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[0042]

[0043]

[0044]

[0045]

[0046]

[0047]

[0048]

[0049]

S==35 10-1247890
A vt AR 3R Aol mFG. /%] Avte RS Arkg S 2 @ 3Pl Ankg 24
B3} AFAA AN F A7) Avkg A= Al 8l AviEon gHolAl shel lwe Holw AR (o
A, Bl AAE vhsh 2o T, BERE, SRE-IE HYE LEES G084 BT Al /we @
shgro M SaHt,

e Qoo H4AF Ankg A=(AAY, Arkg HW)E Abgete] Ho-71AH ddnkg x4 Bl e e
Ei Ak Q. A2 dvkg EE A8 B 4% U ¥ drkg =g wIAG. =9, H49
Arkg A= R W, A%, FA, GFE, 954 G894, 0 45 @8 g 48% TN
g% 4 Y. A8 FWAE AF o EwdIaels, IUIfedes, YdE, TFozd)
¥ EestpelolE, Eedsy, Zelolagdoels, Eeele, Eeegq, Zelovtols, EeSdw, Fes
Eoldl, FEzA, o5e] FIYH AF L olEY EFES EFA.

e, QP FAE E3 AAFGn sitn) A F4 4% A2UL e, ol Fe) Fok) 345
of glth. AN EHORNH wH: ¥ EE 1omm A7)t 34E AAeta By

T

N

.

EHHsls 7|HS e Fofol TX o] Ut o] &
5,609,511, US 5,643,046, US 5,658,183, US 5,730,642, US 5
5,949,927 2 US 5,964,643 7]|<=Ho] k. urAsHA A

=
Ee wUHYe 37 drk B4 44, & 54 449 o)

o= Eo] US 5,196,353, US 5,433,651, US
838,447, US 5,872,633, US 5,893,796, US
ZdAe] g dAnk 34 & AA}
A A AN AAE 7HseHAl g

o rir

st7] A= B 2SO dAsks AolANt, ofstd WHors E W WMFE Aldshs AR Y
S x| gFokok g2 ojtt.

=
7 ANl A, B = ALE G A7
3}

F

, A 42 =R A AE2(AY XYl A sA)e I AFE
(o]3}, "C-=3% Agst'gt $Hela, Abst 4 A7l 232 HEZdYEo2EHAE(o]st, "TE0S"2k
shHERE Azsgrt. dntg z2ALe them 2 8.9 WA 10.3 kPa(1.3 WA 1.5 psi)el 3F&k, 103 rpm

o oty &%, 97 rpnd o] &, L 200 nl/ming ArlE 2AHE A £E(ZYYX(Politex) Ankg T
)

op el ofs @7 e, SRR

M= ¢, &gF, -85 d87t 9 TR0SE E&38te=

245 1A WA 1D & AFESte] Awntstdint. =A4E
2 A717F 35 mmel FRol=A ATt 2 =FH%, 100 ppme] 3-o}w] =3
500 ppme] WlZEgtolo}E  H 1 S92 Hikstrig et 245

2 Z}7F AAFHNOy), 3,4-Tho]dlo] == Al ZAR(3,4-HBA), 3-8t =E A MR AH(3-HBA), 4-3o] == A1ul

=
N
=
fr
2
ro
[\
©
=]
=
N 1o
off
ki

BHA), 1,2,4-9lAEg}o]7}=22H(1,2,4-BCA), 2,4-T}oldlo]l =2 A ulz2H(2,4-HBA), WIZAH(BA), Xg
2,5-tfo]gto] =AM A2, 5-1BA), 2-8fo] EHAMIZEAH(2-HBA) B 2,6-tolsto] =AMl Z2=AH(2, 6-1BA)
=

Anp &, ], ©&F, FE 4 TEOSOl e AAES 245t A3

e
’:a
=

Ll
=]

Lol 7] sk3let
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[0050]

[0051]

[0052]

[0053]

[0054]

[0055]

S=S35 10-1247890

* 1
TH2 & TEOSRR |[C-=H&E EEefE RR |72l RR
(A/min) Al2|9} RR (A/mm) (A/min)
(A/min)
1A (CHZO) HNO; 770 150 925 117
1B (& AlGI) 3,4-HBA 973 180 1060 48
1C (A0 3-HBA 905 240 941 0
1D (ZATON 4-HBA 1004 240 985 31
1E (&2 Al0l) 1,2,4-BCA 731 260 1002 288
1F (&L Al ol 2,4-HBA 892 290 889 0
1G (2 Alol) BA 997 310 986 89
1H (2 Alol) PA 752 360 993 244
11 (& ALGl) 2.5-HBA 765 390 904 29
17 (&L ALOD 2-HBA 866 520 843 0
1K (& A0 2,6-HBA 825 730 838 143

