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Abstract

Titania photocatalysts were synthesized fromTiCly precursor via hydrolysis process
with addition of citric acid, ammonia or mixtures of both. The calcination temperature
was 450°C. The catalysts were characterized using SEM, TEM, XRD, BET surface
area, UV-Vis spectrophotometer and XAS.

Photocatalytic activity of the catalysts was evaluated by degradating 10 mg/L
methylene blue contaminant under uv irradiation and the results were compared with
Degussa P25 activity.

SEM and TEM micrographs show that all catalysts are highly aggregated except
the catalysts prepared by adding NH4OH. XRD and XAS results corroborate that
addion of citric acid can promote the growth of anatase crystallinity. After calcination
at 800°C, only the catalysts prepared with addition of citric acid and ammonia
(namely, WCA-800°C) consist of anatase and rutile mixed phase, the other catalysts
are all in rutile form.

The results of photodegradation show that the highest photocatalytic activity was
observed for WCA-800°C catalyst even though its BET surface area was only 13.35
m’/g. WCA-800°C catalyst shows an comparable photocatalytic activity to Degussa

P25 due to its similarity in anatase to rutile phase ratio 83:17 to Degussa P25.

Keyword: Photocatalyst, Titania, Methylene blue degradation
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v & % 4pA4%:2 (Chemical Vapor Deposition > CVD) ~ j% 4p 7 % /% (Liquid Phase
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%A 7
s A e Eok iR RARE R b0 B e 4 (1) R £ #k i3 (Mixing and
Hydrolysis ) ; (2) #% i SR L ( Gelation and Condensation ) ; (3) i % (Aging) ;
(4) §z% (Drying ) £ & & p 7 Fi& {7 #1 &2 (Heat Treatment ) [ Fft X »2007]) -
- R B AN e [5R N> 2008])
(1) kj#F & :

M(OR)n + H,O — M(OR),.,(OH) + ROH
(2) Rper -

(a) k7t

M(OR), + M(OR),..(OH) — M20(OR)»» + ROH

(b) p 5 A -

2M(OR),;(OH) — MyO(OR)sms + H,0

2R

M(OR)n +2n H,O — MO,, + nROH



(2) 7HE=EPAE ok ~ B FwE o

(3) Pa¥ETFsSUR -

2-2-2 -k #;# (Hydrothermal method )
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2. & ¥ € kw54 848 [Stengl et al., 2008 ; Seok et al., 2010] ~ i3 #| [Paola et al.,

2008])~ & &8 & [Yanagisawa et al.,1999) ~ pH & [Zouefal.,2010) ¥ -k 3
2 [Addamo et al.,2005] % F Jgif = FRGHAEFTF T4

KB E A FE G T ik

(1) & 4 i

(2) #iz- 2 A3 > BRI -

(3) FI* * b BT RRF AN > blde ARk R E

2-2-3 Bt i (Microemulsion )

Mgt A & ¢ 3509 4p (Oilphase) ~-k4p (aqueous phase) & &7 € 3 7% 5
A I RS TR EIN e R ke B340 5 BEARF FEEN
kAR om RS o € " M --kenfh g 5k 4 (interfacial tension) > ® j B4R
Mk A e N2 pd e o EHEF2Z Ko B (surfactant ) 4 » o
B kR s A S R PR B T g B PR R der o [ 5

2010])
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2-2-4 i B § a2 (Chemical Vapor Deposition > CVD )
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2-2-5 @ 4p A i* (Liquid Phase Deposition > LPD )
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ELIE = pTe U E R i,’J%ﬁ}%E!féiEfv CAE L ERME A BB g 7 e

£
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K AR AT EER (WPt Aus Ag 2. § EREA G PFias
AT -RRHE R EDE D o FILF AR T F LT R
TE A e A R & R 0 R T T T R ook A H 4o kL R

fRF B amed oo

2-3-24F & L HH LU

LREABI A LR F R AR R TR ER ok A g
TR W AEFET T g ERER (lifetime) > 2 # 4 o T F BE DS G5 T
e % [Serpone ef al., 1995) - Serpone & 4 #F 11> A4 & L HEP » F KRBT K
FRBE )DL ERMPFERET IR F AL A T+ BEFRRT R
f (morecathodic) 2. X #48 B2 BHEF R R T APHRD ¥ st i+ 2 L 3§

ARSI RS T FROE PR I N SRV R RS S L
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233 B0ERE R
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2-3-4; r*néhflf—,%p‘_—i-

L fRud o bait £ (4oN-C~S F) % 7 & TiO, X 4eic %]
VIR e B AT k2 T B 0 M 4o B ELE f22CF o Chekini & 4 % * TiCly 5w
Sede A W Bl H % TIO W2 N-TIO, Em > A UV R T BLY AE > 9%
BEARION S T U 40 #& # (anatase % rutile )% "% 1< TiO, s M.> @ N- TiO,

W2 kTR Ea % L P AR BT 4 TIO, % [ Chekini ef al., 2011] »

Cho ¥ % [Cho etal,2002] i * J Jpk (¥4ci Al (sensitizer) &7 2 %R
ﬁ/j"l' i T102 Jcﬁa'ﬁﬁ‘ /? Féﬂ;"?ﬁ’ﬁ’xm%ﬁjfﬁ LE ﬁ ‘L%J}'ﬂ 4' ’ g ﬁ?‘?ﬁﬁﬁ
T R EEE LGS EEE o FTF BRI B 2

¥ R [FS2007] -



2-4 - § 1 ﬁké)ﬁk

Arbuj % 4 @& * TiCly 22 NH,OH 3 # 584 > 1% fj H vk jz & & 4 TiO, » #-H
A7 R R T (TARUE (400~900°C) s X * T AT L T A iR 7k B )
oo RS T > 700°C PF & A € i _anatase § B % S rutile r B R €5
FHER R H e m S o Ra FRIF 2 o F TiOy K5 T50°C 4TS 0 vt o Ak
5102 (m¥g) > 2 PEE 4 Bt ek Bt ok o T fRiE 5 P2S Ap i 0 da gk ET)
S H B A )22 P25 (80:20) #p ke o F R AR E i 4 3t s 4p o [Arbuj, ef al.,

2010}

Zhang % A & # 12 TiCly 3 % Sp4% » 7 4e(NHy):S04 £ NHOH 741K 32 33 %
pH & » 5 400°C457& 2 | P&~ > & 0 J% %) 7nm H - anatase 4p f 4 o T
#01 TiCly Bsg phgr koRig @ 7 v 2K f3h 38 - [ Zhang, et al., 2000])

(1). TiCly+ H,0 =TiOH™+ H + 4CI
(2). TIOH”=TiO?+H"

