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=5 2 ArdMs A7 v Rk THMES 98] Ak AZSHAIR] bis[3-(triethoxysilylpropyl)]tetrasulfide
(TESPT)E AR&-8te] /A w-8-5 4kt RS2, WA 9 TESPT T el Wshrt Hej7t 22
HE-g-o] vX|= Y& Fourier transform infrared spectroscopy(FTIR), thermogravimetric analysis(TGA), elemental
analysis(EA) 2 3ZA] C % »Si cross-polarization magic angle spinning(CP/MAS) nuclear magnetic resonance
spectroscopy(NMR)E AH8-3le] #4315t A 271 U] £Y %= TESPTY FUFE S7MIZSF 3746 cm™'e)
Ag)7he] 19 A& (isolated) T 2] M7= F01ERAL, 2938 em™'©] TESPTS] -CHy7lell oJgh H=9] M7= &
7FsFatt. gk TESPTE 39 7HdE A877F SBR H58A|2] 71414 =739l vixl= 9= SBR 714 WjellA 4
& AZHAZ 7 22E Ag)Fke] EAPYEE universal testing machine(UTM)Z} field emission scanning electron
microscope(FE-SEM)E ©|-&-ste] 7ty Z361qinh. A A3 /HA=A 942 £ (pristine) 2217 20 phr(parts
per hundred of rubber) - SBR W=53 Ao vlal /HdE A7} 20 phrE 22 SBR E3A9] Q1A=+ 5.65
oAl 9.38 MPa, 100% modulus:= 1.62014 2.73 MPa® 717} 7kt out, a3 A18E-2 349.69014 298.9%=
Z7 AaEem, SBR 712 Uo] Az)7l £idS TESPTE A2¥ Ael7prt e Al7tel vjs] =381t

Abstract: In this study, we performed surface modification of silica nanoparticles with bis[3-(triethoxysilylpropyl)]tet-
rasulfide (TESPT) silane coupling agent to study the effects of treatment temperature, treatment time, and amount of
TESPT used on the silanization degree with Fourier transform infrared spectroscopy (FTIR), thermogravimetric analysis
(TGA), elemental analysis (EA) and solid state °C and *’Si cross-polarization magic angle spinning (CP/MAS) nuclear
magnetic resonance spectroscopy (NMR). We found peak area of isolated silanol groups at 3747 cm™ decreased, but peak
area of -CH, asymmetric stretching of TESPT at 2938 cm™ increased with the amount of TESPT from FTIR mea-
surements. We also used universal testing machine (UTM) to study mechanical properties of styrene butadiene rubber
(SBR) nanocomposites with 20 phr (parts per hundred of rubber) of pristine and TESPT modified silicas, respectively.
The tensile strength and 100% modulus of modified silica/SBR nanocomposite were enhanced from 5.65 to 9.38 MPa,
from 1.62 to 2.73 MPa, respectively, compared to those of pristine silica/SBR nanocomposite.

Keywords: silica, bis[3-(triethoxysilylpropyl)|tetrasulfide, FTIR, SBR, nanocomposite.
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Bis[3-(triethoxysilylpropyl)Jtetrasulfidel] £]3} 21

The AolM Be d7aee] 758 B vk’ A7t &
AA7F 22 BAEE YeR7] Slaia = vlsEd A o] A4
YRG0 A2 AFS ARE-stodof s}, YRPFo] A= Ag
7he ®99] MFA ATE7|(Si-ONE st YAHE72
SHAE Bl 54 el rristaFe] Het Eof
A 7hgo] of i, B4 Egh fhashe ©hdo] itk o]
3 S Hekshr] flste] oy 7Ex] ol A sy
3L glom o] F Ay}t FHe| deher]E AT ASFHAY
shet Aget] aeAolvt 543 28715 F7keke AEl7t
FA g gk AF7E Ds] o] FoyX| AL Ure

dnty oz A AZHA= EAF Foll 20 o) g
7158 7 loH, 1 F shve F71ERAE (e,
=5 9 2 5% 33 Aetes vH-E-7](methoxy”] 2
ethoxy”] 5)°lH, th& shi= F7 2SS 874)%t
slebdgtete RES-71(vinyl7], epoxy”] 2 amino”] &)oltt’
mEbA] AR REE AFA7)7] e f7IAES AR
£ sigtH o s ddste 9SSt -8 Agrt A
o] A g AMgEE AT AZHAILU bis[3-(triethoxy-
silylpropyl)]tetrasulfide(TESPT, Si-69)= %Al tetrasulfide
£ 7HAL Qo] AFEQAA] 71A] A EAe] Bl
o} 7t AgshH, thE k9] ethoxy’|= A2l7) W] A
7|9} Ajsitt. A5 o2 TESPTE Ael7ket a177+e
iAo 2 Adshs the|dehe o e el Al7ke]
A 9 IFEFAA] 7AA B8-S FIAA kP

