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Surface Treatment of Nano Silica with an Amino Silane: The Effect of Treating
Bath pH on the Surface Chemistry and Performance of Particle

M. Rostami'?, M. Mohseni"!, Z. Ranjbar’
! Deptment of Polymer Engineering and Color Technology, Amirkabir University of Technology, P.O. Box: 15875-4413, Tehran, Iran
2 Department of Surface Coating and Corrosion, Institute for Color Science and Technology, P.O.Box: 16765-654, Tehran, Iran

In this work nano silica was treated by an amin silane at different pH conditions and analysed using different techniques. It was
found that the pH of treating bath highly affected the grafting of silane on the surface leading to grafting ratios between 29 and
58 percent. The zeta potentials changed from -7.1 mv for pristine silica to +5.5 mv and +18.01 mv for the lowest and the
highest grafted particles respectively. The results showed that, the sample with higher grafting has better dispersion stability in
solvents with higher hydrogen bonding parameter and lower polar parameter. The higher mechanical properties of the nano
clear coats using a polyurethane filled with these particles may confirm the better dispersion and possibility of a physico-
chemical interaction between the surface modified silica and the matrix. The tensile strength, elongations at yield and break
and micro indentation hardness as well as the Young modulus were used to show the improvement achieved in properties of
modified particles containing resin. J. Color Sci. Tech. 4(2010), 71-820© Institute for Color Science and Technology.

Keywords: Nano silica, Surface treatment, Amino silane, Zeta potential, Indentation hardness.
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1- Silane coupling agents
2- Hydrolysis ratio

doddio =)
OBl Jds dn (Game DS (e (S plgre 4 e $iU
Sl lyS 05m (5l ol S g 5 W s 25
g Blih Lo by (w9 GBS (plale 4 Cuglie il
Sloog, S iy Jdo an o Sidg [V V] 0,05 oo 8 onlanl
L ol GiSom s 5 6,50 ool j ol 5 (b JonSg 000
ol ol maw g o il el Gl JI slalas
7] 23,5 oo ol (T slopocl L (25508 35040 abals
J=les g s (s (65,51 alS el (o ol izeen
35750 sLagis) Gm 5T 0pdiee Wil 5o Slaazs sl 4y a8
Az 3)9n | Slaws 0dind digy Slge b Mol (b ol iz
5 9= bl 1 Db g5 Sl [ F] cnl aid 3 108y sioe
Sl L [V] 9,5 oo ploxl (2S00 295 5 5ok 40 LS Lo
GRSy Pl 4 (g ey 4t b 0)d (6555l (e (M 55
08 ool ey ploy o 1y ad nl b e digyy Jlaiot g 0
St 5 Bk v G (St (Rl el Wl oo ol (]
S s glmosins Wgy 50 Ojle 4 [0] 05,5 (500
L ohd Gty 2ol 5 00,5 Mol ) (Gome ST rlans sgus]
ezl g Jls ol slaog 5 b M Ll [A] aride o Sgute
P b $laSmt JB l cs (s yen &S L 25Ty
L] ot walss Lajardy 55 51 o 450t (6595 (bl 5 5o
Ly as2 b ol o815 g ST ol s b (oorbans Lol w12
ST L Lo oS oSIT ol ol I nS's j0p bans
S Sy e T e STy L PH @ ()T 25 5 00 9,0
ol aly 0,8 G 2SI gl abais 5 M T ale (sloeg S g55

hydrolysis of silane

Y. OR
S~ o ¢ 3HO
SN

OR

——

T~ ~YH . 3rROH
Si——OH

~

organofunctional silane OH
5
Y
1 +
no 7] S
HO o HQ*’/’ . condensation of silnaol
HO / on silica surface
- | HO —— /OHSII

" H HO /Si / \
o OH OH o (o] o
51 (o] S5i—0O Si Si O—S8i—0O0—8i

nanosilica surface

form a stable organic
functionalization on silica surface

(e sk g (Do STy 1) S

Journal of Color Science and Technology(2010)

(\WAR) ) o9 9 PoE g S — (el &y i

vy



03 (63,315 9 SXows olgd yo STy pH. H31 Jw ) 22 :QMWTQW,&U uing_lnT

05 & 1y sl Y gue

£.) OV gise]

5 Sk
AD¥ Al bl
Y08 o

A bads o>y i Sy byl pH 31y jgtate ay
o316 51 48 Dl BT Loyl 5 5 Sl 5 o i1y
odel ¥ Jgaz ,0 STy b, duw 090,85 bl aiib oo )‘..\f),ul.:
aar gl celw ¥ oaeay Ve - pm g0 L (IKA) (S5
Jolsl b g a g e s bolsee ¢ STy 3l amy .ol colaiwl ladiges
5 .0 0010 g, B v e TPM Co §guiy yle bg 00 g
Sl 3, il ax 0 VY los jo | sl SSes Gl Ll
A oolaiwl @lyd e, Sis

Ot bawgs locnl eais ool g oot Lialel (sl @l )d
o s 9 0B 3 Ul gy (oS 0 (Slie g Dgal 2
D9 =59 1F Ladiges den (gl Sodow (e y0 5 adlal I L
i 3 Lo b ol oo Sy bags 5, 5o 08 i
el 0393 yio s +,0 Hd 4 "L LSS

050 0 Jlh Ol 40 4z b by old 4 S
S A B LA s oaiiS o 10 Sblawg ! ol 9 S )ST
Cels wad Con e sles jo g oad bl V 4, #5939

w‘ o&y uj)i..n\ﬂ‘ s_i..pwl.:_‘a

1- Spray dryer
2- Zirconia-yttria

‘gﬁn & ’._Y

Slge )Y

ryate mhw Colacs L (Ve js,) Cowsns] (ks oib
A gl S LwgSo o8 i 5l el VY, Lad o Yo em¥/gr
3y J..Jsj.a 9.:.3.‘:1 RO PV IR Joaz o Ko ¢ &3 Slasin
JsUl Jsbl 13 7Y Jslome & g0 5 (APTMS) s (oS 50
Oty NS datd S e 500 )l 59 Sg 5 SS90 o
SL s, )'l (2,0 VA) JonSg 00 ao o b Jl Gb \_i,.b)fl
&z i Ly Slilwgil 00 o 5l 5 0 anad ol 003,

