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(57) Abstract

A method for preparation of a functional film derived from a
silane type compound which is used for modifying the property of the
surface of a substrate, characterized by comprising applying to a
substrate a solution for an undercoating layer containing a hydrolyzable
compound represented by X-(SiOX;)n-SiX; wherein X is at least one
compound selected from the group consisting of a halogen atom, an
alkoxy group and an isocyanate group and n is an integer of 0 or more,
drying the solution to thereby form an undercoating layer, applying a
solution containing a silane type compound to the undercoating layer to
render molecules of the silane type compound to be adsorbed thereon,
and calcining the resultant substrate at a temperature of 300 °C or
higher. The method can be used for providing a aforementioned
functional film having improved water repellency, durability and
resistance to water.
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ol (3 2) BRAMHHELLTOY Y FEANVEEZAL
L fbE® (33) BLU (34) vbRAEMELLTOA VI ZNVE
FHELTEL. BABMEBEITLZIILICL, RANMEEZES S
¥BHIEHNTED,

x5ic, F@rsopoy sy RfeamofRbbic, ooy Vi
B4V T A —bRHRICEERZIETRE-HKL (35) — (39) T
EXNDZAVY 72— RV T UG ERVWDLIEDRTE %,
(35) SiY, (NCO) ,-,
(36) CHy,— (CH,) ,SiY,  (NCO) 5_,
(37) CH, (CH,) 0 (CH,) {S1iY, (NCO) ;_4
(38) CH, (CH,) ,—Si (CH43) , (CH,;)  ,—8S1iY
¢« (NCO) 5.4
(39) CF,CO0 (CH,) SiY, (NCO) 5_4
ML, p. . 'y S. t. u., v, wBXUxiZ., miad& M @KT
H B o
4VY 72— R VI e BHERA LTI, Fad (40) — (
4 7)) K TLEMHHRTE S,

(40) CHy,CH, O (CH,) ;sS1 (NCO) ,

(41) CH,; (CH,) .81 (CH3) , (CH2) 1S i (N
CO) ;4
(42) CHy, (CH,) ¢8Si (CH3) 2, (CH,) 81 (NC
0) 4
(43) CH, COO (CH,) {581 (NCO) ,

(44) CH, (CH,) ¢38i (0OC,H;)

(45) CFy, (CF,) - (CH;) ,—-81 (NCO) 4
(46) CF, (CF,) ¢— (CH,) ;—8S1i (NCO) ;4
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H,~-S1i (NCO) ,

—~HmASiLiY, (OA) ;- (HLU. YXHi

RHr@EE. A7V VE, KIF0, 1. 2F#21F3) TR B

FLUIAXFVZRIVITIUIEEYWERWSR I ENAEETCH B, PTEH. C

Fo— (CF,) n— (R) =SiY, (0A) ;—, (nix 1k

DK, FFLLWE1I~220%K., REZNVFNVE, € VHE,

T F =)V HE,

N A = O V= O <A = S N

uEESVE A AVE (kBN

7o) =V E

vavy LR BEARFEzICERR
Y. ABLUplHisde b)) TSN DTN
s zEz @b RATERLTY %,

BL. AFPTCHEBATELZ27NVAFYRERY I eI LERCRE

ENnNspoTclE RS, chuALH HRAFEF-KACH, - (CH,

) v=SiY, (0OA) ;_BLUCH;~- (CH,) —0— (C

Hg)t_Squ(OA)a._q\ CHg_(CHz)u‘—Si(CH

3) ,— (CH,) ,—SiY, (0OA)3-,.CF,;C00~- (CH

2) v—S1iY, (0OA) _4 (HL. P. . r, s, t, u., v

WL, YBXTARK.