AA7EA] TESPTE ARE-gt A7} /id A= 05 wigt
Al Ael7keh TESPTE sAl0l F7lsle] Alzgh % J3H)
o 7AA &4 574 Ee A7t 9S ME F FTR =
2 324 ZJE NMR 59 Z47198& ARE-g Adel7t 399
WA gk A7t F2 o]Fojx b ey A
7hel Ak AZGA ] AT 2719 ¥t Aerte] A
slol WA= FES ohdst BATIHS AR B2 H B
W ldE Adel7tE FAAZ AHE-3FA] styrene butadiene
rubber(SBR)®F W= &A1& AT 45 71414 24 v
A= P sk AAAQ] A+t F=3ic) o] 2 A
TFoX = TESPTE Ae AZHAZ AHE3te] vhg-2%, ¥t
SAIZF 8 TESPT &t 2+ vhg- 2719] st A7t
Aol FH/NA v X]= FEE Fourier transform infrared

spectroscopy(FTIR)E 54 © 2, thermogravimetric analysis

tlo

(TGA), elemental analysis(EA) % A magic angle spinning
(CP/MAS) *C 2 #Si nuclear magnetic resonance spectroscopy
(NMR) ZAHE AREete] AAZ o= A3t gk &
& (pristine) 227} 2 ¥H shEE Ae]71= SBRoY| 24z} Y
& 5, 71A1A Bl miAlE P Lokir] 2181 universal
testing machine(UTM)= ARE-31 A77=, 100% A&l
A1¢] €35 (100% modulus) B 73] 21%-E (elongation at
break) k= SN, AALES FARIA}F AR73 (FE-SEM)
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Aof A ME. A3l AR AdE7ke 5 BAR d
g AHgEE Y J7F AE7F] Zeosil 155(155 mYg,
Rhodia), A% #AZ%Al= bis[3-(triethoxysilylpropyl)|tetrasulfide
(Aldrich), &-vll = dichloromethane(99.5% absolute, Aldrich)
= A gAglol aE ARSIt AL gl ARg-E §HA
s AR fEEdete] 7P Ao g AR EE HEAL
Q1 SBR 1502(F % A113}3}), Z21A= N-cyclohexyl-2-
benzothiazyl sulfenamide(CBS)$} tetramethyl thiuram disulfide
(TMTD)E AHE-SIIAL AFslobd, Zsjobd 4F 3l & 52 o
WF 3585 ARS-SIATH
A2|7t JHEEES. A7l7k= 150 °Co] 7AZ716A 3A1ZE ©]
ZAZ1 3 desiccator oA A0 2 WZiA|A Ae7}
2y SRS A As] ARR-EIITE 250 mLe) B2 =
2239l CH,Cl, 100 mLE 93 YA <] TESPTE 37iet

102 &<k 150 rpm o2 24 wHk7| 2 wnksie] 8a)A]
2 g3 & A7 10gS ¥ 50°CollA 300 rpm
wRtelaA CHCLE HZ3] SEAIX & 71x7]0) ¥
-2 9 RREAIZRS Wstel A NE RS T
o] 2 Aej7lel] B2 o2 F2E TESPTE soxhlet
extractorZ 2A]7H(5%<l 13] siphon) &<t FE381] AASIA
o} o]§ 50°Ce] Hz7lelM 30 dx F, 50°C F A%
71014 24217 ¥ xSkt

FHNE W B HESATRe] FRRS e St
25E 100, 120 2 140 °CE WHIA7]| 3L, WHSAIZHS 304,
1,2,3 % 47k 2 ASATIHA S Fsiitt. Egt
TESPT Fd¢] Wsprt duj7h o] dehdriele] des)
TE A8 flsted, A7t 10 goll tiste] TESPTE 04,
0.8, 12 ¥ 1.6g2 FUHS WA IS St

SBRZt ST g SBR¥ FHAI R Hel7t % /1A
A7he] vk BE $x9F 2% XFo] 713 internal
mixer(Brabender OHG)Z B35l 2™, TESPTo| A3HH 3+
o] SBRE| &4l W= e Lotrr] S8 71Ee] &
Z 71H]& 2~3 phr(parts per hundred of rubber):.t} &
0.8 phre] & 23 vl BlSE = Table 16 YERA
ATt
EdEEE 100 rpm, WH 2=+ 60 °C, fill factore 0.75
2 A3} internal mixerell SBR 34.6 g& €I 2%, S
Al 692 gS ¥ 3%, ZnO 1.7g 2 ZHo} 2F 0.69 g& ¥
338 783 3 028 g, CBS 0.69g 2 TMTD 0.87 g ¥
3L 3% 5k wigtsle] AlxsisiTh
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Table 1. Recipe of Filler-Filled Elastomer

Materials phr Mixing time

(min)

