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[0035]

S=50dl 10-1767698
¥ 1

44 Z00K EIEIIOF HEAF)7| 93t Bt o

Mol 2 2| HEC | s A
3 oy M| |
ﬁs?ﬂzawu NOH [ 80 00 | 230 | % I;Kaa
e o :
HESHEyeS FUETE ?:ion ;13: ‘1]:; ti . ﬁ; -
A WEH 617 101 [ 2 | W | & 6
e [ I I T O B
T MR [61 10 | 50 | o | W T E
S TR (2] 1% | =29 | w0 T s
T MEOH | 101] 10 | 2 | & T
EREE DREAOH | 49, R EE
TREE W8] o R
I N R
e P 2] om | 52 | @ | 5 T o
e W3] 09 | | % | W%

Ao vgd £o 54 B 54

A AJe] 1:35-300B

Al Fee] EERol EAF S5-300B9] Al =+= MIC production facility in Thann, France®=45-H LAt} o]y
& Z(E1ztal 3He 49 7] 97] tlegelt(DEA) S AMgsta dla Wl ofsiA AzHATH. olHe 2o

#7] R

=284 54s 2457 A% E}Ohf_ FHs 5FoR . Tio, £2ele] #9 42 Du Nowy ring W
AH&3}3L Kruss K-100 Tensiometer® FA3}il, %+ Brookfield viscometer& AHE3]4 4 rh. Qs
Pensky-Martens & AHE3IA SAAT. Aae 5343 Az A (TR o2 FA 8Tt Algs o]Ais
< % 29 50:50 EF=S AHEstal &2 1,000:15 oA TEM £4Eo= Az, 34 &
oAl Eor e ©a 3y Cu TEM 22l=5 A4 @l JAAZG. 7] ag=s $7)dx
TEMOl A 50 W] 400,000X2] wi&= 2ot B4 200kVell A z=2Fe JEOL 2000FX 1T TEMS A}-&-3l~
k. 2 3 FToll SHAJ A A7 B 2F 58] FEFH. o] A= Gatan MultiScan CCD  7}v|
H3skaL jpeg EHoIT.

jg
4>

A A e 2:SB-X1

i

Felo) Eepiol 2ake] SX1e] Al MIC production facility in Tham, FranceZ3E| At} ole]a %
& B §7] 7] APy sol mEAfl (AN E AFEaln ala wd] slald Azt F& 4
7] 71AE vpet e SA4o] Q.
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2
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¥ 2
3ol S2| S8
| EETY
. TiO, A el igs
= | ENO | Wk [EUA | oWk [ pH | @) | (mm) |
$5-3008 1 17.5 DEA 260 | 115 25 47 38
SB-X1 2 175 | TMAOH 120 | 121 24 " >100

F2ol4 & = gdEo], AAlY 1 9@ 29 £ $5-300B ¥ SB-X12 ala RO oA sty A3k f7] dGrE
AREEIA AlZSEAL 17.5 wi% WRe] BlaLA] whe ElERUol RS Ztet). olE £2 e HAS zten. e
U, ol5e sky 2 mmao] th= ), S5-300Bel ©lEk W ¢ ﬂ@—e— SB-X17F 2 ®W gEe 2] o

of whgrsatA e,

= =
& 2+ S$5-300B EolA Elefyol AA7F oF 50-60 nm =L7]e] Al 1 FHAE o] Fo] XL

o5 $HAE U  m A9 Al 1 ohehAl Ao o] Foixit,
SB-XL o) TBN $4& of Aol ElElUo} 447k theF 50-60 mn =719 Al 1 SHAR ol FoiAw, o)F S

A7 o=t

A e 3-9

5o AAdelA, thget & thget AR e
AbRe 30% Ti0, T 2
ohtiEAkAl) S oF 37.5wt%olH, 7] EakAle] F

facility in Thann, France®Z%E <¢lar, olzjst &3

E48 vehdd, 0.8wt% PRk SO.E

¢} Brinkman Retzsch Planetary BHAXE AL-&3F n|t]o]

