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EYXAPIXTIEX

H napovoa epyasio exkmoviOnke oto Epyactmpilo Teyvoroyioag Avopyavev YAKOV TG
2yolg Xnuikov Mnyavikov tov EBvikod MetooPiov [Toivteyveiov, ota miaicia Tov
Awtpnpotikod [poypdupatog Metantuylok®v Zrovdmv «Emotiun kot Texvoloyla twv
YAkovy. H 6An mpoondbela amotélese TUUO OGS EVPVTEPNG EPEVVNTIKNG CLVEPYOGING,
ota TAoiclo tov mpoypdupatog «@AAHY — EMII Avartoén odvOetwv vovodounuévav
DAIKDV KEPOLIKNGS UNTPOS UE UETOAAIKG EYKAETOUOTOY .

Apykd Ba nBeda va gvyapiotiomn tov Avominpwt) Kabnyntm k. Xpnoto Apyvpoivon
Y. TNV €VKOIPI0L TOV OV €0MGE VO EPYOCT® GE €VO GPIOTU OPYAVOUEVO EPELVITIKO
gpyootplo. Ot cupPfovAiég Kot 1 kaBodynon Tov NTOV TOADTIUES KOl 1) CLVEPYAGIO LOG
£€KOVE TNV TOPALOVY] LOV GTO EPYACTIPLO AKPWG ETOTKOOOUNTIKTY].

Eniong, evyopotd v Kobnynrpuo xvpia A. Toetoékov kot tov AvamAnpot
Koabnynm kopro K. Kopddto yio T Guppetoyn toug otny TPEAn emtpony) a&loldynong
g €pyaciog Hov.

[dwaitepa Ba NBela va guyapioiowm eniong tov Yroynelo Awdktopa K. [1étpo Zakkd
Kot v gpevvnTpe K. Aquntpa KavedAlomovAov, ylotli amd v mp®dTN OTYUn NG
CLVEPYOGIOG HOG, LE KEPOIGOV LE TNV OPYOAVAOTIKOTNTO KOl TIG YVAOCELS OV ATAOYEPO LOV
petédwoav. Ot GLUPOLAEG TOVG, TO EMKPIVES EVOLOPEPOV KOL 1 EUTIGTOGVUVI] TTOV LOV
£de1&av Otav ™ xpelalopovv, NTaV KaoPIoTIKA Y10, T GLVEYLCT] TV GTOVOMV LOV.

H mopapovi pov oto gpyastipio dev Ba ftav 1660 guydpiotn, av dev giyo dimAa pov
TOVG UETOMTUYIOKOVS KO TPOTTUYLOKOVG GLUPOITNTEG Hov, Tov Kwvotavtivo, to TMévvn,
tov Taco kot kupimg v Adpa.

Eniong, 6o nBera va gvyoapiomiow 10 Epyoactipio Opyavikrg Xmueiog tg ZyoAng
XNUkadv Mnyavik®v yio T cuvepyacio g, Kabmg Kol TOVG XEPLOTEG TV UNYOVIUATOV
SEM/EDX ot ICP-AES y1o t Borifsia tovg otig petpnoeic. Madi pe owtode, suyapiotd
akopo v Avaminpotpio Kabnynrpio tov IMavemomuiov tov Iapiciov kvpio Corrine
Legros yw tn Ponbeia ¢ oty eKTéAECN KOl OVOAVOT TOV OTOTEAECUATOV TOL SPS,
kabmg kot tnv Marta Stucchi and to IMavemiotio tov Mikdvov yoo v Aymn ekévov
TEM.

Eniong 0o MBela va evyapiotiow tov Avaminpot Kadnynm tov Iovemotnuiov
loavvivav koplo Amdctolo Avyepdémovro yio T Pondeta tov ot ANyn swdévov TEM,
kabdg kor tov Emikovpo Kabnynt) tov IMavemotnpiov Iloavvivov kdpio AAEEavopo
Koapdvtlain yio v moAdTiun Bondetd tov ot Anymn sidévov SEM.

"Eva 1dwaitepo euyopiotd opeihm axopa oto KAnpodomua Xpiotodoviov Evbupiov ya
TN XOPNYNO™ LLOTPOPING TOV KAAVYE TIC LETATTLYLOKES LOV GTOVOEG.

Téhog, o€ B pmopoHoa va UMV avapEP® TOVG YOVEIG LOL Yol TNV OUEPIOTY VTTOGTNPIEN
Kol aydmn mov pov €deiEav, Kabdg kot v adepen pov kKo tov Bayyén yu 6lo 6ca
{oape avTo TOV Konpo.

AvlBov A JTov
TodAiog, 2014



HEPIAHYH

Me 1 ypnom vaepy®Vv VYNANG evépyelag givar dvvartn 1 «dwokocunon» (decoration)
vovopetdlhmv Cu, Ni f/katl 0&edimv tovug og vrooTpmdpoto Kepoutkng evong (my Al,Os,
TiO, ko GDC (Gadolinia Doped Ceria)).

2mv wepintwon tov Cu de&niydncav mepdpoto nyofoAnong dtoddpatog ackopPikod
o&éoc (avaywywkd péco), hexadecyltrimethylammonium bromide - CTAB (dwoomopéag),
H20 kot kepapkod vrootpdpatog v 30min kot otn cvvéxelo, Tpoctnkn StoAduaTog
CuCl,*2H,0 (mpddpoun évmon), NHs (pvBuiotig tov pH) ko HO kot ocuvvéyion tng
nyoPoinong ywo. emmAéov 2h. H nyofoinon mpayuatomombnke pe €kAvomn evépyelog
vepnyov 20 kHz amd v emedveln nyodiov g tééng tov 100 won 30W/ecm? oe
Beppootoatovpuevo Aovtpd 62°C.

MelemOnke 1660 1 €midpacn TOV SWUPOPETIKOV GLVOVACUADV GUYKEVIPDCEWDY
TPOJPOUNG EVOOTG KO VTTOGTPOUOTOC, OGO Kot 0l GAAAYEC OTNV £VTOGT TV VIEPNY®V LE
o10)0 TV €aymyn CLUTEPACUATOV GYETIKA Pe TS PEATIOTEG GLVONKES dleEaymyNg TV
TEPAUATOV.

Ta deiypata puyokevtprOnkav (3000 rpm) kot EemADONKAV [E OTLOVIGUEVO VEPO Yl TNV
TOPOAPT)/OOPIGUO TOL VIEPKEIPUEVOL VYPOV KOl TOV TEMKOV oTePEOV. To TEAIKO
oTEPED, LLETA TN OlALTOMOINGN TOV, €AEYYONKE e TNV OTOWUIKY] EKTOUMY UE OEYEPOT
mAdopotog (ICP-AES). O otepeég okdveg eEetdotnkay emniong pe XRD, SEM/EDX kat
TEM mov vrédei&av mog o0tav oto mpddpopo ddivpa mpootedel mocoTNTA OKOVNG
KEPUUKOD VTOCTPOUOTOG, ONOVPYEiTal GOVOETO VAIKO AOY® 1TNG TPOCSKOAANONG
VOvVoS®UOTOlmV petadiikod CU 6TV emQAvELD TNG KEPAKNG PAONG.

Téhog, emheypéva  delypoto  Katéotnoav — oovumayn pécw g pueBodov
nupocvecmpdtwong SPS (Spark Plasma Sintering). AkolovOnoce 1 e&étaon tovg, 1060 610
Ontikd M1kpooKOTIO Y10 TOV TPOGOIOPIGHO TOV TOPMAOLS TOVS, OG0 Kol 6to HAekTpovikd
Mikpookomo ZApmong Yo TEPALTEP® SEPEHVNOT TNG UIKPOSOUNG TOVG.

o ™ odvBeon kot evomobeon towv copatdiov Ni(OH), nyofoindnkav daivdpoto
NaOH 0,1M kot Ni(CH3COO); 4H,0 0,2M ywa 2h. H nyoBoinon mpayuotomombnke pe
éklvon evépyetag vepryev 20 kHz amd v emdveio nyodiov g taéng tov 100 W/cm?
kot 30 W/em? oe Oepuoxpacia mepiPdrirovioc. Me 1 ovvnyofoincn OAwv TV
GLGTATIKOV TOV OLOPNUOTOC, dlepeLVIONKE 1 SuVATOTNTA TPOGOESTG TOV VOVOSHOLUATIOIMV
og dropopetikd vrrootpdparto (y Al,03 kar GDC).

Ta detypato guyokevtpndnkav (3000rpm) ko EemAvdnkoy Tpelg opég Le AmOVICUEVO
vepo Yyl TV TopoAaPr] TOV GTEPEOD TPOIOVTOG.

O1 telikég oxoveg e€etdotniay pe XRD kot SEM/EDX evd petprinke kot 1o 1060010
TOV NYOYNLUKOD ETPAVEINKOD EUTAOVTIGHOV TOVG UE TN Porbeia Tov petpnoewv ICP-AES.

Téhog, yoo v MYoynuiky cHvOeon vavosoUATIOIWV HETAAMKOD VIKEMOV 1 TULTIKY|
dwdkacio chvleong mepieAdpupave T €ENG: GLYKEKPYEVT TOGOTNTA TPOOPOUNG EVAOOTNS
NiCl,*6H,0 dwlvnke oe oBvievoylokdAn kot votepa mpootédnke vopalivr. Ev
ocvveyela, mpooténke katdAinAn mocotnta NaOH kot to telkd didAlvpa tomobetnOnke
o1 ovokevn VIEPNYVY Yo 2h. H éviaon tov vrepiyov datnpndnke ota 100W/cm? ko n
Beppokpacio otovg 62°C.

Ov AopPavopeveg okoveg amopovodnkav péom @uyokévipnong (3000rpm) ko
EemhOON KAV [e AmOVICUEVO VEPO.



Ta deiypoata yopoktnpiomkav pe ypnon mepibraong axtivov-X (XRD), SEM/EDX,
TEM ko ICP-AES y10 Tov Tpocdiopiopd tov T0G06To0 NG LETAAAKNG «OLKOGUNONG».



ABSTRACT

The high energy ultrasound irradiation is used for the decoration of Cu and Ni
nanoparticles on different ceramic substrates (e.g. Al,O3, TiO, and GDC (Gadolinia Doped
Ceria)).

In the case of Cu decoration, the sonication was conducted with the use of ascorbic acid
(as a reductant), hexadecyltrimethylammonium bromide - CTAB (as a dispersing agent),
H,O and different ceramic substrates for 30min. Then, the sonication continued for 2h with
the addition of CuCl,*2H,0 (precursor), NH3; (pH regulator) and H,O. The slurry was
exposed to high intensity ultrasound radiation by employing a direct immersion horn (100
and 30W/cm?, 20kHz). During irradiation the temperature was kept at 62°C, using a
thermostatic bath.

Different combinations of the substrate and the precursor’s concentration, as well as the
influence of the intensity changes were studied, in order to reach a conclusion about the
ideal conditions of the experimental process.

The final samples were centrifuged at 3000rpm, the supernatant was decanted from the
solid powder and the later washed three times with distilled water. The final solids were
examined by means of Inductively Coupled Plasma Atomic Emission Spectroscopy (ICP-
AES). The solid powders were also examined with XRD, SEM/EDX and TEM which
indicated that the addition of the ceramic substrate in the precursor solution creates a
composite material, as a result of the Cu nanoparticle adhesion to the ceramic phase
surface.

Selected samples were also examined using Transmission Electron Microscopy (TEM),
while some of the powders became dense by means of Spark Plasma Sintering (SPS) for
their further characterization.

For the synthesis of Ni(OH), nanoparticles, solutions of NaOH [0.1M] and
Ni(CH3;COO), 4H,0 [0.2M] were sonicated for 2h. The slurry was exposed to high
intensity ultrasound radiation by employing a direct immersion horn (100W/cm?, 20kHz) at
room temperature. The possibility of nanoparticle binding to the different substrates (Al,O3
and GDC) was examined.

The final samples were centrifuged at 3000rpm and washed three times with distilled
water in order to receive the solid powder.

The powders were examined by means of XRD and SEM/EDX while the percentage of
the metallic decoration was measured with ICP-AES.

For the sonochemical synthesis of nickel nanoparticles the typical procedure is as
follows: A certain amount of NiCl,*6H,0 was dissolved in ethylene glycol and then
hydrazine was added. An appropriate amount of NaOH was added, and the final solution
was placed in a round bottom flask and sonicated using a high-intensity ultrasonic horn for
2h. The ultrasonic power density was 100W/cm?, while the temperature was kept at 62°C
throughout the reaction. It was found that the reaction was completed only at elevated
temperatures; therefore the reaction temperature was fixed at 62°C.

The powders obtained were isolated by centrifugation (3000 rpm), washed three times
with distilled water and dried at 100°C overnight. The percentage of nickel decoration on
the ceramic substrates was estimated by means of ICP-AES, while the further
characterization of the powders continued with XRD Analysis, SEM/EDX and TEM
observation.
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KE®AAAIO 1. Ewsayoyn

1.1 H évvoro TV vTep @V Kol TG NYoNIEiag

Ov vépnyol €xovv ypnopomombel cav epyoreio g TEYVOAOYIOG YO TOIKIAOVG
gpeuvnTIKovg okomovs. Tlapd to yeyovag 0Tt KaAVTTOUY éva PEYAAO €DPOG EPAPLOYADV, 1|
UEAETN TOVG eivan puar TOAD Tpoceatn emtotnun. H maloidtepn epappoyn twv vrepnywv (n
a&lomoinon TV SyVOGTIKOV VIEPNXWOV GTOV TOUEN TNG LOTPIKNG) YPOVOLOYEiTOL HOAG
otig apyéc tov 20% oudvo, evd n xpHon TOvg oe GAAEC £QOpPUOYEC efval akOpo o
TPOGPAT.