(3). TiO™=TiO,+2H"

Li & A 12 TiCly v NH4F % = 5d» > 0ok j2 & & N~ F £ 3332 TiO, # ¥ fr it
TR R BR%RSE T NFEBRFLRP T RG22 LRLE > £
HEFTO0C4ER » P N FEBRV xR ENL Tz 28 LApES D

B R o[Lietal,2008])
Yin ¥ A4 2 x i % ok EGE 2 TiCly 2 R Hgpe B & 91 8 - 4p i anatase Sk ff 40 1F

FRORFAEE TICL Y HTi" A2 &% ¥ LTIClLE R > UL anatase &

Al £ ERIBRY 7 e KC1~NaCl | § 4% rutile & 4p = & [Yin, ef al., 2002] -
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Yin & 4 225 A TiO, 5w 5%de 0 o RFGZEFE o 2 & dp 3R PE
7%t HF ~ HC1 ~ HNOs % > T332 i € 25 = & i 54k 2_ anatase TiO, o 73 7% ®

¥ 3 HF ~HNO; > » § )= anatase TiO; > & *F 3] & 2 A4 [Yin, ef al., 2001] -
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2STPRENS

i E’_&f (Methylene blue » C;¢H1sN3CIS) #_- ﬁ_:‘?ﬁ IR L4 FAAT D
AR B R R BRAR  F A A AR R E SR
* [Gong, etal,2008) FEFBFRFEEZ>FEALT " AET R € Fopricp

FRek 0 fRiL IR % 413 [Oladoja, ef al., 2011] »

2-6 T ¥ A ER KR

— R TR KA TGRS R BEAE RS AP E RS
FAL W E ST TS o % 7 AR AR KB " ddZ > 2 5 R
F 4o ¥ 58 [ Wang, et al., 2009]) -~ & %4 &t [ Ciardell, ef al., 2000]~ # 1z g2 [ Ma,
et al.,2011])~ 7% e vt [ Kannan, et al., 2001] % & i i+ *% f2 [ Kim, ef al., 2007 ;
Jin, et al., 2009 ; Li, et al., 2010]) -

fOERERE G IR B AR R B PR R R TL G
ﬂ&wﬂi*’Eﬂ$$@$’?ﬁﬁﬁﬁﬁéﬁﬁpi’%{ﬁﬁ[%mad,
2011)~ 4 EfoH B * A [ Annadurai, ef al., 2002 ; Dutta, et al., 2011)~ ;=& [Li,
etal,2011])~ ¥%#¢ 3 [Yang, et al.,2010]) ~ /] & & foif 1% [ Batzias, et al., 2009 ;
Deng, et al., 2010] ~ #&#% [ Vadivelan, et al., 2005 ; Fierro, et al., 2010~ #r# [ Tan,
etal,2008)~ =& [Han, etal,2011)] & » FF v 4% = A~ B E4fe1 £ xR
FPEHAEFNRE D G oonS G R SR A e A S BRAE
WoRPE- BB oMty 4~ 2 &5 4 % [Wang, eral., 2009] -

TE KRR EERRI A - FEF AR 0 2 F ey RBEFT T A fER
Fi G RfrRBIE ALY R FE AT GAL LT AE A AT

Wh - q o
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3-1-1 R % #F %

(1)
2)
3)
4)
)

(6)

7z % i* 4% (Titanium ( IV ) chloride > TiCly ): =98.0 9§ > Fluka» Switzerland o
& 5 p& ( Citric Acid» HOC(COOH)(CH,COOH), ): = 99.5°J.T. Baker> USA -
% 'k (Ammonia » NH4OH) : 33 9§ > GR.% » ALDRICH > USA -

4 #3 -k (de-ionized water) : # ¢ A& <10° mho/cm -

I ¥ A & (Methylene blue hydrate » C1¢H sCIN3S - xH,O ) : 96 % » Riedel-de
Haén > Germany -

® * = § i 4% (Titanium oxide P25) : Nano grade > degussa * Germany °

3I2RHREZ RE

(1)

2)
3)

4)

)

BOR A A2 d 4 B TB900 5 max. temperature 1450°C - # B % 1 #
3R SR L

S & 2ok 107 % » GF-3000 » A&D Company > Limited > Japan ©

128 %45 (Hot Air Rapid Drying Oven) : RHD-120L > max. temperature
200°C » RISEN > USA -

#o % (Centrifuge ) © KN-70 » Table-Top RS-4 Swing Rotor » max. speed 5,000
rpm * KUBOTA > Tokyo - Japan °

BE RN TS EMs / X ki #4033 % (Field Emission Scanning

Electron Microscope * FE-SEM / X-ray energy dispersive spectrometer > EDS ) :
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JSM-6700F » JEOL - Japan -
(6) 7 &% ;X 7 + & Hr 4t ( Transmission Electron Microscope * TEM ) :
JEM-1200CX1I - JEOL - Japan
(7) X % % % 3% %+ k% ( X-Ray Powder Diffractometer, XRD ) : RIGAKU
Geigerflex - Japan °
(8) * % m ###| ik (BET Surface Analyzer ) : COULTER > SA3100 > USA -
(9) % ¢t-v B &k ik (UV-Vis Spectrophotometer ) : UV-2450 Shimadzu
Corporation » Japan °
(10) # # 7 (Integration sphere ) : ISR-2200 > Shimadzu Corporation > Japan °
(11) % &5k &3+ (Spectrophotometer ) : U2000 » Hitachi » Japan e
(12) X kw7 k2 ( X-ray Absorption Spectroscope * XAS ) : Wiggler C (BL-17C) »

National Synchrotron Radiation Research Center » Hsinchu » Taiwan
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32 g2 Wk

3-2-1 3 TiO; % ff £-(W-TiO,)2. W #

F S o ARAC B 3-1 7o o

(1) £5 30mL 2 35 KR zje 3tk kip ¥ > AR 7MY 245 10~20C 1]
P B PE A B 4 ~ 10mL TiClL ( =98.0 9 > Fluka) -

Q) B2 EUBEERLE2 PSS HT 60~65C 1) P o

(3) 2B 3 90~95C 4r# X 3 iR do ¥ 15 B >0 105°C 4447 »

(4) 1T T PGERF (S 0 % F R S°C/min S B SRR A W R BT

LZ}
Fd

450 =& 800°C » #" - ’J' H‘": °

(5) 114 g kF RS 2 Bk 0 £ BT 105°C T 24 1 PF o RS

PENN

FEP A F TR A WA
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A\ 4

[ 7k-kiz (10~20°C) 1 hr H ‘v 10 mL TiCly ]

