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# # 4972585623: MAJOR CERAMIC TECNOLOGY

KEYWORDS: TITANIA-SILICA PIGMENT/ INORGANIC PIGMENT/ RICE HUSK ASH
USUMA NAKNIKHAM: SYNTHESIS AND CHARACTERIZATION OF TITANIA-
SILICA PIGMENTS. ADVISOR: ASSOC. PROF. SUPATRA JINAWATH, Ph.D.,
109 pp.

Titania-silica pigments were synthesized via hydrolysis of TiCl,-RHA SiO,
suspensions and calcined at 400 and 800°C. The white pigments were colored by
addition of inorganic compounds such as transition metal oxides and organic dye as
chromophores. The colors of the obtained pigments were measured according to CIE
L*a*b* system and their morphology, crystal phase, specific surface area and infrared
ray reflectance were investigated by SEM, XRD, EDS, BET and FT-IR, respectively. It
was found that the SiO, substrate could retain both its own amorphous phase and the
anatase phase of TiO, up to 800°C. Addition of Fe’" and Sn* promoted the formation of
rutile at 800°C whilst the addition of Co’ promoted both the formation of rutile and
cristobalite. On the contrary, the addition of AP prolonged the transformation of anatase
to rutile. After fixation of an organic dye onto the TiO,-SiO, white pigment, the dye
became insoluble. All the pigments showed over 90% reflectance in the IR range (500-
4,000 cm'1). However, there was a small infrared ray absorption band at 1,100-1,300

cm”' due to Si-O-Si stretching of the SiO, substrate.
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Wniuusgiin angle-dependent color gnutaiflu 2 wiinn1nlasease [1, 2, 4, 8]
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2.1.1 n1swnAdwNsnd@an (interference color)
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FIN39% 2.1 Aatiniaasdan [1]

Reflactive index

Material
vacuum / air 1.0
Water 1.33
Proteins 14
Organic polymers (plastics, lacquers, etc.) 1417
Mica 1.5
CaCQO, (aragonite) 1.68
Natural pearl (guanine, hypoxanthine) 1.85
Pb(OH), . 2PbCO, 2.0
BiOCI 215
TiO, (anatase) 2.5
2.7

TiO, (rutile)

AMNGATAINGD ANNITONALINNUARUNINADA LHFAIANITATUIUNI A THAUI BB

:; a) dl A dl n’/l al AI da' ] v al dl
TUNANLINNNLARDL T,ﬂf;lLJJ@W)’WNMH’HI@Q‘T]UW@ML‘W&I‘ﬂu‘\]tm’]slﬁﬁLLW?ﬂ@ﬂﬂLﬂ@ﬂuiﬂ

1% 1

v o A a & M - , o § Nyl P e o
@QuuﬁqqﬂﬂquL'Wlmu‘ll‘ﬂﬂ‘ﬁu1m1’nLuﬂUuLLNu1Nﬂqq$VIW1ﬂ1ﬂ@VILLmﬂmq\‘]ﬂu'ﬂ@ﬂlﬂ AN LLA AN

Tugin 2.6

o A
ANADY

o
AU

TiO, Tio

2

2

Mica Mica

o 4 o
AP AUINY

Mica Mica

o
AU

Mica

917 2.6 Aunsnaasdiia uinwus innie ~luna [1]



9

1
1o A o '

al = v Qg; 09/’ [ aal o

Aluszuulmfle-lundsenaufosduainduaasianniaAdatiinimsieiuas
1m Aauandlugiln 2.7 uazdl 4 phase boundary Aa P,-P, i P,/TiO,/P,/mica/P,TiO, /P,
NN3UNINABATBILANUNATALNITAZTIBULRITY 6 phase boundary 7914 @ l&wn

P,P,=P,P, P,P,=P,P, PP, ia¥ P,P,

o

n
4 TiO ) i
2 1 P 1 1
] 2
Mica my P n, d,
. 3
n_d
\ TIO2 n1) P4 I n1 1
0
1
1
n) '

1)
3% 2.7 n) Tagsadreaasiiniusd nnile-lunn (1] 1) nnsuanaanaasaiuasly

svUU 3 U (three-layer system) Tnanisaziieniiefeunansessiosne [4]
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A13197 2.2 Isoelectric point (IEP) Un#Aaad oxide Unsaiin [8]

12

Material Composition IEP
Quartz SiO, 2-3
Soda-lime-silica glass 0.1Na,0.0.6Ca0.3.7 SiO, 2-3
Potassium feldspar K,0.AlLO,.6Si0, 3-5
Zirconia ZrO, 4-6

Tin oxide Sn0O, 4-6
Titania Tio, 4-6
Barium titanate BaTiO, 5-6
Kaolin AlLO,.Si0,.2H,0 5-7
Mullite 3Al,0,.2Si0, 6-8

Ceria CeO, 6-7
Chromium oxide Cr,0, 6-7
Hydroxyapatite Ca,,(PO,) 6(0OH), 7-8
Haematite Fe,O, 8-9
Alumina AlLO, 8-9

Zinc oxide Zn0O 9
Calcium Carbonate CaCQ, 9-10
Nickel oxide NiO 10-11

Magnesia MgO 12
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AtiuszUL CIE ALANNNIAMUANIATTIULDIUNAINTALAITY AE
. = o v a [ % o =
lluminant A fAn1snszananasanulndiassiunaen Wisamy  viseviaanln

Incandescence NQuunHA (Color temperature) 153104 2,848 1AATY (K)
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1
a

llluminant B duunaeanfianaanlfannvaen lluminant A NHUAINTAILAIUED

Tuasunanaunealaed Color temperature Uszainns 4,900 K

1
A

. @ I o a Ay . o 1%
lluminant C uuuasnifiaugsnldainuaas llluminant A NEIUAINTBILAILE?
THugswannaunansdu Tnadl Color temperature Uszannd 6,700 K
. [ 1 o a dl v o 1 =
lluminant D Huunasn uHALAIN U ULAILAARAUNANIULAN A INAZ AL AT

Color temperature NifNafWLtw D65 way D75 Iaeh

1
o a

- D65 WlukaaAnRauNanaduny Color temperature 6,500 K
- D75 Wuuganannaunaneduiy Color temperature 7,500 K
Inayialdisnfiennaz1d pes luunaaniiaugslunisin
R o I
WATRNN N IR AEENINATEY spectrophotometer NATHITNIAAUBIIAAANNN

dudamalidsazdniiuinnisasiieunasaasingieuny  reflectance  curve Milu

[ %

Yy a Aaa " o p P e e A
quiﬁqu@q\iﬂ\i ADNUALLFNFAINNUAZHN reflectance curve FINNNU A LLﬂm\ﬂugﬂVI 2.11

q

o

717 2.1 uanIn1sasfienlasre9ing a9 NAINENIARY 400-700 W TLUAT

a

[14]
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o aAaa i o A o o o = A e A
WQV]N@L‘]"NT‘IH UAATNDAULANTDAIAUUADANNINATHAIMNENIARAUFAINNL I@?;W]

- RUNRU TANEIAAUN 430-460 W1 TULNAT
- R FAHE1AAUN 500-580 W TWINAT

- AuAd WAMNENAAUN 620-780 W TWNAT

FLUUNNTIPARAIELATEY  spectrophotometer HaguataszLLfneiu An s

Y
Munsell s2Uu Tristimulus Value 211 chromaticity coordinate Wazseuud CIE L*a*b* Tuni

ALNANNANIZNIIAR IgzuL CIE L*a*b* winiiu
Y o

35n199Rdluszuy CIE Lra*b* 1iluasnnsdndnldansuzans color space wanalu

317t 2.12 Toefnaueldi L ifhusnaanuadng (ightness) SAnagszadng 0 - 100
uns a* Ml + Azl lufianeduag
unts a* il - Fasdluluufiemnediden
une b* A + Aesfiull lufiAnnamides

1 v
wnw b* Ml — AazflullluRaniedsn[u

917 2.12 Anfinaulu CIE L*a*b* Color Space [15]

¥ 1
o o A

uwazlunismAp AN esdniludatiuiianatsunaingt aznudiqee

wikely space 1w 1w L*a*b,* uaziledinisulawandlilazlédnqalu space ilu

L,*a,*b,* @9 2 qataziiszazvinaniulu Space winls Aazifludatiuaniananuuansd1enesd

NANNNT
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0 =[5 -1 F + o - f + (o -b;f

Tnel AE ABANAYNWANGNITD9E
Tunsip@ddnaiasasaialnsdennaluariainanidoun1ding {lianiludeqdila
TunnsguesgLnsnizantednyaneniniasnaiininld ieazlfiiiddsing unlilunis

% P4 d’ % 1
seulfignéies delsiun

idanman1sminnnsguluszu CIE (CIE Standard Obsrevation) [16]
AglAnanaNILdadInIsNasiutesiyeliadng NIATuAzuaN 19Tl A9il A9

q

o
2

3

% o g

& o et A gy @ o ey @ v py
nsAsNInsgutesddunanisaiau ine lfilusunuresnyean I fiduidunnnisalidied
nasinuualiignasatuginsnininsgiu Tnelull A.A.1931 Wright  uaz Guild a3
#eridu 2° CIE Standard Observer ¥saiEtndn 2° Fauluninsgiunaseainnimaaes

{Hesani@adn cone Milullszamivises@areslutitnngaulie 2° 1ealnie  Adtiuas

wenld 2° Tunisivuareuiunnsmeasuaras1uiuninsg i uandlugn 2.13

2° -10° Observer

l — / Fovea

o

U7 2.13 Arunds 2°-10° wevfidananisaiuulnide

1 = a all 1 1 a dl % 1 dl
Fan WLl A.A.1960  WLAINATINGN cone ﬂiql:l,u‘i_l‘j‘lﬂm%ﬂ']’mﬂ’ﬁﬂ']’?ﬂL°ﬁ’ﬂLLﬁ‘ﬂ

o |

warlutl A.A.1964 ANMIRAUINIATFIN 10° CIE Standard Observer flaqiiutiiiadn

11911 10° UilludaununangnaesAtadenisnauauedsanisuendazesingres

% = o &

wnmnisad ulidndiaeiigingnl 2° CIE Standard Observer gififANN BUIAAINNANNUS

)

e3¢

v 1
o o

AANYIN 2 VALILAANITHAN LL'&@\ﬂugﬂﬁ 214 Lm:;mma‘mu@ummmgmmmﬁg SalzlaleFa]
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aglugtlaasiaridunsatinananfaeanisaeuauasluusazauaaaaudagninun 14l

N3 Aaanslugiin 2.15

RELATIVE FIELDS OF VIEW

U7 2.14 avnduiusaes 2° Ay 10°

~ 3 o=l A,
910 2.15 ﬂ?’W\ILL@@\‘IH’]?M@U@%@Q‘H@\‘IQZ&Lﬂﬁlﬂ’]?m‘i’]ﬂ'l’mﬁl’]f}ﬂ@uﬁ]’]ﬂ"l pIRNIAN

a

(17]

AUANHUNINTIIANALBINNGIAR (Instrument  Geometry and ~ Color

Measurements) [16]

1. 45°/0° uaz 0°/45°

lunnsesunednanEnin1esINAtiaaedn1ina InafaaTIusn Ae yN1TET589

A A

n1313 L4 (illumination) WAZFAILATNADY AD HNWTAATUBINITNAY FILAUTI4aITH

q

'
a o o o

pINANRUSAUEUAIRINALRRTeati1agndn dnFuginsnliuy 459/0° uiaaniiin

wasaranauasliluumatieiyn 45° aandussannliuuioressoating dausaiudnyoiu

v o
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1 1 v v
(detector) avsuLaIngnaziaunnn g 0° (@gjuul,éﬁuﬁ 21N) PBWEUFAIRINILFAIDENS

al

1 1
=

45°/0° waz 0°/45° \unedanmassdinuriu a9ldinalunisdanwindu uandlugiln 2.16

Detector Light source Detector
Light source
45°/10° 0°/45°
Geometry Geometry

Sample Sample

917 2.16 nMaip@luszuy 45°/0° uay 0°/45

v

A3nN19TARLLL 45°/0° way 0°/45° Nantinlu1dausasalyl

[ %

1) TR Iedduagaiun sl aemwaziiludadaandlul s leaiduniuaud

2) lunisdauuy reflectance-specular excluded

3) ANVFUS AR L UANANNT AN B UL AN e e N a9 et 9Tl sTnanEae
Usngn1snizedd Aannsiu uAZiAY