40,5 oolaxul Desmodur N75

Sdws 66 1,3 Slasin ) Jous

Olasivw
v (osi) 055 b
v (P55 » @ror=) popats ghw Sl
ARARYS (oo o il 5 p )5 ol JB
.7 & Sogl Sy Slass
V¥V (¥ 2aS1, ,8) pH

I gy =YY

plos g (i i 4 o0 allas Sz L G y0 Laaige
SregS gl polio b @llae STy slial ol ools (2STg (89,
Sl Jse Cond) ¥ ST Comns 5 [V alal) 32l L 5 s

sl 00 Al (D Jgo 40

M= 3*SsSi*rnsi*lei]anc*OHN()*10l()/I\IA QD)

My Sl zdaw Colue S8i o0 )5 a4 (Dlow 50 M (] jo a8
Sloss ZOHNO su)L_w u;aﬂyc = :Msilanc sra)j L lSu.l.»...u ub.uo
5)Qljssi sa—e :NA ‘é‘)ﬁ)—l—ﬂyb P 6‘)‘ aQ J...“Sj)&u.‘b LsLbos;
0ael ¥ Jgaz o DSy 50 00l 00y 5 4 slge polae il o

(SiiSTg Slge (30,8 Aol i 5 12 Y Jgu

<k pH oSl pBa wpH oSy Cr 03938l 53 (ASTg 51 LS pH oS 51 J3 132! 490
-y -y N -y - s + il + A
el + D + gl + T
\-Y \-Y s \-Y el Pl v Il
(VY co)So 0 ,ls
Y ce yog38l) F-F Sl + Sodoows + Joill + T
o295 VY s )Y J7 c

™

(V' co)Sou,ls

Journal of Color Science and Technology(2010)

(WAR) 55, 69U 9 pole (g 3y — (pole &g puiis



OB 9 (Feim) Ul

(MPa®) az ) IS 4 sl Pl fpuile S sla ol )y :F Jguor

(") 55850 yolsly (4Y) Combad i oyl (77) a3 il I
V5 ¥ VO,A £) Jsbisn -V
o)) \§ A 08S Jo Jee

3 YL eale 50 (N i rizmen VY] 09500 Bl
3 ojlasl g anY Culbes yiolpdlan poie a5 oo colaiul
oo 5l adlie ol o Ly ol 4o amgs L [V Plos 5 e
sboog, S 9 Kk (rbass JonS'9 000 (Lo S (6 52095 gl
b oebaes Lol slate a4y .ol ot ooliiul lessivel Jsidhos
Luly g PH Sl ol 5o a5 w488 )l o alises Laylpd dSlens
855 B st 9590 o STk 5 AT e 23ST

o=l yo a5 ouls WLl pH=Y jo Sl g Of 4y (Db A g, 5o
Loy Lo pH 3 plasl b il o o (3o (5 0y 55 Ll
ol Gpdnisly 5 a8, EH=-1 1) gud (oLl coo 4 25T
505 955 b (Db o515 5 ST ISl Lyl ol o sl oo il
Gty Jodo a it 4 G (0,5 a8LII L 5l S92
Ly ol 59 39,000 YU bgliee 59515 Do 5 Bk G @
STy (LSl egal 09,5 5 ek (xbas s 092 (e S &
ol S il 5 5 ks 5

M8 8 blyl o a8 (Do g SNl bglixe 44 B s,
DSy pH g 00,5 adlsl 5,0 S awl Yee o(pH=9-1+) o5 )ls
S i iSly oM bl cpl jo (PH=Y-T) Conl 00l (g0
3 @ s s 0 HY jgda> 098 oo ST 5 anils oYL
6953155 s koo (0,87 BLSN Ly 00,5 o ST 25T
5 o G ST 4 Logye &5 b o Gial3il oS bslie
Gl BLS Cmo s s PHEV-Y) Lyl 5l o sl (Lo
L oilsf o s s ks 53,8 alol Uy 5 ails (s COIS]
Ll s 8 Jdo an Ll b ol o 09d 05T ke o
e 4 sl S 5 e (s T te LSl STy
el 35 ek o 50 6 09390

Yoo kw5 JSI g o Lamee 4 iC os, 4 ialel Ll o
32 sl Sy Ll 5 00,5 WS Sy 5 e
o098l Loylo 1, 8 G SO Sl l adads 45 a8 (pH=)-Y)
S Ceoyd 5 a5 18 Gk (orme 53 O e 4 M
Bk b alolddly COGT 5l am g axslas ) 955 b o o520 1
50 USlepH i STy 4y 70 0g—w Yee 0953 L .aiS oo iaSTly
Cgign el GRSTy Gl Lyl yds cnl 5o g 428,518 F-7 oagas

Journal of Color Science and Technology(2010)

