45 50 55 60 65 70
Cu-Ko 26 (degree)

a

1 . d‘ [ 1 Y 1 d‘ d‘ o
UAUDIUHIA U T TiO, Vlffﬂlﬂﬂgﬂllﬂ uammumwumuﬂumwmqmwﬂu 300 - 700 C [8]

QU

519 2.2 XRD Patterns

Y

Jaturong Jitputti Mazanz[9] laAnyIMIFUAIzHIHuLvIAa Ty 80Tz IS
P ) Ao o ¢ o a & g Aqya
lelasimosuoa (Hydrothermal) Adegutigial lunsduasiznuazingauasduildne
Titanium Tetraisopropoxide (TTIP, Ti-(OC,H, ), 97%, Aldrich) Tureniuea laold 28% a1sazaie
. \ . ) o 7 o . &
Ammonia 20 ml 118 Distilled Water 40 ml 1¥@a192mMsFUATIZHN 60, 80, 100, 120 C Wuan

o = A ' ' = v A ' I
12 uag 24 $Tu9INMIANY (GUN 2.3) wuuruuvau Tulinssasesgdiailunsg

k4
= a

Y Yy Y s o A A
nauadeaen 1 Viduruguina1e 250 -450 nm 911530 BET wolinunalszuim 350.7
Y, ! < { '

m’/g oM ldanuioun 500°C Hlaseadrawdniunuy Anatase (GUN 2.4) uAuD
I v 1 aana a %’ Aa 1 ~
VA TunaaIn st udns s euFwaIveInIsuen H, 91n1NA LagiHun1aunau Tui

] Y 9 A o I @ 1 aan Aa Aa = d Aa
N”Il!ﬂ"lilﬂ"liﬁﬂi?lliﬂu‘ﬂ 500 C L’]J‘L!G]'Jliﬂ‘]JaﬂifﬂL“]NLlﬂ'\‘I‘VIﬂﬂ'JTh],VIVI"ILuEJZJhlﬂ@@ﬂ"lGHﬂLGHQ

a 4
WIUYY (ST —01)
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(m)60°C, 12 h (b) 60 G324 h
\

(c}80°C. 12 h

(ey 100 "C, 12 h (0 100°C, 12 h

-\' '.,

-
Y

(2)120°C, 121

'
=

A o <Y 4 Aa 0 o o
ﬁTiVIﬁQLﬂﬁ’]gﬁﬂ’Jﬂﬂﬁzlﬂ’Juﬂ’]illaiﬂinﬂﬂﬁllﬂa‘ﬂQmﬁ{] (a) 60 C 17112 6]5311]\1 (b) 60 C 17a1
24 $2704 (¢) 80°C 1@ 12 $214 (d) 80°C 1281 24 52149 (¢) 100°C 1281 12 $21u4 () 100°C
1981 24 $1 T34 (2) 120°C 1981 12 521304 and (h) 120°C 131 24 521304 [9]

sin 2.3 31 SEM

U

17



010

200
004 105 211

(f)

T o ‘ @
M i 2 @

e

M o o (c)
M (b)
M Lo (Ja).

L d I
! 1 w I 1 e

Intensity / a.u.

15 20 25 30 35 40 45 50 55 60
CuKq, 29 / Degree

wm

o ' A o N Y Y ~ )
(2)a159790819 AdunIzdla drenszurumslelas lada ¥o9 TTIP @280.1 M KCI uaes
o T Ao Y o Ay Y A J & A
10819 NdUAT LT UIUMS 18 Tasmes ueandnateuey Tudietlunal 24 $2Tua (b)
[ 0 ) 0 % ] d‘ [ Jd Y
60 C,(c) 80C, (d) 100C, (e) 120 C uaz () 13008 1NFUATIZHA0ATZUIUMNMST 18 1A T
s Ay v A A " & 9 N
meueananeueN 1yl N 120 C, 12 ¥ T304 Lmzﬂi‘uqmwgu 1 500°C Fluan 1 Glfﬂm [9]

ﬂﬁ 2.4 XRD patterns

. { Y= ~ 1 I @ 1
Athapon SlmpradltpanllﬁZﬂmZ[lO]Ul@]ﬁﬂ‘]el1ﬂ1‘§m‘iEJZJLLWH1JNeUu1ﬂu1Tu Lﬂu@’)!i\‘i

aaa Aa = 9 J { <
Ugnsengaaaniigngu Tasldnszuaunislelasmoiuoa (hydrothermal) 71 120°C 1Furan

q

Y
12 “]5’311]\‘1 ﬂ'JEJ“]SﬂiN1]Qﬂiﬂ!1/]1/]13J1%1ﬂl1’iaﬂﬂﬁ'luliﬁullua ‘]Jﬂ’JEJL‘VI’V‘I‘i’E]u Naﬁﬁumﬂu