SBR 100 2

Filler(pristine silica or modified silica) 20 3
Zn0O 5

3
Stearic acid 2
Sulfur 0.8

N-cyclohexyl-2-benzothiazyl ) 3

sulfenamide(CBS)
Tetramethyl thiuram disulfide(TMTD) 2.5

A& 93] FTIR(Jasco FT/IR-620), EA(Thermo Fisher
Flash 2000), TGA(Shimadzu DTG-60) 2 4] NMR(Bruker
Analytische Gmbh, DSX 400 MHz) £43-2 A3t} FTIR
AL o AERF AREER] oF 0.03 g& pellet FEIZ A=
S & EIPHO 2 4000~400 cm! WY oA 4em?! EE 5o
Z 1008] scandl] H3IATE TGA 48 5245 20°C/
min, FA7] 7oA 2elA 800 °C7HA] S8k EA 5k
o, JA NMRS 4mm ZrO, rotor 2 tetramethylsilane
(TMS)©-Z calibrationgt ¢ “C % *SiZ spinning rateS 7+
7} 9 9 6kHzE CP/MASHO.Z A akqitt. wgh ulghet
50 71AA £ ASTM D412 die CHo2 7)) N85S
AlZF %, UTM(Kunhaw Engineering, Korea)s AR5} /2
A 500 mm/mine] == A=, 100% modulus & &
A AFES A5, I ARl gk Hapsd 159
2+ 7H2F ARksiaatt. A 71 We] S3A1e] Eabde g
A3l fste] AlEE HA| Aiol] @t F slste] o E
9§ S AANEY SRR @078 (FE-SEM, Hitachi
S-4800)>.2 =7g3Th.

HrS2zo| WE xHMd
§& wEgoll wX= Fae Aah7] flsted, A7zt 2HIH
A 7S A 7ke Z 1A T, Ae)g) Al tisk] &
& TESPTY] 42 8%= 1A &, TH/NE W2 s

N
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Figure 1. FTIR spectra with different treatment temperatures: (a)

pristine silica; (b) 100 °C treated silica; (c) 120 °C treated silica; (d)
140 °C treated silica.

100, 120 ¥ 140 °CZ ®sfelar] A2)gt del7te] FTIR &
2 A= Figure 191 JERASITE

Figure 19114 HH 3746 cm'olM= HE)7F 399 1§ A
2271, 2982 cm™lX= TiaEel A eaL HolSl= TESPT
ethoxy”]2] CH; BIthA 41%, 2938 cmollA= TESPT] CH,
Bt Al 1863 cm’ol A= bulk Si0,9] overtone 2
combination 25, 1630 cm A= 349 H,09] OH #3
Z1E FAE0] VERTE”? 919 FTIR ZA3E &3kt 9
&, S+ Y29 WHe A57] T g 3ttE Beer-
Lambert ¥ 2-& 283}, Figure 1¢] FTIR 223 E & oj| A
1863 cm™2] bulk SiO, overtone ¥ = WZS YIR7|F
(internal standard)©. 2 3}o] A7} o] 1§ AT 7]
(3746 cm™)¢} TESPTS] CH,71(2938 cm™) 3= W&o 3t
Z}7ko] |3 WANE 2] ()7 7o) A4Fsle] Table 200 L}
ERfI AT,

Area of characteristic cm™ peak

Area ratio =
Area of 1863 cm™ peak

(M

Table 2014 ¥ 3746 cm™ ¥ =0)] thsle] AlLkel Baj A
Zl7}ke] HAN| = 0440)37, ¥H22 % 100, 120 & 140 °CE
H3lA)7|HA TESPTZ *]2]3h dg]7te] WaH|= 0.09, 0.03

Table 2. Peak Area Change with Different Treatment Temperatures

Peak area

Area ratio

Treatment temperature (°C)
Area (3746 cm™)

Area (2938 cm™)

Area (1863 cm™)

A3746 cm'l/A 1863 cm’! A2938 cm'l/A 1863 cm™!

Pristine silica 1.9 0
100 0.38 0.42
120 0.06 0.26
140 0.09 0.37

43 0.44 0

4.20 0.09 0.10
220 0.03 0.12
3.06 0.03 0.12

Zay, 43748 A33, 20133
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HH3-8led 3746 cm™e] AL§ AT F] A0 WA o] HAs)
= AL JeRdIth v, 2938 cm! ¥ =] thste] AAMSE
HA¥e] 79 Ee d)7ke] WAY]= 00]™, TESPTZ vt
2= 100, 120 2 140 °CE 2|3+ Ag)7le] WAH= 0.10,
0.12 2 0.122 Ws}slSitt. o]= TESPT} Ae]7} W] 4
22717} WH-8-8Fo] TESPT2] CH,Ol 23 2938 cm™! ¥ 1.9
HHo| F7tsle 2e Uepdith £414 7 925 100014
120 °CE W55 F7HZ 79 3746 cm™'e] I1§ A&
£ ¥)79] WANE 76k 2938 cm'e] TESPTS] CH, I
3 HARE Frlshe Zog Hol A7t xie] Aeg 7]
o} TESPTZF ¥ ©o] ¥hg-sh= 22 Actet ¥HA, 120
of|A] 140 °CE WHE2EE 72 735 Agl71e] 3746 em
o] ¥y AHTE ¥A9 WAH| e} TESPTS CHoll <lgh
2938 em™ T =] HAH|7} 120 °CollA] A2l del7ket 2%
th = WL =2 10004 120 °CE F7}ste] 22]ek 4l
Fholl ek 3746 cm™? ¥ 3 WAY| = A4S, 2938 cm™! I
o] WAY|= F7bske v, W27t 120°CE X35}
Al =H WAE]7E O o] WslslA] e Ao Hol vk
L= 120° 7K A7t k3] dee7]9F TESPTZ] vt
S H7F S7FHAITE 1 o] F 2= o o de] wkg- v/t WE)
3 e e AU 5 SUSITh EF W2 140°CE
Aglgk Al5e] 739l oF H
t}. o] TESPTS] &-5 ZAgto] deoj E<2H4
FAHETED b Bke-e = 120°C7)F HAH o R ATty o],
A7} WL =2 120°CE A sl] AT

