TUYKPLTIKI HEAETY] TNG EMIPPONS VOVOSCOUUTIOLMV TVPLTIOG KUl TITAVING 6T LOPLOKI] KIVI|TIKOTN T TG
molvdipedviocrroavng

I1. Khdvoc', I1. Micong', A. HMavayomoviov', A. Kvpitong', L. Bokobza®
" Touéac dvoiic, EQviké Metadpro Iolvteyveio, Hpodwv Holvteyveiov 9, Zwypdpov 15780, AOiva
? Laboratoire PPMD, E.S.P.C.1., 10 rue Vaugquelin, 75231 Paris Cedex, France

Yy gpyocia avt peietnOnke n enppon vovoosopatdiov ropitiog (Si0,, dtapétpov 5 nm) kot titaviag (TiO,,
20-40 nm) otig Oepuikéc peTAPOCE KOl T HOPLOKN  KWVNTIKOTNTO TOL  TOAVUEPIKOD TAEYUOTOG
molvdipebvrocthoédvng (PDMS, MB=18000). Ta copatidioa TopackevdcOncav tn mapovsio ToAvuepovg (in
situ) PE TN XpNom e TEXVIKNG Avpotoc-mnktng (sol-gel). Ta ocvotiuata ovtd oyedidcOnkav £tol doTte v
TPOKOYOLV UNYOVIKDG EVIGYLUEVA Kol oTaEPE VAIKA, TPOOPIGUEVE Y10, EPOUPLOYES ONMMOG T.Y. OE EANGTIKA
avtokvnitv. Ot TeVIKEC TOV EPapRocOnKay 6e avTiV TNV gpyacio NTov: N Atapopikn Ogpuidopetpio Xapwong
(DSC, -170 ém¢ 40 °C) ko 1 SimhekTpikn texvikh Tov Oepuikdc Amyeppévov Peopdtov Arondiwong (TSDC, -
150 éwg 50 °C).

Metpnoelg popooroyiog (TEM, SANS), dloykmong oe dwoAdteg (swelling equilibrium) kot pmyovikég
petpnoelg (stress-stain), oto ocvykekpéva cvotnuate [1], €dei&ov 0Tl T copatidio mopttiog sivor KaAd
SlOCTOPUEVE, OTNV TOALUEPIKY] UNTPO, VIO UOPOT HIKPOV GUCGCOUATOUATOV UE dudyuteg empdveles. Ta
COUATIOW TITOVING Elval HEYOADTEPA KOL GXEOOV GQUIPLKA, TOPOLGLALOVTOG TLO GOPT JLOYMPLOTIKY ETUPAVELL LIE
T0 mwohvpepéc. T meplexticotnteg peyardtepeg tov 10 wt% yio v mwopition kot okOpo YopMAOTEPES Yo TV
TITavia, Qaivetal 0Tl To copatidln oynuatilovy éva cuveyEg 6ikTVO, EVOLATAEKOUEVO, GE OAOV TOVL TOV OYKO, UE TO
TOMVUEPEG. O UMYOVIKEC UETPNOELG EMESEIEAV KOAT] UNYOVIKT] EVIGYVGT] TOL TOAVUEPOVG OO TOL VAVOSMUATION.
H evioyvon givar vymAdtepn 6TV TEPITTOGT TNE TVPLTING, TOPOLO TOV Ol AAANAETIOPAGELS TOAVEPOVG-TITOVIOG
Bpédnkav va etvon 1oyvpotepeg [1].
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Xypoe 1. Zuykprrikd Oepuoypappoto DSC yo to cvotipoare PDMS, PDMS/nupitia (a) kou PDMS/titavia (b) katd
Béppavon vrd 10 °C/Aentd. Tra évheta mapovctdloval o1 TePLoyss TG VOAM®SOVS HeTGfacng pHe PeyoADTEPT AETTOUEPELQ.