= HAx 2 4 A7) (ENA Malvern Mastersizer 2000 B4 FAteh) S

o}
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ol Agd dElA, 74 &
q A=) dAS v &2 o] FoX FugPE(EEHY
7.5wt%oltk. 7] &% HEYol= MIC production
ol ERAl A7 olar, 1000TAA AA&Aldl 17% %

stosicl, Hd YA 371(D50)= 1.2 wlo]a e, 100g o zZHzhe]
&8s Axsta, 75¢9 =¥ vw|te](0.3 nm YTZ ®Ho])E 78It EElel dxF 2719 ZaE 1A%

ol ojeir AT, 7] AELS pll, BET
S5dom du. A= & 3o Alw
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¥ 3

Zdule{z] D2of s M H=E cist Zo| E4

B EEE
ECREE TO; | %Dsp Total
AA|G | 2/zs 247 solids (%) | wwTio) |pH | m= D50* | D9o* | visc (cP)
S5-300B (DEA) 175 15 118 | o7 009 |02 25
F SB-X1 (TMAOH) 17.5 7 121 [ =4 011 |1.20 24
3 HEDHL UL 30 20 137 |54 010 |0.18 4.6
5}0| C 2 Apo| S (TMAOH)
4 0 L 0| FE 0T (MEAOH) 30 20 107 | =52 74 o1 [o21 3,298
C| o Eh2 0t 21 (DEAOH) 30 20 89 |=Z% 7Y 012 [023 190
6 EEN EERT 30 20 97 |=zo oH |01 |0z | 415
{(MDEAQH)
7 NH40H 30 20 A%} 072 | 1.29
8 DEAOH + MEACH (15-5) 30 20 102 [==3 o5 | 012 |023 1.200
g DEAOCH + NH40H (18-2) 30 20 102 | =55 74 o011 [o23 1,624
10 DEAOH + TMAOH (155 30 20 124 | 74 012 | 0.27 a7
1 DEAOH + TMAOH (18-2) 30 20 10 | oA 012 027 35
12 DEAOH + AMP (15-5) 30 20 104 | o3 0.11 | 026 68
13 MEAOH + TMAGH (18-2) 30 20 13 | oA 0.11 | 0.26 51
14 DMEAOH + TMACH (18-2) 30 20 108 | o 011 [ 024 6.9
15 DEAGH + TMADH (18-1) 30 20 104 | o 011 025 61
16 MEAOH + AMP (15-5) 30 20 107 | 2z 0.11 J o021 1,686
17 DEAOH + AMP (16-2) 30 20 101 | =3 041 025 133
18 DEACH + AMP + TMAGH 30 20 108 |71=7F SA%] 0.1 | 027 58
(154-1) TH
19 TEAOH + TMAOH (18-2) 30 20 102 |=3 0.11 | 0.25 7.0
20 TEACH + AMP (15.5) 30 20 99 |7z 013 | 042 10.0
21 MEACH + MIPA (15-5) 30 20 107 [c=z 24 |01 |02 2,166
22 DEAOH + MIPA (15-5) 30 20 101 [a7t 7= 011 | 0.25 80

3 WA 7oA ke 2 shbe] EAkAR g
ALlsta, AxE Fo H=7F wlg =i, e
A AR A=Ak AAd 3(TMAH) oA, # = =
TMAOHRFC. 2 A ZHE SB-X1 &9 W FHH2 uf$ b, =g, TMAOHE UHbE <l ALgAld &g
3 a7fe] s,

AR 8 W 99 & 271 EAbA|9] E3E (A 804 DEAOH/MEAOH 2 A A]e 9ol A DEAOH 2 NH,0H)S A}

sl
ik, pHe= UH% %51, 471 574% Ht
ki3

got] AzAT. o5 EFTol thelH, BAA) Fde dheA FAHI, HEhio} 205Fweln, Bt
Wl X 34 B Wl EAR Wl gol WEANG. weld, Aol 89 FL THOE NEE B, Lowek
WA Suthe] delgholulst Mool EFFoR FAA. E 30 &+ ARl ol TFE By
A E AzR o e w$ Eoh