4) n3dARLLL 457/0° uaz 0°/45 Taesinllwun L& LS AR esn TN 11 LA

o/ 1 dl 1
uazFaaeenllseuas

v 1
=

5) FUINUNNULE

2. Diffuse/8°

o a o

TunnsasunadyanEnin1esaAtin1e991nInidnd AalaTuINABNNYTI 518
N3REUAIULATAILATINABIABYNTEITIDININDY TUN193AULIL Diffuse/8° Fantingazgn
TiiuaeaInynNiiAng waziAsasFudnnnmuasiuuaangnasfiaunauit 8° arnidusiaann
o a o ' [ % dl [~1 dl o a v | . o & a
UfnaesAaating Auanslugiin 2.17 iuansuiusugadn Diffuse/s® ilwsatianes
nax (spherical geometry) a1z aananipaaune luAadaa (white-lined diffuse-
integrating sphere) gnlilunisenauas Insuasazdasdinlllunsananuazgninliingzans

TunsnaNLarANAINILUFA ALY
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Light source

Detector

Diffuse/8° Geometry

917 2.17 n9dpAuu Diffuse/s®

n1sNed 8° Anganniasasiadanialllunisianisasienaeanas  specular-
included mode 3% specular-excluded mode gl specular-included mode wunngin
% ag// v % . %
NNTALVIAUINNMNA UTenauae N9dsyiaulLy diffuse LAYNITATNAULLL specular (N9
azviaulngasaeR LA luy NN AuuaIRANI9m 393 specular excluded mode 4n
o . ~ | - P ) o
nIsazNauuLL diffuse WWeNatnaaen wandlugln 2.18 daulsznauaes specular gniv
aanlneN17 T A4IULRINTINANAIN AT WNUITILES specular  annsaetnglddapsaasy

Arynynod

Specular Included Specular Excluded

319 2.18  n13dmsaetinauLIL specular-included mode AT specular-excluded

mode
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F2M39ARULIL Diffuse/s° Teaninun ¥ luusssely
1) Lﬂum?;mﬁ@z%wﬁmz%m?”uimmm:ﬁ@uum
2) f‘fmmizﬁmmummLmﬂufj”mﬁ‘ﬂﬂéﬂmLL@z‘Eﬂé\mm LAZIAAINNALRIRINIA
(haze)

3) Wafiasn1snuN TNIasANEANLLLeulusat s LLAS

2.3 WNALLATTANIAINLNAL

dszwalnailulszmeaineasnssuuazigndnafuuan MnlitluwsaztlilEuam
WNAUNINDN 5 &usu (18] Teedinistiunausn s Tagiilufusinge) :au 95% 19
Psnnnuunausianda tHun nemnun 4 lulsdlniln@anag 35% 1998 20% guanunssudinus
16% gramnssuag Wainln uazgranvnssnaw) wazdunaounaunealdldldlsyTumiian
5% dapnili 240,00 Ausell [19] sstiuluwsasilaziunauuaziénunay (Rice husk ash,
RHA) 111a70n15 kN a LTIl wasua afafludnauan
< 1} dl aa
aannsAnenwLgn unauddaniiludauilszneutlszanns 13-29% Gt fsunndan
S A P =~ LA o gy v ool aa
fauetunasiilgniing 18] ieunaumsniliunsunasinlidunauilif s uadan

44909 85-98% lnetiunnudaninliaueiu nnazluniswmn aliarevmamn alnaeedin

1BuraNdvludqnaziuiwizdan [20]  WHa3AZRlATNEF19N19n18A NN 19

a

a a

v 1
nauddiunauitsnanuIindmlugnguanaian i unen131ssuaT oA

luBuusuandluguil 2.19 faamatiaainlunauiiuitageuazihiminu,

a
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919 2.19 nawannndedaanssmitiannsauuuLdeansa (SEM) 984 n) WNaL 1)

o ¥ v a v a v v 4'
NINFAALINNTAIUNAL LarlATNATINTRdLELNAL A) NIRNLUUBN ) HaA1uli ) TATIATINT

HgWgUIUUNIN [21]

9

Hadnauiisneg W TN unauuazananinunauan ¥l
A9 NINKNE LTU M lun1sdamnzinedanauanilud (SiC)  wazdaraululnad (Si,N,)
Walas druinsud tnassdanauasdlelas 201 Miiluansannisiaiu (Anti-blocking
agent) wazFaANlunaaRnuazene [18] Wuanauausaun [22] panluT e

ARLNTANIALLN [23] L9081 11NN LATINNAINNULINER [24]
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Fanndaanuianesazagluglaaslaseairemilunandaiuinane sids

(polymorphism)  ful@un maand  (quartz) Wadlud  (tridymite)  wazmzalnunlas

(cristobalite) 1 low quartz 1@DsNUUARNAINGT 573°C  high quartz @D lutas

1 '
= a

QU 573-867°C low tridamite LADEISNMANYHAINGT 867°C high tridymite t@Deisludas

Kl a

grung 867-1,470°C high cristobalite taneglugasguunil 1,470-1,710°C uazaaNIIAN

Pgnunnigandn 1,740°C [24] manlasunazesdaniuansugln 2.20

Reconstructive Reconstructive
867°C 1470°C

High quartz — 3 Hightridymite «— 3 High cristobalite
Displacive Displacive Displacive
573°C 160°C 200-270°C

Low quartz middle tridymite Low cristobalite

Displacive
105°C
Low tridymite

317 2.20 Maulatmavasi@ani [18]

vaa

Tnevialluds Fantanunavazelugdedmgiuusdlunisdunssiine lilagany

& 4
a o

aduguniANLBgnegein  Audunazsiesdiunaufstinvizansaneuianisiunay

u

a

1 NNFRNILNALAIENTATANIIN (H,S0,) nanlalnsmassn (HCI) nam luyisn (HNO,) EG

' '
A 3 v a

nsapNsueN@an  (ROOH)  enidpndsduileunedluwnauinaianivetnsdaweanila

'
=2 o

loaau (K, Na' way Ca') @vazinliidsasianfuauegludiiunaumnaianniiugn [25]
wananfuda Na' Mligantedugiwdasuliiily cristobalite waz K ¥inldifin

cristobalite uaz tridymite [18] Jufin Inevinlludaniswizendaniednigiuazinunaud

QEUANAINGT 700°C uazazialuian naniguunigandn 700°C [23] ] wilUNenu3AE
v =< ra aa =® :; d’lcs

awnsaununauliigais 800°C  Tealdifndaninanitiiilunasnainawinaynia  7-80

'
] o A

£ o qus o = . o = Y v o o
U TULNAT sﬁQWWIMNW@QQWHIMﬂW?Lﬂ@EIHLW@VLNW'EHMLQQ [18] WALAIANATUNABITEINATNTY

o

LA 4 aa A
g lEEUNALLAZTANIRINUNAL AR
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1) @1TNANLLIINANN cristobalite [18]
2) Tsm Silicosis AN cristobalite kax tridymite [24]
3) m@Lﬂuﬁumw&im:uumﬂ%Lﬁ@Lt”mmau?filLﬂu%am@ﬁmgmqnumiﬁ

AzIREANINT [24]

2.4 nnily

Innnfiafluansuyedidnuasinunlddssloniuiuiunin ssusdeannauy

flaqufnnsAnmfsasunisinlnndeun e losTlukusine adnedaiiies iu
finwwd  @eouaz@unsnden)  dwiulilugramnesad wisesdiens (1] Uiy
TnAzALRaRdMTINITNN92de nstinTAdauanden nstintntiuazaniAde [26]
Amdunanlalasauiaznasulniinluaaduaseiing uiamwaes tnaeuilesiunisia
nsaugaannssaiesiin gunsafdannseila gy varistor wazliinanudiniulinig

|
& A

a p = A am A ' | Py
mQﬂqwm’ﬂﬂﬂ?gﬁ@lﬂLWﬂN [19] Lﬂumu Lu@ﬁ@qﬂ1WWqLuﬂ§J@NUmVIIﬂﬂLﬂuM@qﬁl'ﬂﬂ'N l'Lﬁl.l,ﬂ

o

=l = [ ~1 a = a a a a
porstanaan1aed liduiy Handfinnmavidsuasge (11 andrAlWindianyisnuay

imafinaafia [27]

n) gnd 1) UBUNG A) uglad

917 2.21 AnwnclaNasananaaslnniits [28]
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Tmtianiluansiilu polymorphism Hlasen@n 3 wuu Aa uawima uglas uay

7Ind TellAsaTananAsgLy 2.21 wazanifvesmmuousiaziasgllfinuansed 2.3
Tuvssannntiania 3 wal gindifluandanuanasmisguunadn (thermodynamic)
\He9anAguunganInngn 700°C [11  waunmauazugladazidasuiugng Tuszdu

=S a & dl = o v 1 %

ARAMNITHAILARLDNZ L UINALALF NG [1,29] lWasanndnisin s uatineninanng
uazdaunsniazdunseflidnelne1d3snslalaslatavesansdsenaudursd vse
anstlsznaustiuvisdaadinnion [30] dauugladdsliliiuaainanlalunianiséin (28]
dl a 1 [~1 dl a dl o o g yvaa
Wasananluniswan (11 wazdndumanifiaiaausugs uaznisdaunsziaz14is

lalasinainealaalddanarsnilutiniseansauisdnialininznfiespsuauiuniey [29]

¥ Yo
o

Anuugraninssuininusdastanld mntanad luglaesglng detlilasunanngnddien

v '
A o

o a o a s a rol dl al % o o v al 1 o
paninmgs Aaninlninazazaadindemouduuewima ssiudat i fouludagld v
Winaluasue1a (chalking) Waldliuiu weswainlnndienduueuinaastesaans

a A ea A o
mq?‘ﬂuﬂ/ﬁﬂm@%slul,u@@

AN9197 2.3 a9Alsznautazanenis inraaisaaalnnidie [30]

Rutile TiO, Anatase TiO, Brookite TiO,
Form.Wit. 79.890 79.890 79.890
Z 2 4 8
CrystalSystem Tet Tet Orth
PointGroup 4/mmm 4/mmm mmm
SpaceGroup P4,/mnm 14,/amd Pbca
Unit Cell
a (A) 4.5845 3.7842 9.184
b (A) 2.9533 9.5146 5.447
c (A) 62.07 136.25 5.145
Vol 257.38
MolarVol 18.693 20.156 19.377
Density 4.2743 3.895 4123




27
2.5 HAUAEAU 9 NNBTRINUNTIRAATIZUNNLNUA NN LE-BANN

ANINUINENANY] U BENAUTUUITETR9 D. H. RYU uazAde [31] uay

J.Yu, L. Zhao ua¥ B. Cheng [33] wuqn tlasauanlunisidasvu@anisos nniialiile

Qe

UNRNNRANNUUNI AN ANDL FININ1749LATIZUNAN pH 3-5 tHasaniian pH Tudqedl

=2

agyinlidanuarInntaian zeta potential NFiNeiuNINNge AviuaynIAzasinnis
aa a =® o -&l = [~1 09; dl 1 o yvaa
wardaniaziiani1sdaniziuiiiesannfaanuiudanmieiu Inald3gnnslaa-1aalunnsg
A v o = o dgj A an % . a dl
wasLwazldvannispeaiuiluninaaevdanifoalaveean lfainau
712003D. H. RYU uazAtuz[31] lEnaniswisasltavesmnilantaunn
W TUNATNBFENAIN titanium isopropoxide UAILARBLIAYLINELNIATR4TANT WLFNTTadE

o Ao g & = aa = , o &
uan 2 ﬂﬁ‘zﬂqﬁquiﬂﬂqﬁwﬂﬂﬂublwmqLuﬂ@\‘]uu@kﬂﬂqﬂm@\?sﬁ@ﬂqLﬂuiﬂ'ﬂﬁq\‘]@ﬁ\l’]L’&N@ AR

v
=

(1) dng1dauredlnnilasedan (Fnsndiulneinniin=15%) way (2) A1 pH 2184
anrazaneing MNAN pH 4.5 MiaRliilagnnannian pH #9113 Zeta potential szmdnann e

o

UWasEANHANUANGTUNINTgR AsgLP 2.22

9

N
= S T R, S
D
S pH=2.57
T -10 —
3
&
_— o
- - -}
3 20
=

30| ® Si0:

0 Coated SiO:z
40| o TiO:

-50

Il L L L |
' 1.5 20 25 30 35 4D 45 50 55 60 &5 70

pH

U

317 2.22 UAAIAINUANFNNTBNAN Zeta potential AUAY pH UBIAYAIATANN

A %

peptized titania waz@an NgnimaaLdae nnnile [31]

u

= o ¥ a o dld = aa
asliiRansgadulsandaviaui lunasseslnn s uuayniaaasianilae
N3ATUNIANAIUN pH 3 waz pH 6 aziialnmlisusnaaniily secondary phase