Sgo d sl 53 2 o9l Gl DS pleS o Sz
PH il Lapysosl ol (o5 plonil (3,50 o 55 s3laas 5 05
IS0-787-9 5, Juibiul Ly gsllas U 5 5l 5l by e 45 &3
(Accutyc 1330 ) yiog Sy psla Ly g0l L JL K=
Sl2og, S oy p Sz 08 ) Puewib USAMicrometeric
U1 § FT-IR Perkinelmer Spectrum one o5 ws bawg (o
L Gillae 039505 9 0398 2S5 923 (et Sl (s paie
FOSS-Herueus CHN-D- oXws lawgi ASTM D5291 o, lailw!
.axsb 0 Rapid
el el )b b gl Pl jo wlyd sy gl b ojgas
Gl HACH 2100 AN i 508 oliws awgi cilisee fpuils
b M> clasie ¥ Jgoz 50 o als!l ASTM D4046 s lasteul L
5ol byl 5l Yo € Jae ¥ cchale U olyd gl Jamily
Zeta Sizer Malvern 3000 HS ol _wo lawgs (pH=Y) Joils!
Buchholz guivs soww lawgs 500 glaslass Sou a6 50l
B0,5 (6 ,80;3lasI DINS3153 o laskiwl s 5Llas Indentation
DIN EN o,lslbwl L gllae Test machine Zwick _iiS oSiws
Lﬁ»wy 9;[.: 0533 J9‘>"‘° 9 Tg e S Lg)_.fc)‘m‘ ISO 527-1
So oeilS 8 50 paiS <l L Tritec2000 Joo DMTA oS b

plxil ASTM-E1640 o laibul 3.l O °C/min 5,1 ,> ool 9 55,0

O
cx g i Y

s 0023 Kg Jalse 5l eolatul b Il $i6 xbaw iole]
3 6ol 53 DIY Y] el ol (5155 cyabiizen 5| (6 bons Lags
Stz Ok oSl 5 gl mly < ile 5l oYis ol
sacd 4l (3155 DVF 0] col sy3,5 esliiul (oxbaw ile]
o0 ol Jelse 5l ol clale a5 was o lis | Cdy Lawgs

b 95 O (WS oS GlaSlls slaaY i 5l ale (S

1- Vansant

(WWAR) 55, 69U 9 pgle A9y — (pole &g puis

Y¥



03 (63,315 9 SXows olgd yo STy pH. H31 Jw ) 22 :QMWTQW,&U uip_l.oT

Dbl O3 ez 0y py Azl j0 ad ez Ol dSlw
CBA slaasge JLS> 4y b e sloel ol oo (ol ouls
csSe yioniilaw ;o 0, SYLAYYY 5 VAPYY Y AP oS54
SYL Ladiges 4an 5l a5 B 0,3 pH anl ,o laslie ol aib s
B aisel JLSz (09 265 PH 09 YLy ol se el 00
Dl 03 s (59, G i (Rl e LiS Wl e
285 Oygo Laigel IR ol ooy 2 b alo (nl )0 Sliay (o) 2

O ygmo dy odiis yialal 5 ool Siulel I3 aS cl S LB
gl Cobis 039 3k 903 50,5 (e RS e 2 o 4 y0s
3525 5 il ool Ly sins o i blos [0Sy 4 (oles
FSlas U yieglb VY sga 5l Dl ojlasl oogase (M sloog )5
TEM 5 BET clisle;l U wloalice ol doles co yuudd yiogils Yo
o 035 allie cpl jo @l cpl 5155 Sy 285 g0 )
G o a0Y jga 4y Ol S ojlail o8l el paay ol
Sl i Gty Sl ol 850 a5 4kl o o a4y 098 0 00ld
a5 el (G pody i b g ) a8 I 4 oo j0 00l iolal
ol ool Wl ol aslsl o

5 (B) ool 2ol asgai FT-IR sloaca b ¥ 5 ¥V slo S0 o
Slrog, 5 pda Sy 0dgamme el 0l ooly lid o Lo
ol oals (51550 Jguz o ele

e ole slaog 5 4y bgiye i Sy i Jgae

e (em )z go Job shole ey S
Luge YYe oYY
Lvgie - chns VeVeoo)o ¥ Si-OH
©98 A+ =200
Lwgie \Feeo\PY O-H ( molecular water )
s8> IRAREARE R Si-O-Si
Lgie YAD--Ya¥D -CH,.
Lgie YWAO-VFY C-N
Lgie FY-YF-
Si-CH,-
o VVO-\YO .
Luge Aee=AO-
g RS AR NH,
g Yy e-Yo--.

Journal of Color Science and Technology(2010)

siSly bglsee (55,51,5 <l ol jo 0l ve g ko o b oo
8l Gl 35 5 e g b Mo o515 Lo

O g5 azgi L ool LS5 slaJsdlows (59, PH il
9 099 )LA_:b Y d‘)_lo‘ pH B g_A_LC‘ LQJ}D‘L»_H: | usl_o.».n
gdiga ol .0 6L 5 1.0 5l 2eS slapH o il (g pdy STy
JoSias LSl ais j0 g 00l 15150 posSdl &g 4y Lo Jgids
e Dot et e DH 55 55 95 (5m 5 39 (sl
ooy i L g ol sl Lo, alol> Jodlow o oads 3l
Jods 4 ‘ﬁ‘)_‘ o Odbew s pH o s oo JoSis asil
20,5 o8 w81k g 0392 Sl Jodhew Ll pd pl o o5 0sd Jras
Si-0-Si aSs any (P LSz 5 Jl jo al,T 2aSTy ol ol
S o,go Lacdw A 51 YL pH jo [V AYAA] 5,10 5924
Lo sl (mal 3o JeS25 Jgidlows Laspos 5 0392 g 25T
ool Si-0-8i plaiels (gladSi a s L5 g 0090 bl Ly

(vo_,a.u\ﬁ 2 quH aS B w5).: 03 C)L»O‘ 4.;5.4).! Qj)tsc )Lba.)‘
83,5 1o Jgdlw 4 g oo ST ey cl s
S0y B a4 (S350 Wgm Lol S5 sbo Jodlw
Sokmw s 4y o8y udaiis Loyl jo ol ST 51 j0 g o0l
S piSlg ) alads 45 sged dzgs aSS ol 4 WL 00,8 oo Jaie
L Si-07 STy g ot oo Sl byl () )0 g 009 ¥ G e
Db e ol ols ot b a8 L o