A Al 10-22

2 ouge] v A ANRANRA, 53 B EHES A8 N6 8 L 9ol AFR del mebd &
& Az, A FFe AP FAHD Hehiol 20FFwelW, B7] FAA &S E 3004 Bl
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TEAlE vRe} o] MEHAT, ERAE, X 3904 & 4 %o, TMAOHS} &zb-S-o}ql MEAOH, DEAOH, TEAOH 2
DMEAOHS] Z3E2 uj e HAS YelATH( A Ao 10, 11, 13-15, 19). o] AAld A, TMAOHE 1wt% U
A wth (Ti0ell 71%)e] vlaA A2 Foz FAgTh, dxbgolvla £33 o A=el digh A%e] TMACH
o] "AG gy olE 9 59 F)I HlWaA YeERN L, FAAIZA dzEEo}
o] EAFTE, Ldgholvlyl TMAOHS] HAHAl EE2HE AFI £ FHAo] X wyol Fo ugkio]l I4
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Lo
M
o
oz
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M
(23
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2
S

B (oF 30% Ti0)ol % B8ka, S5-3008"¢] AT fAE A & = ok

F7Fe] 2% 9 3R EFE0] 4] VA" Wl &M AxEa, 53] vl e d7] TMAOH thalel 7
7] AMP 2 MIPA(pKa 9.8 @ 9.7 ZtZhH)E Alga|A &zk-&o}wl MEAOH, DEAOH 2 TEAOH® E£3&ES HAAFTE. 2
WA 5wth(Ti0, 7]13)<2] ko] AMPE DEAOH(A Al 12 2 17)3} Egshd, &gHE-o] DEAOHS A= Z(A A4
5)el vaA] EASA Fe A =) wuA AR, TEACH(A A 2007 &3teld, £ HAdo] ulwA ok
ok 2y, AMPE MEAOH(AEAC] 16)¥ &3tslH, d=rt w3 E£3gE2 AS FAsch. weha], APE TMAOHTH

2% 592 21 FETh. 54 A MIPAS, &7FSolwl MEAOH(A A4l 21) 2 DEAOH(A A« 22)¢] &3
ol thalA 7152 4 vk, AA]d 219 Aol Fo H=rF ul§- 2 wbH | Ax]d] 229 A9 Fo] HE
= Foltt.

ol 3t o]Zol ABE A a, AR AT Fr] ARZFEEH FERE ¢ U, ol STl B2 1¥E
Eluol 28 Ax3 uf, A7) (pKa<~9.5)7} HlmA e FF=(20wth Ti0, 7]E)e] BikA2A ALgEE A9,
271 Axd E2 A 52 AEE zte dFol Ao A, vl 7] TMAOHSE WlarE oFgh FhEofwl
d71e] E3Eo] nlEA e e Aro S I £ g

[¢]

= dol AHgE 3184 s A2Z7F 7] ZIAIE A £23Ed anHeln] &

A7) wdoltt. 2 WA, ¥E(EEY ol A W AL
S Netzsch Labstar or LMZ-10 ¥ FX)E E3A 7. Uy 2
A= AdAo=Z #3) @ o] 30-60 nm 2719 Fag SHA B oF 100 nm 27 ¥ & SHA
Agka, F2 F 5 Y 2719 JYAE 2T S =AM Eludol &8 A EE WHdA EWE
ujtjolol] Fojyl AU = &7 s e 338 JUAE Bk, oA B 1A & A3 2%
[} A _?_
Py

o)
9 opHe) WA 28 2ASIA Axd = glrk ol ® e 54 wyydel delst, Yae 2
o)
A

2
(O

vUE 2N ol5ER2 AEA @ HERY el W JMAAY bl ofsiA AAE uf A
(formulation flexibility)S HF-ojdk A CHHE D dubg o2 o]t MU AE A dul WHS
A7MA7Y ElEfy o} WS A7 E JEtA] 24 @A Foll HUbsteE Ao wiEA st B EAkAl 3
g AL AGH WA A EHERUoL YAE MAHFA7|AL, &5 BAEAA AxE W Mg, e
W gHe 5 ATE Havt .