~ ! . ! ~ aa o P e v oA o
BRIRNNAN Zeta potential ??JMQ'NVLVW]"ILuﬂLL@Zﬁsﬁ@ﬂﬁluﬂrJWNLLmﬂmq\jﬂuuﬂﬂ A9UN pH 2 N3
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1
=

= aa = A o K o ¥ = 1 aa o
1quLummzmm%uﬂa‘mmn mmuﬂu@wﬂuiwmmﬂimLmzuumémﬂf’mm ﬁ\‘iqﬁ]‘ﬂ‘ﬂ

2.23

1 .0

(c)pH 4.5 (d) pH 6.0

SEL SRV 10,600 168

'
A ¥

g1 2.23 nw SEM 2esdanngniadaufasinniiafia pH 6197 [31]

U

12003 K. D. Kim wazAy [32] HTUNaynIATaNIILARe UAIEaUNIATUIA
W Tulnn e faeds semi-bath processing Iaeld tetraethylorthotitanate (TEOT) iluans
Fakiu uazld  hydroxypropylcellulose (HPC) flugnstqenszanasia inliiauniagand

o v [ a :: a QD v @ a
nsvanefqlulen uaafaesans laindanniluin TEOT waz HPC faliuflwnan 90 i
wdouanaynineantaanisldinesmyumines wioeunanmni 60°C lunan 24 dalus Tng

=l (% ] L) o ] dl =l v dl

AazlungsiseNsesinaLazanTRvegsiasnasse Nl uanalunisen 2.4

WUz N zan NN ssTeNEan N ae s Innnile Aeld 0.03 M TEOT,

] = a

HPC 0.001-0.0013 N3NARANT BNIINITANATFAIAU 0.5-0.6 HARARTARUN LATANYH

a

Tunaialfizenne 15-18°C i lilAaunipruiadniauawiie Auuaziinisnszanesia

a o

A Aananslugiln 2.24 1Haruvunaasdulmmuiodszann 5-10 wnTuwms uazainua FT-

IR LAAINITAANUEY Ti-O-Si #9917 2.25

U
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1990 2.4 WREUWELIUIABYNIA NINTTANEFITBINA (S.T.D.) UaTAgIU

IeNUBIFIaLNG [32]

parameters Properties
Sample Feed Particle Sample
STD
code TEOT(M) | HPC(g/l) rate Size %) morphology
(ml/min) (nm) %

1 0.01 0.001 0.5 851 19.2 aggregated
2 0.03 0 0.5 931 54.6 aggregated

3 0.03 0.001 0.5 258 3.5 isolate

4 0.03 0.001 2.2 374 9.4 isolate

PRy
o W

Fil TR

917 2.24 naw SEM aaslmnitaindauLWeN1ATANT 1) Sample 1 1) Sample

2 A) Sample 3 LAz 3) Sample 4 [32]
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Absorbance

_— —— e W

Si-0-5i -

L
1500 3000 2800 2000 1500 1000 \ 500
Wave length (/em) =O=8l

i v

g7 2.25 ua FT-IR 289592819919 4 Faetine [32]

112006 J. Yu, L. Zhao uar B. Cheng [33] ¥WIN19W6iseiNaynIA1es
Si0,Mi0, awalulaswANinIINIzaefanLasINuRIAWIzge Tnansinliiaynia

v 1
rastaninszangsaluinnaulnalidansnlaind  wazdUfu pH 1w 0.7 udaAnltaaas

peptized TiO, gqlfann titanium tetrabutylorthotitanate (TTBT) nx pH 0.7 asld noulu
A1 30 7 LaAILFUAN pH BnATeA9E 0.5 N NaOH %1 pH 2, 3, 4, 5 uaz 6 a1niunau
siatflungn 3 4alud nsasnznau A19ntienueauAIaUNgUNN 80°C WATLHNLAA KN

A0UUNA 400 waz 600°C tHunan 4 dalne wudn? pH 3-5 Tnmnilafinismaeuuudand

q a

agasaNe uans gl 2.26 istilesannAl pH 3-5 Innulleddszqillunon (1EP

v 1
o a [

56-6.2) uwazdandlszaiiluau (IEP 1.8-2.7) asiuaufinnisnegasiaeilszqinsing

Q

semngInniliouar@aniaauanalugiy 2.27 Wetn SiO/TiO, M pH 4 limuaslnin

gruuni 700°C i 4 dalusaziiaueuiinag
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919 2.26 N3 SEM 9193 1) auNNEANT 1) A) 9) A) LAz 2) 83NIA Si0,/TiO, 11 pH

2,3, 4, 5 uay 6 Ngnuwas lingouugi 600°C lunan 4 4alu pauansy [33]

a

g1 2.27 nalnn13ifia SIO,TIO, RN pH 61197 [33]
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6

11 2007 S. Cassaignon wazanz [28] ladsaziaunialnntisawaunlummg

1 I
a

Tnerld 0.15 M TiCl, waz NaOH Fosdgimaiiulafananmgi 60°C luan 24 d0lug widn

u

AN pH Rsnaiussus 07 arlilnnllendima auiauazgilsnedisisiulaauiien pH

[

aaniilu 4 doemugaasinniileninaiu fe3ln 2.28

a

g2 I',|||||||ILI|||”III|IIII|III

so ' ® o .

e e

515

¢
L

60

- e = =

40

\

Relative proportion (%)

20

[T l|||||l
/

pH

317 2.28 dndruanuduiuiaauanina @ ) uslasie ) uazglnd @ ) mwen

a

a

pH Nlfann TiCl, = mol/L Ngnuugi 60°C (fluaan 24 44Tua [28]

u

c

| a i~ Y = e a
BTN pH < 1 LﬂﬂL@lW’]Sqﬁj‘iﬂ@ N pH 0.5 ﬂ?Zﬂ‘ﬂ‘LlWJﬂ‘ﬂ‘léﬂ’]ﬂ‘VlLLﬁ]ﬂﬁl’\\‘]ﬂu@‘ﬂ\‘muﬁ

e aynAnHgUaumisniziuilugdaaauin 400 wlumeas wazayNIANIINANTUIA

and@uinuAudnanalszann 3 wnluwwng Aeglin 2.29 n)

G997 2 pH 91979 1-2.5 wuuglas 70-85%  uazging 15-30% NNIUIAUNA

Ay 15 wiluwmg dsznavsinaaynianiilu diamond-shaped platelets 1asuglAfuAL

| & o

aynANHgLsluuvisaeg g asga 2.29 1)

u U

1
1 =

1997 3 pH 531d19 2.5-4.5 Angndidumandnuazi pH = 4 azlfiannzging
Wienatinaaen Agdamaiuuissunnian 15x5 unlumns AsgiUin 2.9 a) wsil pH 3 aziigilse

Wlukduaunm 3-5 W lumg

4

M9ganing pH > 4.5 anaumailunandn 65% wazuglas 35% Nl pH 6.5 Az

q
1

THuaunanigUsaiiuuisena 30 unlwmns Aagdin 2.29 9)
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U7 2.29 N TEM ), A) Wazn W HRTEM 2), ¥) 289nniiiiad pH 6197 [28]

1 2007 M.I.B. Bernaedi uazafuy [34] vinnnsdatasnziininusaunaunlummg
Ime 1435 electron beam physical vapor deposition (EB-PVD) slum?maﬂuﬁamﬂﬁmg’m
fornniileviteesqiuuananiudadeldAnsa i (chromophore) aldun Tanile
Tnueas wazwdn Taansuiudgediaes  Pechini Anwmsmsnaslinllunuaalodi
gl 700°C lwaan 1 Falug Al ISR aRTAs e Ao Anud@dealnaifiaan
n1sld TiO, : 5% Co uax ALO, : 2% Cr fnwuddimaunslneinannsld TiO, : 5% Fe
WAy ALO, : 5% Fe Rnumddtinanalaaiaannisld Tio, : 2% Cr uasAniuddingy In
sl ALO, : 5% Co demmdauszwinelnniilesiteazqfusesaliidanidu

Saaazinelua (mol%)
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a

3.1 A1TLANLAZIAGAL

Q

3.1.1 d15LAN

1) Titanium (Ill) chloride (TiCl, 15 wt% in ~ 10% HCI) : AR Grade, Merck

2) Sodium hydroxide(NaOH), pellet: AR Grade, Ajax Finechem

3) Cobalt (I1) nitrate (Co(NO,),-6H,0) : AR Grade, Ajax Finechem

4) Iron (Ill) chloride hexahydrate (FeCl,-6H,0) : AR Grade, Ajax Finechem

5) Tin (Il) chloride hydrated (SnCl,-2H,0) : AR Grade, Univar

6) Aluminium (Ill') chloride Hydrated (AICI,-6H,0) : AR Grade, Ajax Finechem

7) 37% Hydrochloric acid (HCI) : AR Grade, Merck

8) TiO, P-25 : Degussa, Germany

9) TiO, ST-01 : Ishihara Sangyo Kaisha, Japan

10) UKAPRINT A (binder for printing) : V.P.C. Group

11) Methylene Blue (C,;H,;CIN,S;; MB), Lab grade, Fluka

12) Drimarene Red X-RN (reactive red 243 dye) : Clariant Co.,Ltd.

13) Procion Blue CX-R 200 (Reactive dye : Chlorotriazine ) : ASIATIC Colours
and Chemical Co,LTD.

/N

N

917 3.1 TAzaai19999 Procion Blue CX-R 200
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a

3.1.2 AL

Bawnay (RHA)

FunaufilEluaiddestenlnen s unau g1 ez ULiudas 1L 200 N3y
wtliansazang 1 M HCl 1Fums 1 ane fhuingn 24 $ale anntisiunaufiugnanudann
Fradaeinnduantingreunauianufunan (pH ~6-7) tinldnsaq LL@ZﬂUﬁQﬂMQﬁ 80°C
eumemLﬁqLLEﬁﬁﬁLmumhﬁﬁqmuqﬁ 700°C 1fluman 3 dalug nneldussennia

oxidation TNHINUAZKLNTTDL (sieve) UHNELaT 230 1 (-63 TulaTiums)

am Lo _
3.2 AnmandBnugrurawiunauuazlnnliandaasiznann Ticl,

o

3.2.1 ﬁnmauﬁaﬁugmmauﬁ%mau

v
¢ o

ELNAUNHIUNITNILAA LT LAY UAZENTITAULAIUININILAR DT 1TE1T)

goand 800°C iluwan 2 dalus anuuiiiunaunidnsnianseadeqaniadaanies

9 a

AANITAUBLANAIAULLILABINTIA (scanning electron microscope; SEM, JSM 6400, JEOL)

q

NuPRaa N zdaamatlalad (BET, Coulter SA3100 apparatus) ANEINITNTLANEAIUD

Lﬁ’um@uLL@mmmwmmm@ﬂé’fmm%qmmmﬂmm% (Mastersizer 2000 Ver 5.22,

Malvern Intrument, MAL101813) Anmninsaasneuandnamaiiaengisdanunsniniinas
(XRD, D8-Advance, Bruker) Taailfiyu 20 ann 10 - 50 a1 udaansmanunsninunss
wazATTEzI1aTznd sz Ui n s uifsusunsanunsnlaunss Lazdaya
mma‘ﬁﬁumﬂgﬁu?ﬂﬂzg@m'm JCPDS file (Joint Committee on Power Diffraction Standard
file) TuNN931AINZALATIAE A NANURIANT LAZAAIE AL sznaumaATiEaeAtaen st
WaaaisaLmwi (XRF, Philips PN 1480)

2

3.2.2 Anmanlisnugruradlnnudandunsiznain Ticl,

WIENANTAZANY 0.15 M [Ti0 ] w&aninnnsdamszdinnidled pH 4.5 uaz 6 wia

= o

AnmnanFradnmiflefidunmzils ednulnssdianinionmaia XRD Tneliayu 20
1N 10 - 70 29N AuRAA1NZEEINATIA BET Anmlasaa3rsqaniafioandes SEM
wazdandiANlvnipAznzadsaen1stagdant methylene blue (cationic dye) WA
Drimarine Red X-RN(anionic dye) neiléiuasen qmmm 2-3a dulalns T indmas (UV -

vis spectrophotometer, PerkinElmer Lambda 35) wRauWauiy ST-01 uay P-25
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ngLAsaNANTazaie 0.15 M [Ti"] an TiCl,15 wt% in ~10%HCI