[ #3422 hr (350 rpm) ]

A\ 4

[ o4 (60~65C ) lhr]

y

e % 5% (90~95°C)
105°C %57 {8 77 Jir

A\ 4

[ 7% (450°C ~ 800°C > 5°C/min = ;§ > 458 1 hr) ]

A\ 4

[ R4 33 ok (30mL) ki 6 =

A\ 4

[ 105°C -3z 24 hr

Bl 3-1 % TiO, % ff (W) 2 B % /in 42 8]
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3-2-2 = TiO, % g2 W

BB AR ACB) 3-2 P o

(1)

2)

3) ~
4)

)

(6)

FEB~2.5¢ ¥ (= 99.5 L.T. Baker) i 4c,L 30mL 2 g+ k¥ 123 R
fsH-H B A RORIE Y 0 AR B AP dF 10~20°C 1 ) PFEX B 4 » 10mL
TiCly ( =98.0 9% » Fluka) -

BN R E BRI S A FE T 60~65C 1 ] FFIE M 4 » 15mL £ -k
(33 9% > ALDRICH) -

R D 90~95C £ 3 3Ric (s B2 105C 403z -

BB D engg RAT (s 0 6 F B IR %p 0 5°C/min 0 R i SO F R A WA T
450 ~ 800°C » 4%8 1 -] p* -

IR A ’J\,F PeAEEIS 2k Rk o B BT 105°C s 24 o) PE O B ER{S T
FOEP| D § A ELE & 0 11 WCA fE2 -

AR @l‘% df:f&#\o’ré‘"—é k (WC) 2 #\/fj‘é‘fﬁﬁﬁ;/fl‘éﬂé Kk (WA)
EARES U TAE L R o

17



A 4

[ I A% (350 rpm)

A\ 4

[ skokiE (10~20°C) 1 hr ]4—[ ‘v 10 mL TiCly ]

A\ 4

[ #3422 hr (350 rpm) ]

A\ 4
. oo T n
[4c7§f§(60~65C) 1hr]<—| 4e ~ 15mL % -k :
\

A\ 4

% (90~95C )

A\ 4

105°C 447 1 77 e

\4

[ 478 (450°C ~ 800°C > 5°C/min = ;8 > 458 1 hr) ]

A\ 4

R4 33 ok (30mL) ki 6 =

\4

105°C -3z 24 hr

B 3-2 T TiO, % ff 452 ®W % 7 A28

18



33 F AT 2

3-3-1 FF HFh T 5 s/ £ £ 4% & (FE-SEM/EDS)

SEM R Efl* LERTFHALT I 4 L3 Ll = BTGB
BRI RE SR RIS A A G AP XTI ERKT S

SR B S G R A - ) U S TS M B T
Forg st F A5 0 AR R 0 R AP R T BRFR R T MRS B R
BB AETF21.0nm (15kV)~22nm (1kV) ¥ 7 AMT R (7 K3

0.5kV) TRLZZHEM2 &k o FREEUH 3 2R F L AT RS X %

{

oot o e Bd ok F B L REPLRTEZLHFET R T
2o AR E2Z T 817 SEM 9% o EDS RIZ A A * 4vid 0T R
FHRERARIPERB LTI pFE LI 2R MR LTF T EH

CERN A BN R L X kA AT

%“’e

B R AR g R S o R R

133¢V « EDS T £ % # k538 ¥ e ~ 3 22 2 2R A4

3-2 75N % 5 kg (TEM)

TEM £41* 3 R F A7 SR EFE L FeNE S 2 PR 250> LiFS
B SfrE A LB A A b2 A s B Bt B S BRI ST R
4 o TEM 552 Bl % % 2 5 i £ 48 50~ RKOEE Y 0 rAgd b BT M

ARTHS 0 F RO TR e SRR iR MR iR e T AT o

3-3-3 X-ray ¥4 4 47 (XRD)

Xrayd- fiimp £ 2 REM > § AR 2 TIRF L Pai g S BB
19



HLERF P NT I R HE RIS o FHHY PRI PR FEKE (1s) T

Mgt 32 TS PRLE (2p) R N EE > e BERY
TF A PR KPR F Xray D o B 4T A 4 K Ky
A AR > kA 8] 21,5406 A 1.5444 A o § Xerayid - 24 ARt B
(long-range order ) 4= F P¥ » 4% ¥~ = (hkl)((hkl) & & # 4n 1 ( Miller indices ) ]
T b2 RS R SRR AT AT 2 B E R P R S T g
= Yk L o d Bragg’s law :
Bragg’s law :
nA = 2d sinfd

(34 3-1)

AR

o

Do T B EEAE

>

Dk dE R
BEREF A iR o

XRD # %31 & i dicdp i (1) ¥5498 20 2 =8 (2) ¥esdd 2 5 % » 7 4
pR A TN S S AR Skt ) o AR %Y XRD R LR L 30 kV
TmE20mA e i 4F 0 A4 chXray £ A 5 1.54056 A F & B 20
5 20~80° i 5 5 3 deg/min FR REE I B AEIEREMELE €
( The Joint Committee on Powder Diffraction Standards > JCPDS ) #7152 % % %
%+ (Powder Diffraction File » PDF) 2 Bl## @ F 42 & 2% 4 - ¥ {1* XRD
Bl etk % » @ % Scherrer formula (5% 3-2)%k 5 & ff &b & chdh k=
-+ @ Spurr £ 4 Pl4% ) ik B XRD R3¥ 2 86549 2 % B 2t ) 0 258 0 TiO,
anatase ¥7 rutile * &| (3% 3-3) [Spurr et al., 1957] -

Scherrer formula :

0941
B cosf

20



(543-2)
D: Tiapgr sl (A)
B: Pyt 2. X3 % (radian)
0: 554+ & (Bragg angle)

A - Xeray 2k £ (1.54056 A)

anatase ¥ rutile ** &i:

I
Content of anatase (24) = (m]

(5% 3-3)
Li: 5 XRDRI¥ 2 anatase 1 & YE644% 53 B

Iz: % XRD B3 2 rutile 2 & $E84% 55 &

21



3-3-4 v % & f# 4 #7 &k (BET Surface Analyzer )

BCFMBTIS E o R Y F F R R AT A G R RS

BB E R ORR B R) L pE R LG R MR
FREEAR LRI ERPARSLFEIENREF Y ORAFER LV SR
PR BE S FEREFRITI - FELBY S KRB R A G g W

T Lo BRE M G @ GEE A S % ; oMt 3R o3k B o4 gE B 2. BET
( Brunauer-Emmett-Teller ) * #2583+ & % o # (5% 3-4)> BJH (Barrett-Joner-Hale )