HESA|Zte] Y&k 227t} TESPTS WHS-AI7ke] FakS
A3H7] f18ked 120 °C W20l A] A2)7) Aol tisle]
TESPTS] 5 8%= IA I BFEAIZHS 308, 1,2, 3 &
7oz WslslE A A2le d2l7te] FTIR 4 4945

5L 0.032 Wslsigict. ol del7} ste] Aek&7]7} TESPT
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Figure 2. FTIR spectra of silica nanoparticles with different treat-
ment times: (a) pristine silica; (b) 30 min treated silica; (¢) 1 h
treated silica; (d) 2 h treated silica; (¢) 3 h treated silica; (f) 4 h
treated silica.
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Figure 20 VERH AT

Figure 2(b), (c), (d), (e) ¥ (DollAl X 3746, 2982,
2938, 1863 & 1630 cm™ollA] T AE0°] YER} TESPT/F 4
27} W A3 AL 1% 4= AT Figure 29] 23
EY A4S AFstshr] Aste] 9 2 (S ARgste] |
A& ALkt

FEHNE w-gAIZr0] 30, 1, 2, 3 D 4A7O0 R Z715ho)
w2} 3746 cm™ T3] tiste] ALk WA= e A7t
o] 0.44°14, 0.04, 0.03, 0.03, 0.03 = 0.030.2 743t}
ole AE|7t W] ATE7]7F TESPTS} vHe-381e 3746 em™
o] g ATE F79] HAo] Tasle= S e vy
2, 2938 cm™ =0 tjsle] Alaker WAE)E B Az)gle)
HAH|E 0oA|9, ¥hgAIZe] 7Rt wet 0.10, 0.10, 0.12,
0.12 % 0.122 F7FsIich. A3A o2 whgAIZE 304, 1 2
/7ke 2 A gk Aellell tigh 3746 cm™! 3 AAM|= 7
4313, 2938 cm™ ¥ A HAH]= 2A WA= S7FskE W
H, WEEAIZE 24]7ke] Z3pelA] S| WAR]7} U oY Wit
SR = Ao F Hol HEEAILE AWK = A7l 39
AHE 79} TESPTZH] WhE- H7} S7FepAINE 1 o] S 2=
O o]de] vk v|7t HelslA] Y= AL 1T 4 Uk
wEhA] BESAIZE 2470 HA o2 BtE] o], 2A7ke] HH-S-
AlZke 2 Ag7hE g skt

TESPT Fgl2ke| &k TESPTY| o] Ael7} mws
2 kg mRle G Aeb] st REEE 120°C,
HHESAI 7R 2A17FS 2 g3kl TESPT F &2 A7t
10 goll Thaled 0.4 g(4%), 0.8 g(8%), 1.2 g(12%) = 1.6 g(16%)
2 HslsPHA WESAIZATE FY S TESPTS] ol wf vk
gk AEj7he] FTIR S84 %E Figure 3 YERAATH

Figure 3(al] Bo 2e) 2a)7ke] A9 3746 cmollA 2
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Figure 3. FTIR spectra of silica nanoparticles with different TESPT
concentrations: (a) pristine silica; (b) 4% TESPT treated silica; (c)
8% TESPT treated silica; (d) 12% TESPT treated silica; (e) 16%
TESPT treated silica.
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o Aeg7] 9=t AeiAl JERAIRE, TESPTZ A 2] &
Figure 3(b), (c), (d) & (e)°] Aol 3746 cm™o] 1y A
227] I3 A7|E ZoE, 2982 cmA] RS E A
23 FollE TESPT ethoxy’] e CH; HItHd AZ3)
2938 cmellA] TESPTS] CH, Hth3 2= ¥ 3Eo] Vet
B AL goIst £ It} Figure 39 2 EY AA}ES 3
ZFslelr] flste] 4 (1)& ARE-ste] HARE AL

TESPTY] 52 0, 4, 8, 12 2 16%E Z7HZFE 4
(Do Wt 3746 cm™ 2] =Lol| thate] AAEE WA B = 044
0.13, 0.03, 0.02 & 0.028 Zasks 2 & 5 AU} o=
A7} e AeHE7]7F TESPTSF WH-8-3F¢ 3746 cm™2]
I ATE 9 70] HWAo] sk A1S vERTh HitE,
2938 cm™ ] tsled AkeE HAH]= 0, 0.05, 0.12, 0.17
4 0202 S7Fsks Ae & F AU o]= TESPT} 4
7} EHO] ATE7]7} vhS-ete] =91 E= TESPTS] CHyOll
o5t 2938 cm™ ¥|=9] A o] FTkeh= AS WERT o]
3 A= Felsly] $sle] TESPTE 223k Agl7tel] tis}
o] TGA 4] 2 EA #41S AAlste] 2t A3=2 Figure 4
9 Table 30l 742} Yepl et