1) Hulesiansazans TiCl, 1Fu1ns 15.5 Naaans wnadbulii reverse osmosis

(RO, B¥inann) Uszunnd 20 Fadans (ansnisAuInsEuns TiCl, N1y

ANieIs 0.15 M [Ti0 1 W lunianuan n)

2) aniulFuRNRs1898178 AN AR81N RO auiliFN1meile 100 Radans

nsdatAgzinmiiigann Ticl,

1)

Viansazate 0.15 M [Ti'] U3n1ms 100 Raaamsunl5umi pH &aensuis

1 =

a170va18 2N NaOH 417 (8m31i39 1 Hananssieuh) TpeRanNs nmem

WiaN) TUN9NIWAUDN pH 4.5 uaz 6 Tnaliian pH AsdseanniAseda i

a

wasuaruaasi liuntaliniinineifaniaufioudainliaunguugi 60°C

a

(lalnslada) lunan 24 dalug
MAIAINTIaaNNIANIANa LAY WrdninefunAes ) Suatsazanalafiiuu

URIALNAUTIN mmmﬂ@mummmwthum?zmwﬂimiﬂ Lﬁ‘ﬂ‘].l‘l)m AAINT

= '

al e v K a OD al/ U o v 1 %
asnnenznauadludninefudsasmninauaslinaniunawun foauriaufia
nnnafemznaudiientdpnanlsd (C) @i (Mea AgNO, aelungng
a ] [~3 v % o a - A 1Y
MENEY B1AAAAITAZAIEUNY AN TR NN CI AeaLTing)

Q’l szdl ay v . % o Q‘I ¥
n3aanzNauLazielinguuniiviaanauits  (semi-dry) uwdatimznauin il

a

a

auuienguungd 60°C 1unan 5 dalus antiuwnuaalainnalfiussannia

a

'
= a

oxidation NgEUNANHN 400 Laz 800°C tluwaan 2 Falug

MsNAFAUANTAANLIIY photocatalyst

1)

WiFENANTATANS 0.02 mM Afiau (methylene blue 1198 Drimarine Red X-RN)
fA1 absorbance  WNAL 1.4 NAuEN9AAU 644 W1 TULNAT (methylene

blue) 138 ANNENIAAY 517 W1 TULNAT (Drimarine Red X-RN)

2) Wansazaredfianinimns 20 Hadanssandsiaaginain 0.01 nFN WAIN1N13

NOUALEILATRANAIULNIMANU TN 10 WP wRaTAAN pH TneAn pH Afiednns
aglutdog pH  5.5-5.9 1A pH llFliUTuSeasazaansn HCI 1IAaans
(30% HCI : H,0= 1:3) 13081382812 1.25 M NaOH tihansuaquaasniliuami

pH @Fauanlunqusasmsaanauidwan lunidadliunan 30 Wi
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. - , o D da

3) thansuaruassliuyumings (centrifuge) ivataanzdsuiniluaisazansls
ildly  quartz  cell wBatilidannsganauuasfiaaieses UV -  vis
spectrophotometer IagAaINe1IAALLaILAIN 1T lun153LAT2T Aa 400 —
800 U1 lULNAT
) all = = dIQ g < % o

4) INANININRDANNNNINYULIRENLATANTazANaNI AT zaTaudamnau Tl
= c v d' 1 [~ d'd | al 09/ a 5 Y K
Tnnes waznaudoeiAsasnquusivan lundaiiaan 30 wnd1anasa wana
i hldnanisganauuas

5) vindndia 4) usivinnisnauansusauaeanialiuased (Aaudinugs 2 mwicm?’,
“aaAAT 10 W A 300-400 w1 Tuwms) e 30 Wi wdaniaude 4

6) NTEe 5 LWRAaAU 3 Galus

7) 1AIN19RANALLAR (% Absorbance) uaziaanlunisdiasziililanansw

3.3 MMTAILATIZIRASNITIATIZTHANHUSANIATDINNLNUA NN 8-BANN

Tunrsdapszdiinuudazdaamciiniuudasnaneu Inaldisnisimaqdunig
o = o o = y = o o ca el
WAF M LAZUAIAN AN NN Z AN LAY RININ19RUAT 2R NN WA A D UWs D 11
N19LAANANE L UNIZAN L UNITAIATIZRNNLNUARUND AZLADNANN1IEN
Innflanasdani ldf AN U N FUAUNAIAINN1EIULATIZTRA LN IR ANLNLE LA 15
TnntlagunraraaudanildannananazzaulaaAnsiannnwaianliainndas SEM
LaziAIzinesedAlssnaufosmatingaaa (EDS, JSM-6480LV, JEOL) UAZMAIAIN

< o A v ol Y @ A - p -
uu@ﬂﬂﬂ’m:ulumﬁ‘mLm‘ﬁz‘wmnq LL@$1°T]Lﬂuwuﬂqusluﬂ’]ﬂ@@ﬂﬂ’]qgm NLATVICUNN LN U

al a A al oy a
ALAN ALULD LLATANNU

™4 o a a1
3.3.1 NMFAIATIEUNNLNUARAN 9)

3.3.1.1 NMSRWATIERANLNUARAN (TiO,/SIO,)
nsdamsziRnuERTafee Tick wlilaenislalasladaiinn pH 3, 4.5 uaz 6
Tneldgoungil 60°C (Tuwan 7 dalusrion L‘WI@anmﬂ%mmmn@umuﬁﬂLmzm ffin
Mausnduazliinnsdamssiien pH thisle MeduaseiRnuARa T T unew fail
1) Bdnwnaunin 1.2 nfuaslugnsazats 0.15 M [Ti0'] 5u1m3 100 Radams
(Shmdanlnetimiines Si0, : TiO,(a1nn1gANLI) 1w 1:1) mmfumu"ﬁ’m

P = , ) & =
AREILATAY magnetic stirrer 1H1a1 10 WA
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ANan9azane 2 N NaOH 417 (8m91139 1 NadaARNAaUIN) WEANALNNTNL
auldirn pH 3, 4.5 way 6 TaaldiAn pH AsNUseannipsatalug anndutingns

a

waouaas liuntinlndninaifaaniaufioudarinlileaungnmngi 60°C 1l
198 1, 5, 7 uaz 24 G019 AIR19197 3.1

o P S o cy  aa >
309 819ANBUANENINAY aU uaziuLAa lifiedFn19uazn19zLAra iU
nsdawnszilnnitadiae TiCl,

P1ANLNLAN 1A 1A 1ms1=ffiae SEM way EDS

dl dl A o oA o=l
A3 3.1 NN M N1 49LAI TR NINUFATNY

ANNLNURA pH larlunslalaslada (@alng)

W1 3 7
W2 4.5 1

W3 4.5 5
W4 4.5 7
W5 4.5 24
W6 6 1

W7 6 5
W8 6 7
W9 6 24

3.3.1.2 NM9RWATIEANNLNUARWLAS (Fe/TiO,/SIO,)

89N 1 AUATIZRANLNUA R1

1)

\FNg1982a18 0.5 M FeCl, uazansazang 0.01 M SnCl, AtUaAluAI319
3.2 adluin RO U3u1m9 100 Naaansannuuiliuan pH Inanisiiuansazans
2 N NaOH 4§17 wianriunau fosiasasnauusimananléiai pH 6
WiannFenauasaza e lgun)lszanns 75-80°C UAIAANANNWARYY
dl o ] Ly o o :-/l 1 (4 4 2
nevlimwaalaiiniin 1 nfu agll andunauselnglifiasliinansbeuanans

nauastifiuaulivgMnvies
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3) T T Lot T v CITSC PRt o NPT S

339 2 NMSRWATIZARNLNUA R2-RI

1) hinuuARa sl uaa lminin 1 nfu unvaliinszanadlagnianay
EGHY funnslfiaanuteudeiatesniuusmanlutin RO 1BuRs 100
NafamnT audIuIIuaf gl sziN 75-80°C

2) 1ANAN38YANE 0.5 M FeCl, Lazansazant 5 wiv% AICI, adluansuaauaas A9
LaaaluANT1a7 3.2

3) UFuen pH Tnafinansazate 2N NaOH 417 wianiunisnawanléien pH‘ﬁ
finanns udanausialag lifiacliironsbauauansuasuassifiufsgungivias

4) PTWTULREIAUNITAILATITTR NN UFRNY

ai dl % o ca oal
ANFNN 3.2 AN M MIN1TRAUATIZANN LN AR A

- . 0.5 M FeCl, 0.01 M SnCl, 5 w/v% AICI,
WALNUR pH o am o am oo
(NAR[R9) (Nanang) (NAR[R9)

R1 6 0.24 0.56 -

R2 3.2 4.0 - -

R3 3.2 10.0 - -

R4 3.2 20.0 - -

R5 6 4.0 - -

R6 6 10.0 - -

R7 6 20.0 - -

R8 6 4.0 - 4.0
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3.3.1.3 NMIRAATEVNNLNUARLAS (Co/TiO,/SIO,)

389 1 NMSRWATIZARNLNUA G1

1) HANANTATANY 1.8 W% Co(NO,), wazdrtarang 0.01 M SnCl, AIbANI 11
A3T 33 adlutin RO 1B 100 AR nthufnasazats 2 N
NaOH %17 whanfunsnaugnsiFiaanauusingnaslde pH 6

2) iAnuauanansaranalguu)ilssunn 75-80°C uAAUANANINUAAL

Adslaienuaalninin 1 nfuadlyl anduniusielnglifedlinnabouanans
wauaafiua NN NN Tia

3) g AT UNNI A AT ST RNLARY

389 2 NMTAWATIZTARNLNUA G4-GI

1) ENdEwnaumin 1 nin asluansazana 0.15 M [Ti'] wWhanfiunaudne fiae
aaanauLdmEnTigan 10 w07

2) Wina1sazane 2 N NaOH 417 wianriunisnauaulsien pH 6

3) ANANENTaLaNE 1.8 W% Co(NO,),, 0.01 M SnCl, kaz 5 wAv% AICI,
Sauanslumnen 3.3 WianAuliuA pH Himadi pH 6 Aqadnsazany 2 N
NaOH

4) NI WAUAEINUNNTEIATI A NN TR

ai dl v % ca ol al
A19199 3.3 N192N M 1N 89LATIZINN LN WA A LR

1.8 W% Co(NO,), 0.01 M SnCl, 5 w/v% AICI,
NNLNUR n an n an n an
(Naaang) (Haaang) (Haaamng)

G1 0.58 0.56 -

G2 2.0 - -

G3 10.0 - -

G4 16.8 ; ]

G5 16.8 0.56 -

G6 16.8 4.0 -

G7 16.8 8.0 -

G8 16.8 - 1.0
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3.3.1.4 NMIRAATETVNNLNUARUNIY (dye/TiO,/SIO,)

1) HRANWERI1991N 1 nFN N lsinszanafalaan1snaulltn RO AasiLagas
Aoundwaniflunan 10 w1

2) \BNANTRzane 5wiv% Afian (dye solution) WAYANIAZATH 5 wA% AICI
5991919 3.4 Iaslun128An s i NnIuLs B1uay B2 aslANg19417avaned
% 1 ¥ =K a a a E% [ % o 1 P dl
fanaslineuudiasinansavaisazgiitlaundeniuiliuan pH TWlddA1ah
ANNNEAINIT AOUNNINUA B3, B4 ., B5,..., B8 ArnIN1ANATITATANE

a A % o Jo Y iy Y = a =

azgiitlanasliwiannuliuan pH Wiasaunfanisudoasfinansazaed
fiauasll

3) N9aILATANATNaUlALNIIRALNNAUAILIUAZNAUNALLIUNTZATHNIBI 3 AT

WEANTIAUN AU UNTEANHNTAIALINHAVTAAZNAUNIUNTE AN T

= 1
aanu1viTal

4) vhnznaulileuuitsngungi 60°C unan 5 alus

dl dl F A o oA ol ogj a
AN99N 3.4 NN M TUN194UA TN NNUFAATIN R U

0.5 wiv% dye 5 w/v% AICI,
NNLNURA NNLNUARUD pH Sol" (RAARMT)
(Nadansg)
B1 Tauaalod 7 2.0 1.67
B2 Taiuaalod 7 2.0 3.33
B3 Tdwnuaald 5 2.0 3.33
B4 Tdwnuaalad 6 2.0 3.33
B5 Tdwnuaalmd 7 2.0 3.33
B6 Tauaalod 6 4.0 3.33
B7 Tauaalod 6 4.0 6.66
B8 wnuAa s 400°C 6 2.0 3.33
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3.3.2 N5AATIZRANHULANTAURINNLNUA