Bt e ABk) REPBEHTE D

FHNIAFYHRYIUVREADOERBEKA L LT, 2 A TadknR

3T (47) —
(47) CH
(48) CF
(49) CH
CHj) 4

(50) CH
Hy)

(51) CH
(52) CH

3

3

3

3

3

3

CH,O (CH,)
CH,O (CH,)

(CH,) , 81

(CH,) ¢S i

(CH,) ¢S1i

COO0 (CH,)

(71) 22TF25IeMNTE D,

15Si(OCH3)3
1 sS1 (OCHy) ;4

(CHg)z(CH2)15Si(O

(CH4) , (CH2) g8 i (0C

(NCO) ,

1551 (0OCH;) 4

30



5

10

15

20

25

WO 00/15428

(5
(5
(5

(5

3)
4)
5)

6)

CFs (CF,) s

@)
rr
w

(CH

CH;CH,O (CH,)
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(OCH3) 3

(OCH3) 4

(OC2H5) 3

CH, (CH,) 81 (CH,) , (CH,) ;581 (O

C,Hs) 3

(57) CHy; (CH,)

ZHS) 3

(68) CFy (CHy)

2 Hs )

(5
(6
(6
(6
(6
(6
(6
(6
(6
(6
(6
(7
(7

& B

%l = L 7=

N

9)
0)
1)
2)
3)
4)
5)
6)
7)
8)
9)
0)

1)

3

Si (CHy)

2

Si (CHy) »

(CH,;) ¢51 (O0C

(CH,) ¢Si (0C

(0C,Hs) 4

sS1 (0OC,;Hg) 4

5Si(OCH3)3

Si (0OC,Hs5) 3

S

S

S

i

[

-

[

i

i

CH,COO0 (CH,) ;58S
CF,CO00 (CH,) ,
CF,C00 (CH,) ,
CF, (CF,;) 43 (CHy)
CFy3 (CF,) , (CH3) .
CF3 (CF;) s (CH,)
CF, (CF,;) ;CsH, S i
CF, (CF,) , (CH,)
CF, (CF,) s (CH,) ,
CFy3 (CF,) , (CH3) ,
CFs3 (CF,) , (CH3) ,
CF, (CF,) , (CH,) ,
CF, (CF,) ,; (CH,) 81

(OC,H;) 4
(0OC,Hy) 4
C,Hs) 4

(0O CH;) 4

(0O CH;) 3

CH; (OC,H;) ,
CH, (OCH,) ,
(CH4) ,0C,Hs

(CH3;) :0CH,

AVY7x2 - REEET7NVAIXTYROY T U EBME LT

(20) —(7T1) oftaErHVWR L, LEHAFCEL

HBOAELELARAVWEZD., BEBOBEFRIERESILLPT LWL S A

Dy FBED Do
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T, vy vibamEROWTCEMRBICERZIERT 2 70T
2EHEWET LI, AXKWLZERT2-2D0EHRL L TOHRA
BIUOEMIZODWTHEMWMT 2, Y5 Vv EEAEHMELTCF ;- (C
F,) ,— (CH,) ,—SiClyz#A>28ER (H72AK) K
Ao RIGE., TRULERBALR T, BB, COHA7F
ZEERICEI T TCECTHEIPERIA TS D LT %,

CF; (CF,).: (CH:).SiCl: + HO—-#5 23R

Cl
|
= CFs (CF:). (CH:). ?1—0—73“51%3{ + HCI

Cl

6145873 (I)H

= CFs (CF:), (CH:) . ISi'“O—ﬁ"}“ZM + 2HCI1
OH

GEg - Bl C!)—

= CF; (CF:); (CH:):. ?i"o—ﬁ:ﬁxm + H: O
0—

LRt RRACTIRAMDORB AT v 7 (R KERIG) &
B EERERBEBERTCWAIRBTCHD. OHEZET S

By rtbapamegmae sz e, BIEBELCKRRRPELT
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SIS AN FO WA RMEHOOHEBAILMLEZRAGT 2.
CORBIYSI VLA DOS I CLRELOHELDODRBTH 205
VSV AMEE TSN ELEERTVWDI L, B ORIE
BHEZNS., Lo T, Kih2AWBKEFIEZICE., OHEFOD
EMAKZEEZEIRVWEKZBHNZAVIONFE L, ELREOD
ENWEBHIPTHTIIEPHFELL, BRE. BEEAHTODVTE.
THREROBCTHMIHIT 2,

AR CHBCHA TS5 v haMmoBMe LT, K£5
FhWRIEKERBEAN., 7vbREZRBHN. V-V RBEARY
BHRTE, AHRAOBACTCHEMAERD O LTI, Bl XA
F7H. YN RY PTG TN, AN Y AU N
ST74 v, NIRRT T4y, TAYVY, TEAV Y L KT,