¥ 1o 71Ae A2 EE WAk vkl go] 2AE 1B X K7/ o] B4 A )=, AAe g
iz Avpg 2A4E 9od veld C-E3d Agt AAERT oF 20 WA 387% ¥ & =3 AT AAE
< YER AT

A 2

o] AAldlE 77 o] B4 AAE Zte FEAAe] B o) o) dArbEsr vhebE, = 9 TEOSO ik
#AFAE = AAEN vA =

ek 47 718 frAb AE 3370E 117H9] Aol dAnkg
dvpatdct. 2AE 24 WA 2kE 247 p 4.5, 4.0 EE 3.5904 A
Foll et 9 Z717F 35 m?l FRe|=A AE]Ft 2 %%, 100 ppno]
HzEdololE, 8 1 3% ststers FFadd. 4%
AF, 2-spol S AIMIEAN(2-HBA), EEAY, AL EL, Afo] 22

b, gtole g, do|2IHHE, EdlX-1,2-AtolF RIS

Ztzy M )= TEOS, (- gl
AE (4% 28 WA 2K)S AE-st]
shgla, 2A4E 28 uA 2Kke 44 =
3-otn| =z 2P Egtold SA| A, 500 ppmo]
20 WA 2KE 3 2.9 mMe FER 7bzt 2
FHE A, Ed-Abol E 2 -1, 2-Tho] 7HR AL,

g-obvl sl R Ao HAAES Tt

ot
o M
e
k)
N
Y
b=}
)
i)
ot
o
H

juk

Aok T, TS, C-=4E Ao R BEECTaDel UE AAES A/minow ARSI ANRE X 20 7)A
i,
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[0056]

[0057]

[0058]

[0059]

[0060]

[0061]

ol

) 2 2,6-t}o|slo] =F A
ol o8] GA7sE -

X 2
pH 4.5 pH 4.0 pH 3.5
de TEOS |C-=Z/ & Ta |TEOS |C-=Z &l Ta |TEOS [C-=Z = Ta
Al213} NEIET Al2|3t
2A(CIEO) [830 |210 851 | 651 190 967 | 272 190 941
2B 837 | 610 783 | 750 640 847 | 342 540 939
(& Al0l)
2C (=ol) [ 703 | 240 809 [ 629 220 854 | 247 160 845
2D 636 | 360 644 | 620 380 840 | 415 330 768
(& ALOl
2E 771 340 683 | 781 230 835 | 170 160 871
(& Al 0l
2F 945 | 360 691 | 738 250 945 | 217 150 848
(& Al0l)
2G 753 180 790 | 612 170 844 | 200 170 833
(&AL O
2H 831 190 829 | 597 170 894 | 191 140 764
(&L AlOl)
21 888 | 180 882 | 670 170 795 | 188 190 802
(&AL Ol
2] 842 [ 190 724 | 618 150 767 | 99 140 763
(& Al Ol
2K 780 | 180 824 | 583 140 814 | 179 170 871
(&ALl
I 20 7)1AE A2RE W upel o], ZAE 2B, 2D, 2E, 2F @ 2G(77] o]Ate] BErA
RS RS gz Ankg 2AERY pH 4.5904 oF 62 WA 190% -2, pH 4.0°1A4 2F 9.5 ]
pH 3.59014 -21 WA 184% ¥ C-=3 % A7l AAES et
AAe] 3
o] AANd+= HEZHHEIEATE slo|=ZAlo]=("TBPH") (=, HEHIAIAEF
Z4H"2,6-HBA") (5, 770 ol’de] B YAE ZHe JMEAib) o] B oub o] ddnf wb
B Ag} =@ TEOSH e FEE = AAG] nX = JegS B,

Zyzb WZE TEOS ¥ (C-%E3

(242 3A WA 3=

2 o o

=3 5

o} & TEOS ¥ C-E=3d A

sl

AFHE 2Fste 40
Agate] dAnparalnt,
20 nm¢l ZEol=A AwlFl 4 =g,
F0ol lstras TF

Ay SOIEEAIE + 2 6-Sfol = A NEALE

Ae] 7t

24

0@ AAEE

=

_15_

EzfololE,

71 fAE AE 14AE
2 30 WA aNe 747 pll 35904 & gl
10 ppm®} Oﬂ‘éiﬂjﬂro]om B E gho} 4| E A

14782 Aol

I
[\j‘
o
o "

o
o] Z}—

bl
g

10-1247890

24 FE, 4

2 237% He, 2

ol &

BN

T
fm 2 N ox
RCARNR T

)=



[0062]

