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M£0oo0¢ Sol-gel

https://www.youtube.com/watch?v=dlICCNMtoJvk

Sol Gel


https://www.youtube.com/watch?v=dlCCNMtoJvk
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HHapaostyna cvvOeong Citrate Sol-gel 610
gpyaotpro pog (CaZrNiQ,)
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\ / ° Z1 ometal N intemolecular : 2
M—20 M cirate . bond

Ni-CaZrO, (CZNO)  Ni-SrZrO, (SZNO)

=9 >=d TSIOTSIAS, Anastasios ., et al. Towards maximizing conversion of
# O(“ ethane and carbon dioxide into synthesis gas using highly stable Ni-
perovskite catalysts. Journal of CO, Utilization, 2022, 61: 102046.
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Xpnon opreuEvov 0ykov vepov (150 ml)
KoL COYLon TOV aVTLOPAoTNPLOV
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AldAven 6To vepo Kot avapién o€ Ogpuokpacio
oOuaTiov Yo Atyo Aentd (10-15 min)
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Elatuion vepov/ cuopumOKv®G Vo
avauiin 6€ vouTOA0VTPO 6ToVg 80 - 90 °C
Yo TEPLTOV 4 OPES

%C
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Meta@opd 6€ KAy TOPGELAVIG KoL
cnpaven overnight stovg 120 °C
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IYpowon otovg Kot 400 °C ywa 1 opa, Kavon

KLTPIKOV 0E£06 Kat otovg 800 °C ya 4 mpeg,

KPVOTAAAM®MGY GTEPEOD 0SELOLOV GE HOPPN
VOVOKPUGTOAMKNG OKOVIG
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> 0v0eon Pechini

G < ~ st/ f_\f
e+ e — 7/ S

N~
/i}“ B/Bj

- OH
0 © O A2 J/
" o HO Mixture of metal citrate Covalent (polyesterified)
OH

and ethylene glycol network with trapped metal ions

Stirring _"— 2| Polymerization Calcination
60 oC \\Fe \/ 130 °C 600 OC
) / — T \Sr:l Fe -.'I > )
Addition of all metal ~ "~ 1\ o | B
precursors in 7~ - TUTR cuieads ‘
Glycerol, Citric acid O o A
sr _— HO ('JH OH Glycerol
Mixture of metal- Metal cations fixed in Nanocrystalline
citrate complexes polyester gel Perovskite

TSIOTSIAS, Anastasios ., et al. Bimetallic Exsolved Heterostructures of Controlled Composition
with Tunable Catalytic Properties. ACS Nano, 2022, 16.6: 8904-8916.
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2XvvOeon Pechini

AVTIOPO.6T] TOAVGUUTOKVMOGNS (TOAVUEPLGLOD)
a10VAEVOYADKOAN S Kol KITPLKOV 0EE0G

TSIOTSIAS, Anastasios ., et al. Enhancing CO2 methanation over Ni catalysts supported on sol-
gel derived Pr,0;,-Ce0O,: An experimental and theoretical investigation. Applied Catalysis B:
Environmental, 2022, 318: 121836.
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YopoOeppkn XovOeon CeO,

Aging
4]
0.45 or 2.75 mol 1-hour 90°C/24 h
NaOHaq) Ce(NO3);-6H;0:q) stirring T
Aging
0
2.75 mol 1-hour 180°C/24h

NEDHgaq} CE(N03]3'6H20gaq} stirring

KONSOLAKIS, Michalis; LYKAKI, Maria. Facet-Dependent Reactivity of
Ceria Nanoparticles Exemplified by CeO,-Based Transition Metal
Catalysts: A Critical Review. Catalysts, 2021, 11.4: 452.