1)

ANBILUNUNANLAZAMNUUNI TS AN LULEUN AL A e NARINEBIBLAN AT
wuL4a961 (TEM, JEM-2100)
AnTaseairanandaaimnaia XRD : yu 20 a1n 10-70 29a
AnsiuiinamnzEnemaia BET Wrnsfnagnemiintlsyanas 1 n3y
AnEnisiauszN1aLAS BaeLAseq Fourier Transform Infrared
Spectrometer (FT-IR) : ﬁqqmmmmﬁu 500-4000 cm’, Transmittance
(PerkinElmer (Spectrum one) spectrometer)

Visratinsungnsuaniulnunadaniuslus (Potassium Bromide) w&adn
Flusiunng aausiaestnsluildsaating (sample holder) w&qnlUnmaey
Anwilszqan rﬁﬁqmm@wmﬂ‘lugﬂﬁmﬁm Katpte Zetasizer  (Malvern,
Nano ZS)
Anwndluszuy CIE (Commission International De [I'Eclairage) L*a*b*
Eﬁfmmd‘}m X-Rite Spectrodensitometer 530 (45°/0°) ILaeX-Rite
Spectrophotometer SP 62 (D/8) : fﬁ'qqmmmmﬁ'u 400-700 W1 TULNAg
IENTUHAT D65/2° UAz DB5/10°

TunnsAnedaz anuAu e idui duvunuunszanaladinanis
WRNLANT N30 nanfuinduBuIng 0.5 N3 anntiuaadnluaes
(UKAPRINTA binder) #tin 1 nfuaall nauliidinduauiody slurry anniiu
iinlumuunszanaladiianeinagm 30° Auuszuuudafali slurry naawn
\deuauTudunszanalad ieliiuiefigamgideudseuiigumnll 80°C
e 24 $alus
ﬁﬂﬂﬁﬂﬂimzﬁﬂuumﬁ')mﬂ?m X-Rite Spectrodensitometer 530 (45/0), X-Rite
Spectrophotometer SP 62 (D/8°) °ﬁqqmmmqm§u 400-700 W luumg
Fragnai Uil dun1Esndlude 6 uay FT-IR (Nicolet 6700, Thermo
Scientific) : Fa1a AR 500-4000 cm, Reflectance Minaeinaifluaafiniuusd

1l diamond crystal accessories Wanlnagususaatneaiilumelunng

NATITH
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White pigment

Disperse RHA 1.2 gin
0.15 M [Ti"'] solution

Stir and Adjust pH with 2N NaOH

Hydrolysis in an oven at 60°C for

1,5, 7and 24 h

Filter off, Wash, Dried at 60°C for 5 h

Calcine at 400 and 800°C for 2 h

SEM and EDS

3.2 NN RIULATIZFINNINUFARND

43
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Red pigment

R1

Added Fe solution and

Sn solution into water

Stir and Adjust pH to 6 with
2N NaOH

Stir and hea

tto 75-80°C

Added 1 g SiO,/TiO,

Stir with o

room temperature

ut heat to

R2-R9

disperse 1 g SiO,/TiO, in water

Stir and heat to 75-80°C

Added Fe and Al solution

Adjust pH with 2N NaOH

Stir with out heat to

room temperature

Filter off, Wash, Dried at 60°C for 5 h

Calcine at 400 and 800°C for 2 h

SEM and EDS

all o o ca o=l
qipj"‘]J‘Vl 3.3 LNURNINITAIATIEUNNLHURALLAN
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Green pigment

G1 G2-G9
Added Co and Sn solution Disperse RHA 1.2 g
into water in 0.15 M [Ti""] solution
Stir and Adjust pH to 6 with Stir and Adjust pH to 6 with
2N NaOH 2N NaOH
Stir and heat to 75-80°C Added Co, Sn and Al solution
Added 1 g SiO,/TiO, Maintain pH at 6 with 2N NaOH
Hydrolysis in an oven at 60°C for
Stir with out heat to room o4 h

Filter off, Wash, Dried at 60°C for 5 h

Calcine at 400 and 800°C for 2 h

SEM and EDS

dl o o ca ol A
g‘]J‘VI 3.4 WHUNINITAULATIENWNLHUFARALUEN
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Disperse SiO,/TiO, 1 g in water for 10 min

B1,B2

B3,B4,..., B8

dye solution

Al solution

Al solution

A

djust pH with 2N NaOH

Adjust pH with 2N NaOH

dye solution

Filter off, Wash, Dried at 60°C for 5 h

SEM,EDS

917 3.5 UHUEIN13dILATIERRTRY
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Nﬂﬂ’]ﬁ‘i’lﬂﬂ’ﬂs’iLLﬂtaLﬂ‘i’]zﬁﬂﬂﬂ’]‘Jﬂﬂﬂﬂ\‘l

7

4.1 aulipnugrurawmunauuaslnniiandaasiznann Ticl,

am = >
411 /44U ﬁ]WNE"IUﬂ’EN LANLNAad

2171 4.1 AaNnn&ad SEM Lanalasa31949an1A2aduNatnadni1sang n) Rafn

au 9

IS4

wan 1) Bafuly A) uaz 9) unauftunisELA g 700°C (Hunay, RHA)

AN SEM A liiiuialAsa T 19189una U Ha A uue NN AN LTI LAZ Y

Auluiey dwuandlugiin 4.1 n) uaz 2) daugd 4.1 ) uaz 9) uansliiviulasaasany

a

anwouzilugnguresdiunaunlfndsainniswnnguunil 700°C  uazaNiiEnIenianIn

a

'
A a L

uanalumNII9i 4.1 WedmIifan XRF WUINe9ALszna uUAN1eAdILNALNAIAINNg
NQUUNHR 700°C AeTANT ALAAILWANTINN 4.2 uaT TUIANIINITANE AT IWNAY

wanslugili 4.2
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A7197 4.1 aniEnneniannaeainunay

qmugﬁ"lummmﬂahﬁ
ANUANINNILNIN , ,
700°C / 3 dqla9 800°C / 2 Falua
E 979 979
af’ aa o 2
NUNEKIANIZ(MT/g),-230# 192.41 184.04
mumm%‘mmaqmﬂ (um) 56.455 -
TASIASNAN* LIl LI

* ua XRD uAndlnIANLIN 2 317 9-1

A15197 4.2 Ha XRF 18989AUsenaun1aalizadinunaunasaininadoansa HCI

waziuAA g 700°C e 3 4alug

ﬂ\‘]ﬁﬂ’i%ﬂﬂﬂﬂ’]\nﬂﬁ 3uo %
Sio, 99.64
ALO, 0.08
K,0O 0.04
Na,O -
P,0Os 0.10
CaO 0.04
SO, 0.03
Fe,O, 0.04
CuO 0.01
MoQ, 0.01
Other 0.03
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Particle Size Distribution

Volume (%)

ol = N W ko, N

.01 0.1 1 10 100 1000 3000
Particle Size (ern)

U7 4.2 1ann3TAIIEaLLATEY Mastersizer LAAINIINIZANEATUAMNAL
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TmgINg

lalnslatangounni 60°C Wunan 24 dalus TealdiAn pH wazgauuniluniamuaalsd

BN
- . NUNE2
AUNNA . TAseasa .
pH ANHUTAZNDY - AN
(°C) NAan* )
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o [~3 [~1 v al
AZNAULNZALLINLT N AUA
. LAUINE
o v %
60 wiaasla nasannusdnaylé 287.71
a4 uglasidntias
HNRATNINADY
45 WALNNE
400 BNAIARIEAL uglasuazg 132.04
ndaniias
800 ANG IR glnd 5.278
AZNANIZFALTaTIRAR1
s ) o LAUING
60 WA w1 nasanuaLdaaz L . 245.06
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g 43 wa SEM aaslnntiengnlalnsladan pHe  iluaan 24 dalus

n) Tundangneuwiic o) nnudanmiuas loinguund 400°C way A) naidiaiien

waalriinguini 800°C

a

4.1.2.2 msAnnsinaljisentninaznzasnuanslnniis

nsdnenaifed e W inezazasfresuslimdefiidunmzfifainnag
lalaslaGagnrazans 0.15 M [Ti°] A pH 6 fuiaan 24 $9lu udan e uHauaznn LN
Lm@ieﬁﬁﬁqmuqﬁﬁmﬁu (400 LAz 800°C ) 11U Drimarene Red X-6BN (ﬁé’@uﬂazﬁg@u) LAy
Methylene Blue (Afiaxtszauan) uanslugilii 4.4 wazdnanaiadfisenIninaznedast

MHuanslunaen 4.4 Bearnmaneell wiwliddnaniannlfisenninaznrdafiedns
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a A o

Timfianduaszilfiainninzinaaiuilse Methylene Blue 49nd11lu Drimarene Red X-

Y v o1
o a A a <

RN vitiiiiasannusmnuieudsnismnuea laingnmgil 400°C Ailszqniafluay deden

o o=

1 1 v 1
AETRNANAL -27 mV AR pH Uszunae 6 (NNAKWIN U ANT197 2-2) wazANRazidasinld

WAINNTILAA LringnmnR 800°C Wasainnisszmeliaesnasalsdleaau (Cl) [35] Aatiu

vay

= o o a N yya oA P =
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ATHULATH ﬂmxﬂ@ﬂﬂmﬂﬁ'ﬁﬂ@ﬂqr]N@ﬂ'ﬂ@ﬂ%qiﬂﬂqﬁ'@jﬂsﬁlﬂﬂﬂLV]'] ﬂQHUﬂ{]ﬂﬁ‘ﬂ’]

inAznzaasflunstiaes Methylene Blue 3ufinlén dauniaiiadjisenduddientszqau

a

winladnelnnfienmnueaalminguugil 400°C Hdnanisiinlisaninian waz
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e lnnitlefmnuealoingmni 800°C lsifndfisaas adnnsnaiunalidienaiiuua

11anares Nty (RnLeuINaNamMnE 400°C uazginananmani 800°C)

% Absorbance

1.6

—e—ST-01
—a—P-25
un calcined
TiO2-400
——TiO02-800

-90

% Absorbance

()

-60

-30

30 60 90

Irradiation Time (min.)

120

——ST-01
—&— P-25
un calcined
TiO2-400
——TiO2-800

2109 4.4 nan1stiagdaI RS

U

Irradiation Time (min.)

210

anvev i tangnlalaslagan pH 6 wnan 24

31149 n) Drimarene Red X-RN (Afianilszqat)) uaz 1) Methylene Blue (Afianilszquian)
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F13190 4.4 Avpsndnsn il ireninazazlaga (k) 2esuslnnfiangn

u

lalnsladan pH 6 Wwnaan 24 dalus Waudy ST-01 waz P-25

v-hmﬁé’ms'm'mﬁmﬂﬁﬁ“ﬁm‘iﬂim:mz‘la%ﬂ, k (x 10° min™)
Drimarene Red X-6BN Methylene Blue
TiO,, 60°C/5h 2 32
TiO,, 400°C/2h 13 31
TiO,, 800°C/2h 0 9
ST-01 12 16
P-25 37 23

[ %

1 1 tdl a aana o v C
AN Kk (ANASN mmmimmﬂgﬂ@m) mmm‘ﬁmﬂmm In=2 =kt [35]
t

e C, lupudinduGusiuaasaisazate@tian (Drimarene Red X-RN %98 Methylene
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4.2 NSRILATIZABAZNITIATIENANHULANTAUDINNLNUA

A238NTRNNLNLE (nomenclature)
- 1% W, R, G UAY B BUnANNUAA117 ALAd A1aLaratintu ANNansL
- Ui -0 uwnuAnusNaUuisiguunR 60°C

- 14 -400, -800 wnuANNWATIELAR LHIGUUYH 400 LAY 800°C ANAIAL

4.2.1 dgUlnasnldlunsdaasz iU

4.2.1.1 MIRAATEZUNNLNUARTN? (TiO,/SIO,)

fnsTduamzilaegliasazans TiCl, waanslalnslaiaansuaiuans fiein
pH F19fL AR pH 3, 4.5 uaT 6 1wnan 7 T a9lEun W1, W4 uaz W8 MMNANAL WL
A1 pH 2189A771UAREAARIAINAT pH 3 LTutszann 2 a1nen pH 4.5 anadiiluilszann
3 wazainAn pH 6 Lutlsenie 4.5-5 Tagi W1 1Ty AvneudtinGuiifedudag
WUIUABE DU IWNALANAINIAIUANY dlevinisnsaamuiaznendindu dhunsvany

