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O¢eldika Kepapuka amno MNpodpouec Evwoelc anoteAoUpevec ano Mkpa-
Mopia (Avopyava & OpyoavopeTaAAlKa)

e[Lot AOyoucC kadapotntac tou TEALKOU TPOIoOVTOC Kol EAEyyou Tn¢ SlEpyaoioc
TP AOKEUNC EVOLL amapaltnTo va HETATPEPOUE apXLKA TOL OPUKTA o€ KaBapa
ULKpQ popLa, ta ormola Ba xpNOLUOTIOLNOOUUE Yyl TN oUVOeon MPOonyUEVWVY
KEPOLULKWV.

*eAUENGCN KOOTOUC

*ATtOOEKTO Yla epapuoyeCc uPnARg texvoloylog

[loe tapadELyLa, OL TNAETILKOWVWVLIEC LEYAAWY ATTOOTACEWY EKTEAOUVTOL OXESOV
QTTOKAELOTLKAL HE XPNON OTTIKWV VWV KOATAOKEUAOMEVWY amto olAtka uPnAnc
kaBapotntac. H ummapén akopn Kot EAAXLOTWV EYXPWHWY TIPOCULIEEWVY €lval pn
arodektn. Elval amapaitntn n xpnon Ultra-High-Purity Silica mov mapayestat pe
XNULKA cUvBeon.



O¢eldika Kepapuka amno MNpodpouec Evwoelc anoteAoUpevec ano Mkpa-
Mopia (Avopyava & OpyoavopeTaAAlKa)

eH mopadootakn tén ywa T OnuoUpylad HECW HopdoToinong YUOAWwv
QVTIKELMEVWV ELlval evepyoopoc.

* H xprion mpwTtwVv VAWV YEWAOYLKNC TTPOEAEUONC LE LLLKPN €TtECEpyaoia auéavel
v miBavotnta HOAuvong Tou TEALKOU OVTIKELMEVOU LLE TIPOCULEELC.



O¢eldika Kepapuka amno MNpodpouec Evwoelc anoteAoUpevec ano Mkpa-
Mopia (Avopyava & OpyoavopeTaAAlKa)

Arwepyaoia Sol-Gel yia Mapaywyn Kepapikwv XapnAng Ospprokpooiog

Npodpoun evwon: AAko&eidlo tou nupttiou (r.x. Si(OEt), — TEOS)

Alepyaoia: EAeyxopevn YOpoAuon  tou aAkoéelblou TOU TUPLTLOU Kol
LLETOTPOTIN TOU O€ OlAlka o StaAvpa aAkooAnc — udatocg, 6&wvo N aAkaALlko pH,
Beppokpaoia epBailovroc.




Arwepyaoia Sol-Gel yia Mapaywyn Kepapikwv XapnAng Ospprokpooiog
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Aiepyaocia Sol-Gel yia Mapaywyn Kepapikwv XapnAnc Osppokpooiog
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Aiepyaocia Sol-Gel yia Mapaywyn Kepapikwv XapnAnc Osppokpooiog
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Arwepyaoia Sol-Gel yia Mapaywyn Kepapikwv XapnAng Ospprokpooiog
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Arwepyaoia Sol-Gel yia Mapaywyn Kepapikwv XapnAng Ospprokpooiog

Classification of porous materials

i

Depending on pore size Depending on building
framework
Y v J’
Micropoorus Mesoporous Macroporous
<2nm 2-50 nm >50nm
ZSM-5 MCM-41 Sponge ‘L v
Purely inorganic  Organic Inorganic Purely
hybrid organic
Silica MOF organic

porous polymers



Arwepyaoia Sol-Gel yia Mapaywyn Kepapikwv XapnAng Ospprokpooiog

Mesoporus Materials

* Meso a Greek prefix— “in between ” - micro and macro
porous system

* Mesoporous materials may be ordered or disordered.

They possess high

= Surface area -400 -1000 m2/g
= Large pore volume

= High stability -500 -600 °C

* They are usually synthesized by the use of Soft template
method.

Ex: MCM-41,SBA-15,FDU-11,lITM-56 etc.