5

o

v}

-

.
2=

=S

A6l 23: DEACH/THAOH -24A1% £33 Elehiole] viclol-aao] oalx @e na 29 A%

o] Arlele & AW Alifek, B2 1A T A E] vto-dRe s &olstA AxE F UE =
Hth, &g 2AES 6.66kge] Tlo)EFLo}lwl(85% DEAOH) % 2.52kge] BlEZHE Ry slo] =2 ALo] =(25%
TMAOH) & 44.51 kgeo] &3 Z3tslo] Ax=gdhrt. o] &do 30.3kge] oFHEAl EE|YOH(ALA]l 17% &4,
<0.8wt%h S0;)E 2+ &E3slHA H7Fger. o] EFES 30 wt% TiO,, 6.75wt% DEAOH 2 0.75wt% TMAOHZ 3H+-3
2 0.2 WA 0.3 mme mt]o]E zki= Netzsch LMZ-10 DY AAE AFL3|A 2280, o83 Sejge=
AN E TElA 17382 FAHLAIE T Ae@AH . oj# s EAHS E230)gkal k. AAld 239 Feo
548 & 40 BAET. 7] E2 pH 10.8(S5-300B % S5-300B29] ghkrth 2hE)e]ar, wlalA ure M,
W A= (S5-300B2R T A Ag) H =2 s et g, 2 EHow FHAY.

o
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fo e ot -
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[0052]
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[0055]
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SEE46 10-1767698
X 4
ojcjof TR0 oA HZ=E CHEEt 3
aiy | 2ouse % Dis/1 | W% | Disp.2 | W% | pH | D50, | mc [maz=
g7y Disp. Disp. oo|32 | (cP)
Mats 1 2 (mN/m)
23 | To; 30 | DEAOH | 675 | TMAOH [ 0.75 | 108 | o0.10 5.1 55
%4 | T, 35 | MEAOH | 630 [ TMAOH | 080 [ 112 [ 0.12 8.5 4
25 | TiO, WO, 30 MEAOH | 296 | TMAOH | 055 | 103 | 0.12 9.0 42
26 | TiOy, Si0y, WO, 30 MEAOH | 240 | TMAOH | 090 | 102 | 0.12 45 48
21 | T 30 | DEAOH | 460 | TMAOH | 058 | 102 [ 0.1 530 45
28 | TiOy Si0; WO, 30 DEAOH | 235 | TMAOH | 183 | 11.8 [ 0.11 40 36
Ate o] QA=A 7E Frbetar, S5-300BsF Mty A, TEM 2 xA QA Ee 7S Agdd. Fae W

Holl tisfA, &L 3-4wt% Ti0,= 3]43}aL Brookhaven Instrument Corporation BI-XDC 7]7]elA4 9000 RPMell A
458 Fot 2. xd AR Y] BAAA & 71N abE) o] HAs §47] H50 FAISEAL, TEM 419 oA
o] Avi= = 30 EAlFE
* 5
S$5-300B E23
D10, nm 32 18
D16, nm 34 20
D50, nm 40 28
D84, nm 49 40
DS0, nm 53 46
Span(D390-D10)/D50 0.51 0.97
XDC S92 &3 Wl oaA Axw 2 we] 2AHE] W F3te] Ak A7)(D50)E ZEAIRE, 4R
327} S5-300BH.T} thA WTh TEM ARR(%= 3)& &4l" Al&7F 9F 5 nm 27| 2AE& xggsiAv, &3 J=7t
S5-300Boll H]&|A] Wit~ ZAASII(E 2), BHE ABA BL Zo Axprl EAFTHE 3). E23(E3)oA &3
Ee I o2 AFEXH-g3E) Z2AHoR ofFojz AYHY AEE o]gdted, oF 0 FH xT A8
GAVeE AA $F /TS b= A BFE SRS W o)

& =9, S5-300B )ETF 4dE A2 dAE w4 3] ZIAE At
geti (s =9, AAld 10-22), AR 2ol 71AE 2 el
Aw, w2 w2 e gl w2 Qs 2t HEYol 5 J4 e

AAlel 25, 26, 280 & AxFol ElEtole] W A

| BAA Ed=

gehel g%, v

az
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[0064]

S=50d 10-1767698

Elgfyole] S A &ellA, dA=A71E Hashekar, ElEfd ol HAle] WS Histely, T2 ofubetAl 2%
Fol Bletyols FAlshs Aol npeA sttt w3, Huf 24S P77 e v AEA 2 kg skl
& F7behe Aol mpgAsitt. dHlEA, SR 488 Al EletdobA Svi= H7be, iyt (Evides &
WY Abshw) 9 gar 2 dedor derts 99t "gaEhs vhdtole] A4S dEia7l= hEAl/
XA eIH (S 59, vyt ol S0.E AstA7= BEFS AAEH). devhe duA o el EAEA

Zufe] A M-S JNAAIRIH.