% Kelvin 2v5% (4 3-5) 3530 mid%k o

1 (m’/g) 3+ ¥ ¢ BET %6 v d T 78 5 0@
o = VXN XA,
BET ~— MV
(7 3-4)
SgeT: ‘& @ v
Na: 6.02x10%
Avi Ny eha 3 8.6 4 (0.162 nm®)
My: & 3.4 3 H## (22414 mL)
JUIE AT e 5N
P, V.
RTIn— = —2y =
PD R}{
(74 3-5)
R: # 1% #

T: e g %8 (77.3K)
y: R AEF ko kA4 (8.855mN/m)
Rk: Kelvin & j&

Ve i ik § hE A (34.6 cm’/mol)

22



3-3-5 ¥ ¢t -7 %k k# &k (UV-Vis Spectrophotometer )

A EHR B P T A RO e F g o @ Ao F B S s e B RO
E% &gt 4 &fic A F P o — 4% UV-Vis Spectrophotometer 7 4 & &35 2 5 1%
FOoR BN A RRIE FM R 0 EREL Y BaSO4 5 R v FRREFRE
12300 nm/min sdF 5 i 5 0 p 780 nm #F 45 2 200 nm > §] * Kubelka-Munk > 42
A (F3-6) MFHE R LG E s @R kT Lk el g (N
3-7) B & Sk igaz a M e

FHENRAY E- PR 2 MBI R RN RS ST

vk Bt kR B AL BREA R IV TRl kR o

1— By
J=11:a.'::=E )
2R
(5% 3-6)
i 1240
E, (eV) =—
A (nm)
(5% 3-7)

23



3-3-6 X kw3 iz k3 (XAS)
X kwfok @l - Fpukiadms ko f RIS R XTI A

ARG BEBLF YRR B S T HEd XAS B A
17 e XAS ¥ 4 5 A 3R 1 5 X kefziTif % %4 (X-ray Absorption Near-Edge
Structure > XANES ) # 7 #* 3t 247 3+ T F 2 F » 4cF 82 d-fud T 5
FFo V- G X koo miiE ( Extended X-ray Absorption Fine Structure >
EXAFS) fie & & = # & 4% (Fourier Transformation > FT) 4 7 + % Rl 2 & 3% %
fr o b BIR S fEAE e izdic (N)~ R+ Fipdg (R) 2 2R (07) -

% %2 XAS Bl3# 44 NSRRC 1 Wiggler C (BL-17C) % & #Up|# » 7 5 i
FHEAEE15G Vs 7ini 360mV HE %ﬁ;@f{asbfé_#%}; 4-15 keV o
dxz wsofriBigae £ 5 4.966 keV » XANES 2 EXAFS 2 #cdy » 1 & & * WinXAS

3.1 ~ Feff 7.0 & #r§8 k& {7 f247 o

24



3-4 T 9 FLEE Sk B BB
i * 10ppm % ¥ A ¥ (methylene blue) ¥ 5 = A4 » & KfFai2 k@it E
BB FRE e FoRTR * 2 R F L BIcB 3397 0 F BEN ER AL 10W

el b R 0 KR KL KRB 340 S BAoT

3-4-1 'R %

Ape @ik & 10 mg/L 2 & 7 A& Fi3 % 1000+£0.4 mL > 4 » 0.100 g etk 5 & 14 -
Bl LB ST A2 R SR T R R L BT Lk

it ERALT Y AERRES T R 2L kg o

3-4-2 Sk fELIC A R EE

AL T AT IR R R TET R SRA IR ERZLT T A
i3 0% 1000£0.4 mL » i H4c » 0.100 gt &R 16 » STz kR 95 10
mg/L > FF A i % k& 2 & L 350 nm (35050 nm )ik b kR E (KRG
B 4 1300£100 pW/em?) i 4 g %k > & 7 b PF R 8RB~ 45 1 gt $5( 3000 rpm )
Mp RS P RG> A AR R RRIE LT AEIRR A 664 nm ik £

drkiEa REHER RN ot F LT AFREELF BER &

FHEBE R F G LT A TR T LR Bl Ao Bl 3-5 1T

25



Temp. 25°C

18 78 K A%

< > 2010])

=
¥

B33 kit gF BE [#

—— UV light

(‘n-e) Ky1sudyuy sy

300 400 500 600 700 800
Wavelength(nm)

200

A d

3k

bk

-
4L
N

&

Fl 3-4
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3.0

25+
664 nm
2.0
1.5

1.0

Absorbance

0.5

0.0

1 | 1 | 1 | 1 | 1
200 300 400 500 600 700

Wavelength (nm)

B 3-5 7 g2 % oh-7 Lk Jo B
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Sr®g BiRoiH

AREALAE F- SERHIFERANUTZ W WC (G RiFH) ~ WA
(74 NHsOH) ~ WCA (74 #5fe 2 NHiOH) # & % fuie (74754 @ »

FE-SEM/EDS £ TEM B2 % i 444] i % 3% | ~ XRD &% & 4p > £ 4] *
Scherrer formula 3+ % # -+ -] ~ BET Surface Analyzer £ " % o 3 /22 § 4

R /%ol S~ UV-Vis Spectrophotometer 4 17 36 ff 41330 7 fe il £ 2 kR

FEfT i 4~ XAS A4 kR S RS o

SR LAk a bk (AR AL 1350 nm) BRT 3 25Tk

R RL T A (10mg/L) 5% &% -

28



4-1 ka2 B ERS A

4-1-1 FE-SEM

Bl 4-1 % 450°C 2 800°C 4% 15 2. W~ WA~ WC ki 42 SEM B > ¢ B 7 &
BF| 0 G A50°C A 0 LA T BRI G o W R fPEA M 5 5 £ N ek o
BT XL A = 0 @ WA S WC SRR & 5~ ] Ap iz 3k o 4R B
#F1 800°C = fath mWRARR L 5P A 1) sk o 1 R4 C 2
iR B R AR B S BT -

Bl4-2 % P25 2 7 F4&E8 B 2. WCA £fJ4-SEM B ¥ > d B¢ ¥ %5 WCA
KR MBS G > "TFE R W B E IR f ARG B o

Li % 4 02 TiCly 5 % 5p4 & * -k #2 & £ 2. TiO, & 500 °C 4&7& 1 B E L /] 5
50-1,000 nm > @ 700°C 4&°%& s ®FE M % { % P & [Lieral, 2008]) -

% SEM Bl4p ™ v 0 5450 °CAEts 2 W~ WA ~ WC kg 482 2

w2t WCA B4 > 4 A 4r 2 800°C PFR| < 2. -
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i