0as (5 =S o3lasl Lt pH «oolyd oo (olgs (w0 S
pH ..\_M:LLs_A \c,\ Ls?da_.upH 6‘)“) Y Vo) CL@‘ Lng...L.u w‘
elld ccul sais Gislel aigai pH 5l YL ool Mol sladiges
Lw‘c'a_w)éwy‘ébcﬁjf)w5uwbwﬂu&]aﬂu
V) 55 40 CBA sladsges pH ol Cows 4 el 4 axg
Ol o aigis S 4 a5 2 g oo C aigei PH (oo
£35 0l 95t Sl 5 Wb s 4 o1 Jlal 5 25Ty plSse
Q)L_w5ad_wc)l>l&~law@aﬁu)|w‘b&ﬂdauh‘mF
S e Glgi oo 4l )0 1055 o0 51,8 ekew s (55, 55T
S35 e Oliee (992 7S ) B diged 4y S diges (I pH 0392
inlel O3 an Ca sads Gialel @l 3 JBs a8 0y )5 ovalie
S YNF0 oot ilal abges JB) col bl ol sois

(WAQ) 55, 59U 9 pole 8x09 34 — (yole &y s



OB 9 (Feim) Ul

Transmision (%)
RRRNEBLREC

BEESEITE B0

&8

2]

4000

Si-OH b
Silanol \\

3430

OH (Molecular Water) 811

1630 Si-OH

Silanol

1110

Si-0-Si

3600

3200 2800

2400 2200 1800 1600 1400 1200 1000 800 600

Wavenumber (cm1)

oA C)Lol L;Li,_L.,.; FT-IR b YJS.MJ

\

A

\

{
!

(N /
AN
/>Y \<
// 3419 "
/ 3043
OH-NH2

"

/

CH2

ey "
AV Y
— 1615/’1494 \\
#

OH (Molecular Water)
C-N

NH2

Si-C

Transmision (%)

Lo

Si-C_ \

e o

$i-0-Si v

— \

Si-OH

1104
-

4000 3600 3200 2800 2400 2200

1800

1600 1400 1200 1000 800 600

Wavenumber (cm)

B €90 FT-IR (b Y K&

So B wged FT-IR (ol jo slaid 3 1 03 Gl s 5o (SO 58
spa an bgoie a5 05 5 e ealin YAY: cm! o Ld> S
59 ead oaslice Sy il o ks mhaw 5o i sloog,S
ol C-N Wigy a0 by po 3 ¥V JS5,0 VYVO-VFVeom™ o0g0me
oj;MLJLMQ)WNHZMWL&

Syl gligean YEY-om! o JeuSs 0
9 0 w.sLn" ‘51.‘3449.44 CHN erT 14 de} M«b‘sa QL...J ‘) lSu.L»...u
a0 YL sams oyl gl aas e plid 1y eais Liale]
saiis 2ol abiges ,olie 0oy il o B digei o JT jolie
S8 olis B 0ogazme H A el ol 138 4,0 5l S
O ygm0 4) STy 10 eolaiwl 8)50 (Dl e 4 4z g5 0,5 0
95 STy Ol es paie 5IUT 4 by po ju3lie 5 (5 yegeS 3!

Journal of Color Science and Technology(2010)

09,5 d bguye Ve -4 om™! Al o (oo8 iiS Sy
Gl T 00ims ylid g ol 0 5 00 ialel diges gl Si-O-Si
el 08,5 (6 s s Lol jis Lo iolel T )d 31 0 a8
Sloog, 5 a bgspe Ae—AD: em osgase 48 o sdalie Sy
=8 oo sl 5 00l Mol diges 90 2 10 4T 004 Jeidlew
(daw Zdlal STy sl o oS cul ol el cpl o cwl sosline
Sk gl )3 (255 5 gl Jodhw) Jodlws sloog 5 5l (&
CM’ 0390 ;3 392 g0 o loaile Bl 00,50 [iaSTly &g 4
45 0840 Si-C (slvog,5 4 bgsye VIV--\YO cm™ g FV--V- !
cm’! 03gdne ;0 S (09— Syt 99,5 o0 odalin ¥ IS o
Sen Sligren Jdo 4 ¥V IS 4 ol ¥ USSS 0 VYYD
03gd5te ;3 ou oddlive Sy el 0393w ol 4o Si-0-Sig Si-C

Sygmo an a8 Cnl (ol slosSge 4 bgspe VFe -V FY e om’!

(WWAQ) 55 59US 9 pgle ity 3y — yole ag puiss

\0 g



03 (63,315 9 SXows olgd yo STy pH. H31 Jw ) 22 :QMWTQW,&U uip_l.oT

S w55l ;500 &)le 0 anlys YL ] 'NTU sae
Sl oy ey 3 00 21 5 (o Ky il Pl
b o

S eyl b sl Dl o s faSTy gyl b & g8
534 oY s ploul ASTM D4046 o il L gollas ciliee
sanlice s STy Cy08 )y 5 oalice 0 Jailil 1l o 45 e
S5 e g (09,55 g y) 2L 51850 (699)5 Wi 9 LA
5oj ko NTU sae 42 o el Jlsias] cpuils 5,55 obusl 45
e SNl e 9 S s jLitl saas gl wBl
gl a4 10 D3 Cp) pas (e 4 393 oS S walyS ST
500 gl (IS BMS lii ln, 55 ples 1) el il
azil oSy wlems Gl Gl 5 sk ysb @ Lame (555015
S Pl o Sl 255 w0 69y 2 e (soed Sl phae &S
3] oSl 5 o bl S5 gl o5 |z o5 anlys IS 56
el 0335 08 4l Ggrmibiwg (69,315 9 b B 00905