Soupwvo pe tg petpnoelc DSC (Xy.1) moapatmpnOnke 6t n wpocHnkn vavocouatidiov meplopilet
GNUOVTIKA TNV KAVOTNTO KPUGTAAAMGTG TOV TOAVUEPOVG, HEW®VOVTOG TN Oepuokpacio kpvotdiiwong T (amd -
78 fw¢ tovg -103 °C) kor 10 Pobud xpvtddhkomnrog Xe (omd 0.80 otodiokd oto 0). Daivetol OTL T
vavooouatidt teplopifovv tov aptdpd 1oV TUPNVOV KPLGTAAA®GNG Kal To péyedog TV KPLUGTUAALT®OV, YmPIC
OL®G va. EXNPPEAlOvY TNV TOLOTNTO TOV KPUOTOAA®Y, apov 1 Béon g Kopueng TENG dev aAlalel onUovVTIKA
(Zy. 1). H o&eio odhayn tov petaforav Te kal Xe népav tov 10 wt% mopitiag ko 8 wt% titaviag, pmopel vo
e€nynBel amd v oavamtuén evog avopydvov cuveyohc OIKTOOV WEGO, GTO VOVOGUVOETO, GE OVTEC KOl OTIG
VYNAOTEPEG TMEPLEKTIKOTNTEG. L& UEYOAEG TEPIEKTIKOTNTEG EYKAEIOUOTOG, O 1oYLPOC TEPLOPIGUOG  TNG
KpuoTdAAmong (o 1vpdg otV TEPITT®oN TNG TiTaviag) Katd Ty Yyoén mbel to povopevo va AdPel yopa Kot
katd ™ 0éppavon (yoxpn KPLOTAAA®GM), OUECHOC HETA TNV LOA®OM petdPacn (Zy.1). Daivetor OtL 1
KpUoTAAA®oT exkiveitar kot gEghiooetal 6Tov Oyko Tov €Agv0gpov (unbound) molvpepovg, Oyt Kovid oto
VOvooOUATidw. X& TEPAUATO apYng Kot ypryopng woEng - quenching (Xy. 2) mapatnphiOnKe ovopevopevn
petaforn oty OSdkdolo TG Yuyxpng KPLuoTdAilmong, oAAd dev mapatnpniOnke petafoln oty voAmon
petafoon. Xe meipdpota avomtnong (annealing péom muiopng mopapovig Kovid oty ekdotote T¢) (Zy. 3)
mapoatnpnke petaforn oty cdvletn Kopven ™MENG TV KpuoTdihwv. Duowd emakdrlovbo gival 1 amovsia
YOYPNG KPLoTAAA®OTG Katd TV ovtiotoyn 0épuavon. o cvykekpiuéva, 1 devtepedovca Kopuen théNg o€
YOUNAOTEPEG Bepokpacieg amd v kvplo (tumkmg yie o PDMS [2]) evioyvetol, otnv mepintwon mov divetot
MEPLOGOTEPOG YPOVOG o1 dladikacio kpuotdAlmong H kopuer ovt) aviiotoyel oty TEN deVTEPEVOVIMV-



petactabdv KpuotdAlov tov PDMS, ot omoiotl ovamtucsovtol YOpm amnd TOVG TPOTEVOVIES GOALPOVAITES, OTIG
TEPLOYEG OOV ALLOPPO TOAVUEPES EYEL TTEPLOPLGOEL ATTO TOLG TTPMOTEVOVTEG KPLGTAALOLG [3].
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Iypqpo 2. Xvykprokd - Ogppoypdppata DSC gymimpoconevticd vavoshvOeta moprtiag kon titaviag,
d10popeTIKOY pubudY YH&ng yio o shotpa PDMS + Oépuavon  KatOmV  YPOUUIKNG  GUVEXOVS  WOéng
115 wt% mntovie. Xto £vBeto TAPOLGIACETOL HE  (cuveysic ypappéc) koi MuioPNG TAPAUOVAS GTNV
HeYOAOTEPN AEMTOMEPEIL T TEPLOYN NG VAADIOVS  meproyy kpvoTéddmong — annealing (Siokekoupéves
HETAPaoTG Kot Wuyxphg KPLGTAAAMGTNG. YPOLLLEC).

Temperature (°C)