Figure 42| TGA ZHZZ B, 3004 200°C Ato]e] F
A #ae A7l 1He 224 2 FaAFe s SaH
H,09] &2ho 2 Qlgh FA| 7haom, 2000114 800 °C Ate]ol
AMe AE7E £ Agr|e] ksl ol AAE=

102
100
08
)
& 96
E
S o4
L 9
= Aa)
90 “Ab)
38 \{c)
~(d)
86 ~(e)
84
30 200 400 600 800

Temperature [TC]

Figure 4. TGA curves of: (a) pristine silica; (b) 4% TESPT treated
silica; (c) 8% TESPT treated silica; (d) 12% TESPT treated silica;
(e) 16% TESPT treated silica.

Table 3. EA Results of TESPT Modified Silica
Carbon (%)

Sulfur (%)

4% TESPT treated silica 0.89 1.06
8% TESPT treated silica 1.36 1.50
12% TESPT treated silica 1.54 1.80
16% TESPT treated silica 2.73 2.49

Zay, 43748 A33, 20133
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1%

H,0 2 A7t AgHe TESPTS] & Hal=2 Q13 A 7+
22 FAGET 4 Figure 4(a)2] 2 Az7Fe] 30014
200°C Atole] FA| ZAaE 5.0%°]3, TESPTZ &%
Figure 4(b), (c), (d) & (e)®] A-Foll= 3.9, 3.3, 4.0 & 3.7%
2 Yehgtt. ol= TESPTE X2|shH dl7t xHe] 154
ATh&717F TESPTS} WHg-3le] &24/d o2 Wslslr] wjie]
FatE e R 4o #AaE yehdn =3 8% TESPTZ
EHNAE Ae]7he] 30~200°C Atole] A Walr) 129
16%= A2]et Ael7lkant W& 7S VeIt o= TESPT
o] 2] FXol wje} TESPTS} Ael7} FHe| Ahe7|o} vt
S5t A= FH F27F o2 S vERH, oldl o
sk 2pA g A2 EA A3} Fto| A skl 12]al 200
o|4 800 °C Atelo] Eeff Aej7te] A Fae 5.4%C)1 AT
TESPT 9% 4, 8, 12 2 16%= /&3 Ag7te] 735l
£ 68, 74, 84 2 9.8%= FA7F 7HA3le] TESPT 9
< TTRESTE A At STk e BRI &
ok o= TESPT &= S7HE TS dej7h x|
ko] TESPT moiety’} =¥ 7oz ghtet)

Table 3¢ EA 40| w}2 gh4o} 3}o] lek HalE W
TESPTS] FUHFS 4, 8, 12, ¥ 16%= S7FeHH ehAgwre

1

d g:g EO
o 2 o

&
rl

i
Ou

O

0.89, 1.36, 1.54 ¥ 2.73%= Z7}3t2, & 3 T3 1.06
1.50, 1.80 ¥ 2.49%= A& F7lsle AL & A <]
23t EA 23 47= FTIR 2 TGA 2% A9} v wéte]
B, TESPT SUHS 4 2 8%=E 72 7% A7l &
Ho] Agkgr)e] A= A7lE TA Z)EAT TR H] 8%
= 23 3746 cm oA VR 1Y AEe v]=9] A
71 Al Wiyl Q1o EA B4 Ao e et &
o] o] TESPT FUHS S7/MZTE AHH o=z St
SHATE B3 TGA &4 AFollA % 30041 200 °C Ato]e]
A e TESPT U 8%7F 78 WA =41 v,
2000141 800 °C AtelellAe] FA| 7Hie= TESPTS| F4i %]
7 Frg FA 1At S7Yete] Aelzt 9ol TESPT
moiety”} Bl EYES & Stk AHH S E TESPTY
Eeo] 8%2 273 12 2 16%°14= TESPTY| F=7}
oA TESPT®} TESPT #AH7F 2 3H4h-8-(homoconden-
sation) 22 S| 3H Fejrt @ T A7 xR Avhegr]
o} Agtslk= vlgo] S7sP] witoltt. wEhA] A7t 1H
o] ¥9 A#gr)e] T A TAFA AT, L8y
7} € TESPTe} A2l7} FHe| Adg7r]e] vhg-o= Qls) A
27t I FAE To| FAE o] v F go] Fgo] F
7tsp7] wtoz ek e el TESPT FU 32 8%
7} o2 ek m, 8% TESPTE 120 °CollA] 2417+ 702
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Figure 5. °C CP/MAS NMR spectra of: (a) pure TESPT; (b)
TESPT modified silica.
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Figure 6. “Si CP/MAS NMR spectra of: (a) pristine silica; (b) 8%
TESPT treated silica.
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Table 4. Mechanical Properties of the Vulcanizates

ol -

1%

Tensile strength (MPa)

100% Modulus (MPa) Elongation at the break (%)

SBR without filler 1.99+0.12
Pristine silica + SBR 5.65+0.39
TESPT treated silica + SBR 9.38+1.63

1.13+0.03 197.9+13.5
1.62+0.02 349.6+6.2
2.73+£0.08 298.9+34.1

7155 AREste] 2 A7kl @), QP H Qe e A
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Figure 7. Dispersion state of silica by FE-SEM: (a) pristine sil-
ica(X15,000); (b) TESPT treated silica(X15,000).