NIBIAINN LL@:ﬁ]:ﬂ’ﬂu%QLﬂuLa’]LLﬂ@Uﬁﬂﬂ@luuﬂ’izﬂ’]Hﬂi@\‘] @91 W4 waz W8

o ° a v Y oo a Ay - o
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1Nau aziianisuanduresnzneulagmnznauaiunilannasunnduinines uazdan
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a
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u
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o

Avasiuud antlasanwandagneandladlivunn  seannis (1) uay (2) [1] Auasd
Tmaviiliuanslugili 4.5
FeCl, + 3NaOH —_—> Fe(OH)3 + 3NaCl (1)

2Fe(OH), _ A | Fe0, +3H,0 2)

4.2.1.3 MaFAATZUNNLNUARLTE (Co/TiO,/SiO,)

ANTBNANNBERINT T waa il (W9-0) agluldaveslauead (Co™) way
ﬁumﬁ'@ﬁqmm:ﬁﬁmuuﬁ G1 wudniRansuenduresnneuduAg fuiulunsdies
Anuddauns R1 asdaamsdinnuudlnaninfngasazanalaueasasluasiaiuaae e
LLﬂ@Uﬁﬂg’Tumﬁi@zaﬂﬂ TiCl, Gaflein pH 6 uazmAsaniANansazanslaLeanadludai
A1 pH Miilu 6 anms arntiuinnnslalaslatalunnsiReiuiunnsdanmesifinmmud W
Wl iAANIANAZNaU N (Co-precipitation) 284 Ti” WAz Co’~ MAIANNHILNIZLAUNT
lalnsladaflunan 24 $alue AzneudidenammiiiAnTuazANAMLA Lasd Ly
anrazanela il uaranssinnsdnemenaufliifanisuenduaeanznau noLAy
asazanuRymiseansarantezgilienifinasliline HiRanisuanduresnsneuduiv

QTNNIRAATLIRNUAR T 992 1433017 Co-precipitate nsiAnlALaasadl]
Pl AN suAAduavtedBaari Sundeninmnuaalofiigrundl 400 ve 800°C

LazNaNAYNYiTenrgRitiaNadlinasedaasinuusinls Asuandlugili 4.6

9
o a

4.2.1.4 RNLNUARUNRY (dye/TiO,/SiO,)

nsinatsazaredfieniiiaanadindu 0.5 wios agldiinfidiniswd we-o
nsvaneFat duatiulunsinisdunziRnnuFALAUEI RN NS RNA Az AN 5
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B1 B5
B2 B6
B3 B7
B4 B8

U7 4.7 WnwudatnRundamsziiuninesing

4.2.2 N5IASIZRANBHUSANITAURINNLNUA

4.2.2.1 NamﬁLﬂswzﬁﬁnwm:ﬁ’mgmawmmmﬁ“u'lwmL‘ﬁﬂﬁLﬂ%@uuu
fan1me SEM, EDS waz TEM

N@mﬁmmzﬁﬁw SEM uaz EDS

nsiessiniuindsameililuniazsne) feg SEM sz EDS iiveg
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w8) daunnslalasladad pH 6 1Whunan 24 dalus (Wo) HinnsiaAeLTesdL e Bey
ginaneuuEunay  wdennsnuealnifignmall 400 uar 800°C awinlfieunia
lymiudnunautinnelnduiesinifanitarennsy uavdealifannsuanaesdi

Ty aauanalugilin 4.8 W9-400 uaz W9-800 uanaNBUAILAAIN EDS 289NNINUAA
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AINEANTALAIZEE SEM Waz EDS AAaNANUARRANHUZANRNNS
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NANI5ILASIZA2E TEM
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U7 4.11 wa TEM uansszununanaesinniiia luiniuus Wo-800

4.2.2.2 an1sANENIASIASINNANARINNLNUAAIE XRD
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NWNLNUARUND

NANIANHINNLNUE WO AQeinATlA XRD WAANAIILN 4.12 WU LHDLNILAR T
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u
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annuaunaiugndlfadeldsc@ansainundsdu uananiudodeaenndasiu
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TavaasuazlnueadiuaynudakuAs loinguuni 400°C  (G4-400 uar  G6-400)

Tidsngalaasuanaindaniedugu uwiiewnuaaloingnuugil 800°C wudn G4 ifin

v
1 o

wareduanng 34 uaz cristobalite (N1ANUWIN 1 gﬂﬁ' 2-12) A uRn s R
TauaasiuAyn (G5-800 WAy G7-800) TmmﬁmmﬁuﬂﬁLﬁﬁyuﬁﬂﬁ‘]ﬁmmu@mmmmm
uanvinlaueafdasiuniaasumaanueuwinalhifugng wazdudduninfnudnaas
cristobalite #nt wazlurasideaiunisldfynazdadinnsdasuaanueumalidy
TIndlingeiy

Tu G9-800 A9l lavaasdiuergiilansaniy Asiunsulasunaanuaung

v
N =

lihflugindanasilamauiunisldlauaadiuayn wananniudadsladifananaas

q

©

o

cristobalite ﬁmfuﬂzqﬁLﬁﬂuﬁN@ﬁi@mﬂﬂﬁﬂum@mmmimmLﬁmmz%m Intamnng
wanumaanuewinaluifluginduazlsidagiunsiin cristobalite 2898aN

a1nua XRD  Barlinuiadifulaveasiiae lnatanizednedelumednefiun
wnaloilil 800°C dianaiiiasnainnisfaansazantaeuds Tae M. 1. B. Bernardi uaz

Ansz [43] lBeTunelidnleaanldid (chromophore ion) i lavenanuddu laun Iaueast
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Taadlen uazman azidinlialu host matrix Miflulnnfevizeargfiun Ineniadinldunun

4

Ti*" vize A’ w&aisflugansazaneaedud (solid solution)

A=Anatase
R=Rutile

R C=Cristobalite

G9-800

G7-800

G5-800

W9-800 )

W9-400

MWMWMWWWWMG4-4OO

I v T v T v T v T v T v T v 1
10 20 30 40 50 60 70 80

2 Theta

917 4.14 1a XRD 299 G4, G6 WUy W9 nasniaiuuaa lainguuind 400°C
(G4-400 Uaz G6-400) waz G5, G7, G9 WUy W9 waInsiwaalainanmgil 800°C
(G5-800, G7-800 WA G9-800 ANANAL)

ANLNUARURY
=2 v a a oal o’l a dl
nsAnEfaamALia XRD Tuiniuusdnn(u uaalugild 4.15 wulenizuauma
1 ng// ug/jd”di o A o=l 09/ a val = My o

wintl iaflilleannluntsdaaszdiiniusaun dulddane wo-0 uwranwazliléninisg
wwea bl AniuAslsnganizieuimamintis dou Al uaz@fienlidsngludiumisle
aenszInazgiitoneslugiand AI(OH), gel Asanng (3) aqliilassdenanuaz@dions
[~1 a a o
Wlugnsaunse

AICI, + 3NaOH — AI(OH), + 3NaCl (3)
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A=Anatase
A
A A
B7
W9-0

I M L M L M L M L M L M L M 1

10 20 30 40 50 60 70 80
2 Theta

917 4.15 wa XRD 284 B7 {iguiy W9 waIn1sauuiiangmumunil 60°C

<9 & da o a
4.2.2.3 N@msﬁnmwuﬁmm LW']$°1I'FJ\‘]WT]L3~I‘1.J¢1I';]”JEI BET

ANATNUNEIRNIZLRINNNUARFN7 Nuandlunisiei 4.5 B1ldinsaudanis

v
o

o o o o o gy aa o P P P o v
Lﬂ@‘m_lLﬂ']LLﬂ@U@Qﬂ“ﬁum@\ﬁﬂﬁzﬂﬂﬂiﬁﬂNN@Vﬁlﬂwuwm’]'ﬂ’]LW']E:LWN"HHLN@W]EUT‘IULﬂ']LLﬂ@‘Ll

AAUNINITAAAL (192.4 m/g 71 700°C) uaznndandaameiluniazifeaniu (111.05

v 2

m7g ¥ 400°C) ufiagyinnisnuaalaiignuni 400°C udafinnu Melliesunannnis i
duansnazdtaannINzAiuIeseyn Ao lnntegIn 1Al 4.3 udniaiia
gruundlunisinuaaloiifly 800°C AnannliinuniosesinuAanaI0ti199IAL39 9l

dl a = 49/ dgl 1% QI a dl ¥ a
Lu’rﬂ\‘i@’]ﬂLﬂﬂﬂ’]ﬂlﬂ“ﬂ’ﬂ\‘iLﬂ?uﬂl‘ﬂ\‘iiﬂ/m’]l,uﬁlﬂlu u@ﬂmﬂuLme@meiﬂmmum@umﬂﬂmmm

2 1
o a

FaNUNRIANIzaa9RnNLE Tatanizasinetialauaafazdanasnan1sfianNanLazni13ln

a a K
AN TUNLNNY
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2 '

2

- . NUNRIFNUNIEZ - . RunRas Wz
NNLNUA , NNLHUA ,
(m‘/g) (m‘/g)
W9-400 266.280 G4-400 263.110
W9-800 98.031 G5-800 3.840
R5-800 51.735 G6-400 268.270
R9-800 97.554 G7-800 4.648
B7 271.820 G9-800 8.395

4.2.2.4 HANISANENWUEENILANTDINNLNUAAILATAS FT-IR

NAURNNNT Transmittance AN FT-IR Spectrum TutnaanAaL (wave number)

U104 500-4,000 cm’ uanalugii 4.16 Pnliinsudnluinuusnsas AR Uz

dd‘ A o dl a da’ [ da’
W auiuiinatuAsse UL

Awvtaflsyainns 3,432 cm” ilusumderes (Si) O— H stretching [39]

AN sENn0s 1,634 cm™ A wmdanes H—O—H [40]

AwaALsENne 1,095 cm” luAwLeres Si—O—Si asymmetric stretching

[37, 41]

Awtayszanns 793 cm” 1flu Si—O—Si symmetry stretching [39]

1 v
WAN NN UALNNTRARE N A UUUSALANFN A91] WO-0 HAUuMUetseund 469 Lay

926 cm” ARATWMLNTBY Ti—O WAz Ti— O— Si stretching [37, 41] AMNA1ALU R5-800 WU

AuiaLszan 536 cm 1l Fe, O, [42]
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% transmittance

B7

536.0é R5-800

W9-800
W80 -
3432.95 1095.96
W6-400
T T T T T T T
4000 3500 3000 2500 2000 1500 1000 500

W ave Number(ecm ™)

1 v

=S

919 4.16 e FT-IR wansWusztANNnaTulunniuue
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o Jaa ¥ =4

4225 N@ﬂ’]’iﬁﬂﬂ"]ﬂiz'ﬂﬂWﬁﬂ HIRUNIAAIEILATEN Zetasizer

25

20
15 2.86
10] 2.54
5
. & pH
0 T — T 7
1 4

] 2
-5

.10 4
15 4 2.27

-20 -

-25

-30

Zetapotential(mV)

5] TiO,-400

o 6%

9UN 4.17 Ardndgdmaeadiounay (RHA) Tnnfisidanseilagldninglunig

1

fuasziiduneniy WO naaniaumawaa lmiin 400°C waz WO-400 7iA1 pH 619

nanTsAnEAndgdAseuiunay Inntle waziinuuwd Wo-400  uanglugly

417 uaglun1ANWan 9 13199 2-2 Wunaued luinNAuAI pH 4.4 waziilszaansnio

[

Winiu -15.27 mV Inntandsinseiilaald Ticl, Negluinnauiisn pH 4.64 waziilszq

o aa (-

ANSNRYINAL -20.17 mV uasfiniuus WO-400 Mot lutinnauiian pH 5.31 uazillszqans

I o

ARWiNAL -8.3 mV
diunaudandnednduguidiisaiian IEP 1A pH 2.86 Ta1ilupn pH Naannias
AUAMINY ] (11979 2.2) Asag ludaeAn pH 2-3 daulnmfiendaunsuilesld Ticl, §