Z11¢ Ogppokpooieg petald -124 ko -130 °C nopatnpeitor n valddng petdfacn. H enipponi tng mpocdnkic
vavooopatdiov dev eivar 1060 oyvpn ot Beppokpacio varmdovg petdfaocng T, 660 ot HopPPT, ™V oY1
(AC,) xar v e&éMEn g dadikaoiog valwone. Zta vovooivleta, 1 VOA®ONG petdPacn yivetow cvuvletn pe
GLOTIUOTIKEG GUVELGPOPES: OO TOV TEPLOPLGUO TNG KPLOTUAMKNG PAong (Teployn TOV YoUNA®Y OEPLOKPACLOV)
KOl TNV OVATTUEN €VOG OIEMLPAVELOKOD GTPOUATOS TOAVUEPOVG EMAVEO O©TO VAvooOUOTido (TEployn TV
vynAdtepov Oeppokpaciov) (Zy. 1) [4-5]. To oxeddv oKvNnTOTOMUEVO SIEMPOAVEINKO GTPMO TOAVUEPOVS
vrnoloyicOnke (uéom g peiwong tov AC, g vaiddovg petdfoong, pe v mpocOikn vavosopotdiov) vo
kataAapfaver tepimov 1o 0.80 wt i Tov PN KPLGTOAA®UEVOL TOAVUEPOVG Kat ekTiunOnke [4] va €xel mayog 2-5
nm 670 cvotiuata PDMS/mupitiog kot 19-38 nm ota cvotipata pe titavio. To T0606TO TOL TOAVUEPOVS TOL
GUUETEXEL GTNV VOADON HETAPaoT Qaivetal vo givol otabepd (Tmepimov 12 wt% enl Tov vavocsuvhETov), YEYOVOg
OV £PYETOL GE GLUPMVIK UE GVYYPOVEC Bewpiec Tepl TOV MUKPLOTOAMKOV vavocuvlétov vikav [5]. Eivar
eVOlaPEPOV Vo, cupelwbel 0Tl oTo TTEpapaTo crystallization annealing (évBeto Zy. 3) n ewdva g eEEMENG TG
vaA®SoLE peTdfacng aAlalel apdny, Tepropilovtag toyvpd To Pripa g e1dkng OeppoympntikdTnTag ACe.
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Xyqpo 4. Zvykputikd Oeppoypappora arnomoimong TSDC yo 1o ovotiuate PDMS, PDMS/muptic (a) xon
PDMS/titavion (b). Zto évBeta mopovoidleton 1 OeplLoOKPOCLOKT TEPLOY TNG CULVEPYACLOKNG OSLVOULKNG (VAAM®SOLG
petapaong) pe

Y10 Xy. 4 mapotiBevton ta cvykprtikd Oeppoypdppota arondiwong (TSDC) yia to molvpepéc kot To
vavoouvleta moprtiag (Ty. 4a) kon titoviog (Zy. 4b). Ztic younéc Oepurokpocieg -140 éog -100 °C kotoypdpetot
1N oVVOETN €IKOVO SINAEKTPIKNG OMOKATAGTAONG, 1] OOl GXETILETOL LUE TT) GUVEPYAGLOKT LOPLOKT KIVITIKOTNTO
(VOADOT HETAPOOT) TOV VAIKOV QUTOV. TNV TEPITTOCT T®V VAvosuvlETov kal oty weptoyn petaéy -100 kot -
75 °C 10 ovuPav mov KatoypaeeTol OPEIAETOL GTO PUIVOLEVO TNG YuYPNS KPLOTAA®OTC (68 GUUPOVIOL e TIG
uetpioeig g Bepudopetpiog). H ofeia ekpdption mov kotoypdpetar otny meployf netold -65 kot -40 °C
avtioTolyel otV THEN KPLOTAAMKOTNTOG, KOTd TNV omoio ToAAG dimoia Ta omoia Ppiokdtay eyKA®PioUEVH EVTOG
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TOV KPLOTOAAIK®OV TEPLOYMV OTEAEVOEPMVOVTUL KOl YOAUPDVOUY HOLIKDC. ZNUEIMVETOL E0M, TOG TO EVPOC TOV
TIU®V TOV PEVUATOS OTOTOAMOTNG TOL KOTOYPAPETOL Katd Tnv TEN €ival avaloyo g avtioToiyov TIUNG TNg
evBamiog ™éng AH,, (xot tov Babpod kpuotoAlikotnTog) OnmG Kataypdpetol otig petpnoeig DSC. Téhog, otig
ueyaAvtepeg Oepuokpacisc petald -40 kar 40 °C katoypdeeton o pnyovicpds demeavelokic tolmone Maxwell-
Wagner-Sillars (MWS), o onolog opeiretar 6 NAEKTPIKA @opTio TOL £YoVV TOY1OEVOEl TN SlEMPAVELD TEPLOYDV
SLOPOPETIKNG OYOYLHLOTNTOC. TNV TPOKEEVT] TEPITTOOT OUTH €lvar 1 SIEMPAVELD TOAVUEPOVC-EYKAEIGUATOG,
EVD 1) 1OYOE TOL UNYOVICUOD KATOYPAPETOL OVAAOYT TNG TEPLEKTIKOTNTOS GE VAVOGM LOTIOL.