Téroteg epappoyéc ypovoroyovvror amod ) dexoetio Tov 1930, katd ™ didpkela tov B’
[Maykoopiov TToAépov, 6tav peAeTObOVTAV PAIVOUEVO OTWG O KAOAUPIGUOG TOV ETUPAVELDV
Kot M yoroktopatonoinon. ‘Eog 1o 1960 ot Bropmyovikég ypnoelg e evéPYENg ToV
VIEPNY®V ElYav YivEL TAPOG OMOSEKTEG KOl YPNGULOTOLOVVIOY EVPEMS GTOV KaOapPIopo
EMUPOAVELDV KL GTIG GLYKOAMGELG TAACTIKAOV (KATL oL cLpPaivel £m¢ Kol GNUEPD).

2TIC HEPEG MAG, LITAPYOVY TOAAEG EPELVNTIKEG ONAdES Kot eEe1dkeLIEVEG Propmyavieg
ce évav gupliTEPO TOWED EPUPLOYDV TOL OGYOAOVLVTOL UE TN YXPNOT TOV VIEPNY®V OE
Topelg Omwg M mAekTpoymueia, M tEXVoAoyia Tpo@ipwv, ot ynuikég ovvBéoelg, 1
vavoteyvoroyia, 0 KaBapIGHOG TOV ETPAVELDV KoL 1) OloyEipIon TOV AmoPANT®V.

Ovoaotikd vTapyovy 3 vpHTEPOL TOUEIG TOV KAADTTOVV TNV £PELVA TOV VIEPOV:

* H nyoynueia mov otpiletar otic apyés g ynueiog kot e Quotkng kot meptlopPavet
évvoleg OmmG M ovvheon, M Katdivon kol 1 OgpeEMMONG HEAET TOV QOIVOUEVOL TNG
AKOVGTIKNG STNAaimonc.

* H aflomoinon g evépyelng tov VIEPNY®V HE TPOEAELOT OO TN UNYOVIKN TOL
nepAapPdvel Tov KaBAPIGHO EMPAVEIDYV, TIG GUYKOAANGELS KOl TNV KATEPYOTIO LAK®OV
oL 0POPOVV KLPimG TN Propnyavia.

* Ot dwyveoTiKol VIEPTXOL TOL APOPOLV N KOTAGTPENTIKEG HEBOSOVE Kol 1OTPIKOVG
eAEYYOLG HE EQaPLOYEG 0T Propnyavia, GTNV WTPIKH Kot 6TV axadnuoikn épgova [1].

210 mAaicla G mapovoag epyaciag, To evolapépov pog Bo emkevipmbel ot perémn
TOV VIEPNYWV MG EPYOAELD TNG NYOYNUELNG.

H nyoynueio etvon pio chvOetn AEEN, KaBMOG TepAapfavel TNV Evvolo TV VITEPI YOV Kot
mg ymuetoc. Tlpokertor ywoo v gpevvnTikn ekelvn mepoyn g omoiog to UoOpLo
VIOPAALOVTOL GE Lo YNUIKT AvTIOpaoT] YOpN OTNV EQAPLOYY EVEPYELNS TPOEPYOUEVN OO
™ dopdon tev vrepny®v. H copPatiky evépyela tov vrepiyov KOAOTTEL GUYVOTNTEG O
20kHz éw¢ 10MHz. Zmv Ewova 1.1 cuykpivetor 1 6uyxvotnNTo TV GUUBOTIKOV VITEPTXOV
G€ OO LLE TN GLYVOTNTO TG AVOPAOTIVIG OKONG, OALL KOl TOV S0y VOGTIKOV VITEPTYDV.

2 3 4 5 6 7
10 10 10 10 10 10 10
1

L 1 1 | 1 I__l_]
frequency, Hz
Hurmen hearing D 16Hz - 18kHz
Convertional povier uitrasound | R

Extended range for sonocherristry I] 20KHz - MHz

Diagnostic ultrasound I:] SMHz - 10MHz

Ewkova 1.1: Edpog ovyvotnras vmepnywv



Q¢ yvootdv, 1 ynueia acyoieitor pe TNV oAANAETIOpACT) TG EVEPYELOG LE TN VAN Kot
Ol YNUIKEG aVTIOPACELS omantovy €va €100g evépyelag (my Beppotmra, @oc, aktvoPfoiia
K.AT.) Yoo v paypotonomBovy. O akpiPfg EAeyx0g TV YNUIKOV ovVTIOPACE®V givol TO
KAEWO1 TNV emtvyia TG 6VVOEGNS TOV LAIKOV.

ZUYKPWVOUEVN HE TIS TOPOOOCLOKEG TNYEG EVEPYEWNG, M MYOPOANGN HE VIEPNXOVG
TopEYEL OPKETA aoLVNOIoTEG GLVONKEC AVTIOPOONG OV OEV GLVOVTIOVIOL O OGALEC
puefddovg. Avtéc o1 cuvinkeg dev mpoépyovtatl anevbeiog amd tovg vaepnyovs. To PLoKod
QoVOUEVO OV givarl LTEHOLVO YLOL TNV NYOYNMUIKN dlEpyacio Eivarl OVTO NG AKOVOTIKNG
onnlaiwong (acoustic cavitation).

Otav éva vypd dtdivpo nyoPoindel, Ta MymTikd KOHOTO ONUIOVPYOVV PLGAAISES TOV
OTN CLVEYELD OVOTTTOGGOVTOL Kot €V TéAEL Katappéovy. Katd 1o otddio g avamtuéng, ot
QLGOAIOEG TOAAVTMVOVTOL KOODG QVEOUEIDVOVTOL OVIAOYOL L€ TO OV TO KOWO TOVG Ppiokel
GTNV KOPLET N G€ KOILAAO TOV, GLGGMOPEVOVTAS EVEPYELD LEYPL VO PTAGOVV GE £VOL KPIGIUO
péyeboc pepikdv dexadmv pum. Ymd katdAinAeg cvvOnkeg o @uooAido pmopel vo
avamTuyOel OpPKETA, MOTOL TEMKE VO KATOPPEDGEL, OMEAEVOEPDVOVTAG TNV EVEPYELN TTOL
el)e CLYKEVTIPOGEL GTO ECMTEPIKO TNG 6€ eAAYIOTO YpOvo. O puBudg BEppavong kot YyoEng
mov glvan peyodvtepog amd 1010K/sec mapepmodiler v opydvmon g Sopng Kot tnv
TapoAaPr] KPLOTOAMKOV TPoidvTmv. '’ autd T0 AdY0, OTIC TEPIMTMOGELS TOV EUTAEKOVTOL
TINTIKEG TPOSPOUEG OVGIEG KOl EMKPOTOVV Ol OVTIOPACELS TNG PG PACNC, TO TEAK
mpotdvta etvar auopea copatidw. Aviifétog, av n Tpddpoun ovcia givar pn TN, M
NYOYMUIKY avtidpacn Aaufavel yopa otV vypn edon Kot To TEMKAE mpoidvta gival gite
vavodpopeo copatidl, eite VOVOKPLUGTAAAKA.

To @awvduevo g Katdppevong TG QUOOAIdNG €ival TOTIKO Kol TOPOdIKO KOl Ot
AVOTTUCCOUEVEG BEPLOKPAUGIEG GTO E0MTEPIKO TNG KOTA TN OdpKeELR TOV, ivar TG TAENG
v 5000 K ka1 puéxpt 20000 K, evéd n avtiotoyn wicon ayyilel ta 2000bar.

Cavity interior
Filled with gases and vapors

temperatures 5 000 — 20 000 °C
pressure 500 — 1500 bar

Surrounding liquid layer
temperatures 2000 °C

Bulk liquid

Shock waves, shear forces

Ewova 1.2: 2ovOnkeg oto e0mwTEPIKO THS PVOOAIIAS

AvTég 01 aovVN010TEC GLUVONKES TOV TOPATNPOVVTOL KOTA TO QPOLVOLEVO TNG OKOVGTIKNG
omAai®mong 001 YOOV Kol GE POIVOUEVO EKTOUTNG OWTOS. To patvopevo avTo, YvmoTo Kot
®¢ Nyoemtavyeln (Sonoluminescence) mapatnpndnke yoo Tpd@TH Popd T0 1934 Katd ™
duapketa yofoinong vepov omd tovg Frenzel kon Schultes kot éktote peletdron evoeleymg
a0 OPKETEG EPELVNTIKEG OULAOES Y1OTL EMTPEMEL TOV VITOAOYIGUO TG Oeprokpaciog KaTd T
OLIPKELL TNG KATAPPELOTG TS PLGOAIDOG OO T PAGLLOTOL.

Av ka1 n €€nynon v T OMpovpyic GUOPP®V TPOTOVIMV VOl APKETA KOTOVONTY KOl
non avaeépdnke, M ortic Yo T0 GYNUOTICHO VOVOSOUNUEVOV TPOTOVI®MV dev  glvar
amoAOTe¢ EekdBapn. Mo mBavr eENynomn mpoteivel OTL 1) YPIYOPN KIVNTIKY| OEV EMITPETEL
™V avanTuén TupNVEOV Kol £I6L KOTA TNV KATAPPELON NG QuoaAidag oynuatifovrot
eAdIoTO KEVTPO TUPNVOTTOINGNG TO HEYEDOC TV 0TTolmV Elval TEPLOPICUEVO.
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H Ewoéva 1.3 avomoaplotd oynuotikd o) Tig oldeopes (PAGEL TOV QOIVOUEVOD TNG
OKOVGTIKNG CTINAOLMONG MG GLVAPTNOT TOL LeYEBOVG TS PLoAAIdaS Kot B) TV Katavoun
ToVv peYEBovg TG QUOoOAIdaG amd TN Onuovpyio €w¢ Kot TV Kotdppevorn . Exet
vrohoylotel kol mepapatikd dwmotwlel pe kapepeg LYNANG ToyLTNTOS OTL M HEoN
dapketo Comg pag puooridog dev Eemepva ta 300-400usec [2].
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Ewova 1.3 a: 2radia axovotikng oxnloiwons
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1.2 Ov oVyypoveS TAGELS GTOV TOUEX TS NYOYNELNG

OL ypnoelg tov vIepNy®v o1 YNUeEln Kot TN ovvleon VEOV LMK®OV GUVEXMG
avéavovtal, evd moAAd debvr cuvédpla meptlapupdvouv v nyoynueio cov Eexmplot)
Bepatikn evotnTo 610 TPOYPALULE TOVG.

Meta&D TV To cOYYPOVOV EPUPUOYADV TOL UTOPOLY VO GUVEIGPEPOLY Ol VITEPTYOL,
ocuovavtidvtar 1 HAiextpoynueioo kor m Ilpdotvn Xnueto poll pe 1t dayeipion tov
amoPANTOV Kol Tov VEPOD.

- H nAextpoynueia [3]:

Ta mAeovexThpata TG XPNONG TOV VIEPTXOV GTNV NAEKTPOYNUEID £XOVV TPOKVYEL ATd
TAn00¢ avoeop®dv mov TEpAapPavouy epapuoyic otnv niektpoovvieon (electrosynthesis)
YNUKOV EVOCEMV KOl OYDYIU®OV TOAUEPDV, 6TV NAekTpoaviaivon (electroanalysis), ot
BlonAektpoynueio.  (bioelectrochemistry),  omv  MAEKTPOAVLTIKY)  EMUETAAA®ON
(electroplating), otn obOvbeon péom ™G MYOYNUEINS VOVOLMKGOV Kot TEAOG OTHV
NAEKTPOKATAAVOT).

Yndpyetr eniong cvvexds avEavOorEVO EVOLAPEPOV Y10l TIC EQOPLOYEG TNG MYOYNLelag o
Topelc mpootasiog Tov mEPPAALOVTOC, OTMG 1 HEl®ON TOV ATOPANTOV, 1) AVTIKOTAGTOOT
T0EIKAV TopaydvIov, 1 vofaduon Tov pimwv Kot 0 kaboapioudc tov vepov. Télog, €xet
amodeyBel mbav n Pektioon g ypnong oacHnTRpwv otV aviyvevon emkivovvov
OLGLAOV GTO VEPD KOl TNV ATULOGPALPOL.

- H mpdowvn ynueia [4]:

Ot mapoaiinMopol petald Twv 6KOTMV TOV KAADTTOVY 01 TEPLOYES TNG TPAGTVYNG YNMETNG
Kot ™G nyoynuetog etvor moAdoi. Mepikd amd ta otoygion mTov Eyovv ypnoiponombel yuo
TOV TPOGOIOPIGHO NG mpdoivng ynuelag elval evtummotlokd Opolo HE ovtd Tov
TEPLYPAPOLY TNV MYOYTLLETDL:

* Xpnon Mydtepo eMKIVOLVOV YMUIKOV OVGLOV KOl TT0 TEPPAAALOVTIKA PIMKOV SLOAVTOV.
* Avamtuén katdAANA®V cuvOnKoOV avtidpacng yioo TV avENCT TG EKAEKTIKOTNTOG TOV
TPOIOVIMV.

* EAaytotomoinon g Katovalmong EVEPYELOG GTOVG YNLUKOVS LETACYNUATIGLOVG,.

* XpNon EVOALOKTIKOV TPDOTOV VADV.

Towg 0 o TPOPaAVIG TPOGOOPIGUAC TNG TPAGIVIG YNUEIOG APOpd TN YPNOT PLTAOV Yio
EQUPLOYT] TOVG GTNV TAPUY®YT] POPUAK®OV, YPOOTIKOV 0VGLOV, PUCIKAOV TOAVUEPDV K.AT.
AVTO TPoPavVAOS aENce TNV ovaykn €0peoN S amoTeELEGUATIKOV HeBddmV chvBeonc, HeTaEy
TOV OTOI®MV TPO®TOCTATEL 1| NYOYNUELDL.