35 Jbo Y Gl Pl ;0 diges (w995 4 by e gl
Olse ylogai 4y azgi b el ol ¥ UG jo 0958 Jusl iie
i 5l et Ly S NTU s o 2855 amt
i 6l 5 050 I o 65 LS|, 48 el ol sim
21 STy YL sl Mol aiged F SOy az g Loyl
agazrgi Ll 1) ladiged S0 4 Cond (3555 3 e D>
() S3aies Sl il o 0955 sl e ¥ g
JsilsnY an s YL (1Y) (oo el 2l 5 5omly
eard o 3ol (gl s a5 el e s ol bl e
ol Jee g oS 9,00 (sloog 5 (59,08 Wgm (Sl 5 0092
atlse o5 085S

1- Nephelometric turbidity unit

ol Jye So sl e Jgo 2 el (295 B 0)3 50 han
7P 9z 50 0398 (559 Moy Olies e b el (3955
Al o Cwd a0y ;2 (0 59, (Jae S o e NF sae
P50 il & Dl 25 T o 61 25Ty 55 Ml Jge Sl
e 8 o s V- el & o FOA il (S
g )0 M STy do 0 = FOA sae (59505 (Jge w0
ol bl ceuloasl £ Joaz 21 aiw j0 a5 Wl s Caws 4
OiAYb S ol e w0 OF B YA o iaSTy o j0 4 aes e
aS oyls olaSl A dges 4 J OreS 9B diged 4y bogyye do o
Oy prizen ailboo JB 9 PH @ oo ol b ool 5o
L e (2iSTy 50 (ol Conilon Jos 4y a5 05 (S amss
WS s &8 28 STy 50 s JenS 5,008 (slwog S pled daw
7 FTIR el )0 mlas (59, 0aile B Si-OH (slacy S 90>
Ll o oy e s b Dl JlS 2551y pe 51 Sl
g )0 Dl gl gt jpa > Gl 0 A B g, o ST
428,515 an pH o (M (051,55 5 SIS Ll 15 b okl oo
ol g 5 o
L Lol alie 5 ouds (tolol )b o cordh (g2 S
Sl b b Pl g0 0 alyd ool (ST, )ld ) oais iolel diges
S5 ¥ sz e da Bl ] b oy hliien (il bl
eyl g gl (V") ks bl @ o= bl
Lindiges 5995 s diged o iges) 53 it aslie (1) (b
0,0 DygaS Al ow) g, 988 oo b b Pl 51 G e o
ol gz 3z ly jo ol aclale g 0,3 IS w0,d ojlasil 4 atwnlg
4 S 5o ol oS Clile dadiges yguS (o) plSn &
o «0lyd JBa a4 atisly Pl jo DS gy F 5 el ool
Al Pl slosSpe b 3 rbas £ p 5 3 o
Pl L clis GSan gl (aeie gl (gord b sloy3 ST
il g Sl o Pl (T 50 058 Loy E5 Sjgo ol Ho il

(Un-T) oois Gialel 5 (C 9B A) ooy ool sladiges (2iSTy ao )0 § (5 paie jJUT 8 Jous

polie (052 w02

Agod YCHN T b (D STy sy
039X OJgred T
A VA VY ) A ¥4
B vs YA 4,0 Yz oA
C YA Y £ A V)Y £
Un-T +,0<Z «,0< LA \,0< o=

Journal of Color Science and Technology(2010)

(WAQ) 55, 59U 9 pole 8x09 34 — (yole &y s



OB 9 (Feim) Ul

bome SO b el b ules b il oo Sty STl o0y e
Jad o S Sl ailEge ¥ S all ol o 15 000 cdalie olad
ey e 5 Joily ay oo 0975 @ ile - sl S e
Ohlel D3 (e )L 05 g0 4S5 Jailly b Sitnsg Sl
2oy V0 ygaamilimgs U5 Jumnily (6 mSojlail b o iolal g oo
shs oot Giulal dges i 5 Sejlail pHY o ladiges 5 39
4¥ ot ol (gl S iSlgl PH ool -V} mv 655 il
a5 PH=Y s ot kol (sl (U5 Jomiliy, (092 siie 5 A5 oo
o ilate A8l go Sk S 285301 abais VL

5V #0.0° ey 4 CyB A sladiges b Jomilty
G Soilanl Ll s 53 oud iulal @l el cows 441 Y,20
Cte 6155 Sy (sl (PH=Y) i (ol o U5 il
laasisas plos Ky iS5 5] b WS o b 4zt ol onil oo
S aas e lis s nl sl V1 YL gl o Lol
ab s VL b5 sy e loaalys (LI & g0 @ 3
OlsSise (rlnl sl ladigad PH (e 5 (39558 w0 )d (e b
Al 84 o (5 (555 Jomiliy (510 45 B &g cudls s
dooyd Az 0 5 0050 (5 AVLs (duel (sloeg S (sl Cenladised
i 58 55 gl nl Azt b VL o (s9; dlems slaog T
S5 ool ooy gloansay iz el (LS slagyse;] b
STy Ll s (65518 5 g koo b s (2STy Lama (2l
STy ol s asT ol b )| Bk S yiSlg ) b 5 5
ol ko b (Vs e

2 S SLaSY diged 5 8o (b yo slailais (3
B bl SV ol (61aSel Glie b diged 99 00 il .ol
o] diges (glailasis gtew 4y bgy e lis V oo (o il o 5YL
S YL (slile B diged 54 oo odlive bl 4y daxgi bl
ol siel sloog S e 5 s e 39 VL 4 ax g Lo
aS 0,8 blaowl aieSl olss o dadiges ;50 b dulie ;0 aiges
QLS S o 5 oy 45 Jale b ISk bans 50 gieal (slnog S
00 (6 yanly ey g 0,3 S it b alSoeial 53l casly g ool
L aS 005 B aigas 5l ow 585 A 9 C sbaaiges slaslais sovw .ol
Sl g9 Slgen Lmdyeﬂ plo a by o ol anslio

OB e b slbdaiges slailis it 1Y Jgis

4 Cwoglie (S

s sl MG g s
(mm)

Y AR \B4 PU-A

AY \Y Y PU-B

4 YA V.0 PU-C

04 YY VY Un-T

Journal of Color Science and Technology(2010)

350

300 3
250
200
150 ¢

100 '\\¥‘\0——0—0——_.