¥
L

W 4-1 3 I i dedn 2 6 {45 SEM 2 i
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B 4-2 P25 2 7 K48 & 2. WCA % 4 SEM ¥ i
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4-1-2 TEM A+

B 4-3 % 450°C 2 800°C 2. W~WA~WC  f 43+ 400,000 & 2. TEM R & -
BT 450°C A5t > W Sk FERLAS 1 5 £ R 0 WA SRRl ~ WC RIS | B
SHGR  FAEEREK DT 800°C SR TR P AR R - K
,}:J_—_ °

Bl4-3 5 P25 2 7 48 B 2. WCA %f§452 TEM B % > WCA SakE1s
LG S 2 3tk 0 5 750°C 12 b 2o B R ARETS AT B k2 BP A
Bk o 50 2 A EFRRER A W0 2 SEMEBE SRR o F P25 2
SRR < $d5g o TEM B piFe itz > &7 M STl i LA € F
RE - HBEIEMEREE 2 -

124502+ TEM B3 IR » % 450°C BF WA 2 WCA § fds eha fgid > 2 £ b gk
A4 NHiOH e« @ 2 fedn o) TiCly fork j2i842 % - TiO, § 48 697 & 22 WA >
FpRY A TfATRIT @A pH B s JE 4] TiO, ¥ & # R £
% & [Asahieral., 2001 ; Xuetal,2008) - Zhang % 4 x 3% %’,,’]‘ 4t NH4OH -
VA d NH e ¢ (5% o @ 30k e pH B se g H R TIOp et Uk

[ Zhang et al., 2000]) - #=3&#% NH,OH m/,’J‘ KAICEPE. B13 ¢ RLEEPAS el
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W-450°C

¥

WA-450°C &

W-800°C

WA-800°C

WC-800°C

50 nm

W 4-3 7 0 i e b B 2 6 4 TEM B2 i
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WCA- & 4% WCA-450°C

WCA-850°C

100 nm

B 4-4 P25 2 7 [ & 22 WCA £ f§ 4 TEM # i
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4-1-3 XRD

B 4-5 5 5 450°C 2 800°C 4&2. W~ WA ~ WC (&2 XRD Bl > ¢ B

FHE g4 W WA &3 5.5 450°C 2 800°C 4&°& 'y 5 Rutile » 7 % 53 & 24K

I

ERER AT 02 /I?%“ Bl AREFEET & 7 3kRA CliziR? W4 TiOy ¥
¢ 17 3] rutile & 4p [Kittaka et al., 1997 ; Testino et al., 2007] - @ WC 5 450°C
4 EEe L 158 B 2 antase S 4P 0 12 55 800°C 4% ’E © 3 % L rutile & Ap o

Bl 4-6 7 P25 % &7 458 B 2. WCA 22 XRD Bl d B¢ 7 %3] WCA
TR BRAESZ HAPR  ES 5 & 54 (amorphous) s 750°C 12 F ¥
% anatase > § 45’8 B 5 800°C PF » 41 L33 ehrutile peak » @ 850°C R 12 rutile
%3 o f¢ % Scherrer formula (5% 3-2) & & & k42 Sk ] &2 St o] (30
3-3) [Spurretal., 1957) &% 4r%k 4-1~4-2-

1500 B R g B AFRLRF - 450°C € (7 3] 5 — 2 anatasefp > J i
+ /] & %W % 16nm#% 12nm > Haneda % 4 3% J!anataseds P # % & rutile£.d T i4+p.‘i‘o [l
#7#] [Haneda et al., 2005] -+ Yin % 4 3% 918 ¥ $TiCL? T2 § £ & & e
=i * > @ Constable® % L% ¥ $F#icB e =L 2 feizit 4 7Y (FRpe i
4 :CI< OH'< C,0,°<H,0) [Constable et al., 1996] » & }* ¥ 5o fs chfie (=it 4
< W CIHrOH @ B FFEHE T cifie i 4 B X FAp 0 (R IFRE4ET § B2 ClA) =
#4872 (Ti(OH)y(citrate),CL) 4§ & # (4=<x+ytz=<6, 0=n=2) - &7 E K7}
= anatase#» 3] [Yin et al.,2001] > £800°Cr2 + ¥ 3 f Fﬁ?/?j‘ v 1§ ¥7 4 22 NH4OH A
it dFanatasesc L BT B PR 2 SR A B qjﬁ d 18 s mﬂj‘ beB Eolr o R PR
BRI &2 NHOHE Frid-2 > @ WCA-800°CEIP25 7§, A vt B 5 4P 17 o

NI —‘F‘{ M TICL 8 & TiO, » 3 4558 B 3]:E700°CPF & | B 45 /¢ anatased® % 5

rutile> 900°CP¥ & 3 99%¢irutile & fedp e ®W & iF 2 T kx4 § i & 4> 24 2 N-doped
TiO,» # % 4pd %8 B — 4 5 700°C > fe 900 °C4#& & 15 B % anatase? rutile (61% )

B L4 ¥ AN T RETIO & 4p#E % [Liueral, 2006 ; Lietal., 2007)] -
35



450l W- 450°C
300} r
1500 R o R
0 X : , } X } ' } + f y
- R 0
450 W-800C
3001 R R
> 150[ }[ R L
S. 0““ A: AI }L,..A., o - A ,.A,It " m
S 50l WA- 450°C
;,» 3000 R .
‘= 150) R
77\ _ {\ \ R
g op—t N
E 450! R WA- 800°C
— 300] R L
I R
150)
0-. . . . jl L}_ . N . . JLJ\ }‘4 : A
450l WC- 450°C
300}
150 2 A
0_-—WJ\.. : M. ,é\.l AV , |
500 o WC- 800°C
I R
300 R
150! R L
A S | S I SR OV VST U S
20 30 40 50 60 70 80

Bl 4-5 7 I i 4o dr 2 % f 4 Xoray 0812 47 B 3¥
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Intensity (a.u.)