Onwg omewovileton kot omv Ewdva 1.4 vmadpyovv morhol akdpo topeis g
TEXVOAOYL0G TTOV YPNGUYLOTOLOVV TNV NXOYXNUEiaL.
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materials extraction
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electrochemistry

Hestinent BIOTECHNOLOGY FOR
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green chemistry

Ewova 1.4: Toueis epapuoyns e nyoynueiog [1]

NEW PRODUCTION
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GENOMICS AND
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211c mopaypdeovg mov akorovBovv Ba avarvBel mAnpéotepa n ypron g NxoxnHeiag
¢ epyaAeio ot cvHVOESN VAVOSOUNUEVOVY HETAAMK®DV COUATIOIWMV.
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1.3 Hyoynpwi odvOeon petalAMK@V vavoompatTidiov

O 6pog peTOAMKA vovocoUATIOw YpNoLomotleital cuvBmg Yoo TV TEPLYPOONn
UETAAM®V pE dooTAoELS (UNKOVS, TAATOVG 1| TYOLS) oTNV KATHaKL TV vovoustpwv (1-
100 nm). Ta cuvnOn pétadia eivor KoTd Kavove OAKILo Kot £€xovv vynAn Bepuikn Kot
NAEKTPIKN AYOYOTNTO TOV OPEIAETOL GTNV Kivnon TV MAEKTPOVIOV €VIOC TNG UNTPOG
TOUG. AvVTIBETOG, OVTEC Ol QULOIKEG 1010TNTEC OV GLVOVTIIOVIOL OTO  UETOAMKE
VOVOSOUATIOW TOV EUPUVIOVY LYNAO AOYO E01KNG EMPAVELNG MG TPOG TOV YKo TovG. To
oTolKElo auTd Ta OVOIEIKVIEL GE 1GYVPOVS VITOYNPIOVE Yo YPON KLPIOE GE KATOAVTIKES
EQAPLOYEG.

[ToAAég epeuvnTIKEG OpAdEG ExoVV 0oYOANOEl pe ™ HEAETN NG NYOYMMMKNG cvvOeoNg
VOvodoUNpEVOY evyevav petdhiov (my Au, Pt xar Pd) kot koAAOEW®V HETAAMK®OV
copatiov [4-7]. H npdtn avaeopd yioo xpnomn LIEPNY®V GTNV TOPAYOYT EVYEVAOV
petoMov evtomiletar to 1987 oty npoondbeia tov Gutierrez et al.[8] akolovBovpevol
and tovg Nagata et al. [9] o 1992 mov perétnoav v avaywyn WOVIOV apydpov. XTnv
épevva tovg, otabepd atwpnuata apyvpov cuviEdnkav nyoynukd (200kHz, 200W) and
voatikd owdAvpo AgCIO, kar AgNO;3 pe v mopovcio taclevepymdv evioewv (SDS,
PEG40-MS ka1 Tween20).

Metalh avtov mov acyoAndnkov pe tnv Nyoynikn ocdvleon PeETAAA®Y givor Kot ot
Grieser et al. ot omoiot de€fjyayov [ GUGTNUOTIKY EPEVVOL YO, VO, OTTOKGADWYOLV TO
UNYXOVICUO TNG NYOYNUIKNG OVTIOPAoTG KOl VO KATAVOTGOVV TIG O1APOPES TAPAUETPOLS (Tr)
YPOVOG, GLYKEVIP®GT, GLYVOTNTA LIEPNXOV KOl TPOCSHNKN OpyoviK®V TpocHétwv) mov
emdpodv oto péyebog kot to oynuo tov copotdiov [10-12]. M evdiapépovoa
TAPOTNPNOY| TOVG avEPEPE OTL TO PEYEDOC TOV HETOAMKAOV GOUATIOIOV Elval avVTIGTPOP®S
avAAOYO TNG CLYKEVIPMONG TNG AAKOOANG KOl TOV UNKOVG TNG TOAVUEPIKNG OAVGIONG TOV
ypnowonomdnke [5]. Avti n dwumictmon eivol AppNKTO GLVOESEUEVT] LE TO YEYOVOG OTL O1
OAKOOAEG TTOV TTPOGPOPMVTIOL GTNV ETIPAVELD TOV HETOAMKAOV TUpNVOV Teplopilovy 1o
pLOUO avanTLENG Kot 6TaBEPOTTOLOVV Tl LETAAAMKEA cOOTIOW o8 pKkpdTepo péyehog, dote
va amo@evybel 1 mepatépm avamtuér| Toug.

EmmpocHitmg, épevveg anédeiov g o puBuog e NoYUKNG ovaywyng eEaptdton
woyvpd omd TN cvyvotnta ™S VIEPNYNG okTvoPorioc. Kdatt té€toto amodeikviel Ot 1M
EMAOYN NG KATAAANANG cuyvOTTOS Umopel vo maiEel kaBopiotikd poLo GTov EAEYYO TOL
TeMKkob peyébovc tov copatdiov [10]. BéPara, m emidpacn TOL MOpPAYOVIO NG
oLYVOTNTAG OEV £ival ATOAVTMG CAPNG Kot €V YEVEL EEAPTATAL OO TNV OMOTEAEGLOTIKOTITO
kbBe ovokevnc. AMwote, 10 kKaTd WOcO BHo GYNUATICTOVV QLGOAIdES (AOY® TNG
OKOVOTIKNG omniaimong) Kot mowog Bo glvar o apBudg tovg, oyetileton dueco pe v
EMAOYY] TNG GLYVOTNTAG Kol TIC OLVATOTNTEG TNG KAOE ddTagng.

Noavodopnuéva, HETaAlo cuVTEOMKOY Yo TPMTN) QOPA NYOYNUIKA KOl GE U1 VOATIKA
Sdvpozo. O Suslick et al. avértoéav pa véa, yia v enoyng g, péBodo pe otdyo v
TAPOCKELY],  Auopeov  vovodopnuévou ownpov (Ewdéva 1.5 o) wor KoALOEWOV
vovoompotdiov avtov (Ewova 1.5 B) [13,14].
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Ewéva 1.5: Hyoynuixn oovleon a) auoppov oidnpov kot B) kollogidovs aionpov [13]

Kotd ™ dudpreta g nyoPfoinong o eEopetikd ntntikodg teviokapfovoikog oidnpog
amocvvtifetor 6e dTopa GNPOL Kot avaioyo e TV VmapEn N un evog opyavikod M
TOALUEPIKOD oTafepomomTh), OYNUATILEL GCLCCOUATOUATO VOVOSOUATIOMY 1 KOALOEDES
diktvo copatdiov. Ot otabepomomrtég mov ypnowonomdnkav (my OAEKO 0&EL 1
TOALPIVLAO-TVPOMIOVN) pUmopoVV Vo eyKA®Picovy Ta MYOYNUIKG omocvuviednuéva
GUUTAEYLOTO. VOVOGIONPOV TPV GLGCOUAT®OOVV TANPMOS, 0ONYOVTINS GTO GYNUATIGUO
KOALOEW®V vavooopatdiov. H okdévn tou dpoppov HETOAAIKOD GLONPOVL QEPEL DYNAN
€101KN EMPAVELD (150m2/g) e€autiag g mMop®OOVG Kol KOopaAAloyevovg doung me. Ta
VavooopoTio odnpov gpeavifovv otev katavoun peyébovg (mepimov 8nm) ko sivot
vrepropapoyvnTikd. H dpopon ¢don tov nyoymuikd cvviebeipévov vovooopuotidioy
OONPOV TPOEPYETAL AO TOVG TEPAGTIONS PLOUOLS YHENS Kot TV Vmapén Tov Bepudv
ONUEL®V KOTA TN SLIPKELL TOV GOLVOUEVOL TNG OKOVGTIKNG GTNAAIGCTC.

Méow g myuoynuelag mopdyovior ©¢ emi T® TAEIGTOV COOPIKE HUETAAMKA
VOVOoOUOTIOW, Kot YU autd 1 oVVOEST GAAMV HETOAMK®OV Vovodoudv (my pafdot 1
TAAKEG) elval O TEPLOPIGUEVT.

ITpoceata, ot Han et al. avépepav Eva evala@épov OmOTEAEGILO TOL APOPA TOV EAEYYO
T0V oYNUATOS TV vavocouotwiov [15]. H pébodoc ovvBeong tovg meprhapfdver v
NxofoAnon vdatikov dodvpatog HAUCIH, mov mepiéyel a-D yAvkoln ywo v mopoyoyn
vavooopoTdiov xpvoov pe T popen Covov mAdtovg 30-50nm kot pnKovg apkeTdV
pikpopétpwv (Ewova 1.6).

Ewova 1.6: Hyoynuiko mopookevoouéves «vavo-{avesy ypoood [15]

Mo axopo HéBodog Yoo Tov EAEYYO TOL GYNUATOG TOV TEAMKOV TPOIdVTOV TPoTddnKe
and 7tovg Liz-Marzan et al. [16,17]. Ot ovykekpévolr gpgovntéc ovvébecav
LOVOSLICTOPTO VOVOOEKAEOPO YPLGOV HE OEIOTPOCEKTA VYNAN ETOVOANYILOTNTE HECH
™e Nyoynkng avaywyng tov HAUCI, og dtddopa NN duébvropopuapudiov (DMF).

15



Mo mopopote otpatnyikny cvvbeong akolovOnbnke kol amd tovg Zhu et al. yuo v
TOPAY®YN VOVOTAAK®OV apydpov [18].

Ot Li et al. ovvébeoav emiong emtuyde petaAMKa vovoosmpotidio povdnviov oe SBA-
15 ypnoponoidvrog vaépnyovs. ‘Etot, eéaocpdioay v avayoyn tov wovtov Ru Il (ard
™V alvAeVOYALKOAN) Kait T @OPTIOT TOV vavocsouatidiov RU™ otovg mopovg tov SBA-15
[19].

Mo axopo epeuvntiky tpoonddelo mpayuatorombnke and tovg Xia et al. [20] mov
ovvébBeoav vavoovpuato geAnviov. Ta Oepud onueia mov avartdydnrkoy Katd 1n ddpKela
™G MNYOYNKNG OVTIOPOoNS, TPOKAAECHV TOMIKY OlOKOLUOVGT OTN JAVTOTNTO TOV
GEAMVIOL Kot £TG1 TPOKANONKE 0 GYNUATIGUOG TOV VAVOSOUNUEVOV TPoTovTmVy. Ta didpopa
0TAdL0 AVATTLENG TOV VAVOGUPUATOV GEANVIOL Tapovstalovtat otnv Ewova 1.7.

Ewéva 1.7: 2’[0[510{ OYNUOTIOUOD vavoavp,uaw)v Se [20]

H mopovsio kot m emidpaon TV TACIEVEPYDV EVOGEMV KATO Tn OLIPKEWL TNG
NxoPoANonNg amacydAnoe opketods epevvntés. Meta&d ovtov ot Okitsu et al. [21]
eEétacav T0 pOAO MG  TACLEVEPYOD EVAOCE®S oTo UEYEBOS TV TapayOUEV®OV
VOVOOOUATIOI®mV TEAAASIOV Kot TO UNXaVIoHO TG NYoYNUkng avaymyng tov Pd(HT). Ou
GLYKEKPEVOL EPEVYNTEG NTOV O TPMOTOL WOV cuvEDesay vavocmpartidlae Pd pe nyoynun
avayeyn (200kHZm 6W/cm?) and PACl, pe tv mopovsio Tacievepydv evboemy dnog ot
SDS, PEG40-MS «xotr PVP ocg voatikd owAvpata. Amédei&av O0tL to péyebog tomv
vavosouatdiov toAladiov (petadd 6 kot 10nm) e€aptdror amd to 100G TG TOGIEVEPYOV
EVOGEMG Kal TS apykég ovykevipooelg Tov Pd(11) mov ypnoonomdnkav.

IIpéopata, ot Nemamcha et al [22] ovvéBecov vovocopotidio Pd  pikpdtepov
peyébovg amd avtd tov OKitsu [21] pe nyoPoinon (S0kHz) dreddpatog vitpikod Toalhadiov
(11 og aBvrevoylvkoAn (EG) kot PVP yior 180min. Anédei&av 6Tt i avénon tov poplokov
Aoyov PA(Il) / PVP peidver tov aptBud tov vavoocouatidiov moAlodiov kot avéavel 1o
uéyefoc toug amd 3 og 6 NM yio younAn nepiektikdtnta PA(I1).

Ot Mizukoshi et al. [23] pedémoav emiong tn cVVOEGT VOVOGOUOTIOI®MY AELKOYPVCOV
amd v myoxnuikh avoyoyh (200kHz, 6 W/cm?) tov Pt(ll) pe v napovsia tacievepyod
SDS. AnédeiEav 0Tt n péon T G SUETPOL TV GTadEPDOV Vavoowpotdiov Pt mov
oynpotiomkay Kopaivovtay amd 0.9 émg 2.6 nm, giyav oyeddv cEUPIKO GYMLLOL KOl NTOV
kaAd Stwokoprmicpéva (Eucova 1.8).
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Ewova 1.8: Eikoveg TEM xar 17 kotavoun tov usyéfovg twv owuartidiwy Pt mov
oovtéOnrav nyoynuxa ue (@) 8 mM SDS, (b) 3 mM DBS xa: (c) 0.4 mM PEG-MS [23]

Meletmvtog Vv emidpoon Tov aikooldv, ot Caruso et al. [24] digpedhvnoav v
oMk avoyoy (20kHz, 10 W/em?) wviov Pt(1V), pe v moapovsioc mokilov
OAAKOOA®V (aBavOAT, TPOTOVOAN KOl TEVTOVOAN) Yo Vo, GyNUaTicovy vavocopotiow Pt
(Sapétpov 2.6nm). Amédwoav T obvbeon twv vavocopoatdiov Pt om diepyacia
NxoPOANONG TOL VEPOL OV EMAYETAL OO TNV OKOVGTIKY] GTNAAIWGT).

Katénéov oto ocvumépacpa 01t 1 VIopsn TV OAKOOADV EVICYVEL TNV MNYOYNMUIKN
avayoyn tov Pt(1V) kat vrdpyovv dvo mbavoi dpopot yio va cupfei avtod. Eite péow tng
avayoyns tov pulov, glite péow tov Beplikdv eovopeveov mov Aaupavovv yopo oto
Beppd onpeia TOV GLGOAIBWV TOV GTASIAKA KATAPPEOLV.