M IEP 7R pH 2.27 AAIN91AMIMOES) (pH 4-6) esannnisdansziinnuiialaeld

KX a

an9AesiuLlu TiCL, AWiWAsH Cf Baszmaesgiavesnnilauazfauddnaziiuaalain

gruuni 400°C udafladinlii CI aanelilnun uazAiniuus W9-400 Ham IEP A1 pH 2.54

=
MNUL

o

q
tasann e hliedeudanidilssaansiduavasin linnmusnladdssqan sy

v FZn 1
a

b % v a A 4 va S o - A v A 1 o dl
AUMNIEL mummmmmmmﬂmmmmwmmmLmumm Cl LM@ﬂi’]LWﬂﬁ]fJﬂﬂﬁ‘Uﬂiiﬁ'ﬂWN'}
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4.2.2.6 HANTANENAURINNLNUALUSELU CIE L*a*b*
nansAnenalaelimadnfisteu i@ uiadansasfieureuasfinny
anaAaUliga 400-700 W lunsresunanIlaLaINIRI§IU DB5 Aael observation 7l 20
war 10° Tmeuy 45°/0° way D/8° (Specular-Included (SPIN) mode Wax Specular-
Excluded (SPEX) mode) uazld BaSO, (@119) 1fuan98198¢ wan19ipdluszuy CIE
(Commission De L’E’clairagexy) L*a*b* [11] LL@mﬂum?N‘ﬁ 4.6 Tmﬂ‘ﬁ

L* A8 AHNAIN TAEINANFILEA 0 Q1D 100

V8
v E2)

A =l =

+a* AB ALLAY -a* AA ALTEN
A al A A a o a
+b*AR ALARY -b* A AUINY

1 dl v o o 1 ] al = 1 o
1nA1 L*a*b* AFEINIAIMAN A E 1e9usiazd ineFauieusesndnanisdnuuy 45°/0°
uaz D/8°

ANNNANNTIA NUFIANAIINAIN (L*) TBINNNUFATANTUAINNFANUDIH N

a9 AaANEed L* lunay 45900 fiesndnluniny D/8° (SPIN way SPEX) WulAsniuAn

Y v
a KX v v o Aa

A dl o=l = [~1 al A 1 1
ANNNLUADY (+b*) NNNULUAIL AIUNNINUARIATIUAINaNIUAeY dauAn LF 289

v
° a &

a el a A = = v 1 = o a ol [N A
AUAALAe Alen  wardunRuiuualHuduaaaiuluinuuddann  whAANmaes
(+b*) URAANNNBFALAILATATLIanadl1uN2E D/8° karANMTIUATNRY (-b*) Aanadly
1 o Yooa ol alal A al 1 a oal

g D/8° iU agllfidnininusdussariduasenmany ({1 b* 11nn9n a*) WNLWUWER
= [~ | a A A a 09/ a [~1 [ al oqj a
AenAazifludidananiuand karduntduiaviudinSuanuna

ANA1 AE TURNT NN 4.6 WUINAMNLANANNIESA E Aa1nn1saLRLL D/8° LAy
nadauuy 45%0° aglutdag 1.44-16.35 Taavinliudalunisnandnianisindasiasinng
= = . A N o K A A v Ay  a ' ] o a
Waud (color matching) Tae?iAn AE 1asdladniladlaneunuadnedldaasmetiuin
0.1-1 Aaagludag 0.5 < AE > Lusluscuunsinviaaniulalugog 3<AE > 6 A1 AE &

= : Vo aal p o . - |

AULAAITINANNUANGNTENINNAANATI BN  (matching)  Annystiazlosiouss
Tudiae@iaien (500 wluiwms) welilsauasludaslaegen iy Asinsuazduns anA1 AE 7

% G5 | . al al o” a a A al o o
1@LL2‘1®\W’1’3’13~IL‘]J1$ interference ARIALLANLLAZALNINL > AL > AU ATNANAU
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F13997 4.6 HA CIE L*a*b* aesWaniwzenaininimusiasie Inadnluszuy

45°/0° Ay D/8° (SPINUAL SPEX)

Frsud D65/2° DE5/10°
L ar b AE L a* b AE

\W9-400 45°%/0° 90.28 -1.15 5.54 90.14 -0.85 578

D&/SPIN | 92.89 -1.66 5.8 2.9 9272 -1.25 6.95 2.86

Da/spEX | 92.76 -1.81 7.28 3.05 92.58 137 7.45 3
\W9-800 45%/0° 90.71 0.27 481 90.58 0.01 484

De/SPIN | 92.47 0.7 5.44 1.92 92.33 -0.38 5.49 19

paispEx | 92.27 -0.93 5.92 2.03 92.12 -0.58 5.98 2
R5-800 45970 4419 2953 4354 43.13 2997 42.57

DE/SPIN | 54.38 2318 35.1 14.68 53.41 239 34.13 14.62

Da/sPEX | 54.29 2324 34.79 1477 53.33 2304 33.85 14.71
R9-800 45°/0° 46.15 24 89 16.85 4501 26.11 459

Da/sPIN | 49.81 21.44 37.98 10.2 4878 226 36.92 10.35

D&/SPEX | 49.68 2132 38.18 10.02 48.65 22.46 37.17 10.14
G4-400 45°/0° 65.23 1778 12.07 65.25 1782 13.83

D&ISPIN | 57.86 -16.35 10.41 3.42 67.39 -16.26 12.02 3.48

D&/SPEX | 67.82 -16.39 10.78 3.21 B7.85 -16.22 12.35 3.3
G5-800 45°%/0° 69.46 9 4.09 69.53 -9.31 5.16

D&/SPIN | 72.58 -8.74 3.39 3.21 72.66 -3 439 3.24

Da/sPEX | 72.29 -5.82 3.72 2.86 72.36 -9.03 a7 2.83
G6-400 45°%/0° B2.61 -16.04 13.07 63.56 157 14.65

D8/SPIN | 66.67 -14.81 11.22 3.78 65.64 -14.54 12.65 3.85

D&/SPEX | 66.53 -14.71 11.36 364 66.5 -14.41 12.76 372
G7-800 45°/0° 60.07 7.25 2.45 60.14 7.4 3.22

DE/SPIN | 64.18 -5.74 1.66 422 64.25 -6.88 2.35 4.23

D8/SPEX | 64.28 -5.79 1.98 4.26 6434 -6.88 2.65 4.97
G8-800 45°/0° 76.5 -8.55 9.32 76.41 -8.44 10.28

De/sPIN | 7553 877 7.99 16 75.58 867 8.9 163

Da/isPEX | 75.46 -8.91 8.39 1.44 75.4 -8.79 9.32 1.44

B7 45°%/0° 20.52 19.37 | -42.07 2263 11.04 -39.25
D&/SPIN | 31.31 1245 | -3358 15.37 32.73 .94 -31.86 13.17
Da/sPEX | 31.33 1654 | -3282 16.35 32.7 5.19 -30.93 13.93

AN AE N 1AAMUIDAINANNNLANFANNTE AN ALY 45°/0° WAL D/8°
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4.2.2.7 HANSANEINITHEY D ULFITDINNLNUA

mmzﬁauummmﬁnmum“luﬁfm AMNENIARY 400-700 UNTULNAS

1
A

4 a o=l a a A = 091 a |
NNIALTDULAIUBINNNUFRATIY ALAY ALTE9 LasAinRuludaeaiuenAf 400-

al

1 1 1 v v
700 U Tulums aLfudaemauaInAdunAINadFutuLAnF A waanly Auasiuduag

kYl

%

AnwudAalfiesuneliluiden 2.4.2 n13dpd Inenisasiieuuastoainuiasie] lugeq
a a P
AN ARULAN N ANNAILT A9t
a & ~ % P P o & -
ANLNUARUIY N1 HAULAINNTULNDAMNEIIAAWNNTY TAeANAN
dszanne 60% lutlsznnn 80% uanalugiin 4.18 Adiu nashnniuusdanalnisazian
LasnvNANLRAAUAIIN N suRnumuga9 uaznedauiy 4500 azliiAanng
AzfiauuasnAINdIn1ednuuy D/8° (SPIN uaz SPEX)
a P = % o = P :
ANLHUARLAY HNITATNAULAIAINN (LN 5%) AAHsaaanlutag 400-
550 w1 lunmg 9iflugaered complementary color (wa4du1Ew) Inenisazvieuuasras)
ANAWEIY 15% BA9R1NTUNITALNAULAIRZIANTURE19TIAEIAILATIAIINENIARL 570
P TNmT (a9dwiae) Wuanldaudanaine1aaun 700 w1ling (WESALAS) @9
wWesidumAnIsasTiaulaiazgegn (Uszuind 50%) meﬂugﬂﬁ 419 ANWULNITASTAULAS
P P o o Ao o o = dl
wuntifludneuznisasfiounasresianniduns  uazuwsliinnisazfiounasnasdunei
o/ Sded £ 1 al o a o
AT IADH wn THN WAL A UN11AS 99 H. Du LWaZADUY [43]
ANLNUAR LAY AN1TALNDULALNNTURLN9TAF T UuTE9AINENIAAY 400-500
= 09/ a =K a A a U dl dl
unTulNms (LavRuNIUNILAsALTY9) TAEHNITAETaULANgIgANAIINE1IAAY 500
PN IUNATLASAANTIA T UNA29N U 7210 570 W TUINAT (RWAD9) NAIRINTNNIRZTiaN
LARTANAIAUANNANNENIARULTENIDL 610 WITLINAT (LANRAN) UAaAee" LNTWENATS
- . 4 A . Y
LaziANgIqANAINENIAAY 700 Witumuas uans Tugii 4.20 uazuualiiunnsavfiauuas
10931389 dAT T BT uun N I &R La11Rse a9 C. Jing way S. X. Hanbing [44]
a o gl a = @ s £ oI dl = a c @ s 1
WNLNUARUNRY Hilefiiudnisasfieuuasanngalu 4 8 Tnoiladidudgagaa)
Alseunne 20%  NANENIAAU 430 U TULNAT NAIRANNTUNIFELNAULRIAEAAAIALIN
@ = o p =< - & & o
29ALFIAUDINANNENIAAULITENNL 600 W TINAT TeRtlafiduin1sdsianuwaatssunny
o < o o £ o e & A P P
4% PRIANUTUNITRZTAULAIALIANIUDNATIFIAN A NENIARY 650 W TULNAT 1Elsfwul]
wanalugl 4.21 Taantsasfieunasludosusnifunisarfiounasaa9aniitu (430

A
o o

U TULNAT) WAZNN9RETDULAS T aU ATl U TR T ULAIT9ALAG (650 W1 TULNAT) Fatiiy
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(¥ o

1 v 1 1
Anwuindaarsilfaseaiuiudiiduenua aasaiunisinaants b geuay +a*

(45°/0°) ltag 11-19%

W9-400(SPIN)
— e W9-400(SPEX)
4 W9-400(45/0)
1 ‘ — — W9-800(SPIN)
60 — / —<«—  WO-800(SPEX)
—>—  W9-800(45/0)

%Reflectance
~
o
1

) ' ) ' ) ' ) ' ) ' ) ' )
400 450 500 550 600 650 700
Wavelength(nm)

217 4.18 Wafifuinisazfiaunas (%reflectance) WHadmuuL 45°0° way D/8°

a

(SPIN 1a% SPEX) ludaamanuenaAdt 400-700 1T AT 299081 W9-400 LAz W9-800
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60
50 +
40 -
(O]
(&)
S 304
g
ks
& 20 —=— R5-800(SPIN)
S —«— R5-800(SPEX)
—+— R5-800(45/0)
104 —~— R9-800(SPIN)
—<«— R9-800(SEX)
0 —»— R9-800(45/0)

T T T T T T T T T T T T T
400 450 500 550 600 650 700
Wavelength(nm)

219 4.19 1lafifusnisasiaunas (%reflectance) LNasAULL 4590° WAaY D/8°

a

(SPIN 1@z SPEX) lug29A9nN819ARY 400-700 11 T1iNms 289 dx R5-800 Lay R9-800



50
) i
45 -
40 4
35

30

25

%Reflectance

20 —H
15 H

10 +

i

—=— G4-400(SPIN)
—+— G4-400(SPEN)
—+— G4-400(45/0)
——~— G6-400(SPIN)
—<— G6-400(SPEX)
—+— G6-400(45/0)

65—
9) j
60
55—

50+

%Reflection
&
1

254
204

154

T T T T T T T T T
400 450 500 550 600

Wavelength(nm)

T T T
650 700

—+— G5-800(SPIN)
—+— G5-800(SPEX)
—— G5-800(45/0)
—~— G7-800(SPIN)
—<«— G7-800(SPEX)
—»— G7-800(45/0)
G9-800(SPIN)
—e— G9-800(SPEX)
—— (G9-800(45/0)

10

T T T T T T T T
400 450 500 550 600 650
Wavelength(nm)