Boabgol oZbalge), e HgAdo) Ayl B AgE £L F4olH AY "EHWEUdry ddeE 9/
TE gaets 283, 784 g9 Aelgte] EA sl vltol-d o) osi A== At

A Ao 260 A, 90% Ti0,, 4% Si0, = 6% W0, RAELS 7= Z(F26)2 ThLo WHoz A=z, &9
7] ZAEL 49g9] Ti-of EF2-ol7(85% MEAOH) 2 233g9] HIEglWE I E A A E(9% Si0,), 36g2 ITH

e ~E 0] E(APT, 88% W0;) % 864g =& ZTgalr Alxgct. o] fMo 569g2] oftela] EJElLob(A 4
17% €2, <0.8 wt% S0;)& 2 E33PHA 7M. o] EFEL 3wth = T ES /3. ole 0.2

WA 0.3 mm YIZ "]t]o]S zti= Netzsch Labstar 0.5-L BHAAZ A

o] f&oA By WS oHH 3049 HA A} Al7HESt ZH—(E?}’\]Z*‘A‘ZP. A
Zhyoll A & A JElZ Az, HFo o] ISkt B 49 AgelA
o]g-3fal mtje] W ”éa A Az T2 2 YA 2], W HE, 4
3 o EYoA meld Wi, o2 59 S(RY 2 Ev) A &M &8t

f
ko
I/
>
i
N
)
o
(o}

. o] &8 g+ 0.56L/min
25 2 28(E25 % E28, ZF
[e)

A Al 29

Are 29 Fo AxFol dugt 2 "H2E HEAE HUMEeEA

Zoltk, AAle] 26(90% Ti0,, 4% Si0, 2 6% W0,) 7 sds =4S 2k o= Ti0,-Si0,- W0, & AlZ=3kaL, W,
Si0y(Ludox ZFEol= Ag7le] Fe)E Ti0, 2 AZT To] A7yt waba], Ard 109 & 100gol 2.27g
©] APT(88% W0;) & 4.4g Ludox AS-30(30% Si0,) S mwkal#A H7bgict. o] &2 E29etal Fhu}.

gdE® v 84S =9t Ao

ok

% B, E26 % E20 vhttlobdl Sulg Sul wAlA kgl whgol olsiAl Bobeh. 27k A5, 0.31g
o WUTIoIE Al B ER 5ol 0wt )l A 2wtk 0] AR 2L AT, )
EYES ZE-FWIAE AEHA T5CAN AN AxA. 0% U W] A7 HEE SR Foj] of
A A ALgolA s ololge AEdeldaty] gal, whirlel-2Y BAL £U $7(108 HOIA
750T 16AZHEDNA e SEolA ool YAt olo|gH Fuj Zzte] whirlel-2Y vl A€ 0.1g%
AHEHA NOE No(DeNOX) R ASSHE Sl diald Bk, FulE Agem wEX -20/+40 WA AR

slar, wkg7)o 29g3te] N ol EAjolA Nool WsS AA3th. 5% 0,, 500ppm NH;, 500 ppm NO 2 5% H,0& 3o
3 355 650 L/g cat-hre] ¥ £22 SujE F3A7|3, NO 83 A= 3719 & vhg 220 tis)A
JAl8ka, th&e % 60l AlFgct.

foi

o F

N

X6

CheFsH =0j0f L3 DeNOx A|& Z1}

NO Conversion
A0 T=250°C T=350°C T =450°C
E26 12.9 429 43.7
E29 3.6 12.6 10.9
E1 3.8 14.7 13.0
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