50 | T—F+—y : : : :

NTU

0 20 40 60 80
t (min.)

—m—b ¢ ——f —4+—UnT

<l

0 20 40 60 80
t (min.)

—8—SAMP b —¥— SAMP ¢ —®— SAMP f —+— Untreated |

(Un-T) et iolel 5 (C 9B A) oo iglol (sladiges &y905 1 F S
{055 Sl Jeto 9 (A Joibg n-¥ laM> 50

ailie 1o Jsilig ¥ 5 osd ool &3 ales LmiSTy s sy
aS Cowl ixe s gl ol adl oo i euid el digai b
4o az g bl 03,5 5o by 4 ood ol S mhaw (oot
Lo B digad ( Jgilign-Y 10 baiges g lal 5l osnel cuws 4y mls
2 b abbor ladiges ;500 L dmlie ;o ASTh ()l e
T shls Plo ol 45 90,5 oo anlis Joilis ¥ Py 57"
Ol @l ol 51l 0555 sl e 5 5558 7" 5 YL
Sladiga w0 05750 (ssial glaog,S 45 0,5 Ll aisSy
axls (5 5p GRS SYLYT L ola Dl b sl e oad 2ol
L Jolgn-V Plo LB abge aiSpap (il 4z gs anil
Sloog, S iy jeao ol @b 4 g s (55, s 09,5 Sial3é!
FT- (ygoj] hanlis b (ygm5] sl domes 10,65 &y il s (yusl
S a5 G5 5 aiged ) 5y 50T bt 5 H (IS IR
J=B G039l ot )3 Sty 2SI Jonilly (65 03l

lio 0,8 Ly olulis o 6,5 0slil plail oo oolaiul

(\WAR) ) o9 9 PoE g S — (el &y i

YA



03 (63,315 9 SXows olgd yo STy pH. H31 Jw ) 22 :QMWTQW,&U uip_l.oT

o bliyl lei oo (6 youdy yiws LB diges o Klow o

s YL Gasigm olmn b s A Jgoz gl 4 425 L
it RS ol ede oS el oagy (5 VL (SlSe Pl
OLss s s 5 00 ol (ke sy el (sloeg S
15 Jsds (el Lials Joam ol lamline Lolusl s oyl bty .cans
i o Jsb <l a8 ol 55 4y 3 il oo silate peles alais
Soyo VA sats Giolel (0w (g5l 65 s diged 51y pudends
igad (sl e ool o oy ol 5 05525l G305 51 S
Ly Jsb il ol sl os wops V) 5 VY s YA cos i A 5C 5B
ol g5 BB Sl iolel sus o &l s Wi,

ot L o bLs )l g ladigas (SlSo )b 2t ooy 512
09—l dawgi Lo colil ol joo 4y 0,053 Jgow 9 Tg ol )3 mlaws
ol Jeaz 97 50 sl IS yo b 5 wivwl caws 4, DMTA
4o e Syosh ye g 0)3 m Fowlie iSp Sl oo S
O U5 5l 00,8 oo 0,35 Jgua Gl 5 (SludS o9 5L
a5y 6 5YL Jgas polbe a5 sladiges )0 4 05 oo odaline
5 O3 ey comlie LS (00 ool Sl (sladised)
Sl St 3 5 it b Sz 5 5 3575 yack
oach ialel (sladigas 45 595 o oanlive B S8 4 az g5 b [14]
Clies 4l 0 W 055 g gl slazillojls jsb 4
Jge (> widloo (Sh 0 4l & aemy 9 Jyoe 281 51 13)
Bk 5 0Lm ks Joos 5l 75 JS3 0 42l 50 ladiged
Aoy Gialidl L as crulins o ol el iioy oais #MLa
Sy S Ol 90,5 (o ot abanly whaw (59, M
ol a3l ol 8l e SGLSG ele (6 ey e L

955y e Jre 6500 s, b osesl ol @l 4z S

P @b G WS 8 i alie 350 wilsi oo 55 5L (S5
ok 4 Wadigas CStWlgSans 58, b (o o0t o051 allie oy
blaul Gz V Jgoo @bs 5l Olgee (Js o) (o) 5l
Buchholz (9, L o5 (ja—jl (wlido ;o ladiges L8, a5 oS
b d G alis e (99 FpS 5l Sl S ()3,
S OV &Sl péyede B Wigei a5 0,5 Lo g oo adiged
Sl T 51 G g e L 65Vl GiSiem s 5 0,1 355 (59, 2
Alas 3485 Bos aS 12> ools lid 6 ST L8, (SKdg g, 0
aged 4 Al Ges (i 5 S GayeS el JHoal ol o
ol diges (L8, s Ul lei oo 5 el bogy e onis ol
Hy e (o Gl bl ol s (g iy il b oais
Sl ot (s GLHm slaphkd (oaiS plSociul ladiges
oS plSoil sl SYL (it 1At Gl L diged 39,00
o @l 4 arg basl g8 (S)bahi o Jsb (lBl s 5L
doy0 L sladiges a5 5,5 csnlive lgi oo A Jgom 4o ol Cawd
ki 5 Jyrbe el olsan 5 it plSind s 5L ol
2215 (ol Al by 323l e 55V Jpn (it 5 5 ol
OrreS g Jgde (0 PYL (oS Sl (0 YL Glils B diges
el Lol o mls gl sl ( Sk 5 peles alaii jo ( Saeas
o S a5y Ll 455 el aiges (gl s 43 by o
g Ly 3 aigS o il Il 0l e Sl e
Solas A Jgaz 0 (Un-T) oot 2ol Sl (59l U500 L
o=l omly S oo Sl (8L algi e o5 S e i b
51 b ol 09,5 LialEl L a5 Il o ol 5552l b Kk
oS el a8l il gae ysb 5 SVl Jsas w3 2Ol