9
a v 9

uinerdoma TuTadssuanasyyd vszmalne lumsdunsiziuas SagAvasduiildie

Titanium (IV) Butoxide 01U Acetyacetone (ACA) tlag Distilled Water 80 ml Tuarsazane
= . = 1 ddy Aa 2 a9 ] o

1o Tuitie (Ammonia) AMAMIANBINYI LNUNFIUTZUIA 360.28 m’/g N 1T URIUEUENAN

a2 A 4 Y a ] d'
JNIU 3-5 nmllﬁghﬂiiﬂﬁiﬂl\liu 0.275 cmS/g LﬁfJLWWGlfVif] HONUHUD IV UIAU TUN

Eee

Aa

300 - 600°C WuNNInssadenanduuuueuime (‘iﬂ“l/] 2.5) azINuNAITUWIZanaa (JUN

Y
=

2.6) mmwuqmwgnﬂmmmmuwmmimminwamﬂugmmmmmﬁmu HATWU LAY
A Y 9 =\ A I v 1 aaa a Y [
vvau TudidumswIdanuieulimuiaanuiludnsalfisensauas ldanumuuig
A A ] ~ s A A o A
e Tuiiason lauag lnnuiien laoen leqFamigisd (P - 25, JRC - 01, JRC - 03 ) (517
1 A o S Y 1 a A (o ~ a
2.7)  wiuunvnan Tuidunsizi 18 sazuduuevnamn Tuirnndsonldsugungi (A:

Anatase and R: Rutile) [10]
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A
—_— nC 28
= l R RAA A ARy
! AA
= A #0°C, 26
- A A AR AR A
s o 2N Lo PR
= 200,26
A
A B A A N
@ 2
A AL A A 4
00°C2h
A* A AA AARE. A
A5 symhoszed
A AL AL A AL AL L L LLL A AL AL AL LLL S A Ad LS A AL A A A LA AL AL

5 10 15 20 26 30 35 40 45 50 55 60 65 70 75 80

1 A o ) Y v A A (o ~
!LWH‘]J'N“Uu'lﬂu'liuﬂﬁﬂlﬂi'lzﬂulﬂ !m8LLW‘L!‘UN“UHT?I“L!'IIL!‘VILW’WI‘]JiULﬂﬁEJHQﬂJ‘I’i

=)

3UM 2.5 XRD Patterns

Cu-K,28 (degree)

a

DUt

U

’E]ﬂqu]ﬁ (a) 300 °C, (b) 400 °C, (c) 500 °C, (d) 600 °C, (e) 700 °C and (f) 800 °C [10]

I

funai12h



(a)

50 nm

(b)

(a) 300°C, 2 h

50 nm

(b}400°C,2h

519 2.6 MW TEM

U

{€) 700°C, 2 h

() 800°C. 2h

50 nm
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Y < - ] { o ] §
'Jﬂﬂ'J'I?JL"UlIEﬁ}u‘UEN L, 5]]@\1LLWHTJ'IQ"’U1!'IWL!'IIHﬁﬁ\ﬂﬂi'lzﬁﬂlﬁ}uwuﬁ'lﬂ"llu'lﬂu’liuﬁW'luﬂ']ﬂW'l ag

1510 Tu Tio, 1Fawaiyd (P-25, IRC-01, JRC-03) [10]

Caneentratin of 1y x 102 (M)