2 Z7FeA e, 2 A2]7HSBR B3 ¢F vl wshd 0.854)
= 71:1,'5\_6‘]'—‘5 Zi_‘li :‘L_]_?_]_E]‘_q_'z&zs

TS TESPT *2]7}F A2]7ke] SBR 71&ol| tigh EAikgol
e FEE vlwsty] fste] 2 del7ket TESPTE /)
¥ 22718 3718t SBR W28k 9] FE-SEM2] ©]n]%]
Figure 7(a) % (b)ll 22} JERASAT. Figure 7(a)°] i
121717k A7k 2 71 W] 2 Ak oF 12 3
1.5 um 529 & YA v HEE o] I M E Az
77t A7FE Figure 7(b)2] 739 0.1~0.3 pme] 2R A==
LxEo] FAHdol & okl AL ERIT & ALk F
TESPTZ A 27}5 2|31, TESPTY ethoxy”|7} 227}t
FHe] Ahg7|e} whgate] Aulzt W] {718k ], SBR
IFEZAA S Zgo] SUE L, F40] =2 AT

=

TRAA



/é]

ki3

Bis[3-(triethoxysilylpropyl)tetrasulfidedl] 2]

Cii!
& ¢ ATk F TEPSTZ /MEE A7t £
7FE0 SBR 71”e] thek akgdol @daL, ek SBR AL
FSAARE serdgte] SrrteEAM JiEE d7E Aot

¥ SBRo] g Ag)77} A7kE SBRETF Q1A 2 100%
modulus Z}o] Z7el=s Aoz A=),

7t AAREA de]7h-de7h AAE Afo]€]

Zo
=2

=

[—

AZYA|Q TESPTE AH&-3lod, vk
dge] sl Azl7le] Agtst
FTIR, TGA, EA ¥ 314 BC 2 »Si
CP/MAS NMRE ARE-3le] #4381t} Bgt TESPT <Js)
o] 7idE A7t W=dA7F SBRE] 71A1A £
A= FFS A7) flsted UTMS ARS8, SBR A2
T 718 U] 3412 £A3e ER1sH] $18] FE-SEMS
2 Z4sI0lth A3 A7 opfie 2 ARES =30

1) TESPTE ©] &3 A27Fe] HARESA g%
120 °C, HH-gA17H 24 7ko] 7Hd Hhg- E80] 2 Z1o=
FTIR 29 Eq 74 AjoA & 5 AUt} B3 TESPTS)
FAF 8w Aelgh 2He] Aeer] 53 M77F Fo
A9 TESPTS] £l 8%E 75 TESPTS} TESPT
7F 3k o R gl JEHE FHof Ayt xHe] A
£719} Agrelr] wjEo] TESPT U 8% Agsittx
Sl

2) TESPTE 7Ha% Ag]7} 20 phrs H718le] #A=%3 SBR
=Bl 2 A7t 20 pheE H7ete] Al vk
A9} vlwsle] SIEE 57.60014 95.7 kgflem®C2, 100%
moduluse 16.5914] 27.8 kgflem*S 2 Z7}sla, w3 A%
S 349.6904 298.9%% TrAadhe AL Eeld 4= ATk
o= TESPTZ 7N ¥ Ag]7lSBR Wi=i-gHA 7| 2a Az
7HSBR WEeA| B} 7wl =9} A H2Ado] Sl
) A27}/SBR Wi=E3HA o} XU St compact) 7l
£ YA wro = vhEc) T3 TESPTZ #H 7 E
22]7k= SBR 7]|Ael|A 2] Eabdo] EolxA], SBR IF-/4
27} Atele] FEag F7HR Qlal S8 xol7} golsh]
oz v

o "=

ny

i

o
1=]

R

F

il

i

o
ror

1. S. S. Choi, C. Nah, S. G Lee, and C. W. Joo, Polym. Int., 52, 23
(2003).

27t <

10.
11.

12.

13.
14.

15.

16.

17.

18.

19.

20.

21.

22.

23.

24.
25.

2] FAMND vkt SBR the B3] S8 315

. C. Roy, A. Chaala, and H. Darmstadt, J. Anal. Appl. Pyrolysis,
51, 201 (1999).

. S. C. Oh, J. H. Go, S. Lee, and N. C. Park, J. Korea Institute of
Rubber Industry, 30, 112 (1995).

. G H.Kwak, S.J. Park, J. R. Lee, and S. K. Hong, Polymer(Korea),
23, 281 (1999).