T
700

219 4.20 wasifuinnsasiaunas (%reflectance) LNaSAWLL 4590° LAY D/8°

au

(SPIN 1A% SPEX) lu99A21:8N9AAY 400-700 W1 T1MAT IBIWAN N) G4-400 LAy G6-400

Lae 1) G5-800, G7-800 waz G9-800
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1 —=—B7(SPIN)
1 —=—B7(SPEX)
20 A —— B7(45/0)

%Reflectance

T T T T T T T T T T T T T
400 450 500 550 600 650 700
W avelength(nm)

217 4.21 Weafifusinisasiaunas (%reflectance) tHNasALLL 4590° WAz D/8°

a

(SPIN 1a% SPEX) lug99A21:819AAY 400-700 W1 ILLNAT UR9WaN B7

NSALNDULRITRINNLN WAL UTINAUARY 500-4,000 cm '

N13asTiauuasluga98uNs 1A (IR, Infrared Ray) 289ANLNLA ldaaiauAdy 500-

4,000 cm” wanslugili 4.22 wudn AnwuavnAsndups o insas i uuaa ey

v
o 1=l

FIUFANIATAAULTZNNNL 500 cm’ AuDNATAAULITZHN0L 900 cm” ANNTUNNTAETIauUILAY
! o A = -1 A & o o A =
ATARE ANAIUAZANGATLATAAULTENTL 1,100 cm ' UATINNTUENATIAUGIAATIATARY

1lsranns 1,300 cm™' annsiuA ez llauniaaaaaullsyanns 4,000 cm’

WallFauiauns wuanNaaAanlseunns 900 cm” WALNUE B7 An19aziiatnas
49nan Uszunns 97% 9e3asunliiun W9-400, W9-800, R5-800 uaz G7-800 HANLgznnm
94% Uay G4-400 HnN3azTiauuatfnign Useunm 70%

o 4 a4 a . . o Y 4 4

dounaaadulsznane 1,100 cm’ GuduAundannisazfiauiasnnng i

s P 2 y A = a A4 o

UNIEAINTN ANUAIN19gAnABuAdluT9HIWes N19ganAuLAIIANENIAALTLTY
n1agadunasui liiifian1sdu (Muntin-vin) 2e9iuse Si-0-Si 1edan niludusinsm
[45] Taawudn R5-800 war G4-400 nnsaziouuasnnngaiszunns 60% sasasunlaun

W9-800 Az G7-800 HALI3xdnnd 76%Uaz B7 NN1sasiiauuasunign Usyunn 95%
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A 44' 4 a e aa o P
RGN A ala! 1,300 cm WﬂLNuﬁWlﬂ@Nﬂ’]ﬁ\@zﬁmﬂuLL@Q@ﬂW@‘ﬂﬂ?:ﬁqu

|
A A

90% hlilaufsaunausendnainiuusiuaazd Niaupauiinudn B7 Innsasiauuaagengn
Uszi104 99% @98INNAE G7-800 HANLIITHI 98% AT G4-400 HNNIATTiauLaIRINgn

1/35110 90% AIUNNLNLFAUNY WO-400 Ay WI-800 An194sialiuadtseunns 93%

I o aa

HunnsuiunuaaInda@daunssaluiadnnuiaulneaniy NIR (Near Infrared

o 3 a rdld < @ 3 ¥ ¥ Y v =
Ray) A9U ‘WﬂLNLLIF]‘V]ML‘]J‘ﬂ?L“Huﬁlﬂ’]ﬁ‘@ZW@MLL@\?Nﬂﬂzﬁqﬂqﬁﬂﬂgﬂﬂuﬂqqﬂﬁ‘@uiﬁ6’1 AN

k)

3117 4.18 azwiulfidn B7 An1qaziiauninsiaulannags doulnniflanunundinaeiludd

u q

!
a

nsgaduAnsFaundasataaulaae Tnaaniglnnulianenues 4 800°C Gadlimaiiy
sindaziinnsaziienaniaunlsziin 96% degendnlnnilefmuaalaiii 400°C Ga8

wafluheuma
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Arditional parern: Ta replace 16-617 and valdated by calculated pattem. adarm| 2] 4 4 1
Addizional parenn: See (CS0 36406 [POF T6-1934), gg;;g g g ; ‘:
Dara enliscrion flag: Ambient =mssog| 3| 4| 2| 3
gsges| 2| 2| & 1
grgpal 4| 3| z[ a4
mzssa| 2| 1| 2| 5
wsmi| & 3| 7| 2
“o3ami| 4| 2| 5[ 4
Mail. Bur. Stand {U.5.) Monoge. 25, volume 3, page 57 (1964)
Radiation : Cukal Filter : Beta
Lambda : 1.54058 @-5p - Motgiven
SEFOM : F3l- S3(0.011645)

3171 A-2 JCPDS (00-029-1360) w9alnnuilaaiinuglas
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Pamern : 00-021-1276

= 1.540538

Quafity - High

Tiz

Titanium Oxide
Rutlie, 5yn
Also caed: iania

Lamice - Tetraganal Mol weight= 7290

B : P42mnm (136) Volume [CO] = 6243

&= 4.59330 D= £.250
Dm= 4230
¢ = 2.85020
= 2 eor= 340

Eaneral commeants: Mo Impurty over 0001%.
Samyple sourca or lcalTy: Sampls obtaned from Mational Lead Co., Soush

, anatase (fefragonal) and brookie
{orinorhamibic), canverted to rutlie on heating above 700 C.

Opuical daga: A=2.2467, B=2.6505, Sign=#

General comments: Oplical data on specimen fram Dana’s System of
Afneraiogy, TTh Ed., 1555,

Raflectance: Opaque mineral optical data on specimen from Sweden: Raf%=
2003, Disp.=Std.

Vickers hardness number: VHNg=1132-1137.

General comments: Paltern reviewad by Syvinskl, W, McCarhy, G., North
Dakota State Univ, Fargo, Morth Dakota, USA, ICDD Grant-in-Aid (1990}
Agrees well with expenmental and calculated patiems.

General comments: Andiional weak reflections [Indicated by brackets] were
abserved

Additional pamern: Valldated by calculated patiem.

General commens: Naturally occurming matedal may be reddish brown.
Codor: White

Temperaiure of data collecrion: Patern taken at 25 C.

Daia collection fag: Amblent.

Matl. Bur. Stand. [U.S.) Managr. 25, volume 7, page 83 (1959)

Radiazion - Cukai Filvar : Monochromator crysial

a-5p - Mot gven
Internal standard : W

Lambala : 1.54056

SEFOM : F30=-107(0.0088,32)

Fa b3 po OO0 O 00 00 OO B B b3 RS RS = fa O Oh s 00 B3 B 0 RS B = RO

=

Chods Ch G B G B B3 Ch B o= = B Gl e o B D RO B B G B RS G G s G R DRI R R = B

S

GEMNMOMWHL = 2 O 0MNWM 2 2 W2 OO 0N 20N =00 =

—

OO0 WM WORNWLW-=-=20O0MN—~0OMNMO00O—-MMNMO2MN - 0OMO—=0=0=0

1% A-3 JCPDS (00-029-1360) 284 mnuiieaiiaglng



Pamam : D0-039-1425

Radiarion = 1.540553

Qualy : High

Si0z

Sllicon Oxide
Cristobalte, syn

Lawice - Teiraganal Mol weight = E0.03

8.6 PH1Z21Z (27 Volume [CO]= 17124

a= 49731 Dx = 2.331

&= E.92360

Sampie preparation: Crisiobalie was prepared by the Trans Tech Comparny
using Berkeley 5 micron MIN-U-SIL(R]. A two Kiogram sampile was heated at
1600 C for eight hours. The sample was then alr quenched, treated wiin 6N

HCI and then jet-milled. The +325 mesh fraclion was then remaved by skeving.

Color: Colress
StrucTure: The struciure was detenmined by Peacor (1),

Tamp-wamm of data colecTion: The 1.E'|"I1|F_'I311.II'E Was ~25 C.
Polymorphism: Them are a numbsr of ctner foms of 5102

Adoimional pawern: To replace 11-505 and validated by calculated patern.
Aduimonal n: See ICSD TE4E4 (POF E2-14D4); Sae ICSD 75400 (POF
E2-1410). See G50 30260 (POF 75-023); See ICS0 24927 (POF 75-0351
See ICSD 34923 (PDF T6-936) See ICSD 34220 (PDF TE-037) See ICSD
47213 [FOF 77-1315), See ICS0 47220 (FOF 77-1316); See ICSD 47221
(PDF T7-1347};

Dara collection fag: Amblent.

Wong-Hg, W., Mchurdle, H., Paretzkin, B., Hubbard, C., Dragoo, A, NBS,
Galthersburg, MD, USA., ICDD Grant-in-Ald (1988)

Radianon : Cukal Fifrer : Manachromastor crystal

Lambds - 1.54080 d-sp : DMfractometer

S5FOM : F20=84{0.0100,25) Internal sTandard - W FP

did)

403974 1
351470
213532
234116
2 4B740
2 46750
234170
2117
201357
182935
187147
1.75907
1.73033
168221
153488
161217
160131
1.57207
156745
1.53356
148520
143185
142102
1.38906
1.36560
132277
1.34550
1.33336
1284976
126133
122318
122375
1.20599
118427
117576
116384
115546
111050
108783
108626

e N L ey JY [y Wy Ny S R S r o=

= WWWR W ERWWS0WLWRNNRMNMWWWNWRW “NONN=SMNMER =R

Wt et QNN 00M= MO0 == 0 D00 = 0 0= 00 = =0 E

[

Ok B o=k e O 6 O =k f B D N G e b o e RO KD =i B O =k b G e DR G B =t = b DR = O =

917 A-4 (00-039-1425) vasEAN"1HA Cristobalite
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Pamem - 00-033-0654

Radiazion = 1.5405%3

Quaiiry = High

Fez0s

Iron Cidde
Hematite, £y
Also called: bumt ochre, colcomar, rouge

Lamice - Rhambonedral Mol weighr = 159.69

56.: R (16T} Volume [CD] = 301.93

a= 503560 Dx = 5270
Dm = 5260
e= 13.74690
Z= & Moor= 240

Opuical data: A=2.04, B=3.22, Sign=-

Meting poinr: 1350-1350°

Color: Dark reddish brown

Sample source or localiTy: Sample from PAzer, Inc., Mew Yorc, USA, heated
at 300 C for 3 days.

ACTITONE] PaTEN: To Teplace 13-534 and valdated by cakculated patem 24-
T2.

Ganeral comments: Dpaque mineral opiical data on specimen from Eba,
Rfg=30.2, RRGR,=06.1, Disp.=1E, VHN=~1038 {mean at 100, 200, 200), Color
valueg=1 203, 309,208, 2 200, 309, 257,

Aduiional pamern: See ICSD 64509 (POF T2-7).

Ganeral commants: Pattizm reviewed by Syvinskl W., McCarthy, &, North
Dakita State Univ., Farga, Morth Dakota, USA, ICDD Grant-in-Afd {1990).
Agress well wih expenimental and calculated pattems.

General commants: Addiional waak reflection Indcated by brackess] was
observed.

Commaon name: Alsa called: crocus mantls.

Common name: Alsa called: wenetlan red.

Comman name: Alsa called: termite,

Common name: Alsa called: Indlan red.

Commaon name: Alsa called: cocus.

Temperatra of data collecion: Pattem faken at 25 C.

Data colisction flag: Amiblent.

Nall, Bur. Stand. {U.S.) Monogr. 25, volume 1E, page 37 (1281}
CAS Mumber: 1308-37-1

Radiaton : Cukal Filrer : Manachromador crystal

Lambnta : 1.54060 o-sp - Diffractometer

SHFOM - Fa0=E69(0.0111,39) Internal sTandard : AQ

ad)

366400
270000
251900
225200
220700
207730
1.34060
165410
163670
1.60330
1.58920
146530
1.45380
1.41380
1.34970
1.31150
1.30640
1.25920
1.22760
121410
1.1E960
1.16320
114110
1.10350
1.07680
105570
1.04280
103330
0963820
097150
096060
D.asa10
095160
093180
092060
D.90E10
D.35980
035540
057830
D.3E480
035430
D.34360
033820
D.30E30
030140

=

ahEwEudEE

HESw;

B B G BN G = EN G =k BN RS RGN B BN =t f G sk e B3 ) BN OB RS BN G0 CN B G =

e e e e = = e e e = e el e L e el = el e e e e el ] =3

B P B D G e B G b ok b B B b B ek ek i P U PRI PRI RS I D ek B B0 RS D ek b B b b O B ek B e 1 e

-

[= Y = S AT I R = X A =l Y (e T e T e e U (A ST (e

10
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