[0063]

[0064]

[0065]

[0066]

[0067]

[0068]

[0069]

S=50ol 10-1247890

# 3
TH=2 TBPH (ppm) | 2,6-HBA (ppm) | TEOS RR (A/min) [C-ZZ/ =l & 2|3} RR
(A/min)
3A 0 0 21 147
3B 100 0 53 338
3C 300 364 364 187
3D 500 0 410 152
3E 500 300 557 152
3F 500 500 493 183
3G 500 800 351 250
3H 1000 0 694 134
31 1000 500 959 181
3J 1000 900 796 318
3K 1000 1300 634 478
3L 1000 1800 105 503
M 1000 2500 274 494
3N 1000 3000 224 485

3 3o 71 AneAE gek upeh o], A4S 3G(500 ppmé] HETFYHIATE Sto]=FAkol= Bl 800
ppn®| 2,6-3fo] EEAMEAS )=, 4= 3D(500 ppne] HIESREHEANEE Slo|=FHAlo| =g ARt
2,6-stol =AML FHrelAl )l o8 dehd C-=F8 AT AAERG of 64% w2 C-=FE A
7 AAES HeEG.  2A4d= 3L(1000 ppme] HEZHFEEAEE Spo] =5AM0]= B 1800 ppme] 2,6-38F0]=
FAM RS )=, 24% SH(1000 ppme] BIESHF-HEAEE sto]|=FAto| =g FHFolAIRE 2,6-3F0| =54
WAk FhrekA] &gl o dehd =31 Hegh AAERG oF 2756 w2 (=31 He7t AAES
UERIG.  =A4E M B 3N(ZHZE 1000 ppm ] EﬂEE‘r‘j‘a4’\ ' Stol=FAtol=, Bl 2500 R 3000 ppme]
=

2,6-3lo| E2A M ZAS ), ZAE 3L 98 JEd -% é_‘wﬂﬂ AALES] Z42F 98% H 96%%) C-%=
B At AAES JEdide. 24 E 3Bl o8 vEhd = A7t AAE A AR Bt
A 4

of WA T olgel W A4E 2= 7

2y 3 1o] 2wl dloh el o8]
A7bsd C-=3E Ak, TEOS 2 gEFol sl #EE= AL vA= o]

Z}7y HNE TEOS, ZE % '©EES E3ste 37 719 A AIE 6715 6719 ”01%& Avlg ZHE(ZAHE
4A WA 4F)S AFEEte] Awbstditt. 2AE 4A WA 4F= 44 pH 3.59004 = Tl Ho 4R 27171 20 sl
ZRoluA AHAYIt 4 %, E 49 71AE S -FE-1-Hg- 1H—°1ﬂlﬂrgg %EE}O]E( 'BMI"), 250 ppm<]
Wz Edlolo}=, 10 ppme] dlE @ tiolol g EgfolAEAF 2 ] %2 st aE s, 2A4E 4B
WA 4FE= w3 T 40 1Y %o 2,6-Tho]slo]| == A Wl % *_( '2,6- BHA”)° oek WhH . 24 E 4AE 2,6-BHA
& sk &%tk
Aul I TEOS, C-E8E A7t @ e dist AAES 2Asta AFAE T 49 7| A8
* 4
T2 BMI (ppm) | 2,6-HBA c-=¥d TEOS RR Ta RR
A2[JLRR | (A/min) (A/min)
(A/mln)
4A 650 0 103 483 540
4B 650 1300 265 349 546
4C 325 500 223 340 516
4D 325 1300 235 264 557
4E 975 500 164 427 539
4F 975 1300 245 371 531
40 718 A RRE WA ule} o], FAE 4B(650 ppme] BMI Z 1300 ppme] 2,6-BHAS &)= A

o
AA(Fe1e] 2,6-HBAS kAl @e)ol ofa) vehd C-=gE Hejgh A &R oF 157% Eal *é% 479

il l:tzl
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[0070]

[0071]

[0072]

[0073]

[0074]

[0075]

[0076]

[0077]

[0078]

S=S0dl 10-1247890

o&) R TEOS AAEHTE oF 72% @& TE0S AAES VERNQTE. 245 4F(975 ppme] BMI 2 1300 ppm
o] 2 6-BHAS ¥)E= A4S 4B(650 ppme] BMI 2 1300 ppme] 2,6-BHAZS 3)ol o) vehd -=35 2
b AAES] oF 92%¢1 C-=3¥ A7t AAES YERldT.  2AE 4D(325 ppm®] BMI H 1300 ppm®] 2,6-
BHAZ 3)&= ZAE 4B(650 ppme] BMI Z 1300 ppme] 2,6-BHAZ 3f)ol <& vehd -39 A7t A7
o oF 89% C-=3F A7t AAE 2L FAE 4Bl o8| vERd TROS A AE<] oF 76%%1 TEOS A AL v
ER AT,