H enidpoon tov atpocooupikodv aepiov oty myoynuikn obvleon HeETOAMKOV
VOVOCSOUOTIOIOV NTOV o aKOUO ToPAUETPOG OV EEETACTNKE OO H1APOPOVS EPEVVNTEC.
Ot Fujimoto et al. [25] anédei&av 6t 1 xpnomn atpoc@apik®dv aepiov (my Ar, N ko Xe)
emdPa otV Nyoynuikn avoyoyn (20kHz, 100 W) tov 1dviev Pt (IV) kot Pd (IV) kot oto
uéyefog tovc. Yrootpi&av 01t 0 oynuaticpog tov copotdiov Pd kot Pt oe atpdceaipeg
N2 kou Xe avtiototryo, omodidetal GTOVS GUVIEAECTEC OepliKngG Oy@YOTNTOS TOV UN
SlAvTOV aepliov Ko oTig VYNnAEg Beprokpacieg Tov Bepudv onpeiov mov TPoKaAOVVTL
Katd Vv nyoPOAnon.

Yty 10 korevbvvon ov Salkar et al. [26] amédei&av 0TI VOvOs®UOTIOW AUOPPOV
apydpov (Sapétpov 20nm) pmopovv va cvvtebovv nyoynukd (20kHz, 100 W/em?) omé
VOATIKO SLAALLLOL VITPIKOV apyDPOL GE ATUOGPOLPA apYoD - VOPOYOVOV.

[pw amd pepwcd ypodvia or Radziuk et al. [27] £d6eiéav yio mpdTN @opd TV emidpacn
OPIGUEVOV OKOLO TOPAUETP®V NG NYOPOANGNG OTNV KPUOTAAAIKT SOUN TOL TOPOVGINGOV
vavooopotioln mAativag (<1nm) og voatikd doaddpata Kitpukob dratoc, PVP kot EG.

Améderi&av 01t i) 0 gpdvog T NMofoAnong sival Wdiaitepa oNUOVTIKOS: Y10 TOPASELYLLOL
petd omd 20min  myoPOANnonG oynUOTIOTNKAY  AYOTEPO KPLGTOAAKG 1  GUOPPO
voavoompotidwn Pt o€ oxéon pe ta 60min nyofoAnong mov 0dNyncay 6To GYNUATIGUO VEOV
vovooopotiov Pt pe vynAdtepn kpvotodhikdtnta i) 1 kpvotaAlkdémta tov Pt e
VOOTIKG SLHADHOTA PEOVETOL KaTd TNV MyoPoinon, evo m vmopén tov PVP ka EG
eumodilel v KoTooTPOPN TOV Vavocouatidiov Pt kot iii) to vavoocopatidw Pt vyming
KPLOTOAAMKOTNTOC TTOL oynuatiotnkov petd omd 60min nyoBoinong oe PVP guepdvicav
KOAOTEPT KOTOAVTIKY] OpAGCT) GULYKPIVOUEVO HE OVTO YOUNANG KPLOTOAAKOTNTOG 7OV
vroPfAnOnkav og 20min nyoBoinong mapovoia EG.
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Ot Wu et al. [28] katéypoayav emiong 0Tt 0 ¥povog T NxoPoOAnoNg emdpd onUavTiKd
oto ué€yebog TV copatdiov  Otav  mEpEypoyov  Eva VEO HOVOTATL  cLVOEONG
vavoocopotdiov Au kot Pt (10 kot 6nm avtictotyo) xpnNoUOTOIOVTOS TPOJIPOLO GANTO
HAuCIl,*3H,0 xat H,PtClg*6H,0.

TéMoG, VAPYOLV OPICUEVES KOO AVAPOPEG GYETIKA LLE TNV EMOPACT TNG CLYVOTNTOG
TOV VIEPNYOV GTA TEMKA TpoidvTa mov mapariapupdvovtal. Ot He et al. [29] vroothpi&av
ot N ovyvotnta Tv vrepyov (213, 255, 355, 647 ko 1056 kHz) ennpedler to pvOud
napaymyne vovoocopotdiov Ru (10-20nm). Bpikoav emiong 0t 0 vIépnyog TPOKOAEL
dtadoykn avoywyn, odnywvtag oto oynuaticpd Ru (0) axd Ru (1) kou Ru (1) Adyw g
OKOVOTIKNG omnAaimong oto dtddvpa. Emiong, emPePaioocav 6tL 6 cuyvotnteg 213 ko
255 kHz mopotnpovvtar vyniotepot pubpoi avaymyne LETOAMKOV 10VImV.
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1.3.1 Hyoynukn ovvleon vavocopatidiov yarkov 1/kor 0EEBI®V TOV

H mapoaywyn vavocopatidiov yokkod omoteAdel peyodvtepn mTpOKANGoN o€ oxéon Ue
QLTI TOV EVYEVOV HETAAADV LLOC KO TO VOVOSMUATIOW YOAKOD ival apkeTd evaicOnto o
voatikd StaAvpate. Novocouatidw yoAkod upmopovv v  wapoyBobv pe  TOAAEG
SLOPOPETIKEG TEYVIKEC, OV YEVIKG dtakpivovion oe bottom-up 1 ynuikéc ko top-down 7
ovowég [30]. To voavooopoatidion yoAkod eivor 1dtaitepa dnuo@dy efautiog TOV
€EAPETIKAOV PLGIKMV KO YNUIKOV 1010THTOV TOVG KOl TOV YOUNA0D KOGTOVG TPOETOLUACTOG
toug. Epgeavifouv emiong éva peydho €0POg €QUPUOYDV ®OC GCLCTNHLOTH UETOPOPAS
Beppotrag [31], avryukpoProkd vika [32], céveopeg [33] kon katahvteg [34].

H ypnon g myoymuelag yio ™ obvbeon vavocopatdiov yoikod sivalr gvpémg
owdedopévn. Ta Pacwd mieovektnpato g pebBooov eivar mn amddTNTO, Ol €VKOAES
ouvOnKeg Aettovpylag Kol 0 amAOG TPOTOS EAEYXOL TOL UEYEOOLG TOV GOUATIOIOV UE TN
XPNOMN TPOSPOUMY EVDGEDY GE OLAPOPES GLYKEVIPMGELG 6TO didAvpa [35].

2Tc  mopaypdeovg mov  akoAovBovv Bo  KATAypO@EOLV  OPICUEVEC  EPEVLVNTIKEG
mpoondbeieg mov gvromicnkay otn PipAoypaeio kot a@opodv TV NYOYNUIKY] cOVOEST
VOVOoOUOTIOIOV YaAKoD /Kot 0Ee1dimv Tov.

Ot Kumar et al. [36] cuvéBeoav nyoynuikd dpopeo yaAkd Kot vavokpuotodiikd Cu,O
0€ VIOGTPMLLO TOAVOVIAIVIG. 10 Hovoévudpov o&ikod yolkov dtolvdnke o 100ml avirkivig
Kot 1g o&wov yaAkov mpootébnke oe 100ml Swidpatog 1%vVIV - avikiviig — Suthd
amovicpévov Kot amofvyovouévov vepod. Ta dtwddpato akoAovBwmg myofoindnkav
(20kHz, 100W/cm?) yiw 3 dpeg oc atpéopaupo 1.5 atm apyod otovg 10°C. T
Aappavopeva mpotdvta EemAvOnkav pe  oBovorn kol EnpdvOnkav VIO Kevo o€
Beppoxpacio dwpatiov v o pépa. H nyoPoéAnon tov yaAkov moapovsio g aviiivng
00NYNGE O©TO GYNUATICUO GHOPP®V VOVOCOUATIOIMV YUAKOD EVCGOUATOUEVOV GTNV
moAvpePKn pntpa. Avtifeto, n nyoPOAnon tov yoAkov o VOATIKO OdALUA aVIATVIG
Tapnyaye vovokpuotaAlkd copatidwe Cu0O oe vrdotpopa avikivng. v Ewova 1.9
apovstalovtal To dVo SlPOPETIKA TPoidvTe Tov ANeONKav kat otnv Ewdéva 1.10 to
avtictorya oaypappato IR avtdv:

(aj ﬂ (b) m

. ETEE . AT
Ewéva 1.9: Eixoveg TEM a) Cu — molvovidivig kor b) Cuy0 — moivavidivyg [36]
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Ewévo 1.10: Pacuo FT-IR a) Cu — molvavidivic ko b) Cu,0 — moivavidivyg [36]

Ot gpguvntég mpotevay ®g mbavd Pripato oviidpaocns Yo To GYNUOTIGUO TOV GLOPPOV
YOAKOV GE VTOGTPOUO AVIAivNg Tl akdAovOaL:

CeHsNH2+ Cu®" — CsHsNH2--- Cu*"
CsHsNH2--- Cu®* — (-CsHsNH ). + Cu
H:0—2 > H +OH
2H /20H — H2/ H202/ H20
Cu’ + H202 — Cu20 + H20

O omuotiopdg v vavoosopatdiov CuO vroompi&av TG oQeiletal o1 UEPIKN
o&eidmon tov cu® and NV OmapEn SEVTEPOYEVOV GYNUOTIGUAOV, AOY® TOV OVOGUVOIVOGHOD
tov pilov H ko OH. E&attiag g amovciog mpochHétwv 0 avasuvILAGHOS OVTOV TOV
pllov odnyel ota mpoidvia tov eSichdcewv (4) ko (5) mov divovior TopaTAvVE.
SOUTEPAGUATIKG Ol £PELVNTEG TPOTEIVOLY TNV TEYVIKY oLVBEONC Kol MYofOANGNG oL
eméLeEAY, MG KOTAAANAN Yo EVOOUATOON Kot GAA®V UETOAMKOV VOVOCOUOTOIOV G
VILOGTPWOUO TOAVOUVIAIVIC.

Mo akdpa epyacio apiepopévn oty evandfeon copatdiov yoAkoy g TOAVUEPIKO
VIOOTPpOUO Tpaypotorodnke and tovg Kumar et al. [37]. Ot gpevvnréc pelétnoav v
NYOYMIUKY, cVVOEST] opowOpopPa dlecTopuévev vovocsouatdiov CuO ce moAvfividkn
aikoOoAn (PVA). Ta yopaktplotikd tov ovvhetov vAkov peretnOnkav pe XRD, DSC,
TGA, TEM xor DRS, evd to péyeboc tov mapaiapfovopevemv KpuoTIAA®V DTOAOYIoTNKE
nepimov ota 10nm. H ovvheon tov vavokpuostoliikov copatidiov CuO om uqtpa PVA
éywe og €€ng: 500mg PVA kot 1g amd povoévudpo o&ikd yaAko dtodvdnkav oe 100ml
Stoaopatoc amd 10% vepd — DMF kot ot cuvéyewa myoporidnkav (20 kHz, 100W/cm?)
v 3 ®peg og Beppokpacio dopatiov tapovsio apyov. Ta tedikd npoidvta EemAvdnkav pe
a1Bavoin kot Enpavonkay yuo po pépa vtd Kevo og Beppokpacio dwpatiov.

H Ewova 1.11 avamapiotd to Swdypoppo axtivov-y tov vavocopoatdiov CuO oce
untpo PVA kot vrodeikvoetl 0tt 10 ovvleto mov mapnydet eivan kpvotaiiko. H ypapun
nepifioong yio 20 = 20° avristorkei otmv PVA. H avdivon tov ototyeiov C, H ko N
amokdlvye mwg 10 ovvieto CuO-PVA mepigyer 42.5% PVA kot 57.5% vavocopotidi
o&ediov Tov YoAKoD

e a
_h"v“---_m_._._.._,__,_ e
L) T 1 T T T T T —
20 g 40 50 50 70
26 degrees

Ewévo 1.11: Aiaypouua wepibloons axtivov-y CuO-PVA [37]
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H mapampnon tov deiypoatog pe TEM 6nwg avt anewoviCetoan oty Ewdva 1.12,
anédelle v eEapetikny dwnomopd TV vavocopoatdiov CuO emi tov GvVOAKOD
moAvpepkoy dykov. To péyebog twv copatdiov vroloyiopuévo pe Bdon v eioéva avT
Kopaiverol ota 5-10nm.

Ewévo 1.12: Eikova T EM 700 avv@arov vAikod CuO-PVA [37]

H tekevtaia Biprloypoaeikn avoaeopd mov Oo moapatedel oyetikd pe TV MYOYMMUIKN
ocvvBeon kol evamdbeon  vavocOUOTIOIOV  YOAKOD GE  TOALUEPIKO  VTOGTPOUN
nporypoatoromdnke omd tovg Haas et al. [38].

g ot ypnotporombnke moAv(N-BvvAirvpoidivn) (PVP) cav otabepomomrn|g, evd ta
vovoompotidlo yakkov yopaktnpiotmkav ue XRD, UV-Vis, IR, DLS, TEM kat HRTEM.
H vmoapén tov PVP amodeiydnke g mpodyel 1o pubud oynUaticion 1oV VOVOSMULTIOImY
YOAKOD Kol HEWOVEL OpaoTIKA TO pvOud evamdBecng Tovg, 0dNYMOVTOS GTO GYNUOTICUO
LOVOSLICTOPT®V VOVOSOUATIOIOV YoAkoD. MetafdAAovTag TOIKIAEG TOPAUETPOVS OTTMG 1|
TLKVOTNTO. PELUATOG, M BEpOKpAGio Ko 1) UV TWV VIEPYWOV Ol EPEVVNTEG LUITOPEGAV
va eAEYEOVV Kal va BEATLOCOVV TIV OLOL0YEVELN TOV COUATIOIMV YOAKOV.