Y I v 1 aan a
30 2.7 wamaiudusalgasenaaes

Y

. Y= [ d 1 1 =
D. Aphalrajl!ﬁ%ﬂﬂ!%[ll]ulﬂﬁﬂ]el1ﬂTﬁﬁQLﬂﬁTZﬁ‘ﬂ'ﬂu'ﬂuTﬂﬂ'ﬂuﬁ%']ﬂlli giﬂmu "U'O\‘i]l‘ﬂf]
< ¥ v = 7 P v (a ZA o
Lﬂuﬁ’liﬁ\iﬁuﬁlu ﬁ’liaga'lfli“]ﬂﬂﬂllhlaﬂiﬂﬂulcﬁﬂ10 M 2000 ml ﬂjﬂﬂéﬂﬂQﬂﬂﬂimﬂﬂ'lll'm']ﬂ
< Y Y Aa Y Yy 4
Lﬂaﬂﬂa’lhliauul!ﬁguﬂﬂﬂlﬂv‘li@u VUIA 4000 ml ﬂ?ﬂﬂiZU'JUﬂ'lihlaIﬂil‘ﬂﬂillﬂa
[ s a 0 I o =2 1 1
(Hydrothermal) ﬁ\‘l!ﬂﬁ?ﬁiﬁﬂqmﬂ{]ﬂ 105 C L‘IJL!L'JE’I'] 12 5])"3111\1 INWANTITIANHINUIN ‘Vlﬂu'ﬂu
] o 1 4
hlﬂﬂ’llu@]fl"]]u’l@l%um’lu@uﬂﬂa’lﬂﬂ’lﬂiu 4 — 6 nm ﬂ!u’]ﬂlﬁuN’luﬂu&ﬂa’Nﬂ’]ﬂu@ﬂ 8 -10 nm i
a A A Pz Y} = ' A A 9
UANNEI 0.2 -1 um (ETJ‘VI 2.8) flnﬂﬂ']i'lllﬂ51$Lﬂ51$ﬁ1ﬂ3\1ﬁ51\‘lwﬁﬂ7‘|ﬂ !LiQIﬂ“B‘HN Iﬂﬁﬂﬁﬁ”l\i
= 7 o ' A A Y 9 =
WanLuy Qulﬂal!ﬁgﬂu'llﬂﬁWﬁNﬂu 1/]’f]u’liu‘ﬂlﬁiflllhlﬂllTﬂiﬂﬁi’l\jﬂﬁﬂl!ﬂﬂ Ulaiﬂilfﬂuhlvlﬂuu@]

(H,TL,0,) (317 2.9)

21



[

51 2.8 33 TEM vosmsdedaidunszdla [11]

UG

T TR i
T R (b) As-synthesized
M_ o L <
R
R: Rutile
E A: Anatase
& T: Titanate
2
v
c
L)
£
(]
=
© R
ko) R (a)Leucoxene Mineral
14 R R R R
I e L
T T T T T T T 1
10 20 30 40 50 80 70 0
Cu-Ka 20 (Deg)

[

' { g ¥ @ 1 {
(@) nigInguniiuaisasdu (b) asaredesnduns 1z 1@ [11]

g‘ﬂﬁ 2.9 XRD Patterns

Hyung-Kee Seo ttazaaiz[12]laanyimsasumlavesnaun Iu lnnuuadunsevidie
nszuaumslelasmesueaninslfunlasuguugilumsdunsizd Taeld lnnuilon'la

d A a d I H Y =
900 l¥AIFIUIN8Iv8 ( P — 25 Degussa, Germany ) Huasasduly arsazarslxdenlanseon

a

4 @ a ZA o <] a [ {
lyda10 M dregadalfnsaimihunnnmannar 1Fativnazydromlseu Taslsuulasuguugil

U

o ' { 4 A o Fd
1IN 70 - 150 °C 118148 F2Tu MamamsanEIwuM (3UN 2.10) Weguuginmsdunsigs
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A 3 1 @ ] = 1 I 1 A a 0
IWHUU gﬂﬁwmmimammuﬂaﬂumﬂuwumwmﬂuﬂu WunewrTu nguvigy 110 C ¥

<3 1 a a Aaaa 3 o o o a [
winldnguugiimanalgnsendugyuediaglumsdiuadasinisine nourTu X-ray

% H d o & 1
Diffraction aiuayu demslasuudas wla uazanuilundn vesmsndunsizd e e 1d

Yy A a o A g ¥ = 2 =
ANNIDUNYUNYN 600 C W‘lJﬂ"IiL‘]JZ’IEJ‘LlL‘]JUIﬂiQﬁ’iW\‘]NﬁﬂLL‘U‘U DUUNT NIUA (qﬁ;ﬂ‘ﬂ 2.11) PM§

a

Idnnudoungumngil 600 °C WUNTANAIUDI Peak H,0 ( 531.01 ¢V ) 1Az —OH 1 Ti — O

S A 2 9 - Y o = 9
UNITINNVU 3J1mﬂmmmumwmumﬂwwuﬁz NANUY H,O tag -OH 81899n91n l1‘1/1‘1/]']

= < @ A
LUR uazLﬂaﬂulﬂuwuﬁzﬂlaﬂﬂmmﬁ 51]@\‘]“11/]1/]“1!'(’]