450! WCA- A 48 %

0 e e
450! WCA- 450°C
A
: : : : : :
I WCA- 750°C
450

300]
150} A A
0_ " .L_A.., L e L e ok s

450l A WCA- 800°C

A
.A.AAAI . )t. M IJI\ . /\,IA /\,\__.
WCA- 850°C

20 30 40 50 60 70 80

Bl 4-6 P25 2 % e i & 22 WCA ff &2 X-ray 5+~ 17 Bl ¥
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% 4-1 d XRD M5 & fPurtt 2 et )

LRy Hest & (20) ¥t & 2. L 3 F (radian) g8 4= -] (nm)
W- 450°C 27.40% 0.00995 15.0
W- 800°C 27.52% 0.00401 37.1
WA- 450°C 27.42% 0.00925 16.1
WA- 800°C 27.58% 0.00332 45.0
WC- 450°C 25.294 0.00942 15.7
WC- 800°C 27.54% 0.00367 40.68
WCA- 4 45 — — —
WCA- 450°C 25.23% 0.01222 12.1
WCA- 750°C 25.344 0.00384 38.7
WCA- 800°C 25.374 0.00471 31.5
27.54% 0.00559 26.7
WCA- 850°C 25.38% 0.00524 28.3
27.40% 0.00454 32.8
P25 25.42% 0.00768 19.3
27.60% 0.00576 25.9

A —
% 5T anatase 5y &
R 3+ = . B A
~ 7T rutile PE +

3 3+ = 24 Mo fn ook
— 2 & T HhARAEMRREZEGE
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% 4-2 & XRD B+ 8 & k42 anatase ¥ rutile 7 £

LRy anatase (%) rutile (%)
W-450°C 0.0 100.0
W- 800°C 0.0 100.0
WA- 450°C 0.0 100.0
WA- 800°C 0.0 100.0
WC- 450°C 100.0 0.0
WC- 800°C 0.0 100.0
WCA- & 45 % — -
WCA- 450°C 100.0 0.0
WCA- 750°C 100.0 0.0
WCA- 800°C 88.9 11.1
WCA- 850°C 38.6 61.4
P25 85.4 14.6

+ = 2, P N
— % A RRMEZ R Y
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4-1-4 BET 4 5

#4300 RSV A G FEIVE O RE T E A e R EIVSTE R
4o B0 o Zheng % 4 [Zheng et al., 2010] 12k #i# Wi TiO, » B % 45 ¥
SRR OH A A E T AT A Arbuj F A R RIRHGE
W TiO» & i 4 NH,OH £ f 415 750°C 441504 % 6 ff 5 10.2(m’/g) > 800°C

48 % 4.1(m%/g) [Arbuj et al., 2010) > % w4 -] &~ % % 2. WA 22 WCA 2 BET -

Bl 4-74-8 5 % 8 BA&RSEIS 2. W~ WA ~ WC ~ WCA 2 § # %8 2/ o

o JUPAC #-5 B v /% S 4 5 = ~ 28 (Type 1 ~VI - *t4%H8 9) [ Sing et

al., 1985 ; £ < > 2007] :

Type 1: * % Langmuir 3| w5 fq3d % 4 2 &2 5 #3* (micrporous» 3¢ f£<2 nm)
2 e

Type T: % % K A F 5 2 f S A FFERd R 8 F 82 a2ty
(nonporous ) & E 3 (marcroporous > 3* /%> 50 nm )

Type I: & % # WA F 2 FHMEF i 4 )3 WA F 2 8% 4 pFo i &g
A BEIVANEI 2R

Type IV: i # % 2 & ¢ 3'(mesoporous » 3* £ 2-50 nm) > i % § FREF IR %

F_‘k
E-)

I~

(hysteresis loops ) °
Type V: #g iz Type IM » & 5§ 4& F 3R % o
Type VI: 5 FFE Sz SR sd o> W F 34 hmitisp o
W 4-7-4-8> 22 3 ®WH 2 TiO, & = /% td 85 Type I & Type IV -

BRF AT HRTEF2ZPEY S IV EI R G
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% 43 L RfPg v A G F D

& CH BET (m’/g) Vpore (ML/g)
W- 450°C 23.36 0.0844
W- 800°C 2.19 0.0123
WA- 450°C 43.21 0.2663
WA- 800°C 4.34 0.0195
WC- 450°C 55.09 0.1517
WC- 800°C 2.13 0.0116
WCA- * 4 ' 143.44 0.2044
WCA- 450°C 66.01 0.1917
WCA- 750°C 14.99 0.0750
WCA- 800°C 13.35 0.0553
WCA- 850°C 6.80 0.0235

P25 49.81 0.1276
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Volume adsorbed (cc/g STP)

42

60l W-450°C W-800°C s
40| fy +{10
20+ Ooooo ,oj 13
. ‘&G@ngf“&‘
0»“"‘”“‘ .“‘“““"“" 10
WA-450°C 3| WA-800°C s
ked *
150+ K
<
» {10
100/ e
15
50 - M
v e
0 o avsrse & ¢ ¢ . - 10
100l WC-450°C é’ WC-800°C lis
80} f“
. :l 110
60} Fé .
40 r Qogf’:": i 5
&5
20 r ot ‘WO&&
0 "M Leanosares o ¢ ¢ 10
00 03 06 0900 03 06 09
Relative pressure (P/P )
Bl 4-7 2 b e dr 2 BPHF F 3R SRR S



150 ' WCA-A 4& % WCA-450"C
3
100} $
~ N
R 50¢ ...oWM %ffif‘
5 ,‘M .o‘"M‘
a0 ot .'M
~— t N t
S 60l WCA-750°C WCA-800°C
A — .
g
= 40
L -
S K
= 20}
<
- -
= WCA-850°C P25
> 20| :
:
e
il M
0 "’MQO"”gW oet?
> two
00 03 06 0900 03 06

Relative pressure (P/P )

1150

1100

150

140

120

1100

150

Bl 4-8P25 2 % [ if B 2. WCA XfJ4LF # % B sq/ s 5
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4-1-5 UV-Vis & 5

Bl 4-9 ~ 4-10 ~ 4-11 3 & & ff deze ST B3 > KR 4-9 7 5 15§ 450°C 45818

‘ml\

W WA G PR EHRE > @ WCRI Ao 8 P25 B > Jaimdd 20 h 373
Fig o m B 4-9 7 9 WA-450°C # 400~500 nm F — | e 1R > 35 A
# 38 NH,OH chif 4e 5% % N %423 TiO, #7 ¥ %[ Liu et al., 2009]- iz 5 800°C
LR 400~500 nm R I 0 2 g E 3P TIO, ¥ NOx 2 £ § ¥4
WoR B2 3 @ gt [Sathish et al., 2005 5 Sun et al., 2008) -
Bl 4-11 L 5] WCA € “E F 48R R 4 S BRI - bt & BB £
(5 400~800 nm $R 4 ) 2w frig B e BEA7 A 0 R (52 dp L BT L HR AR
i EF ~ (234 3-7) [Bellardita er al., 2009) 3+ & & & g4z it 1 (258 3-7)
4o 4-40 % pedp ) rutile(3.0 eV) § B oEAE AL B i ] T anatase(3.2eV)
[ Sclafani et al., 1996 ; Yin et al., 2001] - 4 % &+ WCA i M3~ & % % 2 XRD