Q¢ mpog tov Tpoémo cvvheong ypnotpomombnkay CuSO4*5H,0 kot PVP-40 ta omoia kot
nyofornonkav (20kHz). To dudypappa XRD tov dwoddpatog petd to mpdto 30min g
NYoynuIKng evamdbeong mapovsialetor oty Ewova 1.14. Oleg ot kopvpéc mepibBraong
amodidoVTaL 0T YMPOKEVIPOUEVT] KLPIKT pdoT Tov yaAkov (fcc). Agv aviyvedtnke kdmola
Kopuen AOY® akabapoidv, 6toryeio mTov VITOJEIKVLEL TNV KabapdtnTo TOV TPOTOVTOS TOL
MoeBnke amod ™ cvykekpipévn pébodo.

1400

1200 —_ (2 20)

1000+
800+

600 =

(200)
4007 (110)
200 |'I

0 -WMM WWWW “‘*W

=200
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I T
30 50 60 T 80
2 theta

Ewéva 1.14: Daouo XRD vavoowuatioicwv Cu [38]

21



Ymv Ewova 1.15 mapovoidletol to gdopo anoppopnong UV-Vis and ) dwwomopd
VavooopaTdlov yoAkol petd v nyoynuikn depyacio. Ot epguvntég moapatnpnooy o
UTAvTo amoppdenons ota 589nm mn omoila amodideTol OTN UTAVTO TOV ETLPOVELNKDV
TAacpoviov Tav vavoocopatdinv xaikod. Onwog ivat yvootd, 1 KOALOEWNS O106Topa TmV
UETAAMAOV gU@OVILEL poL UTAVTO amoppOeNong o€ cuyKekpléves meploxég tov UV-Vis,
e€outiog emMAEKTIKOV dleyépoemv TV erevfépmv niektpoviov. Ot Liu et al. Topatypnoav
emiong pia TopdpHole T amoppOENoNG Y10 VOVOSHOUATIOW YOAKOD TOV TPOETOUACTNKOY
pe ynukég pneboddovg [39].

04 589 nm

0.3+

0.2

Absorbance

0.0+

-0.1

T T T T T T T T
400 500 600 700 800
Wavelength (nm)

Ewoéva 1.15: Ddaouo amoppopnons UV-Vis vavoowuotidiwv yalkov [38]

>mv Ewéva 1.16 moapovoidleton m Aqyn TEM tov delypoatog oe S109popeTikég
TOKVOTNTEG pedpatog kKatd ta 30min g nyoPfoinons. IMopotnpeitar n Soapdpemon
COUPIKMY KOl LOVOSIACTOPTOV COUATIOIMV, EVEO HECH 1GTOYPAUIATOS VTOAOYIOTNKE Kot
N Katovoun tov peyéboug tov copatdiov ypnoorotdvag 200 copotidle. Ot epevvnTég
amédel&av mmg To Héco puéyebog Toug Kupaivetatl oto 29nm. Emiong, n péon didpetpog twv
vavooopoTdiov xaikov PBpédnke ota 34nm péom petpnoewv DLS, yeyovdg mov cvpepmvet
pe ta dedopéva tov TEM.

o]
Ewova 1.16: Ajweic TEM yio 1o vavoowuatiore Cu: () 55, (b) 70 kou
(c) 100 mA/cm?. (d) eixéva HRTEM yia to vavoswmuartidio. Cu oe 55 mA/cm?[38]

H mokvomrta pedpatog omodeiydnke onuovTikn TapAUeTPOS 6ToV EAEYY0 TOL peyEBoug
Tov vavocouatdiov Cu. Otav ot cvyypageig tov apBpov petéPaiiav v mokvoTTo
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pedpoToc Hetaéd 55, 77 ko 100 mA/em?, 1o puéyedoc Tmv mapulapfavopevoy copaTidioy
daroe (Ewovo 1.17).

. Ot tiuég tov peyébovg TV cOUATIOIWV
vroloyiomnkav ota 29+2, 24+4 kou 10+2
NM ovTICTOWO Yo TIC TPELS OLUPOPETIKES
TokvoTNTEG pevpatoc. 'Etot, amodeiydnke n
OpOoTIKNy  E€MPPON, TG OAAOYNG NG
TUKVOTNTOG PELLOTOG OTN SLUUOPPHOOCT) TOL
pueyébovg 1tV tEMKGOV Tpoidvtwv. Ot

 Partice stze (ren} ! gpevvNTéc  mpOTEWOY  TOV  akOAovdo
UNXOVIGLLO Y10 TV EPUNVELDN TOL TOPUTAV®D
(QOIVOUEVOL: YO YOUNA  TTLUKVOTNTA
PELUOTOG, O PLOUOG AvVay®YNG TOV cu®
elvar apyoc kot o aplBuodg twv Topnvev
gtvar  pkpdg, oAld 1o péyebog TV
copatwiov eivar peydro. Me adénon g
TLUKVOTNTOS TOL  pebHOTOS, ot  puOuoi
avay@yng €VVOOUV TNV TOPUYMYN TOAADV
TEPLGGOTEPMV TUPNVOV KOL TO GYNUATIGHLO
HKPOTEPWV VOVOSOUATIOI®V yoAkov. To
néyebog toug kupoaiverar amd 29 émg 10 nm
eneN o0 pLOUOS avaywyng Tov Cu* eivau
TOAD To YPNYOPOG Ge oyéon pe 1o puud
TLPNVOTOINGNG, KOl GYEOOV OA TO Ccu®
I avéyovtolr 6E ATopa TPV TO GYNUOTIGUO
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mopnvov. O pvBudg mupnvomoinong oev
UEYUADVEL TEPALTEP®, Kol O OplOUdOS TV
mopnvev  owtnpeitalr  otabepdg pe Vv
avENoM TOVL PELUATOG.

4]
Particle s@os {nm)

Ewova 1.17: Katovoun ueyédovg omuortioiwv
CU o¢ drapopetikég TOKVOTHTES PEOUATOG!

(a) 100 (b) 70 xaz (c) 55 mA/cm? [38]

H endpevn PipAoypaeikny avoaeopd oxetiCetor pe t odvOeon kol Tov YapokTnpiopo
VovooOUOTOIOV yohkod pécm myoynpelog kot T cOYKpLom TG TEXVIKNG OLTNAG UE T
uébodo ¢ Oepuknc avaymyne [40]. Kot ot dvo teyvikéc édafav yodpa 6€ aTpoOc@alpd
apyov yia mepiodo 2-3h kot mg Tpddpopo vAko ypnoponomdnke Cu(N,H3COO), * 2H,0
(CHC).

Xmv mepimtowon ¢ Myoynueiog to meipapa MyoPoinong (100W/cm?, 20kHz)
npaypatorom|dnke Yo 3h otovg 80°C. AkorovOnoe puyokévipnon twv dsrypdrov (9000
rmp, 20 min, EtOH) kot mwaparafn tov TEMKOV 6TEPEDV.

H avédivon axtivov-y oto mopayopeva pEcw Beplikng avoymyng VAKE, omédelse to
oynMoTiopd kabopoh HETOAMKOD YOAKOV, EVO O MYOYNUIKOS Tpdmog cvuvheong odnynoe
omv mopoAaPn evog piypatog amd petaAdkd yoikd kot Cu,O. O oynupatiopdg tov
0&e10iov ToV YOAKOD OmOOIdETUL Ad TOVG GLYYPAPEIC 6T HEPIKN 0EEldoN TOL YOAKOD
and v in situ mapaywyn HO,.

H pedét tov nyoymuikd AoapPavopeveov okovov yoikov pe TEM vmodewcviel v
oopén mopwddv cvscopatopdtov (50-70 nm) mov cuvieToLV £va aKOVOVIGTO OIKTLO
ukpov vovoompotdiov (Ewova 1.18).
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) A

Ewova 1.18: Mixpoypagpio TEM twv nyoynuixé ropackevaouévov vovooswuatidicov Cu
o€ ovo ueyebivvoerg: a) 400 nm, b) 15 nm [40]

Ta vavocsopatiow yodlkol amodeiyOnkay enions KOTAAVTIKA EVEPYH VIO TNV aVTIOPACT
Ullmann. H katdivon peketnOnke yuo cvpndkvoon ovroPevioriov atovg 200°C yia 1-5h.
H xoataAvtikny kavomta tov copatidiov Cu mapayduevov gite pe Oepuikn avaymyn eite
NYOYNUIKA, ovykpiOnke pe avth aviictoywv eunopikdv okovov Cu (Ewova 1.19).
Amodeiybnke 611 Ta vavooopatidl Cu mov mpoékvyay PEGH TG NYOXNUIKNG cVVOEST,
EUOAVIOOY KOAVTEPN KATOALTIKY] Opdon o€ oxéon He ovutd Ttov gumopiov Kot To
mopayopevo pEcw Beppikng ovoymyns. O HEYIGTOG GLVTEAESTNG UETOTPOTNG TOLG NTAV
88% og Sh.
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Ewova 1.19: Xoyxpion kotoivtikng opaong vavoowuatidiewv CU diapopetikod 1pomon
ovvBeang kai mpoéievons [40]

H televtaio Biploypagikn avoaeopd a@opd TV nyoynmukn cdvleon vavoocwpatidiov
Cu kot v evamobeon avtdv oe vrootpopo TiO; [41]. Ta moparapfavopeve Tpoidovio
petd t ovvheom tovg, yndnkav oe moikikeg Oeppokpacisc amd 500-1000°C. H pukpodour,
N HopPoAOYioL KOl Ol YNuikol deopol TV VOvooKovav peiethinkov pécm mepiBiaong
axtivov-X, MAEKTPOVIKNG WIKpOoKOTiaG odpwong kol ¢acuatookonmiog FT-IR. H
KPLGTOAA®OT), 1 Sopn Kot T0 HEYEDOg TV OKOVMV PAVNKE TG GLVOEETOL APPTKTO LE TIG
Oeppokpacieg ymoipatog. Ot pedetdpevee 10O10TNTEG NG OMTIKNG  ATOPPOPNONG
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VIOdEIKVOOVY OTL M «dtokdounon» tov Cu oy TiO,, Peltiooe oNUOVTIIKA TIG OTTIKEG
010N TEG OmOpPPOHPMNONG OV TNG,.

To Sdypappo mepibroong oaktivov-X vy 1o deiypa 2%Cu-TiO, yopig Oeppukn
Katepyasio Kot Ynuévo o€ d1opopeTikéc Bepuokpaoies yia 2h mapovoidletar otnv Ewova
1.20. Mo a&lompdoektn Kopuen yia 20 = 25.5° yia 1o deiypa mov dev giye vrootel Oeppikn
kotepyooio, kobdg kot yio 0 ynuévo otovg 500°C deiyua, amodideton otov (101)
TPOGOVATOMGHIO TG Pdong tov avatdon-TiO,. To otoryeio owtd vrodeikviel 6TL 1| Pdon
TOV OVOTAOT) OKOLO KO OTIG OKOVEG IOV 0EV YNUEVEG, WITOPEL VAL ELPOVIOTEL [LE MYOYNIUIKY
diepyaocia evog PAuatog. Kabdg n Oeppokpacio ynoinatog avédaveror otovg 600°C, n
Baocikn kopuen Tov avatdon oev epeaviletal, 0ALL TAPATPOVVTOL VEEC OLUKPITEG KOPLPEG
e&artiog Tov ypiyopov petacynuaticpod g TiO; (tepinov otovg 600°C).

= ---CuTiO,
: ¢ ---CuwO
700 - ~ u :
A --- Rutile-TiO,

600

500 b HA L».J WML\,.AOOOC

400 \_.%...J JMWJWMWWQOO °c
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A
200 -“"*"“‘”‘ "“;2‘1’3‘:’) ¥ e sttt s s tamphitinins 600°C
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M‘“““ hrserntaleh bV o R Mas—synthesized
0 |' — L — - — —
20 30 40 50 60
Ewova 1.20: Aidypopuo mepiBlaons oxtivawv-X Ospuikd katepyoousvwv

Ko un oeryudrav [41]

100

To péco péyebog twv vavookovdv vmoloyiomke pécm g e&iowong Scherrer. To
UIKpOTEPO KPLOTOAMKSO péyeboc twv ~10nm mponAfe amd 1o delypo mov dev LVIESTN
Bepukn KoTepyasio Kot KOTA TNV NYOYXMNUKN Tov 6VvBeom to PH kupdvinke petagy 10-12.
Ooco n Beppoxpacio ynoiparog avénnke, ol kpvotariot avénnkav oe péyebog, yeyovog
OV AOdidETAL 6TV EMIOpaON TNG BEPUIKNG KATEPYAUTING GTNV OVATTLEN TOV KPUGTIAA®V.
To péyebog TV KpvoToAATAOV TOVL Ovotdorn avéndnke amd ta 10 ota 16.5 nm dtav 1
Oepuokpacia £ptace tovg 500°C. Kabdg n Oeppokpacio avéndnke nepartépm, £mg tovg
1000°C, mapotnpritnke abEnom tov peyébouvg Tav okovav mepimov ota 180 nm.

O1 ewcoveg SEM mov mapabétovv ot gpguvntéc yo 1o detypo 2% Cu-TiO;, ymuévo oe
dwpopetikég Oepuokpacieg didovtar oty Ewdva 1.21. Or pkpodopés twv GKoOvmv
cuvoéovTal Kot emnpealovtal dueco e TNV EXIOPACT TNG BEPLUKNG KATEPYUGIOS TOV QVTEG
VIEGTNOOV.
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Ewdéva 1.21: Ajyeic SEM yia @) Cu - TiO; yawpic Oepruxiy kotepyaoia, b) yhiowo orovg
500°C, ¢) otovg 600°C, d) arovg 800°C, ) otovg 900°C kou ) arovg 1000°C [41]

Kabdg 1 Oepuokpacio avéaverar otovg 800°C, n pikpodoun tov okovav, (Eucdva 1.21
d) aAralet dpaotikd Kot petacynuatiletol 6€ opoldpopen doun paPdocdoVc oyNUATOS HE
péco unkog peyoAdtepo oamd 500nm. Ileportépo avénom g Bepupokpociog € tovg
1000°C odnyei oe peyolvtepo uéyedog papdoeddv Sopdv.