Arwepyaoia Sol-Gel yia Mapaywyn Kepapikwv XapnAng Ospprokpooiog

Synthesis of mesoporous materials

l—l—i

Soft template (endo template) Hard template (exo template, nano casting)
« Uses soft templates like organic *Uses inorganic materials like silica, carbon
molecules . e

*Tedious work up, hard to get good
morphology and costly

*Good shape , Size and morphology. CMK-1

simple
* SBA-15 ,MCM-41 etc
Remaval of E \
Condensation te mpd e
. @
Inorganic  Sgii-assembied

., - rnr_.. o Meso-silica
procurso femplaoto




Arwepyaoia Sol-Gel yia Mapaywyn Kepapikwv XapnAng Ospprokpooiog

Synthesis of mesoporous materials using soft
template strategy

Hexagonal Array

Surfactantmicelle pMicellarRod




Arwepyaoia Sol-Gel yia Mapaywyn Kepapikwv XapnAng Ospprokpooiog
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Arwepyaoia Sol-Gel yia Mapaywyn Kepapikwv XapnAng Ospprokpooiog

Applications
Environment field Biomedical field

adsorbents, catalysts drug delivery, bone regeneration

catalysts, supports .
e nanoparticles, nanoarray

sensors, solar cells

T —



Arwepyaoia Sol-Gel yia Mapaywyn Kepapikwv XapnAng Ospprokpooiog

7. Characterization of mesoporous materials
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3. TEM images
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Aiepyaocia Sol-Gel yia Mapaywyn Kepapikwv XapnAnc Osppokpooiog
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Aiepyaocia Sol-Gel yia Mapaywyn Kepapikwv XapnAnc Osppokpooiog

[MAeovekTnuOTO:
1. 2vuvleon yaunAnc Sepuokpaoioc

2. Avvarotnta evowuatwonc OlaPOPETIKWY OTOLYEIWV OUOYEVWC OE
poptako emniredo

[lpooBaon o€ kepauiko xaunAou Bapouc

Xnuikn kaGapotnta oto TEALKO ITpoiov

EukoAia dnuioupyiac KEPOULKWVY ETTLOAVELAKWY KAAUWEWY
Auvatotnta nopaywync voavooUVIETWY KEPOULKWV-TTOAUUEP WV UALKWV

EUkoAn noapaywyn EYXpwUWYV KEPOULKWY UE xpnon aAkoéetdiwv
UETAAAWV ueTantwonc.

N O AW



Aiepyaocia Sol-Gel yia Mapaywyn Kepapikwv XapnAnc Osppokpooiog

MelovekTnpota:
1. To kootoc twv aAkoéetdiwv

2. H bilepyaoia Sol-Gel eivat oxetika apyn kat mepAauBavel apketa
otadlo

3. Anaiteitol mPOOEKTLKOC EAEYXOC TNC dlepyaocioc

4. [a tnv nmopoaywyn KAmoLwy mpoioviwy UITopEL va. anattnUel eva otadlo
Uepuavonc o€ vynAn Bepuokpaoia

5. Av Kol TO apylKO OXNUQ ToU AVTIKEIUEVOU dlaTnpEital kata tn dlepyaoia
TO TEALKO TOU UEYEVOC Elval TTOAU ULKPOTEPO.



ZeOALO01

Miktd KpuotoaAAka ofeibla
apyLAiou - muptLtiov

E€opuooovtal 4x10° ton/y

e Ot puaotkol (eoAlBol elval ¢ONVA UALKA KOl UTIAPXOUV OE MEYAAEC TTOCOTNTEC
otnv Auvotpalia, Evpwrn kat Acla.

e Xpnolwuomolovvtal o £PapUOYEC XAUNAOU KOOTOUC (T.X. EVOWUATWON O€
okupoOepa, edadoBeATIWTIKO, UALKA KaBaplopou, didtpa kabaplopou agpa)



ZeoAOot
OL cuvOstikoi (eoAlBol mapayovrtotl ME Tt HEOBOSO Sol-Gel kot TR XPRon
KOTAAANAWV EKHOYELWV YO TN SnHLoupyic TwV MOPWV.
*'Exouv ouvteBel neploocotepol amo 150 dtadopetikoi (eOALOOL.
e To peyeBOC TWV KAVAALWY TOUC UTTOPEL va. eival EAEYXOUEVO.
* AEV TIEPLEXOUV TIPOCUELEELC OTIWC OL PUCLKOL.
Ot cuvOetikol {e0ALO0L XpnolpomoLouvToLL:
e 0TNV avopopdwaon vdpoyovavopakwyv ota SLUALOTAPLA WC KATAAUTEC
e To SLoxwpLopO KAl TPoopoOdpnon UIKPWV Hoplwv HE Baon To HEyEBOC TouC Kal
TO OXNHO TOUG
e Tov KaBaplopo aeplwv
e Tnv mupoAucon udpoyovavlpakwyv w¢ KATAAUTEC
e Tnv amookAnpuvon vdatwv



Ydpofvanartitne tov acfectiov

O HAP amnoteAel TO OPUKTOAOYLKO GUOTATLIKO TWV OOTWV Kol TWV 060VIWV

eOL udpéuamartitec eivat  dladopot TUMOL PWOPOPLKWY CAAATWY TOU
aoBeotiou.

e Yrtapxouv puoLkoi kot cuvBeTLKOL.

eTo evbladepov yU autd TA UAKA odelleTtal otn Xpnon Toug otnv
0O0OVTLATPLKN KoL O€ TIELPALATIKEC akOpN HeBodouc yla avamAoon ooTwy.