=)

CeO,-NP
(nanopolyhedra) f—= T

& LI, r
B

CeO»-NR -
(nanorods)

CeO,-NC
(nanocubes)
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YopoOeppkn XovOeon CeO,

CeO, nanorods CeO, nanocubes CeQO, nanoparticles
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Hoapdaocrypa ereaymyns katorvtn Ni (10 wt%) o¢
vrootpopae CeO, pe T néO0oo Tov VYPOU
EUTOTIGUOV

U
ax
. “ H,0 o Flask with
o
Ty " ,,/, rl | I'I'I

Evaporating flask Rotary evaporator
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Xp1on 0PLGUEVOD OYKOL VEPOD
(cuvn0mg 100 ml)
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70761 TPOOPOROV AAUTOS
(Ni(NO,),"6H,0), amoyvon ot
COULPIKT] QLOAN KO OVAOEVON
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Z0ywon gopéa (CeO,), amoyvon ot
COULPLKN OLAAN KO OVAOELOT
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%C

MeTo@opd GPUIPLKIS PLIANS GTOV
MEPLGTPOPIKO ECATUIGTI)

LVINOVAAVW XHILLAV
OIWHLXIITANVII




s/

Ouion cuvOnkov (72 °C, 60 rpm,
50 cmHg)

Pv

KVINOVAAVIN XHALLAV
OIWHIXIITANVII
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AELTOVPYLE TOV TEPLOTPOPLKOV
COTULOTI OG TNV TANPTN UTOUAKPVVOT
TOV vePOV (~ 3-S5 h)

) AYTIKHY MAKEAONIAXZ
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=Znpaveon otovg 90 °C, overnight

Amodvon oo T c@oIpKn)] PLaAn (Ue neyain Tpocoyn)
KOl LETUPOPQ GE KAYO TOPGEAAVIG

IYpwon otovg 400 — 900 °C (avaroyo pe tnv
gpappoyn) Ywa 4 h
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AYXKHXH 1

éoc) XOUTANPOCTE TNV aviidpaon kotoPfvOionc pe tovg KaTtdAANAOLS G’EOlXSlO]JS’L‘leOUQI
: OLVTEAEOTEC PAGEL TOV OVTIOPOVIMV TOL GOG dIVOVTOL.

e Nurpkog LOALPOOS Kol 1wO10VY0 VATPLO

B) IMowa Bo eivar  cvykévipmon daAvuévov wvtev Pb? kail I og kopeopévo UESomKo
: Ol10A v

Atveton To yvopevo dteAvtdtog tov Pbl, otovg 25 °C: K = 1,410

s/
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_ a) Pb(NO;), + 2Nal — Pbl, + 2NaNO,
O Pbl, katapvOictel og ilnpo

B) Pbl, = Pb>* + 2T

‘Ecto katd t didhlvon 1 cuykévipmon tov Pb?* eivar C, Pdoet otoryetopetpiag, 1 cuykévipmon
: tov I Oa etvon 2C.

K, = [Pb2][I]> = C-(2C)? = 4C?
AC3=1,4-108 => C3=3,5-10° =>
C,=1,52:103 M
[Pb2]=1,52-10° M «ar [I] = 3,04-10° M

Cllll
max

Qo1660 yio v KataPooion iquatog Bo Tpémet ot
GUYKEVTIPMGELS VO Elvol LEYAADTEPES, DOTE VO,
emtevyel vrepropecds Ko 1 cvykEvipwon C va
Eemepdoet pio oprokn tun C oL €lval
ueyorvtepn g C,

Q
g E
EE

O

Concentration of Solute

nu, min
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AYXKHXH 2

i @éhete Vo mopaokevdoete pe Tt pébodo citrate sol-gel évav gopéa dnunrpioc (Ce0,)
: tpomomompévng pe Gprovia (ZrO,) og avaroyia mol Ce:Zr = 1:1 (telxd mpoidv Ce, sZr, sO,). :
: Katd v napackevn 0éhete e vdotikd didhopo va dtodvoete ovvorkd 0,05 mol petaAkdy :
: KaTovToV Koddg eniong kot kitpikd o0&y og avaroyia mol wg mpog ta katovta 1:1,5 (eni 1,5 mol :
: KITPIKOV 0&E0C). YToAoYioTe TIC TOGOTNTEG OA®V TOV TPOSPOUMOV OAATOV TOV UETAA®V TTov Oa :
L yPELOTELTE, KUODC KoL TOV KITPIKOD 0EE0C o€ ypappdplo. Yrohoyiote enione to Oe®pntikd TEMKO :
: Bapog Tov 0fe1dion Tov Bo TPOKHYEL HETG 0O THPWOT). :