(a) 399U (b) MsAFunTIEHAenszUIUMT lalasmeiueaiiinsdsuuldougavging
duns1zin 70 °C, (c) 90 °C, (d) 110 °C, (e) 130 °C and (f) 150°C [12]

311 2.10 31/ SEM

Y
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wwmw )

1

AR
W“‘«.-__{"ul fia n N A
N LI L
"

R ] A ;1Y i
e 4 IL.K_E..—"*.\_',".R_J'I_F‘.E_,A_ (a)

Imten=ity {urh, umit}
=
o

11} 21 n Hi el &) il

28 degres

a

(a) ?fﬁé]:’\‘l{;l}u uaz(b) ﬁﬁﬁﬁqmtnzﬁﬁ'ﬁﬂﬂizmumi”laimma%maﬁﬁmiﬂ%’mﬂﬁauqmwgu
MIFUnTIZHR 70°C, (c) 90°C, (d) 110°C, (¢) 130°C and (f) 150°C ( A: Anatase R: Rutile and T
Titanate) [12]
gﬂﬁ 2.11 1) XRD Patterns

Jun Song Chen uazame [13] ldAnumsdunziusunaau Tuion 114y
umma’?gagﬁﬂu Tael®  Titanium (IV) Isopropoxide 1.5 ml Lﬂuﬁﬁ@%ﬁﬁju Diethylenetriamine
(DETA; 99%, Sigma-Aldrich) 0.03 ml Jaaalu Tsopropyl Alcohol (IPA) 42 ml iudaviazais
asludalfasaliimnnnmannd 3adiuazydomison Taoldgamnai 2000 a1 24
#2129 VINHANTANHINU (gﬂﬁ 2.12) urutnavan Tui 167 Tasearananuuy suuma
famnunu dszina 3 nm fanundielugedos nm wazalszinm 100% ogluszun 001 Fae

¥
Y

9 [

dynyuvnau Ty lunsaliauasiiuiamsumzlszane 170 m'g 1inlassadnues

] ° Y 1 1 g’; 1 9 o 1 A A
pruuvau Tumh Iamsaeiuay dwalimssouaznisdanilaesves uuanessamey
= v & o = Y A ' v g o '
danuawsalumssamnundsauail lihianuwunuiulunsdamnuge vnnadinai’
1 Y Aa a { Y a v 1 Y. [
danaldlsz@nsammananldsunszua Irlihvesdieuge dedanaltianuquazonsims

{ I @ o
vanaeunauin wenanvz 1413y High-Power Lithium Ionbattery Electrodes 6481315910
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Anatase TiO , Nanosheets Assemblies 11147 Photocatalysis and Dye-Sensitized Solar Cells

1 . A o S ¥ ] ~ [ 4
UAUDINUUIA W1 T TiO, ﬂﬁﬂlﬂi']g‘l’i"lﬂ 1ag XRD Patterns (I) UAUUNYIAU TUN FunsIzH

UNNN 400 °C [13]

u

18 (n) S unlasuguigii #

P}

-
=

o Il
= 2 S wr
£ s & 8%
boi

£

|
e P s ttyrtmminnast et
R R WG
26()

. =] o J <
T. Wirunmongkol tazams [14] ladnyimsdunsizrivou Tunazeynau Tu iy
{ ' I ¥
Dye-Sensitized Solar Cells (517 2.13) Taold 16 g vewsgladu vesInailumsasduly
2 J ) o a I o < Y Y A
arsazanelyden Tansen lad 10 M 2000 ml Aegadalfnsainiunanmannd 3adivuazy
Y A A é’ a o = o =
aomsounnandueluuInedoma luTadswunasyys UszmeIng vua 4000 ml

a

Y s o 7 0 I3 4
aenszuIumslalasmesuoa (Hydrothermal) dains1gringavngi 105°C Wunat 24 $2lug
= [ d’ 1 =1 9 ] o

nnwamsanEIMUN (GUN 2.14) veurTulnnunalvinadudimgudnatinelu 3 - 4 nm
Y 1 4 =\ A

PIAFURIUFUINA1INIUDN § -10 nm oyMAvLIAYTZI 20 -50 nm (319 2.15) 91NN

Y ' P ad da ' 2 A A

i BETvoaviow Tu (15197 2.1) - wuliwuindivesneu Tulsguna 14479 m’/g Tf511a3

JWTU 1.0335 cm’/g lonfSeuiionilsza@nsnmnisiin a4y Dye - Sensitized Solar Cell M
= a a J ' . = a A 1

Tnnutieulaoonlaa®anigisd (P - 25 ) W11 Nanotubes-Nanoparticles H3z@nsnnganai

3.16%
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Leucoxene 16 g NaOH 10 M 2000 ml

!