O petprioeic FT-IR oto un Oeppikd katepyaospévo deiypa Kol 0TI WnUEVES GKOVEG
otoug 600°C ko 1000°C mpaypatomomidnkay oe pfKog kopatog ard 400-4000 cm™. To
duypappo Tov Tpoékvuye tapovctiletor oty Ewkdva 1.22.
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Ewéva 1.22: FT-IR pdoua dctyuaroc 2% Cu - TiO, ge didpopes Oeprokpacics [41]

H evpela pmdvto ota 3400cm™ ko 1600cm™, ot un Beppukd Katepyaopévn okovn,
amodideTOl OTIS OOVNOELG €KTOONG Kol KApWNG Tov ouddwv O-H, Adym amoppopnong
atop®V vepoL. O1 0V0 OVTEC UTAVTEG OEV EVTOTILOVTOL GTO PACUO TOV YNUEVOV SEIYUATOV
eEartiag g apuddtmong Kotd to ynowo. H pmdvia amoppoéenong ota 1380cm™ mov
amodideTar otnV VIAPEN VITPIKOV OUAd®V TapaTNPEiTaL LOVO GTO JElYIA TOV OEV VTECTN
Oepuikn xoatepyosio. o to delypota mov ynOnkav o dwdpopeg Oeppokpaciec,
epeaviCovion véeg Umhvieg omoppdPNong KAT® omd Ta 1000cm™ mov oyxetilovion pe
dovnoelg éktaong tov ouddwv Cu-0O kot Ti-O.
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1.3.2 Hyoynukn cvvleon vavooopatidiov vikehiov /Ko 0E€1dimv Tov

v mapdypa@o ovty Oa Kotaypa@ohv OpICUEVEC EPELVNTIKEG TPOCTADEIES TTOL
aQOPOVV TNV NYOYNUIKY] cVVOEG VavosmuaTdioy vikedlov 1/kot o&ewdiov avtov. Onwmg
ava@épOnke NON T0 LETAAAKE VOVOSOUOTIOW £x0VV AGPEL TEPACTIOL EPEVVNTIKY| TPOCOYN
To. TEAEVTOLO XPOVIOL EEOTIOG TV NAEKTPIKAOV, HOYVNTIKOV, BEPUIKOV KOl KOTOAALTIKOV
epoppoydv tovg. IloAlég teyvikég mov &yovv ypnolpwomombel yioo ™ ocvvbeon
vavooouatiov vikedlov evtomilovior ot Biploypaeio. Metald avtov Bpickovion M
Oepikn didomaon opyavikav coumAdkov [42, 43], n ypron pikpokvudtov [44] kol n
coumokvoon aéplag edong [45]. Ta tedevtaio ypodvia, n odvOeon vavocoUATIOI®V
VIKEMOV EMYEPEITOL KO [E TN YPNOTM TNS NYOYNMELOC.

[Ipwtomdpog o avtnv v katevBuvon Nrav o Gedanken [46] mov diepevvnoe TPMOTOC
TN duvaTdTNTA NYOYNIIKNG cHVOEGNC VavOo®UOTIOIOV ViKEAIOV, TNV TOIKIAL0 TOV peyEBoug
TOVG KO TO GYNUATICUO KOAAOEWDMV SOAVUATOV LE SLOUPOPETIKOVS OLOAVTEC.

JUYKEKPIUEVO, M MYOYNUIKY chvOeon TV vovocouatidiov vikeAiov mepihdupove tnv
akoiovOn dSadkacio: 0.05M drodvpatog vitpikov vikediov (1) oe cBvievoylvkoin kot
2.5ml vopalivne, nyopornnkav yio 30min (20kHz). Kotd tn didpketo g nyofoinong
pootédnke oto didivpa KotdAnin mocotnta NaOH (0.003M). O dwoywpiopds tov
OTEPEOL VAIKOV £YVE HE QLYOKEVTPNON Kol okoAovOnoe &Enpavon vmd kevd oe
Oepurokpacio meppdrrovoc.

To oteped peretnke pe XRD (Ewdva 1.23) mov amédel&e v KpLGTAAAIKY QUG TOV
TopoyopeEVeV copatdiov. Ot Tpelg yapaktnploTikés Kopueés tov Ni speavifovion og 20 =
44.7, 52.07 ko 76.6 ko1 omodidovral oto eminedo (111), (200) ko (222) tov kvpikod Ni,
avticTotyo.

|
I
| 5 a

f 222
-
0 8

T
ki\ |

60 7
2 Theta (degree)

Ewéva 1.23: Aidypouua wepibloons axtivov-X cwuatidiov vikeliov [46]

)
T
40 0

Yy Ewoéva 1.24 topovcialovral to cmpotidie tov Ni 0rmg avtd KatoypaenKoyv 6To
SEM. H péon S1aueTpog Tov c@opdv VIKEAOL vToloyioTnke ota 52nm.

27



Téhog, 1 Ewova 1.25 vrootpilel mepartépm v KPUOTOAAIKY QUOT TOV NYOYNUIKA
TopayoueEVOV copatidiov vikediov. H andotaon tng evoldueons otifadag vToAoyicTnKe
ota 2.01 J, yeyovdg mov copewvel pe tn BPAoypaeikn Tiun yio To Soyopiopd Hetasld tmv
emmédov (111).

Ewcévo. 1.25: Encéva HRTEM &vog owuatioiov vikeAioo [46]

H emdpevn Biproypaeikn ava@opd apopd TV nyoynuikn cdvieon voavooopuotidioy
NiO [47]. Ta vavocopotidie NiO opotdpopeov peyébovg kot KaAng dlaomopds sivar
wWwitepa emtBounTd yio TAN00G EPapUOY®OV, T 6T GUVOEST], KOTAALTIK®OV, GOVOET®V Kot
HayvnTik®v VAMKOV kabog kot acOnmpov. Emmpoctéitmg, petald tov onpoviikov
epappoy®v Tov NiO couatidiov copneptroppdvoviot  xpnon Toug ®g VAKA kabddov yia
OAKOAKEG PTOTOPIES, OVTIQPEPPOUAYVITIKEG GTPOGELG KOL 0yDdYLLLO. PIALL TOTTOL P [48].

210 ovYKeKPUEVO GpBpo o1 epeuvnTég akoAovONoay TV Tapokdatw puéBodo chvheong:
dtddvua NaOH  ovykévipoong 0.1M  (100ml)  mpootébnke o didivpo
Ni(CH3C0OO0),*2H,0 ovykévipwong 0.1 kot 0.2M og aBavorn / vepo. T'o ) diepedvion
TOL POAOV TOV TAGLEVEPYDV EVOGEMV GTOV KOOOPIGHO Tov peyéBoug kot T Hopeoroyiog
TOV  vavooopotdiov, ot gpguvntég  ypnowonoincav  0.5ml PEG. To piyuata
nyopoindnkav ywa 0.5, 1 kot 2h o€ d1dpopec cuyvOTNTES Kot 0koloVOmG puyokevTprOnKay
Y. TO OO ®PICUO TNG OTEPENG Kol NG LYPNS eAone. To oteped delypa mov ANEOnke
EemhoOnke Tpeic opéc ue abavorn kat vepd kot yidnke otovg 500°C yio 30min.

1) NaQH, H2O/ErOH
in PEG Template

)]
NIAC),-2H,0 NP-Ni

Calcinated at 500 “C

Ewéva 1.26: Zynuatixy avaropdoroon s aviidpacns ovvBeons twv NiO vavoowuatidiov
[47]

>mv Ewova 1.27 mopovoidlovtor ta daypdupato mwepibiaong axtivov-X yuo To
owpopa Octypato mov ANednkav oe peyédn oamd 20-150nm. O €vioveg KOpLEEG
VIodEKVVOLVY 0Tl Ta vavosouatiole NiO elvol KpuoToAAKE. Agv gu@OvVIoTNKE KATOLM
KOpLYN oL va oyeTileTon pe TV Vmapln akabapoudy, VO 1 S1EVPVVOT TOV KOPLO®OV
enaAnfevel Twg 1o uéyebog TV TPoidvT®V KupaiveTon 6Ty KAIHoKa Tov nm.
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e
1 e=20nm
e d=60 nom
¢=100 nm
b
b=120 nm
a
a =150 nm
f
f=Bulk

T T T
10 20 30 40 50 60 70
2 Theta

Ewéva 1.27: Aidypouua wepibloons oxtivav-X vovoowuatioiwv NiO [47]

Intensity

211c 6vo emdueveg e1kOVES TAPOLGLALOVTOL EVOEIKTIKES HWKPOJOUES TG LOPPOAOYinG
Tov vavooopatdiov NiO, omwg avtég arotvnodnkav pe SEM. ITo cvykekpyéva, oty
Ewova 1.28 napovoidletar n pikpodoun tov vavooopotdiov NiO peyébovg 150nm kot
omv Ewéva 1.29 n avtictoyn pikpodoun ywo ta copatid tov 20nm. Awomict®dnke mog
TOL VOVOGOUATIOW 68 OAEG TIC TEPUTTAOCELG NTAV GYEIOV GOAPIKA e dtapeTpo peta&d 10-
200nm. Ot avtiototyeg avaivoelg EDAX €dei&av v vmopén Ni kor O og povadikd
ovotatikd ota vavooopoatidw NiO.

)= A / 2 %ﬁﬁhnm el : 100 nm
Ewova 1.28: Mixpooous; NPs NiO150nm Ewova 1.29: Mixpooour; NPs NiO 20nm [47]
[47]

Télog, emyelpONKe 0 YOPAKTNPIOUOS TOV dEIYHATOV Kot pécw® amoppoenong UV-Vis.
To @dopa amoppoenong tov bulk vikod guedvice o pTAvVIO ATopPPOENONG UE UEYIOTN
évtaon ota 360nm o6mwg eaivetor oty Ewodva 1.30, evd ta vavocopotidie NiO
gpeaviCovv pia Evtovn pmavta omoppdenon e péEytot Evraon oto 365nm. Iapatmpeiton
TG KoOMOG To PéEYeBog TV COUATIOIMV PHEUDVETAL, 1| KOPLPT OIOpPOPNoNG eivor o o&eia
o avtibeon pe to bulk vAko mov gpeaviCel moAd yauniotepn anoppdéenon oto UV.

a=150 nm
b= 120 nm
¢ =100 nm
d =60 nm
e=20 nm

Now
[/ .
L 1

Ewova 1.30: Aroppopnon UV-Vis
vavoowuotioiwv NiO [47]

2.0 J

Intensity (a.u.)
&
L

£
)
1

S
0

T T T T T T T T T
360 380 400 420 440
‘Wavelength (nm)

2 ovvéyeln Ba moapatefovv eVOEIKTIKEG PIPAIOYPUPIKES OVOPOPES GYETIKA HE TNV
NYOYNKN 6VvOeoN vavooouatidiov vopoéeldiov tov vikeiiov Ni(OH),.

To vOpo&eidio Tov vikediov €xel AdPet W1aitepo epELYNTIKO EVOLPEPOV TIG TEAELTAIES
dekaetieg AOY® NG YPNONG TOL ®G £VEPYO LVAIKO 010 0eTikd NAEKTPOOIO0 TOV OAKOAIKOV
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uroatapiadv [49-51]. 'Exel Bpebel yio mapddetypa mwg 1 tpostnkn 8wt% vavocopatidiov
6€ VOPOEEdD TOL ViKEMOV peEYEOOVLC KPOUETP®V, aLEAVEL TN YOPNTIKOTNTO TOV
NAekTpodiomv pog eravagoptilopevns aikolkng pratapiog katd 14%. To otoyeio avtd
epeavifeton e&outiog e mukvoTepng oTifaéng TV VavoooUaTidiov Tov KaTaAdpBdvouy
TOV €AeVOEPO YDPO HETOED TV BEGEWV e SIAGTAON WKPOUETPMOV, KOl TEAMKA 0LEAVOLV TN
olqyvon Tpwtoviwv 6to LAIKO [49, 50].

To v3po&eidio tov vikeriov eppavilel dvo moilvpopeiopovs: to a-Ni(OH),; kot to b-
Ni(OH),. Tlapd 710 vyeyovog oOt1L M a-edon mapovoldlel vynidtepn BewmpnTikn
NAEKTPOYNUIKN yopNTIKOTNTO [52], TpdKELTAL Yo oL LETACTOON AT TTov aALALEL TaXEMG
ot popen b katd ™ didpketo g cvvBeong N Otav Bpebdei oe 1oV adkorkd péco [53].
' avtd 10 Aoyo n @don b-Ni(OH), éxer avaderyBel mg n KoAdTePN €mA0yn YLo. LAKO
KaB0dmV oTIg uratapies.

Avépeoa oTIg TO VPEMG YpNOLoTOovUEVES HEBOSOVE Yoo v ovvOeon b-Ni(OH),
cuvavtdpe €ite TN YMWKY KOTOKpNUvion amd dioto tov vikeAlov [54, 55], eite v
vopobepuikn ovvBeon [56, 57]. Ilpdopata kar M nyoynuikn obvbeon £€xer eicfidet
duvapukd cg avtd 1o medio.

2m Biproypaeikn avapopd mov akolovbei [58] mapovoidletor n nyoynuikn cdvheon
b-Ni(OH), a6 cvpmioka Tov vikehiov. MehetOnke 1 emidpacn g Beppokpaciog kot g
YPNONG  KOTIOVTIKAOV  (oAvPivodomupoidivny), avioviik®v (moAvoakpiiikd o&) Ko
0VLOETEPOV (TOAVPIVOAIKT AAKOOAN) TAGLEVEPY(DV EVAGEMV GTOV EAEYXO TOL LEYEBOVG TMV
COUOTOIOV Kot TNG KOANG S106Topdg TNG TApayOUEVNS OKOVNG.