. D. M. Schwaber and F. Rodriguez, Rubber Plast., 48, 1081
(1967).

. S. J. Park and K. S. Cho, Polymer(Korea), 27, 91 (2003).

. S. K. Song, J. H. Kim, K. S. Hwang, and K. Ha, Korean Chem.
Eng. Res., 49, 181 (2011).

. A. Ansarifar, H. P. Lim, and R. Nijhawan, Int. J. Adhes. Adhes.,
24, 10 (2004).

. J. B. Moon, Elastomers and Composites, 36, 237 (2001).

H. Dohi and S. Horiuchi, Langmuir, 23, 12344 (2007).

M. Marrone, T. Montanari, G. Busca, L. Conzatti, G. Costa, M.

Castellano, and A. Turturro, J. Phys. Chem. B, 108, 3563 (2004).

P. Innocenzi and G. Brusatin, J. Non-Cryst. Solids, 333, 137

(2004).

H. G Burhin, Kautschuk Gummi Kunststoffe, 55, 175 (2002).

M. Abboud, M. Turner, E. Duguet, and M. Fontanille, J. Mater:

Chem., 7, 1527 (1997).

S. K. Wason, “Synthetic Silicas”, in Handbook of Fillers, H. S.

Katz, and J. V. Milewski, Editors, Van Nostrand Reinhold, New

York, Chap. 9, p 171 (1987).

N. Aissaoui, L. Bergaoui, J. Landoulsi, J.-F. Lambert, and S.

Boujday, Langmuir, 28, 656 (2012).

D. G Kurth and T. Bein, Langmuir, 9, 2965 (1993).

J. L. Valentin, M. A. Lépez-Manchado, P. Posadas, A. Rodriguez,

A. Marcos-Fernandez, and L. Ibarra, J. Colloid Interface Sci.,

298, 794 (2006).

H. E. Gottlieb, V. Kotlyar, and A. Nudelman, J. Org. Chem., 62,

7512 (1997).

H. N. Jeon, J. H. Kim, and K. Ha, Polymer(Korea), 36, 372
(2012).

D. Derouet and C. N. H. Thuc, J. 4ppl. Polym. Sci., 109, 2113
(2003).

J. Luo, J. Lannutti, and R. Seghi, J. Adhesion Sci. Technol., 15,
267 (2001).

J. S. Chung, D. J. Kim, W. S. Ahn, J. H. Ko, and W. J. Cheong,
Korean J. Chem. Eng., 21, 132 (2004).

S. J. Park and K. S. Cho, J. Colloid Interface Sci., 267, 86 (2003).
S. S. Choi, J. C. Kim, J. E. Ko, Y. S. Cho, and W. G. Shin, J. Ind.
Eng. Chem., 13, 1017 (2007).