NroAg . YAFN

/4

Da—Y, 7z )y )a—rv, TIFN
MYV —>, RYVZTZAF N Y- R EEETFT DL ENHTE
o ¥, vvliERBHANELCE., 70 REBEMS, 700 F
— M (3MHBRE). 77 NV—F (BAZZAHERE) REFEMRTE
o o0 ME IEA2EBTHAVWTS LS, HWIEIHEET 2D
OREEZ2HBU EHAADETHWVWD TH L,

¥, ARBHErHEHACTCEIRMOBEH L LT, MMARXX’ — (
Al1OX’) ,—A1X> , (BHL., X" E7nrvaxyi, nid 0
FOBETCH 2.,) CEINIZLAEPEZTBER. TLEIEBAX ~
(SiOX,) , —SiX,; (HBL. XEnrpy o, 7VIFTHESB
FUVA VY 72— E . nBOLLOBETHI) TREINDLSE
me., MERXX - (A10X’) ,—AL1X’ , (EL. X’ &7
VaFTPE DB OUNELEOBETHI.) TRINIZELGMEDRS
MESB2HRAZBW2ESR. . TEF (ThozEMERR
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T2) TH52eMNTE. POBRECMAZOTCHNE L. 2O K
ShEHEEBETEMELTE. TR, 739 2R TIVIE
tWH. 7VIZ A, ATV VAREDEEDPH T TEE, BB
CMMBUEEETEZTIRF v IR LT O ARHREHENERT
EHLEMWMTH Bo

Frh, ARPOBREEBEZHEEERMB L LTHAEERIRFCHEA
THBAIIE., ZHEMBEIULTOAERTRET 2 I LN TE 2,

g, t@mLEortRAEOFBEIZCC, ITOR SR LZEBEMR E D
EHRIhEZERECTHEA2ERT 2 (TREERIE), 561K
GTHE LW SREMBEE: LToEER2RERLE® (8 EERK
TR), EREHERT D (FEETE)

R TROKB., RRBOY I VRZLAWERET 2L, HEE
MEAER I EEKEZ, BB C TSR T2 (EHFTHR) 22T
MR A s LCilR. kKE2EETRhVWRLEKERBA. 7 v bR %A
AR, YDV REBHNREDFTITE, AR OBH &L THE

_M

Hafhrsor LT, Fexidamrry. vy bF 79,
Az —FNV, AR AYNRTT 4 NI NINT T 4
Y. FAYY, TEHAYYY MW, VoL YAFNVY O
-y, Zzz=Z )y Y)a—yv, FAFNVEHKHY)I-Y, RV T AT
W) A—VvREEFTFTHLHIENTES, . 7vRERBEHR
ik, 7oV EBES. 7o) F— b (SMHEBRE), 77— F (
BHS ZA#BR) RehFEATELZ, ChHRIHEMBMTHVLTSY <,
FVWREHEBET2dORS2EULZ2MAGDLDETCHVTE I V. B
. 20 0FR VAR EBRBOERECEND EOH I LWL, k.

_N—X%w—ZEnUy/ym%ﬁmﬁlﬁéb<u%ﬁiﬁﬁb

ppysyektoREBTELUEZODY SR —DOREMNI

34



WO 00/15428 PCT/JP99/05059

BEh s,

BT, LREPTIROB, UAHAOWY L ETDI. 2D LT,
HBWMOWMY D AAH. HEEABE2ENLE T 2B ORALIES
Miclh BT 2L, ERES S LT (BRUPEBAR).
Rickp, HERERMOEE2HBRTL2BEERS TERYD FRKCHEMNI
B, HEBMI¥DLIELHTEDL, b, LXARZLRIETLC
kb, BEHERET S

‘I, L AMICHEHBEAIEEHBERMRE2RALET 2,
. BMBERAMEMRTIEBEE S FOARBEEREEZATIHATC
B, RAEABEBHE T A CEIVEPRLETZ (FAEEM IR
o COLE WU AHERARABORETM L FEE BT S
FI3CBEIAhTVWDE, Chickb, RAMERELIC L2 HNEAGKR
WL b, MAEAMICHI EIPDCLTEBHEI LI ENTE,
EREEAFORAEZBEEIVDLILNTCES, 22T, LK
HErLTik., Fat®k (5) tRrTvYryFrFEANVED, FTRALF

X (6) R TANIZNVHEHEDFRTE D,

CH=CH—CO— -+ (5

CH=CH—CO— N )