: Afvovtal To LoploKd Ko atoptkd Bapn:

1. Ce(NO,;);-6H,0 : 434, 22 g/mol

1.  ZrO(NO;),-6H,0 : 339,32 g/mol

v.  Kupwo o&o (CHO) : 192,12 g/mol
v.  Anuntpio (Ce): 140,116 g/mol

vi.  Zapxovio (Zr): 91,224 g/mol

vit.  O&uyovo (O): 15,999 g/mol

e

LAFEC
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Avon

: Amo ta 0,05 mol petad kv KoTtdvtov Yoty embopmty avodoyia 1:1 (Cey sZr, s0,) Bo aviicTolyovy :

£ 0,025 mol Ce xat 0,025 mol Zr gvd Y10, 0 KITpiko 060 Ba ypelactovv 0,075 mol, Bacetl g avaroyiag
: 1:1,5. '

: Tuvolkd, Oa yivel TpocsOnNKkn 610 VOATIKO dtdAvV AL

i, Ce(NO,);-6H,0 : m =n-M, = 0,025 mol -434,22 g/mol = 10,8555 g

Hii.  ZrO(NO;),"6H,0 : m = n-M, = 0,025 mol -339,32 g/mol = 8,483 ¢

il Kupko 0&d (C¢HgO;) : m=n-M, = 0,075 mol -192,12 g/mol = 14,409 g

Ta Bewpnrikd mol Tov TeAikov mpoidvtog Ba eivar 0,05 mol (Ce,Zr, s0,) kol T0 poprokd Papog tov
: Telkov mpoidvrog Oa etvau: :
M. = 0,5-A(Ce) + 0,5-A(Zr) + 2-A(O) = 0,5-140,116 + 0,5-91,224 + 2:15,999 = 70,058 + 45,612 +:
: 31,998 = 147,668 g/mol :
: Apa: m =n-M, = 0,05 mol -147,668 g/mol = 7,3834 g

5 OH N (n]n s (,\L *
M
L5 5 ! o T ™ AN ——)
\ /G &1 _metal N _ intemolecular o

M—0 M " cirate “." bond

e
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AYXKHXH 3

: Ye pio pelétn mopaokevdotnray dvo kotodvtec NiRu/ Al,O; ypnopomoiwvtag Tnv aAovpivo g
: vTOOTPOUA (Sppr = 250 m?/g, V,=0,9 ml/g). Kot o1 2 kataAteg TOPAGKEVAGTNKAV HE GKOTO TNV
emitevén ovotaong kotaivtn 1% Ru, 10% Ni/ ALO;. Qg mpdopoun Eveon tov Ni
L YPNOLOTOONKE oTEPED GAaG Ni(NO;), 6H,0 kot og mpoddpoun évoon tov Ru ypnoiporomOnke
: Siiopa voong Ru(NO)Y(NO,); oe apatd vitpikd ofd pe mepiektikdmnta oe Ru 1,5% w/iv. O
: TPATOG KOTOADTNG MOPOCKEVAGTNKE ME TN HEDOSO TOL VYPOL eUmOTICHOD HE Yprion OYKOUL :
: Stodvpatog 10 @opég peyardtepo omd Tov 6yKo mOP®Y Tov VLOGTPOUATOG Kot 5 g Al O;, evd o
: 0E0TEPOG KOTAADTNG TOPUCKEVAGTNKE Ue TN 1LEB0dO ToL ENPov eumoticpoL kot S g AL O;. '
(Sggr : Ewn emeavewa, V, : Oykog nopwv)