g 240 7 o
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hol —— P25
--= WA- 450°C
------ W-450°C
1.6 --——WC- 450°C
-
=
S
= 12
=2
~N
=
S 0.8
7]
=
<
0.4
0.0 e
1 1 1 1 1 1 1 1 1 1
200 300 400 500 600 700 800
Wavelenght (nm)
Bl 4-9 % kP4 450°C 4 is % b k- B ke | B
20| — P25
—-——-WA- 800°C
------ W- 800°C
~ 16 ------= WC- 800°C
=
&
=12
=2
~N
(=3
S
2038
=
<
0.4
0.0 e e e T L T LT I T I T R T R I I e TR
1 1 1 1 1 1 1 1 1 1
200 300 400 500 600 700 800
Wavelenght (nm)
Bl 4-10 % k45 800°C 41 2 % oh k- A ke | Bl
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2.0 + —— P25
——— WCA- A 4% %
------ WCA- 450°C
L N —— WCA-750°C
O ------- WCA- 800°C
E 19 - -~ - WCA- 850°C
=
=
~
? 0.8
7]
=
<
0.4
ool 0 N\IEEEEEE S O TITT R IR TSI
1 ! 1 ! 1 ! 1 ! 1 ! 1
200 300 400 500 600 700 800

Wavelenght (nm)

Bl 4-11 7 Fe 4 88 B 2. WCA kg 42 % b k-7 8 ke o B

Fo4-4 dF Hohkow L ke TR Y Lk PLLEE S W
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42 TP RE2 R ksizz FED %

rE%RE AT AHLT? AT (methylene blue) {7 RF > B2 &% T4 7
AEH € FhERMA AL KL fER G o £ RENT 4nﬁ§§ﬁ_mlx+ R ]
HFF% TP ATERY 2% > AT kil ekm, 9 AFHhksfz

EAEg T vk [ > 2007])-

4-2-1 T 9 A E=GR %

WA E R BBk s ek FARMER 10
mg/L 2. T; ® & §i%5 % 1000+£0.4 mL » ¥ 4e » 0.100 g sHk fl 4 > 2. 25C % BB % >
RIGE L RS LT AF2 i 0 2 B E g T g R (e R

7B 8)-

4-2-2 9 Rz Kb kL 52y sk

B 4-12 5 % e bede £ 220 TiO ek i "% j2 47 7 L FB(C/Co vs. reaction
time B) > S % &7 > WC~W €S F4EE R a4 > {7 AF2 %3S
L B 4-13 5 P25 2 2 ROR R4xEZ WCA 2 kit 7 A TER(C/C, vs.
reaction time) » 3 FLAEIR B P4 v 0 Sk ELILBE fRaT % 4 B 4o F 4R B 5 800°C
pro kit sk Bl > B ATUE 800°C PERTE 2 o

- 4@ % anatase A 3% 5 U rutile~brookite { £ F & it 2 % [ Linsebigler et al.,
1995 ; He et al., 2010] > 2 &4 % # 100% anatase &b %] 57 WC- 450°C 2. 5k gt
Lrc kA o @ 3F 5 5‘3 % 2w % anatase £7 rutile J& & 4p F]1#L 2o (synergistic
effect) F 3R H L@t sx ¢ ~ 3t 4p [Mills er al,, 2003 ; Yan et al., 2005 ;

Bakardjieva ef al., 2005) > » 7 & % 3% 114 = 4p (anatase ~ rutile ¥ brokite ) + %
o=
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pF oo Sk igit 2 Sk & i [Lopez ef al., 2001 ; Bakardjieva et al., 2006 ; Paola et al.,
2008 ; Luis et al.,2011]) -

Arbuj % 4 r-k#E £ & 2 TiOy 52 750°C 475 30t 4 5 4% (102 mg)
[ P25 fe kLA sk frsr POS AP0 0 2 FA K & 20 62 5 8 A Ap 2 [ Arbuj
etal.,2010) -

B2 728 WCA- 750°C ~ WCA- 800°C ~ WCA- 850°C > '# % anatase fv rutile ;& & 4p >
fo WCA- 800°C % 81t »c % P BEd 12 » /6. XRD 7 48 & 4|3t 62 3% A if i1 P25o

Fh /I%",;K;f;] I R RAER LB g%k [Toyoda et al., 2004 ; Wong et al.,

2008 ; Jinetal.,2009) > @ Ay s HFHESE -
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% 4-5 & ket 52 XRD ~ XAS -~ BET ~ % £ i1 #icdy

XRD XAS
MB % 2 &
. . y , XANES fitting ) . BET

& A go = ] (nm) gs 3] 5 (%) . KR 2SS 5 (mgMB/g /i %)

(%) (m7/g) .

(60 min)
anatase rutile  anatase rutile anatase  rutile  4&& R(A) pizE&N A o°(A%)

W- 450°C — 15.0 0.0 100.0 0.0 100.0 1.964 5.143 0.0050 23.36 26.00

W- 800°C — 37.1 0.0 100.0 0.0 100.0 1.966 4.527 0.0030 2.19 16.18

WA- 450°C — 16.1 0.0 100.0 0.0 100.0 1.963 5.259 0.0059 43.21 16.10

WA- 800°C — 45.0 0.0 100.0 0.0 100.0 1.958 6.400 0.0070 4.34 19.30

WC- 450°C 15.7 — 100.0 0.0 100.0 0.0 1.964 5.143 0.0040 55.09 6.90

WC- 800°C — 40.7 0.0 100.0 0.0 100.0 1.963 3.918 0.0030 2.13 7.20

WCA- A 4% — — — — 51.9 48.1 1.965 4.783 0.0045 143.44 6.42

WCA- 450°C 12.1 — 100.0 0.0 94.0 6.0 1.971 5.278 0.0050 66.01 64.20

WCA-750°C 38.7 — 100.0 0.0 88.7 11.3 1.976 4.545 0.0044 14.99 89.58

WCA- 800°C 31.5 26.7 88.9 11.1 82.9 17.1 1.969 4.798 0.0033 13.35 98.70

WCA- 850°C 28.3 32.8 38.6 61.4 33.5 66.6 1.962 5.387 0.0050 6.80 81.70

P25 19.3 25.9 85.4 14.6 74.0 26.0 1.964 4.660 0.0019 49.8 97.91

4 = B AR L ook = B
— 2T HhABRMEZGE
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£ & 800°C 4% & 18 ",f WCA £ 3 anatase & rutile j® 4p b > H &4k 5% 5 rutile
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R PR