Polymer(Korea), Vol. 37, No. 3, 2013




<<
  /ASCII85EncodePages false
  /AllowTransparency false
  /AutoPositionEPSFiles true
  /AutoRotatePages /All
  /Binding /Left
  /CalGrayProfile (Dot Gain 20%)
  /CalRGBProfile (sRGB IEC61966-2.1)
  /CalCMYKProfile (U.S. Web Coated \050SWOP\051 v2)
  /sRGBProfile (sRGB IEC61966-2.1)
  /CannotEmbedFontPolicy /Warning
  /CompatibilityLevel 1.4
  /CompressObjects /Tags
  /CompressPages true
  /ConvertImagesToIndexed true
  /PassThroughJPEGImages true
  /CreateJDFFile false
  /CreateJobTicket false
  /DefaultRenderingIntent /Default
  /DetectBlends true
  /ColorConversionStrategy /LeaveColorUnchanged
  /DoThumbnails false
  /EmbedAllFonts true
  /EmbedJobOptions true
  /DSCReportingLevel 0
  /SyntheticBoldness 1.00
  /EmitDSCWarnings false
  /EndPage -1
  /ImageMemory 1048576
  /LockDistillerParams false
  /MaxSubsetPct 100
  /Optimize true
  /OPM 1
  /ParseDSCComments true
  /ParseDSCCommentsForDocInfo true
  /PreserveCopyPage true
  /PreserveEPSInfo true
  /PreserveHalftoneInfo false
  /PreserveOPIComments false
  /PreserveOverprintSettings true
  /StartPage 1
  /SubsetFonts true
  /TransferFunctionInfo /Apply
  /UCRandBGInfo /Preserve
  /UsePrologue false
  /ColorSettingsFile ()
  /AlwaysEmbed [ true
  ]
  /NeverEmbed [ true
  ]
  /AntiAliasColorImages false
  /DownsampleColorImages true
  /ColorImageDownsampleType /Bicubic
  /ColorImageResolution 300
  /ColorImageDepth -1
  /ColorImageDownsampleThreshold 1.50000
  /EncodeColorImages true
  /ColorImageFilter /DCTEncode
  /AutoFilterColorImages true
  /ColorImageAutoFilterStrategy /JPEG
  /ColorACSImageDict <<
    /QFactor 0.15
    /HSamples [1 1 1 1] /VSamples [1 1 1 1]
  >>
  /ColorImageDict <<
    /QFactor 0.15
    /HSamples [1 1 1 1] /VSamples [1 1 1 1]
  >>
  /JPEG2000ColorACSImageDict <<
    /TileWidth 256
    /TileHeight 256
    /Quality 30
  >>
  /JPEG2000ColorImageDict <<
    /TileWidth 256
    /TileHeight 256
    /Quality 30
  >>
  /AntiAliasGrayImages false
  /DownsampleGrayImages true
  /GrayImageDownsampleType /Bicubic
  /GrayImageResolution 300
  /GrayImageDepth -1
  /GrayImageDownsampleThreshold 1.50000
  /EncodeGrayImages true
  /GrayImageFilter /DCTEncode
  /AutoFilterGrayImages true
  /GrayImageAutoFilterStrategy /JPEG
  /GrayACSImageDict <<
    /QFactor 0.15
    /HSamples [1 1 1 1] /VSamples [1 1 1 1]
  >>
  /GrayImageDict <<
    /QFactor 0.15
    /HSamples [1 1 1 1] /VSamples [1 1 1 1]
  >>
  /JPEG2000GrayACSImageDict <<
    /TileWidth 256
    /TileHeight 256
    /Quality 30
  >>
  /JPEG2000GrayImageDict <<
    /TileWidth 256
    /TileHeight 256
    /Quality 30
  >>
  /AntiAliasMonoImages false
  /DownsampleMonoImages true
  /MonoImageDownsampleType /Bicubic
  /MonoImageResolution 1200
  /MonoImageDepth -1
  /MonoImageDownsampleThreshold 1.50000
  /EncodeMonoImages true
  /MonoImageFilter /CCITTFaxEncode
  /MonoImageDict <<
    /K -1
  >>
  /AllowPSXObjects false
  /PDFX1aCheck false
  /PDFX3Check false
  /PDFXCompliantPDFOnly false
  /PDFXNoTrimBoxError true
  /PDFXTrimBoxToMediaBoxOffset [
    0.00000
    0.00000
    0.00000
    0.00000
  ]
  /PDFXSetBleedBoxToMediaBox true
  /PDFXBleedBoxToTrimBoxOffset [
    0.00000
    0.00000
    0.00000
    0.00000
  ]
  /PDFXOutputIntentProfile ()
  /PDFXOutputCondition ()
  /PDFXRegistryName (http://www.color.org)
  /PDFXTrapped /Unknown

  /Description <<
    /FRA <>
    /ENU (Use these settings to create PDF documents with higher image resolution for improved printing quality. The PDF documents can be opened with Acrobat and Reader 5.0 and later.)
    /JPN <FEFF3053306e8a2d5b9a306f30019ad889e350cf5ea6753b50cf3092542b308000200050004400460020658766f830924f5c62103059308b3068304d306b4f7f75283057307e30593002537052376642306e753b8cea3092670059279650306b4fdd306430533068304c3067304d307e305930023053306e8a2d5b9a30674f5c62103057305f00200050004400460020658766f8306f0020004100630072006f0062006100740020304a30883073002000520065006100640065007200200035002e003000204ee5964d30678868793a3067304d307e30593002>
    /DEU <>
    /PTB <>
    /DAN <>
    /NLD <>
    /ESP <>
    /SUO <>
    /ITA <>
    /NOR <>
    /SVE <>
    /KOR <FEFFd5a5c0c1b41c0020c778c1c40020d488c9c8c7440020c5bbae300020c704d5740020ace0d574c0c1b3c4c7580020c774bbf8c9c0b97c0020c0acc6a9d558c5ec00200050004400460020bb38c11cb97c0020b9ccb4e4b824ba740020c7740020c124c815c7440020c0acc6a9d558c2edc2dcc624002e0020c7740020c124c815c7440020c0acc6a9d558c5ec0020b9ccb4e000200050004400460020bb38c11cb2940020004100630072006f0062006100740020bc0f002000520065006100640065007200200035002e00300020c774c0c1c5d0c11c0020c5f40020c2180020c788c2b5b2c8b2e4002e>
    /CHS <FEFF4f7f75288fd94e9b8bbe7f6e521b5efa76840020005000440046002065876863ff0c5c065305542b66f49ad8768456fe50cf52068fa87387ff0c4ee563d09ad8625353708d2891cf30028be5002000500044004600206587686353ef4ee54f7f752800200020004100630072006f00620061007400204e0e002000520065006100640065007200200035002e00300020548c66f49ad87248672c62535f003002>
    /CHT <FEFF4f7f752890194e9b8a2d5b9a5efa7acb76840020005000440046002065874ef65305542b8f039ad876845f7150cf89e367905ea6ff0c4fbf65bc63d066075217537054c18cea3002005000440046002065874ef653ef4ee54f7f75280020004100630072006f0062006100740020548c002000520065006100640065007200200035002e0030002053ca66f465b07248672c4f86958b555f3002>
  >>
>> setdistillerparams
<<
  /HWResolution [2400 2400]
  /PageSize [612.000 792.000]
>> setpagedevice