Stirring at room temp. for 5 min

A 4

Hydrothermal at 105°C for 24 h

!

Washing by 0.1 M HCI

and deionized water

!

Dry at 100°C for 24 h

!

Characterization

31 2.13 1lumuAaIsMINaans [14]

R

\ (3 /)3)=* U 2 :f b)

~
a
A R
;‘:: A - Analase
S & - Rutile
H - Thanawe (H.Ti,0,)
R
A R x
R
| | %= ' . = 3 a)
| S— V1. % 0 WAl |V WY G N
5 10 15 20 25 30 35 40 45 S50 55 60 65 TO VS &0

29 (Segren)

Y 9 o 1 Ao N ¥
(a) @1936196U , (b) A19MIDYWN QLﬂiWZ‘Vi]lﬂ [14]

ﬂﬁ 2.14 iﬂ XRD patterns
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51 2.15 31 TEM vesensdedaneu Tunduns e 14 [14]

UG

A Y v
M31ai 2.1 msnmﬁuﬁmmmmsmemq (BET surface area) [14]

BET surface area

Sample
(m’/g)
Leucoxene ~0
Nanotube/nanoparticles titanate 144.79
Commercial TiO,(P25) ~ 50

o 4 a 1
D. Aphairaj ttagame [15] Vlﬁ)ﬁﬂHWﬂTiﬁ\uﬂiTgﬁWaellf)\‘l@.ﬂ‘!ﬁﬂﬂﬂ'lilvﬂﬁfliﬂi\iﬁ%l'l\ﬁlﬂﬁ

U

Y 9

wa'lnniionlaeenladlaold 16 ¢ veansgladu voeInafluamsdsduly asazarsTnRen
¢ ¥ v (a s o < Yy Y = v Y
laason’led 10 M 1000 ml AegadagnsainiunanmanndrFatiuuazydromisou ae

’a

o a o I <
ﬂigﬂﬁuﬂ"lihlﬁiﬂil‘ﬂﬂguﬂa (Hydrothermal) FAUATICHNQYUNYY 115C wWunan 24 "11'3111\1

27



i]Tﬂwamiﬁﬂ}JTWU’hgﬂ%10%6&ﬁ15§3651&ﬁ1@%} (gﬂﬁ 2.16) Hluneun Tunazdulou Tu
vou Tu Tnmuuafvinaduriugudnaialszua 10 - 20 nm @ulewrTu Innuuativue
idurnugudna1lszanal 20 - 50 nm WANSNAROY XRD (gﬂ‘ﬁ 2.17) WUNE1TAIDEIAOUNT
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Preparation of N-Type Semiconductor Nanosheets from Thai Ilmenite Mineral
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medmdanuuagunadon rutaqasiadniwiia ntype lu
p a7 avaw iy oo Ba sor s raad
wadumetingiiaddon luma Faquiniminde Sagdnsalinien
, o 4 e I
guUnsalasnaeuie uazduq auidel I ouurduuavinauTy
ia ] & o F3 3 s
ninuidam Tuived InedalisimgnalenszurumslaTanmeinea
WhidudouginnTaslFyadnlfnsaliindaolulszma Tgungil
Tuniswion 105 °C Hunar 24 $21Tua mamsdnumumddans
it Taseadundnuuug Ind vasfvdiuuannanTuidanmet
18 Tasaadran@nuun Inniua (4,75,0,) msieduidunsizild
fimsiaduaglhuihmsanavadieasn i Taadudasalfiso
Taoldumanolduas uv TunndriagasiadninnTu Tio, 15
widivd (P25, JRC-01, JRC-03)

N R w7
iy msiaanh, udvuevnaunTy, damlum,

laTaTmoiuea

Abstract
Titanate and TiO, have been widely used for energy and

d

pplicati such as i n-type in dye-

sensitized solar cell, water treatment materials, catalysts, gas sensors,
and so on. This research prepared nanosheets from low-cost Thai
ilmenite via simple hydrothermal method using at 105 °C for 24 hours a
Thai Teflon-lined stainless steel autoclave. Ilmenite mineral (starting
material) showed rutile phase while the prepared nanosheets presented
titanate structure (H,Ti,0.). The as-prepared flower-like titanate showed
higher photocatalytic activity under UV light than those of commercial
nano-TiO, semiconductor (P25, JRC-01, JRC-03).