ITo ovykekppéva, wg tpddpopes evroelg ypnopomomdniay to (Ni(NO3),*6H,0 ko
10 VOPo&eidlo Tov appmviov. Mo katdAnin mocomta (Ni(NO3),*6H,0 drodvbnke oe
2mol/It didopo oppmviog yioo vor oynuotiotody otobepd cdumioko tov vikediov. To
Siihopa nyopoArdnke ywo 90min (24kHz, 50W/cm?) kou ev cuveysion cVAAEYONKAY oL
OKOVEG HETA amd PIMTPAPIGHA, EEMALLLOL LE ATOVIGUEVO VEPO Kol 6Téyvmpa 6Tovg 60°C yia
2h. T Adyovg clyKplong ot epevvntég Tpoydpnoov kot ot ovvheon b-Ni(OH), péow
Bepukng emeepyaciog Tov SIHAVUATOS TNG AUU®VIOG.

>mv Ewoéva 1.31 tapovoidletor to didypappd tepibloong okTiveov . TmV GKOVAV 1oL
TAPOCKEVAGTNKAV MYOYNUIKE Kot pn nyoynuikd. Koi ta dvo dsiypoto @avnke mog
amoteAovvtarl amd Kabapr edorn b-Ni(OH), kot mapovsialovv eEaymviky dour pe Kold
K0OOPLOLEVES KOPLOEC Kat SlacTpOUOTIKT andstoon 4.59A.

101
i 001 l NH
100

. I ' || 102 110
El i | | j o111
R IPWAN S A
-
@
k5 l NHR
1

7] || || ! i

L L G | G O

— .

T T T T T T
10 20 30 A0 50 [14] o
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Ewkova 1.31: Aiaypouua wepibiaons oxtivov-X yio to nyoynuikd ocovieGeiuévo oeiyuo, (NH)
KOl TO Oelyua wov ovvtédnie ue Oepuurng emelepyaoios oraibuaros opumviog (NHR) [58]

2tov Ilivaxa 1.1 mov akoAovBel cLYKEVTPOVOVTAL TO ATOTEAEGUATO Y10 TO KPUGTUAAKO
péyebog kot GAAL LOPPOAOYIKA YOPOUKTNPIOTIKA OTTMG 1 TUKVOTNTA, 1] EO01KN ETIPAVELN KO
n owuetpog BET yuo 11g oxdveg mov mapnydnoov. Ta amoteléopatd deiyvovv g to
delypa Tov TPOEKVYE amd TNV NYOYNUIKY oOvOeoT eppavilel onuavtikd pkpotepo péyedog
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COUOTVIOV 08 GYEon HE TO Oelylo ava@opds Tov OV TPOEKLYE UEGM TNG MYOYNUIKNG
ocuvleong. H emidpoon tov vrepyomv o100 0pykd SdAvpe 00MYNCGE GE OULOYEVN
mopnvonoincon  cuvodevduevr amd  avénon  tov  peyébovg TV coOPATIOIOV Kol
GLVETAKOAOVON GLGCOUATMOOT TOVG. YTIO TNV EMOPACT TOV VIEP YOV Kol TOV EAUPETIKA
aKpoi®V cLVONK®V oL EMKPATOHV GTO OSldAvpa KOTA Tn JOlbpkeln TG MyoPoinong,
TPOKOAEITAL 1 SLACTAGT OPICUEVOV GUCCOUATOUATOV, dAAL aVTd dev e£00QUAlEl ot
apyKd copatiotn 6t 0o mapoapeivovy aveEdptnto eVTOg TOL AV UATOC.

Iivaxog 1.1: Xapaxtypiotikd twv okovav tov vopoleidiov tov vikeliov [58]

Sample Lyaq (nm) p (glem®) 55A (m?/g) Dggr (nm]
NH 13.9 3.9 303 51.0
NHR 2137 38 208 75.9

H mopatpnon péow SEM g pukpodoung tov deiylatog mov cuviétnke nyoynukd
napovctaletar otnv Ewkdva 1.32. To delypa sppavilel copotidln o oynpo AovAovdol pe
Swpétpoug petald 0.75 koar 1 um mdve o€ AemTEC VAVOOSTPMGES TTayovg SONM. Xtnv
nepintowon tov detypotog avagopds (Ewdva 1.33), eppaviCoviar peydio GLGCOUATOLATOL
6-8um mave ce vavootpmoelg peyédovg 50-100nm.

TR iy
E“(éu 1.32° Emova SEM —Ni(OH)z Ewoéva 1.33: Eixova SEM b—Ni(OH); oo dev
ovvtébnke nyoynuuxa [58] ovvtebdnie nyoxnuixa [58]

H endpevn Bproypagikn avaeopd [59] apopd v nyoynwkr cvvbeon a-Ni(OH),. Ze
voatikd dlvpa 1.5g Ni(NO3),*6H,0 mpootébnkav 59 ovpiog kot o teMkd SidAvua,
tomofetOnke oe LAY cuvolikoh 6ykov 80ml. X1o S1GAvpo EQAPUOGTIKE KEVO LE Xgﬁsn
apyov vy 20min kot akorovOnoe n myoPforncr tov ywa 3h (20kHz, 100W/cm®). H
Oeppokpocio kotd ™ Sidpkewa ™g MyofoAnong avéndnke otovg 80°C kou to pH
petapndnke and 6.1 (mpwv v nyoPoAnon) oe 6.8 oto téAog TG avtidopaong. To oteped
TApoANEONKE pe ELYOKEVTIPNON, GLVOOELOUEVT] Omd emavorapuPavopeva Eemivpota pe
OTLOVIGHEVO VEPO Kot ENPaven VIO KEVO.

2mv Ewéva 1.34 mopovoidletor to dudypappo mepibAaong aktivov-y Tov TeAkol
detyportoc. Eppavitovrar kopugéc o d = 7.2, 3.6, 2.66 kar 1.54 A mov omodidovrar oto
enineda (003), (006), (101) xar (110) avtictoyo Kot LLOSEKVHOLV TO CYNUOTIGUO TNG
@aong a-Ni(OH),. Aev mapotnpeiton 1 VIAPEN KOPLEOV TOV VO AVTIGTOLYOVV 0T QAo b-
Ni(OH),.
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Intersky [counts por second)
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Ewova 1.34: Aiaypopua wepibiaons oxtivav-X nyoynuixa
ovvteBeuévoo a-Ni(OH), [59]

H otaBepdmra tov mpoidvtog oe adkaiikd péca e€etdotnke pe m Pondeta tov XRD
Kot g ypnong 6 kot 10M dwdvpatog KOH. TTapatnphnke 6t yio to didhopo tov 6M
KOH ot Ogppokpacio nepipdArovtog, N @don a nrav otadepn yio tovidyiotov 44h, eved og
dtédopo 10M KOH ftav otabepn yio tepinov 15h (Ewova 1.35).

{e)

Intensity (arb. unmns)

i
1 20 30 50 =] 70
20 (Degrees)

Ewoéva 1.35: Aiaypduuaro XRD twv nyoynuixd ovvieGeiuévaov a-Ni(OH), oe
a) 6 M KOH yia 44h oz b) 10 M KOH y1a: 15h [59]

Ot gpevvntéc mpaypatonoincoy emiong kot mepapota nyofornong petafdiiovrog
ypovikn dapketa avtc. ‘Etot, die€nyayav mewpduata yo 2 kot Sh. To anoteléopata mov
TponABav amd v mapatipnon ewoévov TEM (Ewdva 1.36) £0e1&av Ot kot To dvO VAWK
7ov NyoPfoAndnkav yio 2 kot Sh drabétovy vmon popeoroyia. Qo1660, 01 d1EVOHVOELS TV
copatdiov Tovg eavnke va oAdalovv. To deiypa a-Ni(OH), mov nyofoAindnke yio 2h eiye
péoco unkog wvov 200nm kot wéyog 18nm, evd otov avtimoda, To delypa mov vréotn
evtdopn NyoPOANON EREAVIGE Lo oNUOVTIKY Helmon oTIS d10eTAcELS ToL (Unkog 120nm
Ko Téyog 10nm).

Ewova 1.36: Eixoves TEM twv nyoynuixa
ovvteBeiuévav a-Ni(OH), [59]

Y ﬂg?muu umm |

A TR
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KE®DAAAIO 2. Yka kor M£0odor

2.1 Ewayoyn

Xy mapovoa gpyacio emryelpionke n nyoynuikn ovvheon vavoocouatidiov Cu, Ni
N/kat 0EEBIMV TOVG Kot 1) evamdOeon aVTOV 68 KEPUUIKE VTOGTPOUOTO, LE ATDTEPO GKOTO
TNV KOTAOKEVT COVOET®V DAKOV HE KEPOLKO VTOCTPOUO KOl LETOAAKE eyKAeiopaTo OE
entBuuntd Tocootd kat’ dyko 30 - 40%.

H 6An mpoomdBeio omotélece TUNUO LG EVPVTEPNG EPEVVTIKNG GLVEPYNGING, OTA
mlaiola Tov TPOoYPAunoToc « OAAHY — EMII Avartoln odvBetmv vavodounuévay vitkwy
KEPOUIKNG UNTPOS e UETAALIKG. EYKAEITUOTON.

AkoAovONGCE 0 YOPOKTNPIGUOC TOV delYUdTOV HE TIC €ENG TeyViIkES: DaouaTopeTpio
Atopkng Exmoumng pe Aiéyepon IMAdopatog (ICP), Iepibraon Axtivov-y (XRD) kot
HAektpovikn Mikpookomio Zdpmong, akorovBoduevn amd Xtotyetoky Avédivon (SEM -
EDAX). Emileyuévo deiypoto €ywvov emiong cvpmayn péow tng teyvikng SPS (Spark
Plasma Sintering) kot émerto omd KatdAANAn Kotepyooio Aeiavong kot otidfoong,
maponpnOnkav oto OnTikd MiKpooKOTO Yo TOV EAEYYO TOL TOPMOIOVS TOLG KOl GTO
HAektpovikd Mikpookdmio XZdpwong SEM yuo v mepartépm e&€taon e Soung tovg.
Emeypéva octypota egetdotnrov emiong pe HAektpoviky Mikpookormio Arélevong
(TEM).

Zymuotikd, to frpotoa Tov akoAovdndnkay tapovcidlovrar otny Ewodva 2.1:

Emiloyf mpddpopmv Hopackeom HyoBoA
EVDGEMV KO KEPAUKOD | — > dorlvpdrwv Slﬁyﬁ Hdﬁz\l
VITOGTPMUOTOG mpog nxofoinon

XopaKTnploudc cKoVav

Awoympiopdg
ICP-AES Ko Topodapn .
D
XRD 61EPEOD vroKEVEPION
SEM/EDAX TPOLOVTOG

\_ TEM

N
J/

SPS — Ontiko
pikpookomio - SEM

(. /

Ewova 2.1: Zovortikn Gynuotikny ovamopootact) TEPoUOTIKIG TOPELOS
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2.2 Opyavolroyio — Apyéc Aertovpyiag opydvmv

2TIC TapaypAPOLG TOL aKOAOLOOVV Ba EMYEIPGOVLE VA TAPOVGLAGOVIE EV GLVTOMIN
o Poacikd Opyava mov ypnowyomombnkav t6co Yoo T obvbeon, 000 KOl Yo TO
YOPOKTNPIGUO TOV VMKOV HoG, KOOGS Kot TiG Pacikég apyég Asttovpyiog autdv.

2.2.1 Avdtaén nyoymueiog

Onwg avagépbnie Non n nyoynueio eivor poe ovvBetn AéEn mov meprlapfdaver v
évvola TV vrepnyov Kot g ynuelag. [poxkettal yioo tnv epeuvnTikn ekeivn mepoyn, Ta
popa g omoiag LVTOPAAAOVTAL GE [0 YNUKT OVTIOPAGT), YOPN OTNV EPAPLOYT] VIEPNYNG
aKtvoPoAiiag.

Yrdpyovv dvo Poctkol TPOTOL €PAPLOYNG TNG EVEPYEWS TOV VIEPNY®V GTO TPOG
nyopoAnon dwAvpata: O Tp®dTOG TPOTOG OmOTEAEITAL OO éval OmAO GUOTNUO YOUNANG
évtoong. Zmnv ovoia TPOKeTaL Yo £va AOLTPO LVIEPNXWV TO Omoio PEPeL €va doyeio pe
vepd Kot yopm amd TN PAon Kot To TOYOUATA TOL d100TEl TOAATAG GTOXELN TOPAYMYNS
vrepnyov (Myodwa) (Ewdva 2.2 a). O devtepog tpdmog amotereitoan and €va nyddo 1o
07010 LETOPEPEL TNV EVEPYELL TOV VIEPNY®V Y10 VO TPAYLOTOTOMOEL 1 ¥MKn avTidpaon).
H d1dtaén tpopodoteitan oo puo yevvitpla 1 évav evioyut (Ewova 2.2 b). Zvotnua cav
TO O€VTEPO AMOTEAEGE KoL TN Otdtacn NyoPoAinomng mov ypnoyomomdnke yio m deEaywyn
TOV TEPPATOV 6TV Tapovoo epyacio (Ewdva 2.3).

i ]
. 4 |
YYY

C Amplifier J

Ewéva 2.2: Yvotiuazo vrepiywv a)
Xogndsic éviaong, 1-2Wlcm? b) Yymisic
évraong, exatoviadwv Wicm

Ewova 2.3: Epyaotnpiaxn oidraln
nyoxnueios

M amd T1¢ PaCIKOTEPEG TOAPAUETPOVS GTN YPTON TOV LIEPNY®V €ivor N 10Y1S TOVC.
Avt pmopel va TPOodOPloTEL G M MAEKTPIKN OVVOUN TOV UETATPOTED / EVIGYLTH
Swopepévn pe v em@davelo. Tov Myodiov. Xta cvotiuata younAng éviaong (Aovtpd
VIEPNYOV) N €PapuolOUEVT 1GYLG KVpOiveTOL amd 1-2W/cm?. 1o GUGTNULO TTOL PEPEL TO
Nyodo, avtifeta, eEac@aAiiletol HEYOADTEPT 1GYVS TOL QTAVEL TIG UEPIKEC EKOTOVTAOEG
W/cm?. Kot oto $vo GUGTNLOTO, Ol GLYVOTNTES TV LVILEPNYMV KLUAIVOVTIOL GTNV TEPLOYN
tov 20-40KHz, aALd t0 choTnUa TOL PEPEL TO YOOI TPOTIUATAL, GE GYECT UE TO AOVTPO
VIEPNY OV, Y10 EQAPLLOYY| OE TEPAUATIKEG HEBOSOVE GVUVOEDT|S.
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Ol UETOTPOTEIC TOL  YPNOUYOTOOVVIOL GTO GUYYXPOVO GLOTHUHOTA NYXOPOANGONG
BaciCoviar oxeddv amokAEloTIKO o1 YpNon TECONAEKTPIKAOV oTtoreimv. Zvvibmg
¥pNoonoobvtar dvo N Téooepo MECONAEKTPIKA oToyeion oL gpEavifovy VYNAR
EVEPYOTNTO. GE GLVOLAGUO pE YoUNAEG ammAeles. H dvvaun tov petotponéa wotdco, ival
amopoitnTo Vo TOAAATANGLOOTEL Kot va evioyvBel. To poho avtd avaropBdaver To nyoddo.
Ot o dnpo@ireic kotaokevég Nyodiwv tapovotdlovrol oty Ewova 2.4:

o v
ey

At
o
L
[ ¥

— = rie s..éml
@© ©© ©
2, | i e

Ewéva 2.4: Kataokevés nyodiwv [60]

Ta nyodia pmopel va eivar: A) I'pappuxd kovikod oyfuatoc (linear taper), B) Exfetika
Kovikov oynuatog (exponential taper) kot I') BaOuwtd (stepped).