PR i 4 £ R(A) fie = # N PR 'A%

W- 450°C 1.964 5.143 0.0050
W- 800°C 1.966 4.527 0.0030
WA- 450°C 1.963 5.259 0.0059
WA- 800°C 1.958 6.400 0.0070
WC- 450°C 1.964 5.143 0.0040
WC- 800°C 1.963 3.918 0.0030
WCA- #4578 1.965 4.783 0.0045
WCA- 450°C 1.971 5.278 0.0050
WCA- 750°C 1.976 4.545 0.0044
WCA- 800°C 1.969 4.798 0.0033
WCA- 850°C 1.962 5.387 0.0050
P25 1.964 4.660 0.0019
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% 2 % & % 2. XANES Fitting

LRy anatase (%) rutile (%) R &
W-450°C 0.0 100.0 1.04
W- 800°C 0.0 100.0 1.62
WA- 450°C 0.0 100.0 1.76
WA- 800°C 0.0 100.0 0.94
WC- 450°C 100.0 0.0 1.28
WC- 800°C 0.0 100.0 3.40
WCA- X 4&'E 51.9 48.1 2.20
WCA- 450°C 94.0 6.0 2.39
WCA- 750°C 88.7 11.3 4.08
WCA- 800°C 82.9 17.1 2.18
WCA- 850°C 33.5 66.6 1.69
P25 74.0 26.0 2.27
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B9 EFenrf/srtd M-~ %8 [Singeral, 1985)
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| Anatase,

syn
[imom i i £ S i
| rRad: Lambda :
| Cutoff Int:
| Ref: Natl. Bur. Stand. (
Tetragonal
JSTBBE B
B:
Ibid.
3,89 Dm:
nwB:

| cal

| Mwt: 79.90.

|

| 2-theta | Int

| 2t in s o e

| 108.959 | 4
112.836 | =2

l- 133. §57- | 2

| 114.904 | 2

| 118.432 | 4
strong lines

Colorless
taken at 25
USA.
tile (tetragonal) by heating above 700 C.
, North Dakcta Stale University,

Anatsz

L

McCarthy,
in-Aid
culated patterns.
Volume (CD] :

G.

Samp

F30=74(.012,35)

(1990) . Agrees well wi
02T1 type. PSC: tI12.
1316
nk 1 | Int
e i e e e i
4 0 © | 2
30 | <2
3 2 | 2
4 1 | 2
21 | <2
1.89/4 2.38/2 170/ L. 6L

B 10 JCPDS # # %54 B2

Patt

Fargoc

_i, T
\,, e
|
|
|

2 1.48/1

it 13

s

w

(orthorhombic)

™m
Noxth

-h experimental and

2.43/1

JCPDS-ICDD Copyright (c) 1994 PDF-2
|
|
|
|
|
2= v e e R |
|

3
U.8.

|
S.G T4al/amd (141) |
c: 9539 A c: 2.5134 |
(o8 Z: 4 mp : |
|

obtained from National Lead Co., South Amboy,
and another polymorph brookite

are

reviewad by |

Dakota,

validated by calculated pattern. |

| 137.384
| 143.878
| 150.028
| 152.622
|

<AL

53.890 |
5
62.119 |
62.688 |
68.760 |
|
70.309 |
74.029 |
75.029 |
76.017 |
80.725 |
I
82.136
62.659 |
82.146 |
93.217 |
94.178 |
|
95.139 |
98.315 |
9s.801 |
101.217 |
107.444 |
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21-1276 JCPDS-ICDD Copyright (c¢) 1994 PDF-2 Sets 1-44 database 1.54056 Quality: =*

State University, Fargo, North Dakcta, USA, ICDD Grant-in-Aid (1990).
Agrees well with experimental and calculated patterns. Additional weak

rutile subgroup. Also called: titania. W used as internal standard. PSC:

| THE. | hkl
| rie e e
P | | |
| | 27.446 | 100 | i 1 ©
| Titanium Oxide | 36.085 | 50 | 1 0 %
| | 39.187 | 8 | 2 0 0
| Rutile, syn | 41.225 | 25 | T T A
———————————————————————— 44.050 | 10 | 2 1 0
| Rad: Cukal Lambda: 1.54056 Filte: Mono . d-sp: | |
| Cutoff: Int: Diffractometer I/Icor: 3.40 | | &0 | - A
| Ref: Natl. Bur. Stand. (U.S$.) Monogr. 25, (1969) | 56.640 | 20 | 2 g2 @
| 62.720 | 10 | 0 0 2
e | 64.038 | 10 | 3 1 0
| Sys: Tetragonal S.G.: P42/mnm (138) | 65.478 2 | 2 2 1
| a: 4.5933 bz c: 2.9592 A C: .6442 | | |
| a: B: ’ e Z: 2 mp | 69.c08 | 20 | 5 6
| Ref: Ibid. | 69.788 | 12 | 11 2
| | 72.408 | 2 | 3 1 1
| | [74.409] | 29| 3 2 .0
| | 76.508 | 4 | 2 0 2
| ea: 2.9467 nwB: 2.6505 e | | |
| Ref: Dana's System of Mineralogy, 7th Ed., I 575 | 79.819 | 2 2 1 2
| | 82.333 | 6 | 3 2 2
i | 84.258 | 4 4 0 0
| Color: Reddish brown | 87.451 | 2 | 4 1 0
| Pattern taken at 25 C. Sample cbtained from National Lead Co., South Amboy, | 89.555 | 8 | 2 2 2
| New Jersey, USA. No impurity over 0.001%. Two other polymorphs anatase | |
| (tetragonal) and brookite (orthorhombic) converted to rutile on heating above | s0.705 | 4 | 3 3 0
| 700 C. Optical data on specimen from Dana's System of Mineralogy, 7th | 6 | 4 1 1
Ed., I 555. Opaque mineral optical data on specimen from Sweden: . | 6 | 3 1 2
R3R%=20.3, Disp.=Std., VHN100=1132-1187, Ref.: IMA Commission on Ore £ 1 W | 4 ’ 4 2 0
Microscopy QDF. Pattern reviewed by Syvinski, W., McC [98.511] | =1 | [ 38 & 2
\ \
| !
|
|
I

|
|
|
rthy, G., North Dakota |
I
|
|
|
I

|
|
|
\
|
| reflections [indicated by brackets] were observed. O2Ti type. Rutile group,
|
|

| 2-theta | Int h k1 | 2-theta
he= T e e e e R
| 105.095 | 2 | 4 2 1 140.04
| 106.015 | 2| L & 3 143.107
| 109.402 2 | 11 3 155.856
| 116.222 4 | 4 0 2

120190598 4 | S 1 0

Strong lines: 3.25/X 1.69/6 2.49/5 2.19/3 1.62/2 1.36/2 1.35/1 0.82/1
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