Keywords: ilmenite, hyd

1. umi
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Type) ludmveamsnsdaniiia N o1lsznaudaveenledves
Tawnz 13 zn0 uaz TiO, [1-5]
o g
Tnmfionlasenlad (tio,) T ianiidiyyiianiieg
ctol (del . o g p "
n- c T and &
Tunguansnadnisiia n-type HfiT2uuuAuny (band gap) findna
Yszin 3.2 eV iluagildsunimanlenminiselusamandili
VA i e = Bho
rmnndilonnvinmsidniudaniBies e 9 du danad
ansni lszgnd 1¥ luaudsie 9 1dedanue e1i sy
-\ . 28 5 T il
Fagisdnihhuraduainrindyiiaddonluas Taghnimings
Sagdadalnter gunsalasavaouing dudule-7)
Taertay Tio, annsomion Idnnnaenszsuaumairu
g " . ]
i iwunas lsduaznszurumstuuFanta uanszuIumaTaes
, . .
il fedvounalszns Ae tuaeumsBouiiFudeuginn vieen
TdvnmswToudronizuanmsds lsa-19a (sol-gel) 5dianTanaTn
FHu (electrodeposition) SiadnTasailuia (electrospinning) uazi®
TaTasmefuen (hydrothermal)(8)
P ol =
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hidudeu 1gamgilumnadonhigunmin Sdunudr ms
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nmfildosliianadud w gungies uasiwdnsuaii
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himedaildliasnaeauTaseadunan Tnsaafianan

Sy Ty a . \AE AN
vesdedwi Idezgnimnzidaumaiinnisideauvessidiend
(X-ray diffraction: X'Pert PRO MPD, PANalytical, Natherlands)
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23 msYamsmsinllFouiludisa§iselasliuas
Tumsdnmmai T luidosdu ausdiseldn
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(Photocatalytic activity) Fam13FavgFaninannududuves 1, ¥

&
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Wms@un Tio, Al 50 mg fumsazawwmmSonleTe-
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mel&nsnu a guugitouiiunar 1 #alue wimmhning
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spectrometer [10]
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< SN\ o
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Effect of Calcination Temperature on Structural and Photocatalytic Activity of

Nanosheets from Natural limenite Mineral Prepared by Hydrothermal Method
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) ; S~ o Se 7. 5 ;
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vvmnamlufsnsuciduuriuldadntosningszanm 100 nm s 2 pm uszlanuwwzasuruluzwa
wilwas Walvgompdiunduursumaunluf 300400 °C wulassairandnuuy Tio, (8) figmngil
. o a a .
500 °C fidrunanvaslaserianinuuy TiO, (B) wazewuna Ngmmnil 600-700 °C fHdunanvas
TasssfunAnuuugInduszawing (alvgmnadigs 800-1000 °C uaaImMarmiusaITlaTIasIIKEn
a € % a a\\W ) S a ' a4 a
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Abstract

Titanate and TiO, have been widely used for energy and environment applications such as a
semiconductor in dye-sensitized solar cell, water treatment materials, catalysts, gas sensors, and so on.
This research prepared nanosheets from low-cost Thai ilmenite (TiO, ~ 65.40%) via simple hydrothermal

method at 105 °C for 24 hours using a Thai teflon-lined stainless steel autoclave. The prepared samples
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were characterized by X-ray diffraction (XRD), scanning electron microscopy (SEM), and transmission

electron microscopy (TEM). limenite mineral (starting material) showed rutile phase while the prepared

nanosheets presented titanate structure (H,TiO,.;). The prepared sample showed flower-like

morphology with diameter of 2-5 pm. The nanosheets structure was slightly curved and approximately

100 nm to 2 pm in width and several nanometers in thickness. The as-synthesized nanosheets calcined

at 300-400 °C showed TiO, (B) whereas the nanosheets calcined at 500 °C revealed mixture of two

phases of TiO, (B) and anatase and 600-700 °C revealed mixture of two phases of rutile and anatase.

The nanosheets calcined at high temperature of 800-1000 °C showed a mixture of tri-crystalline of

anatase, rutile, and Fe,0,. The rutile phase increased with increasing calcinations temperature.

Additionally, The prepared samples showed the highest photocatalytic activity than those of the
commercial TiO, nanoparticles (P25, JRC-01, JRC-03).
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