1- Graftin -
& 5 o0t ol Sl digas s s 30 Sga a5 1 o 5V
sloog S AL pa 2 45 09d o0 Lo B diges 4 Cel (B0
lizie gladiges ;o (iiS ygejl sloosls tA Jaus
(Sl 9)deme 50 b Galidl 55 Jsb Siul3Hl , o ahi 0 g .
N et s : o (MPa)S, 50 90 ] wged
(MPa) (IS abis ()b alail (MPa)asluns
YV.20 V54 Y YV Y ¥1,Y0 A+PU
7,04 1,00 ) YAFY 1,90 B+PU
Yo FY 1,04 ) Yoy YY,VY C+PU
Yr.ay LAY 1YY oY Y2,4 Un-T+PU
YYAY YAF 1YY Yox YA PU

Journal of Color Science and Technology(2010)

(WAQ) 55, 59U 9 pole 8x09 34 — (yole &y s



OB 9 (Feim) Ul

S L (oS S &S (e 0 3 sl o0 ) 2
ol euis Giglel 0,0 (g5l 3,51 pled Jgoo )15 3525 (5 o0y
30 Jgde dlael M gl dum g o s cpl ol ol Sz Sl
Jlasst Jeds 4 sl 5 € B oA (sladsigai gl A Jpo
Sglay Cl (53 LB cl jins g O3 S i Jad (o pSoviun
Un-T 4PU-UnFilled glacs Jil slos pm (a2 ,0),7) Sl
ol llas ol 9wl ;04 Jgom 0 +PU
Ple s b ool Glas A gV Jolas j0 a5 aisSilen
SIS (6 yardy ys by ot Lialal 08 g Sl i1 4o Silse
L giel dole sloog,5 0539 Judow &3 g LS| el svalie
A aS ald dalgs §eSotiae S lie Jad sbml el bye b
L Sz oy el 5 5 e b o S S 5 ] s
S S35 o=l 3 58 T B YL I 005 o i 1) (S
O3 s 4 alSin | 53 (6595 Bab D90 nl e 50 S o0
Gy yi 5l sl il ceslis )5k (5 0edy i b
gh oot &5 (> j0 5 e o8 59, (S g oad 90
S 9 03 e B il ey e Ly SISl S
O o2 (895 5l g 0ad el SIS Gad o Sl e ey
3 gyl B3 gl sdas CBan ylei e (555l LS
U5k sleaisad (i A e 5 Tg a4 bgs o bl A 9o

Sless e 00t Dol (slaasges Jodo 4 gy o polie anslis b
s A sladises 5l 6 5YL Jado lade l)lo B digai a5 5,5 sanlice
Jsor o Lapld diges ol laSed Glie § T Grizron ool €
Valol) au dog b ol ol oSt JB olimeconl oael 4
) Sy a4l o E 03233 Jodw Gliae [Ve]ogd oo drlone
Bl phd b ol aSed JB ol lp laatie (Tg )
S alydleaias olis S 4l o B Jlade jo il

aibge ol glases

V=FE/3RT M)

Lajl5 iR g (29 lS s ol az o T abaily ol o
el
ok (g 5 00t Giolel (ko ol o 4y (650 s ol
o )5 il a0 00, 5 07, slaces Jll adass gl o 2
s 45T ol |y amti ol il oo 5zl o] GBS aS o5y
B 5 a4y Jao Julo 4y 00 ol 2,8 45 5,5 Julos
L o GiSo0 s e oy s b 0T 08 )55 Jds & a5-5l5
JUl a5 005 (855 3 Sy 53l s o 5 o5 ack
Tg polis iz slaiolel b 0l)3 Hoa b adl oo ol slades
C A sladige gl ol T sl az 0 VY,V g PV FYF a4 sy o
4 ocd 0, L aS weSilen ol ol s ilazsl ul330 B

Ol 58 09t o barpe SUye s 9 DS o (ES e il

(mol/em®) yous olaSauds ol5 Tg(°C & g0d . . R R
oo g0 . 093 s (595 3 ks lime 23Vl Sl)ls a5 B digel 5 50
\q- sy 8 A+PU ) L A e s
el 510,95 5 (288 4D e (2 3L 9 Tg (n i 5l 0Bl o
v Ty B+PU old Jsie 4 il 4l VA L5 o ams e oLt A o
A 7 crey 515 L5, 32 ly L duglic ol s (g5l
AL U el b S 0dls SO 5 3G )92
VFO 05 F Un-T + PU Ja“’ 2% L;cas ‘ ’b C‘ N T R
4 ol Cws S oyl il 00wl O @ Kdlew
WY 00,1 PU-Un Filled A A G ool 29T | P
U_MJ‘ 4_.3[4 w..:b.‘)‘ u.:‘)..c L o C)LA‘ ‘5&...1.:...: 65l> Ub)}ii.sl”
1- Slippage Cde a5 Jlosl b (gyaedy i o Koo w00 ¥ 052 o8 le
1.000E+09
=
&
Z  1.000E+08 |
=
=
=]
=
D
£ 1.000E+07
3
)
1.000E+06
0.0 200 400  60.0  80.0 1000  120.0
Temperature(OC)
— — — A-PU —— —B-PU ° C-PU
UnT-PU — % —PU

Lo plys 50 ladiges 0,58 Jgde &l s 20 JSC

Journal of Color Science and Technology(2010)

(WWAR) 55, 69U 9 pgle A9y — (pole &g puis



A)

03 (63,315 9 SXows olgd yo STy pH. H31 Jw ) 22 :Q)l._gm,.i._n_.oTl._‘lS_;_.l_;_m,iU Uip_l.oT

1.2000
1.0000 -
)
< 0.8000 -
D
i
2
= 0.6000 -
5
o
E 0.4000 |
o
0.2000 |
0.0000 -} :
200 30.0 400 500 600 700 80.0 90.0 100.0
Tan Delta
— = —A-PU a B-PU x C-PU
UnT-PU o PU