UeyaAOTEPT) AETTOUEPELQL.
Enavepyoduevor oty ekdvo G  GLVEPYACIOKNG
; : : — . SuVOILKNG, TopaTNPOVUE ot EvOeTa TV Xy. 4a Kot 4b ot 1

i PDMS + SiO

_8,0x10™ e ——e_ ] OOKPIOT] Yo TO TOAD KPLoToAAikd molvuepés (X.=0.80)
< o TS e yopoaktnpileton povo amd tov pumnyovicpd ac (tepinov -125
G 6,0x10™1 . C " glandardcooing °C) kot &yel anmhfy Lope1], GUHPOVAOVTOG UE TV avTioTorm
§ » annealing €lKOvoL TOL PRuoTog T™C  LOA®OOLG  peTdfocng NG
g 40107 Oepudopetpiog (Zy. 1). O umyaviopdg avtdc opeiietal oty
gzomo*“- | OTOKOTACTOCT] TUNUATOV TNG TOAVUEPIKNAC OALGIdOG OV
8" €yovv meploptobel Hetald (1 vTdg) KPLGTOAAIKMOV TEPLOYDV.
e 0.0 R ——— Kobng av&avel n mepiektikdtnTo o £ykhelopo gupovileton
Kol evioyvetor o unyoviouds a’ (-115 éwg -105 °C), mo
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Temperature (°C)
Xyqpe 5. H avimpoconevtikn covletn popen tng
TSDC SiAekTpikng omoKaTAoTOoNG, OTNV TEPLOYN
TNG GUVEPYOOLOKTG OUVOLLKNG, YO TO VOVOGUVOETOL

OTOTEAEGLOTO. GUYKPIVOUEVO UE TOAULOTEPEG UETPNOELS GE
avtiototya ovotiuata  [4]  odnyodv  1oyLvp®G  GTO
GUUTEPACHUO TOG O UNYOVIGUOS o o@eileTonr oe  €éva
SLEMPOVELONKO OTPOUO  TOALUEPODS TOAD KOVIQ OTd

tov PDMS. H cvurepipopd o (Gpoppo molvpepéc)
(ovumayeic ypoppéc) teivel TPog T GLUTEPLPOPA O
(Mo KPLOTOAMKO VAKO) KOTOMV TV TEPOUATOV
crystallization annealing (S10KEKOUUEVES YPOUUEG).

vavooouatidl, to omoio yapaxtnpiletor amd TOAD
meploplopévn  kvnTikotnto  e€autiag TV 1GYLPOV
oAMnAemdpdoemv moALUEPOVC-eYKAEiopatog. H mpocHnim
vavooo patidtwv meplopilel To fabud KpuoToAMKOTNTAC TOV
VAKOV Kot poll Tov TNV oY1 TOL UNYOVIGUOD Oc, EV® TAVTOYPOVOG EVIGYVETOL O UNYOvViouoc a (ehevbepo
mohvpepPES - bulk). XTic TEPIMTOGELS TOV PEYOADTEP®V TEPLEKTIKOTHTMOV GE VOVOSMOUATION TUPLTIOG KoLl TITOVIOG 1
OTOKPLOT] KLPLAPYEITOL OO TOVG UNYOVIGHODS 0 Kl @, GE CUUP®VIOL UE TIG 2 GUVEICPOPEG GTI HOPON NG
vaA®dove petdPacelg katd tn Oepuidopetpia (Zy. 1). 1o Zy. 5 mapotifeviol OVTITPOCOTEVTIKEG UETPNCELG
UETAPOOTG OO TN CUUTEPLUPOPA 6 GTN GUUTEPLPOPA Oc, OTAV T doKipla apédnKay va KpuoTalAwbovv 1600epua
v 30 min.

Ta amotedécpota ETPEPOLOVOVY KOl CUUTANPDOVOLY AAAEG LETPNGELG YOLPUKTNPIGHLOD dOUNG KOl SyELpaY
TO EVOLOPEPOV Y10 TEPALTEP® OVAAVGT KOl LEAETT] TOV CUYKEKPIUEVOV DAIKDV.
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