AAlel 5

e
i

of AAelt HENIAGEF o Fo A 7] 4 ol W el Avk Pl ols) DS -5
2t, THOS 2w

lo o
e
i
ofi
o
rlr
w
=
N
)
1o
o
>~
Rl
)
[m
o))
=

il
<))
=
1o
o3
o,
e
re

=1
=h
oo

AH("2.6-BHA") S F7IE -39 Y. FAE 5D
TMAH")Z 3638191, ZAE 58 2 5= 2,6-
2 pHE ¥ 50 7] AE .

2
et
fr o
o
32
=
BN
o,
i
w1
oo
e
)
o
fr
S
T
v}
©
ol
Ol
©
f
Ju
>
)

~

x
TEE 1000 ppme] HEZHE SR F slo]|=FAlo]l=
BHAS F7F= grepdivh.  Zhzhe]l 24d=olA el 2,6-BHA &3

Qvk ¥, TS, % A7k L aRE) 9 AAEL AYhn ARg E 59 AsA

Z5
4= oro|2A |2,6-HBA |pH C-CZ= [TEOSRR |TaRR
A= 42|13} RR| (A/min) | (A/min)
(A/mln)
5A TBAH 0 35 19 186 591
5A TBAH 0 4.0 20 196 467
5B TBAH 650 35 144 746 570
5B TBAH 650 4.0 164 682 599
5C TBAH 1300 35 541 588 632
5C TBAH 1300 4.0 557 647 715
5D TMAH 0 35 65 76 458
5D TMAH 0 4.0 52 65 417
SE TMAH 650 35 131 88 582
5E TMAH 650 4.0 112 104 540
5F TMAH 1300 35 91 68 293
5F TMAH 1300 4.0 79 42 420

E 50 71AE AFzRE W uel o], 2AE 5B(1000 ppmd HE#HREUGRE sto]=Exlol= 9 600
ppne] 2,6-BHAS )+ A E 5A(1000 ppme] B|EZ}REA R F lo]=EAlo]| =2 SH{alA| 7 2,6-BHAE
&4 kg )Rt pll 3.50904 Z+z oF 7.6u) 2 4,08 %31 pH 4.0004 Z+2} oF 8.2u] & 350 H& - A
g7k 2 TE0S AAES Jelgdr.  2=AE 50(1000 ppme] HEZHFHUREE slo]==Ato]l= @ 1300 ppme]
2,6-BHAZ S e ZAE 5ART pH 3.5004 242 oF 28.5u) = 3.2v) ¥ pH 4.0004 ZZk o 3.5u)
2799 =& -39 AE7F 2 TE0S AAES Yepdick. =4%E 58 2 5F(Z1ZF 1000 ppme] HEZHFE AR
F slo]=FAlel=, 650 = 1300 ppme| 2,6-BHAS 1) A= 5D(1000 ppme] HlEZFRERE dlo]=
ZA| =S FFShAIRE 2,6-BHAYE FRetAekS) Bk ZhzE AS- oF 2.2 2168 FS - AEgt 2
TEOS AIAES YERHRATE.

el 6

gud

o] Arjel= 7 oY BA HAE Ze A
] P

g of ¥ wel dvk Yol ola BAAEH -ERE
AP}, TE0S 2 ekl vs) ¥ 2

AE 6A E 6BE AFF e, ol AFRsl TE0S, C-E3HE Aggt ¥ gHEES Idete )RS
3] | F AR Z717}F 35 el FEo|=
HlzEgololE 2 1 S I}

Aeeas FREsith. 2AE 64 2 6BE 27 2.9 mMe] opAEAN(Hze]) B tholato] EEA M A A
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SS90l 10-1247890

d)S F7t= RStk Awbe 1.5 psi 3FEFES AFE3Fe] 300 nm flo]T Aol A s AT
[0079] Awl $ TEOS, C-=3¢ A7l 2@ @EH("Ta") gt AAES A/mine =2 Z2A3ta AHE & 69 7|AlsH
93\
X6
TEOS C-S Tl &l Ale|3t Ta
6A (CHZ0ll) 1096 381 783
[0080] 6B (& Al0ll) 1226 746 800
[0081] E 6o Z1AF AvRiE gud vieh go], 77 o] 9] Wi AXE zE FRANL oA ENS H 2AE
of na] EE 7| diEA o & AAEES YERAAT
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