Lo il o b)e b slodiseitan § ol sy 1# S

s.\_ul.s(fn U)L»_M;}udc“’ l_a (ida.u.v Ms)w 6‘.‘505; U’“’Sb UT
Cmnb Dl)3 A Sl ems 0l i 38 & yguS OS_A)‘T s
C){_,p‘ U_MJ‘ 0l wlf )_:.a l_e‘.:" U_AM.B )| ..\.:'u; df@l‘b
3 sy ol (o] al3l el Plogival b 3 s
hed Sladiges 0 233 Jgso 9 Tg Sl sl (g oy jinw b oo
Ok ok Lged 4 Connd 0ad ol sl b (6,2 Sk
9 u‘)é = WL.A k)“"Sfb"bJ" OMQULM.J [ wL@T u‘)é 65L>

dlboe s yoeky m

1. W. O. Roberts, Edited by H. E. Bergna, Colloidal silica,
Fundamentals and Applications, CRC Taylor & Francis,
2006.

2. Y. Sun, Z. Zhang, C. P. Wong, Study on mono-dispersed
nano-size silica by surface modification for underfill
applications. J. Colloid Interface Sci. 292(2005), 436-444.

3. G. Chen, S. Zhou, G. Gu, H. Yang, L. Wu, Effects of
surface properties of colloidal silica particles on
redispersibility = and  properties  of  acrylic-based
polyurethane/silica composites. J. Colloid Interface Sci.
281(2005), 339-350.

4. A. C. Miller, J. C. Berg, Effect of silane coupling agent
adsorbate structure on adhesion performance with a
polymeric matrix. Composites Part A. 34(2003), 327-332.

5. Z. X. Jiang, L. H. Meng, Y. D. Huang, L. Liu, C. Lu,
Influence of coupling agent chain lengths on interfacial
performances of polyacrylacetylene resin and silica glass
composites. Appl. Surf. Sci. 253(2007), 4338-4343.

6. M. lijima, M. Tsukada, H. Kamiya, Effect of particle size on

& 5 i =¥
I e 2550 Bk b D (2ST5 pH il 32805 (il 5o
el 2515 e 59y s PH. i a5 30 5 oaslie 285
V5l S 5o STy pH oS (aaly - 5ol 50 Lo (3
AL ol d Qdmr S0 4 Dl Hga> Gliee 90 7S
(5935 slayge3] Lawgs ool 2ol Bl plgs oe aales
YL B S B ) 9590 (s pate 2T 5 Js il pH
o3y aS ol 5,155 0,0 OA U mdaw (59, 5 Db 09,5 oyl 50
SU55 domeily adlon gy 0550 Ll p8 )0 ko o (D
o a5 wlei oo Joe 5 slael a4 (Dlows jga> L 58 &I)3

&1 -0
surface modification of silica nonoparticles by using silane
coupling agents and their dispersion stability in
methylethylketone. J. Colloid Interface Sci. 307(2007), 418-
424,

7. G. Chen, S. Zhou, G. Gu, L. Wu, Modification of colloidal
silica on the mechanical properties of acrylic based
polyurethane/silica composites. Colloids Surf. A. 296(2007),
29-36.

8. J. Bapiste, H. Ridaoui, H. Balard, H. Barthel, T. Gottschalk,
Evolution of the surface polar character of pyrogenic silica,
with their grafting ratios by dimethylchlorosilane, studied by
microcalorimetry. J. Colloid Interface Sci. 325(2008), 101-
106.

9. Y. Wing Mai , Z. Zhen Yu, Polymer nano composites.

Woodhead Publishing Limited and CRC Press LLC . 2006.

M. Xhanthos, Functional Filler for Plastics, Wiley-vch

Verlag GmbH, 2005.

11. M. 1. Mrkoci, Influence of silica surface characteristics on
elastomer reinforcement, MSc. Thesis, Queen’ s University

10.

Journal of Color Science and Technology(2010)

(WAQ) 55, 59U 9 pole 8x09 34 — (yole &y s



OB 9 (Feim) Ul

12.

13.

14.

15.

Kingston, Ontario Canada, January, 2001.

H. Ridaoui, J. Baptiste, H. Balard, H. Kellou, B. Hamdi,
Silane modified silica and their behaviors in water:
Influence of grafting ratio and temperature. Colloids Surf.
A., 330(2008), 80-85.

G. Socrates, Infrared and raman characteristic group
frequencies: Table and charts, Third Edition. John Wiley &
Sons Ltd, 2001.

S. Kang, S. Hong, C. R. Choe, M. Park, S. Rim, J. Kim.
Preparation and characterization of epoxy composites filled
with functionalized nanosilica particles obtained via sol-gel
process. Polym. 42(2001), 879-887.

E. P. Plueddmann, Silane Coupling Agents, Dow Corning
midland , Michigan Plenum press, New York, 1982.

16.

17.

18.

19.

20.

AY

M. Alkan, G. Tekin, H. Namli, FTIR and zeta potential
measurements of sepiolite treated with some organosilanes.
Microporous Mesoporous Mater. 84(2005), 75-83.

C. M. Hansen, Hansen solubility parameters. A user hand
book. CRC Press LLC, 2000.

K. N. Pham, D. Fullston, K. Sagoe-Crentsil, Surface
modification for stability of nano-sizes silica colloids. J.
Colloid Interface Sci. 315(2007), 123-127.

D. Wang, X. Ming Xie, Novel strategy for ternary polymer
blend compatibilization, Polymer Communication. Polym.
47(2006), 7859-7863.

Z. W. Wicks, F. N. Jones, S. P. Pappas. Organic Coat. Sci.
Technol. Wiley, 1999.

Journal of Color Science and Technology(2010)

(WWAR) 55, 69U 9 pgle A9y — (pole &g puis