Ot BloAoyikol HAP gival ocuvBeta UALKA pe KOAAayOvo, TO
omoilo TPoodEPEL avtoxn otnv kpouaon.

Ca/P=1,33 (x=2) -1,67 (x=0)

7

Oota kot Sovtia 1



Difference between the zeolites and mesoporous materials

Highly crystalline Periodic arrangement with amorphous in
nature

TO, networks TO, TO; and TO, networks

Siand Al are four connected by covalent Siand Al are 2 or three connected ,more

bond, less surface hydroxyl groups surface hydroxyl groups

Hydrophobic surface area Hydrophilic surface area

High hydrothermal stability Less hydrothermal stability

Crystalline walls and are thick Amorphous walls and are thin

Synthesis temp is high (80 — 300 °C) Synthesis temp is low (-10 to 120°C)

Long crystallization time Formation rates are fast

Aqueous media is required for Non —aqueous solvents and non polar

crystallization solvents can be used

Synthesis of zeolite is carried out in Synthesis pH rang is from 0 to 12

neutral /fweakly acid media



SMALL MOLECULE
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Mn O¢uyovouUxa Kepapika

Soluhle,
mieltably,
volatile

Saluhle,
meltghile,
luwe volatility

Soluble,
meltahle,
nan=volziils

Insoluble
(rmay swell),
infusible,
nin-volatile,
thermally
reaclive
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hard

1.

Me tn 2"

MNopaokeun He oUVINEN TWV CUOCTOTLKWY OE TIOAU
vpnAn Bepupokpoaocia (mx. Si & KwkK yLd
napaokeun SiC).

ATtAn — EvepyoBopoc / XpnolpomoLeitatl EVPEWC

MNapaokevuy HECW ouUvBeonC TOAUMEPOUC TIOU
TIEPLEXEL TO QTTOULTOUUEVO QVOPYOVO OTOLXELO OTN
LoKpopopLakny doury tou. AkoAouBel eAeyxouevn
MUpOAUcN ToUu pOPEPOTOLNUEVOU UALKOU Ttou
Slaouvoeel TLC TTOAULEPLKEC aAvoidec/
QTTOMOKPUVEL TITNTIKEC EVWOELC Kol dnuLoupyetl
TEAOC €vo TTANPWC AVOPYAVO KEPOULKO.

uEBodo mapayovtal €UKOAA (LVEC Ko

HopdomoLlnpueva avTikeipeva amo kapBidto tou Si,
vitpidla tou Si, B, Al KA.



Mn O¢uyovouUxa Kepapika
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lvec AvOpaka




lvec AvOpaka
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KapBidto tou Mupttiou

Silica + coke “2225  -SiC
‘Eva amno ta evputepO XPNOLHUOTIOL-
oUMEVA 1N oéuyovouxa KEPOULKA
CH; [ CH; CH; CHy r:I"H_f
I b || Ir . ) =
-8i—-Cl — - | —Si——Si——Si——8i— (M)
| . | I | | 1 ° / 1 ’
s Hy CHy CHy CH ), 2KANPO / ,I'IpooevaZe'L 1O SLopavTl
e AvOeKTIKO otnVv TPLPN
CH, o Aviexel o€ Beppokpaoieg >2800°C
= ".'H: 14 4 14
- Si- . Carbosilane e 3T00EPd OTA TIEPLOTOTEPQ OEEQL
CH;J, ?13 e Amorphous | Yy nAn Bgpuikn aywyLpotnta
Lincar —Si= CHy= : SiC  MkpO ouvteAeot SLa0TOANG
{. I"-I_l .['_'H 7 1
| 3 160 * EOWTEPLKOC NULOYWYOC
— %:— prases Soluble in organic 1200 | SO0
CHy Js solventy
Cyclic B-5iC

SiC:C:Si0, = 1:0.78:0.22 (8)



KapBidto tou Mupttiou

CLSiCH,
CLiSICH,SiCH, CHSICLCH,SIC
CLSiCHSSI(CICI H‘;a{[‘i][ Hﬁ.(‘ﬂﬁ.t:hLH »MeCl
Cl3SiC H,mrhfm III'H1