ChoOmEHEIREEARZBR IS L, LRk EA (5)
BLY (6) CRUIIRE-RE_EFABHIOD RIS 1 DO
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EATFEALTCHOA I BRI P EBHEALEME L RS, B
CFRANTZNEDY FEANVRID DRBBAERARCH T DR
EABGREAEMET S BAMEE LCANIZ VEZERT
ZNHFF LV, ChIZED, MALEABROBBEREEZEM T 2 2 &5
cx. EABBAIRBICRIZI I 2 AL0EMMAPRN S, Lk
KMAIRBCRIT S, RAEABROBHEA L L TR, FAERAR
ODWENHENI OO0 ~400nmfEicalLTnhidd i
BN BRI EEI66nmMIEBVTHH 0~2000mJ /cm?d
EHNTHORLIF LV, I, 1000mJ  ecm?UbTE, FE
SoTRAMEABE LT AL TEDL, FORMXC1LIO00mMT /¢
mZERWGTCRZVFNVIRBBEEE TH5IEHTE D,

—H . WRERABEBRTABEBR S FICRAMESEFELEL RV
PSR, tREECRITIEVITUBE2T 2, COHAEXBL
T, WYWhHAHAMELISEYZ7UBAREDNIFE-BRT S5 LI KK
T2, chickbh, BEESTFRIFOIEV AR TAECERALT
WEEHRIBIBENRLS, EOFTEVTRABEEBRLTTE
VUGB RBEMTAILNTEL, LRZEVIRBIIRT ST E
V& LT, SEVIORBLrOBB LTRSS EBHNO. O

1~0. bumoOo@HEATHNIE L W,

BT, BEEACESVWT, AEWOABTZRANKCHNT 2,
(EMBH 1)

AKEBHIZ. E1LOBKRCHRIBEEREICIHIBT 5.

X—-(Si0X,)  ,—SiX,(EELXENOFXryr, 7NVIF
VEBILUOAVY T A NEPOLRIBLIDEINSI DRI L D —
BoEtETHD . nBOULOBBTHI,) Crnahdliahe
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LC. Si (0OC,H;) ,#M&L. S1 (0OC,Hs;),/HCI1
Jk/4v7oEryFrya—p=1,/0. 01,/56,/25 (£l
) O FTHEABEFBELE, COTHEBARICHAI ZARZREL L
%, 1mm/ BOERETSELTHIZARORMIC THRBEER 2 E
fil. 80COBRET1ISHMEBRLTSI (OC,Hs) 4256 %R
HABBKO THHEE A AROEZBEICERL Lo

Ric, voIryfbame LTCyF,,C,H,S1Cl;zZHEL.
CgF,,C,H,SiC1l,;/CsF g=1/99 (®%R)D>F
VAW EWEER L, ZLTC. ANEEZS BUTE LK
EHAFCT. 2OV I ibAPMHE®BIC, TibE (RPBER) ORMS
hifiad o 2ARE2EHEL., Ilmm/ HoERETS S LTS FRE
IhASZAFERAR Y VAV BEHREER Lz, COR., AT R
RETMOEH (CsgF 1 5) 2EEI¥, BELIOHFTAHKE2400
CT1oRMHRLE. COXIIC LU THEMBEEATLIAENALZ
fE®R U o

COHEOBMBE IO —EBEWILIBMAIMNERIE AT, W1 (a
) WHIARIC THBABZER LEBRLELE, THERS TS
281 (0OC,Hs) ;DMASBULTCOHEPFEASINLZKZRL
TWwd, ¥72K1 (b)) . M THBLLYS VLADBEHRZ BN
LiesE,. v v %tbeam (CgF,,C,H,S1C1l,;) »OHH
WAL E®RELEMETLTWS, Bz, M1 (c) &, &&=z
W T icLh, THERSDPESLEKZTILTWN S,
hB., UFTHH. MEMEEoORER I EAT IRZER LI L.,
FATHBEBEABICERZ2TGDTIC. Y20 CADBEREZEN L L
BIRBERZ2T) AEEERRELH T LI LT %,

(Hosgp 1)
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MR THEARMPERINEAN S ZARICHL, 80°C - 15 45IH
ODEHBICHKZT, 400°C- 15Ok E2T> AHEICLD TH
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nNEAI AR L. 400C - 1 5ol EzTLREDL DL
CEeMAE. mEEES L RECL T, MEEBEEAET SERDB L
EERL Iz