a) ITotoc Ba etval 0 OyKoC TOL AAADUATOS TOL YPNGLUOTOMONKE Yo TNV TOPACKELT] KATAADTN LE
VYPO EUTOTIGUO KOl TTOLOG YO TNV TOPOUGKELT] KATAAVTT UE ENPO EUTOTIGUO; '
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B) Ilowr Oa eivor m palo tov dratog Ni(NO;),"6H,O0 ce g xor o Oykog OAOUOTOS EVMONG
: Ru(NO)(NO,); o€ apod vitptkd o0& o ml oL o PNCYLOTOMGETE Yo TV TOPACKLELT TOV KATAADT
: 1% Ru, 10% Ni/ Al,O; pe ypfion vrootpduatog 5 g Al,Os; :

Aivovtal o atopkd Kot poploxd Bépn:
Hi. Nucého (Ni) : 58,693 g/mol

1. PovOnvio (Ru) : 101,07 g/mol

Hiii. Ni(NOy), 6H,0 : 290,79 g/mol

i+ Ru(NO)(NO;),(OH), in dilute nitric acid: Ru 1,5% w/v
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‘o) T tov Enpd epmotiopd (dry impregnation or incipient wetness), 0 Oyko¢ SIADHOTOS 7OV Ga:
: ypnowomomOel v Tn odAvomn TV mTpodpoumv ardTov Qo mpémel va givor i60g pe tov Oyko mOpwV rng
: GLVOMKIG TOGHTNTUG TOV VIOGTPOUNTOS, Anhadn Ba wyveL:

Viy = 0,9 ml/g - 5 g = 4,5 ml oweAvporog

['o tov vypo gumoticud (wet impregnation), 0 OYKog dtaAvpaTog Tov Ba ypnoiporombet Yo tn 61dhAvon t®v
: TPOOPOU®V aAdTOV diveTal oty ekpmvnon ¢ 10 eopéc tov dyKo mOPWOV TNG GLVOAIKNG TOGOTNTOS TOV :
: VTOGTPOUOTOS, AnAaon Oa woydet: :

Vet = 10 - 4,5 ml =45 ml droddpotoc

Ni{NO3); 6 H;0 sypport

LR )
a

q H,0 : =z
\N= -
—d

Evaporating flask Rotary evaporator Drying Calcination
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i B) T TOV VIOAOYIOUO TG TOGHTNTOC TOV TPOSPOUMY EVOGEDV, B0 KOTGEOLLE OpYIKG TV TEMKN
: ovotaon kataAdtn wov embopovpe: 1% Ru, 10% Ni/ Al,O,, dpa 89% Al,O; xotd Bapoc. [davikd, To :
: TEMKO BApog TV KaTadOTN HETE TOV gUmoTIGHO (Kot petd and avaymyn) Ba eiva: :

Mg = M0,/ 0,89 =5 ¢/ 0,89 = 5,6180 g

e To Ni 0a givar To 10% Tov Bapovg Tov kaTtarvTn, dpa:

my; = 0,1:5,6180 g=0,5618 g Oa eivar n pala Ni mov yperolopocte
ny; = mMy/Ar = 0,5618 g/ 58,693 g/mol = 0,009572 mol Ni

Kot ta mol avtd tov N1 6o tpokdyouvv and to aiag N1(NO;), 6H,0, n pale tov onoiov Oa
YPEGTOVUE Elvou:

m =n-M, = 0,009572 mol- 290,79 g/mol = 2,783 g Ni(NO,), 6H,0

: »  To Ru Ba givar 1o 1% 100 BApovg Tov kataAvTn, dpa:

mg, = 0,01-5,6180 g=0,05618 g Oa eivon n pdlo Ru mov yperaldopacte

AT S1Ghopo Eveone Ru(NO)(NO,;); oe apad vitpikd o&d pe mepektikotta e Ru 1,5% wiy, 0 :
: YPELLCTOVE: :

V=mg,/(1,5%)=0,05618 g/ 0,015 g ml-! = 3,745 ml draAdp0tog
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