ClaSiCH,S1Cl,

. Anodoon 89%
E]—!E-—Sil-ll--CHz-S:Hj

. . o
CHo = CH—CHa—SiH,—CHy—SiH—CHy—Si—CHy—SiH—CH,—SiH—=CH; SiH,

|
H3Si—CH,

H:Si—CH, —Sity—CHy —SiHy —CH,

=

EEHE_S-::C]E {'-FI III
R I W
CLSi — CH, R
| ClI H
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Nwtpidlo tou Mupttiov

Si_N YiAka kot N, otoug 1300 ©C YiAwa, avBpakag, N, kat H,
>4 otouc 1500 °C
* JKANpPO |
! 7 . CH NHotNH, CH;Si(NHCHs),
*AvOEKTLKO oTnV TPLRN CRSICh ~a " e,
eMeyaAn pnxavikn ovtoxn |
7 1o p Mell-spin )
*Oeputkn avtoxn ewg 1800 °C amovota O, resin a1 20°C &
*OeppLkr) avtoxn ewg 1500 °C napouoia O,
*AlwVEL Kol Staomtatal otouc 1900 °C r TR
’ ’ , Preceramic fibers — - lnfusible hbers
I YETLKA YaUNAN Ttukvotnta (3.185 g/cm?3) e
*MovwTnG TOU NAEKTPLKOU PEVUMATOG A s
*IXETIKA OLVOEKTIKO OE SLAPPWTLKA XNULKA Kot
oKataAAnAo yLo €opTAMOTA LNXOVWV ECWTEPLKNC gt | O
) ' ’ N—% —
KOLUOEWC KOl TOUPUTTLVEC OlEPOOKADWV = i . el
ot n-si — N O
|_ EH_!. H; \E:.'H] 1k




Nitpidlo tou Bopiou

BN NopaoKEUN:

* Ogpuika otabepo ewg 2730 °C e SUvtnén Bopkol o€oc Kat ouplac o

* KaAOG NAEKTPLKOG LOVWTNAG atpdodalpa appwviog otoug 750 °C

* Y{nAn Beppuikn aywypotnta * YtaBepomoinon pe Bépuavon otouc 1800 °C
* Y{nAn avtiotaon oe Beppuika shock kot 85000 atpoodatpeC mieon.

e YPnAN xnUIKA otaBepotnta

EVaAAOKTLKI) TTOPAOKEUN: F o
e MupoAuon Bopallvwv i N C
r ’ ’ r e d_.ﬂ'x _ | i “ EB\
e [TupOAUCN OPYOVIKWV ] AVOPYAVWV B S R N R N R XTI
’ ’ ’ - B. i ‘. 1 _T__h
TTOAUMEPWV HE BOPalivEC WC TIAEUPLKEC NS poB_ By, N SN
/ H T I

OpadEG y ! 1 -

e MupoAuon oAVESPLKWV BopavIKwV
ToPAY WY WV



Nitpidlo tou Apytiiov

AIN

e KaAf) NAEKTPLKA oywyLuoTnTa

e KaAn BepuLkn aywylpotnta

e XapunAO¢ cuvteAeotnc SLOOTOANC

e XapunAn dinAektpikn otaBepa

e Aev TKETOL Kol Sev dLaomatal EwC
Touc 2200 °C og adpavn atuoodatpa

e O¢elbwveTaL OTNV ATUOODALPO OTOUC
1370°C

e AVOEKTLKO otnV TpLBN

e AVOeKTLKO o€ Bepuiko shock

e HuLaywyoc e EUPU EVEPYELAKO
xaoua (6,3eV)

NopadooLakn MoPACKEUN:

e OepULKN avaywyn aAovupivoc pe avopoka
nopovoia alwtou N ANUWVLOC

e Avtibpaon petaAAikol ApylAiou pe alwto

e 750°C

e YtaBepormoinon pe Bgppavon otouc 1800 °C
kot 85000 atpoodalpec nieon.

> UVXPOVEC TIPOOEYYLOELC TTOLPAOKEUNC:

e LIAIH, or AlH; avtidpa pe appwvia mpog
Al(NH,), tou pe Bepuavon divel AIN (pnoAuvon
e C amo toucg SLaAUTEC)

e Al(C,H:); kot NH; divouv moAupepn Tou TUTOU
[(EtAINH),(Et,AINH,), (Et;Al),)], autd
LLETOTPETOVTOL META ATtO TAEN O€ (VEC Kall
niupoAvopevec divouv ivec AIN vunAnic
KaBapotntac.
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