COFFEOMERNER2ERT., M2 (a) I3HF AR THE
BRBMEEBHLEBLEEES, THHEE2 THSS1 (0OC,Hs) 4
BMAKASMLUTCOHENBAIREEZRL TS, £2M2 (b

) . METHBRZHERLEEZDIE., THEXRMO O HEO — 5

R

GbhrEfEzezRLTWS, BIZ. M2 (c) F. PRVWOHEKY
> v %baw (CygF , ,C,H, S1iCl,) MBZEHRELHKE
mLTW3,

BB, el LRk Rmichr B HETHD. 2O AHETTH
BIERRICHTOBEBERBERELEHRT H2I LT %,

(tws 2)

THErsz 2 IR WELBOH S ZAREZANW, COH T AKZE
RS vihawEBRICEBEL Ilnn / BoFEE T E LT, Cs,
Fogho#FI¥ B2 2 BEERZAETIERCL 2
ERLUE, COHABELBIIMEIRERIIICA T,

M3 (a) 3HIAREMCBIZ20HBEOEAENRBZRT B O
THH. M3 (b)) F. PRVWOHHKYZ VRILAEW (Cs T,
C,H,SiCl,) PhZBRELEKZRLTWV S,

CRE/E B & &t A MED
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Forkoe HBEA1~ClOBLIZODVWT, BHEVHIN Y 2 H
wW2kgfomEAMATLIOO0O0O0OMEBE DL, ToOM. 200 00
BlHKROBFEREZY ) —VERBLWERBEFHRERICIDEREL. L
hBZBICEBEREmICAK L Ol Z@E FLEMAEZMEL 2o WE
ERER4A4KCKET,

MatLoWorhidd I, ARPRELPIPIEEHSETCREL 2B
WAL (EMEFL1) I, SPoEMAPREL, ELARLIYTO
BOCLo T BEMADETHBERADONL RN L. THITHNL
ChiMER K S EEB L (EEA 1) 3. EEEKALCHER
LY wogEfmmadha, ARy Y TCoOBDIZK > TEMAD
KIRICE TS a2ABEO b NE, BiIZ, THERZRT D> E
WC1l (hwma2) 3. EREKRBL A MPOEMADI /DS L

FEAR VY TOBEIDCLIIBEMAOEKTOIRED oL,

LEoERD»S., ABHICrPIHEAEICLD . BAES X
Ut aMicER-BEERIER TSI PRI N,

B, LEHRIROIIELBERTCED, Thbb, ERALIT
., THEMERBERBECES IR, COTHRBICYZ V1LED
ODRFHhE—PPowmhCtERHEL. REOHEHBEZERL TWD L
HIC., YWoEMAPKEL, POBOICL>THHMADEKT 2
BlHBoHEELELRPoZbDLEZOND, A, THEZ
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rEZ NS, F. FHHEZELRVWAEKRCLITR., Y7 U LE
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EHEh, ZoRLCYMOEMAIG NI, BDIIHT 2K
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PRUEDP NS LSBT DLEHEILN D
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X—-—(SiOX,)  —-SiX;(ErLXEnNpryry, 7Vax
VEBLIUAVY T A - REDPLBRIBLVEINSI DRI LD —
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L<C. Si (0OC,H;) ;kkfRzxT., S1 (NCO) 2Rk
PRI R ERS L AR LT, EREM2ICrr5ERD 12
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(THEES> OE W E@H AN

FREBMLIICHDPZHEBA L EEMA2CHLPZ2EED 1 2

300CicmeLAEzZLEhic 1l O ORMMKELEZ. COM. 20
BREsCEROBERLZIY ) — V2R TBEEXESFLREL, L
POLBICHEBEAMmICAKL Ol 2H FLTEMAZMNEL L.
OWEXZLLT. MAGMAXRE WV S,

4
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KsroWbhrhki>ic, FTHE/EAS2E LT, S1 (0C,H;
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EFTHNIPoze COMBID, THHEHEASLLTEAY T X
—rYSVEDETNAXFYITOOAD, BMEEBEOBAKMEB LT
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WZENBEDLENE, COREMS, YI UM E L TIE. WA
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