2V €m0y ToL LAIKOL amd To omoio Ba KoTaoKELOOTEL TO NYOS0 CNUAVTIKO POAO
moilovv 01 TaPUKAT® TAPAUETPOL - YOPAKTNPICTIKA TOL Ba TPEMEL va EYEL AVTO:

1) YymAn avtoyn oe Opadon

2) XopunAn aKoOVGTIKY OTMOAELL

3) Avtoyn o€ dlaPpwon mov TPoKaAEiTal AdY® TG AKOVGTIKNG CTNAAi®mONG Kot

4) Xnuwn adpdveto

'Eto1, xotd oepd mpotipumong, g KatdAAnAo VAIKE yio TNV Kataokevn Nyodiov pe faon ta
TOPATAVED KPLTNplo etvat:

1)Ta kpapota titaviov

2)Ta kpdpata ahovpviov

3)Ot avoéeidmrot ydAvPeg

Metalh avtdv TV VAMKOV, To KPAUATO TITaviov TAEOVEKTOUV KATA TOAD ¢ TTPOS To
TOPOTAV® YOPAKTNPICTIKA TOL oavoeépOnkav, ce oyéon pe ta vrdéioua vAkd. To
Kpapoato aAovpviov givol moAd erappd yio TV NYoBOANGT TOV VYPAOV SHAVUATOV KOl EV
oLvyKpioel pe ta Kpdpota Titaviov epeaviCovy anmieieg oto amplitude koatd 0.75-0.5 [60].

—

Ewova 2.5: Hyodia tizoviov mov Xpnaz,uonozﬁ@mcav OTO TEWPOLUOTO.
nyofoinong(orootacewv 1/4° ko1 3/16°" avtiotorya)
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Metd T xpnom Tovg Yo VAV GUYKEKPIUEVO aplOud TEPAUATOV, ATOLTEITOL KOYILO TOV
@Boppévoy axpov TV Myodimv pe toépvo kot Emerta Pabuovounorn. H dwadikacio tng
Babpovounong [61, 62] mepthappaverl mv nyofoAinon vepod (5009) yio 3min e dtadoyIKa
amplitudes kot v kataypaen ¢ Oepurokpaciog ke 30SeC katd ™ didpKeD TOV TPLOV
avTOV Aemtdv. Amd ta dedopéva ovtd Kor pe Paon TIc apykés OoTAoES TNG
YPNOUOTOIOVUEVNG UOTNG TOL MYodiov, mpokvmtel N e&iomwon Pabuovounong omd v
omoio. emAéyetar o akpiféc amplitude mov Ba ypnowomombei yio vo eEacpatiotei N
emBount oy0¢ (my IOOW/cmZ) kéBe popd. Ta dedopéva mov axorovBovv (Ewdva 2.6)
agopovv T PBobuovounon upag pdtng dwotdoswv 1/4” mov ypnowomombnke oto
nepapoto nyofoinonc (Ewova 2.5).

And v ekiomon mov poékuye (Edva 2.7), av Bécovpe 6mov Y ta W/ecm? ota onoia
Bélovue va gpyactodpe oto melpapa, Oa mpokdyel to X to omoio Oa elvar n T TOL
amplitude wov Ba Bécovpe oto punydvnua. ‘Etot pe Baon v cvykekpiévn e€icmon Kot yio
x=100W/cm?, eiyape y=55% Amplitude.

Time (s) T (C) 35% Ampl. T (C) 40% Ampl. T (C) 45% Ampl. T (C) 50% Ampl. T (C) 55% Ampl. T (C) 60% Am

0 16,4 16,3 16,4 16,1 16,3 1
30 16,7 16,6 16,7 16,5 16,7 1
60 16,9 16,9 17 16,9 17,1 1
90 17,1 17,2 17,4 17,3 17,6 1
120 17,4 17,5 17,7 17,7 18 1
150 17,6 17,8 18 18 18,6
180 17,9 18 18,4 18,5 19 1
Ampl. % H20 (g) Linear Fit Slope Q (W) A (cm”"2) Q/A (W/cm”"2)

35 500,3 0,008095238 16,92919905 0,316531625 53,48343644

40 499,8 0,009642857 20,14551 0,316531625 63,64454105

45 500,3 0,011071429 23,15316929 0,316531625 73,14646455

50 500,2 0,013095238 27,37999524 0,316531625 86,50003057

55 500 0,015238095 31,84761905 0,316531625 100,6143353

60 500,1 0,017380952 36,33345571 0,316531625 114,7861788

Ewova 2.6: Aedouévo fobuovounons nyodiov

120
110 .4
y =2,4616x- 34,896
100 RZ=0,9928
90 e
T 80
L /
= 70
S 6o //
50
40
30
20 T T T T T 1
30 35 40 45 50 55 60
Amplitude %

Ewova 2.7: E¢iowon fobuovounong
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2.2.2 @vyokévpron

H ovuyokévipnon tov deiypdtov yoo v mopoAdfn Tov oTePEoy  delypatog
mpaypatortombnke oe yvdAtvovug cwAnveg oto 3000 rpm yioo 30min ot GLOKELN] NG
Ewovog 2.8. Xt ocvvéyela akolovOnoav @uyokevipnoelg yio akopo 40min oto ke
detypo (4 opég * 10min), dote ta Tpoidvta vo EemAvbovv e amoviouévo vepd. Metd v
OAOKANPMOGT TNG PLYOKEVIPNONG Ol YVAALVEG GOANVEG TOTOOETOVVIOV GTO TLPLUVTIPLO
(100°C) 7y vo emrevyfei m Efpavon tov detypdtmv. ‘Emeito, 10 01Eped MPOIOV
amoONKeELOVTAV GE KOTAAANA TAACTIKA OLOAISIO Y10 LETETELTA XPTOT).

Ewéva 2.8 2vokevn (/)vyoxévrpnag

2.2.3 ®oaocpatopeTpio aTopkg ekmopmic pe o1€yepon mtraopatog(ICP-AES)

H ®aopoatopetpio Atopuxng Exmounng pe diéyepon [MAdopatog avarntoydnke ota péca
¢ dekaetiag Tov 1970 kot ypnoyonoleiton TAEOV VPEMG Yo TNV TaXOTATN AVAALOT TOV
TEPICCOTEPMV GTOLXEI®MV TOV TTEPLOOKOD GLOTNUOTOS HE HKkpd Opra aviyvevong (1 — 100
ppb) kot dvvatdnTa TOwTOYpPOVNG UHETPNONG £¢ Kar 48 oTolyelwv TOv TEPLOOIKOV
cvotquatog. H O1éyepon tov Odetypotog yivetor pe mnyn emayoyikd cvievypévou
TAGGpatog Kot 1 dwdtagn avtn, mov ovopdleton Torch (mvupcdc), avamtdydnke amd tovg
Greenfield kot Fassel (1965-1969), evd to mpdto gumopikd dpyovo koTackevdodnke to
1975.

H ICP-AES givar o 60yypovn @ooHoTooKOTIKY HEBOSOG GTOLYEWKNG AVAALGNG TTOV
Boaociletor otV  eKmOUT YOPOKINPIOTIKNG 0aKTVOPOAMag omd dtopa 1 1dvta Tov
onuovpyovvror amd to Ogtypo mov Ppiokeror vwd popen OSAvUHTOC, e TN Pondeta
TAGopatog  apyod vymAng evépyelag. H  avédivon tov  ekmepmopevov  pACUATOC
aKTVOPBOAIDV HECH EVOG LOVOYPOUATOPO VYNANG SLOY®PICTIKNG KAVOTNTAG 00MYEL GTOV
TO0TIKO KOl TOGOTIKO TPOGOIOPIGHO  otoryeimv Ttov delypatoc. H pébBodog avtm
yopokpiletor amd peydAn toxdTNTo aVAALGNG, VM €XEL TN OLVOTOTNTO TPOGOLOPIGLOV
pe  peydAn  emavoAnyluotnto, okpifeld Kot eKAEKTIKOTNTO, HE KPEG  ONMAON
QULOKOYNUIKES TapeUTOdIGELS £C Kot 70 GTOLYEIDV TOL TEPLOJKOV TTIVAKA.

To teMkd @daopo omoteAel TO OOKTLAIKO OmOTUTTOUO. TOL KOOe oTOLXEIOL, EVM
YOPOKTNPIOTIKO €ivor To yeyovog OTL Gtopo pe omAn didtaln amodidovv pikpd aplfuod
QOCUATIKOV YPOUU®V KOl €vo, amAd GYETIKA (AcUO, €V (TOpo UE HEYAAO apBud
niektpoviov e£mTePIKNG oTOPAdNS OmodidoVY MO TOAVTAOKO KOl WHE TEPIGGOTEPES
QOCUATIKEG YPOUUES edopata [63]. 'Etol, mpaypatonoleitol mo10Tikdg Tpocoloptoos TV
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otolyelov pe Paon 10 PNMKOg KOUATOG GTO 0010 EVTOTILOVTOL Ol EVIOVOTEPESG POGLOTIKEG
KOPLOES KO TAPAAANAOG TOGOTIKOG TPOGOI0PIGHAC, 0 omoiog PacileTan oty éviaon TV
KOPLP®OV OVTAOV.

nuepa, n ICP-AES £&yet kabiepmBel wg pia avaAvtikn teyvikn mov Ppiokel epappoyn
0€ TOAAOVG TOUEIG TNG YNIIKNG avaAvong otoyeiwv, 1oco oe Epevvntikd Epyaotipia, 660
Kol 0TOV EAEYYO0 TOPAY®OYNS O1pOpwv Blopnyovimv.

IIposTonacio Tov dEiynoToc

[Ipwv amd Vv €vapén g avaivong mponyeital T0 GTAG0 NG TPOKATEPYACING TMV
derypdrtov, mov eivor wiaitepa onuovtkd. ‘Etol, gpapudletor po and t1g peboddovg
S1o0ALTOTOIN oM TOL OKOAOVOOVV:

- OAKOALKT 6OVINEN
- vypn 0&wvn mEYM
- 0&vn exydMon

Oco avagopd ot cvvinén, to Oeiylo aVOULYVOETAL e TO CLAMTOGHO GE OPICUEVN
avaoAoyio Kot Tomofeteital 6 KATAAANAO YOVELTHPLO KOTAGKEVAGHEVO GLVIOMG amd Pt kot
oTaVIOTEPO OO Ypoeitn kol GAAo LA, Emed moAdd ymuikd otoyeion pmopodv va
TPOKAAEGOLV JAPPwON TOL AEVKOYPLGOV, TPENEL v AapPdvovior TpoPLAdEels Otav
npdkelTal va ypnoponmonfodv delypata mov mepEyovv VYNAES cvykevipmoelg As, P, B,
Bi, C «xtA.. Z1ig cvvti&els, n Béppavon mpaypatonoteiton katd Pdon oe Oepuovopevo
@ovpvo, KaBdG oe avtov ot ovvOnkeg eivor KoAvtepa  eieyyopeves. To myua
naporappdvetar cvovnBmg pe apatd ofv, evd to adldAvta GAATo AmTOUAKPOVOVTOL LE
omonon.

H vypn 6&wvn méyn mpaypotonoteital e tn xprnom Kamotov avopyavov 0EEog N IiyLaTog
o&éwv pe vynio Pabud xabopdtmroag. Eivor m mo xown pébodog dtoAivtomoinomg
avOpyaveVv SelYUATOV 0TS To. LETAAA, TOL OPVKTA, TO TETPOUATO KoL TO £30(POG. ZYETIKA
pe m opaon twv opopwv avopyavev offéwv, to HCl dwivtomotel ta mepiocdtepa
avOpaKIKA Kol OCEOPKA dAata, KoO®OG kol opiopéva o&eidta. Ewduotepa, to faciikd
VO®p, daAvtonotel Ta TepLocdTepa pHETAALN cvpmeptlappavopévou kat tov Au. To HNO3
ypNoonoleitor evpéms yio v o&eldmwon ¢ opyavikng VANg tov detypudtov, gite povo
Tov gite og ocvvovooud pe HpSO4 M pe HCIO4 evd m xopua yprion tov HF givon 1
SAVTOTOINGT) TV TVPLTIKAOV VAIKMV GE YEMAOYIKA delyLOTAL.

Téhog, m O&wvn exkyOAon elvor M AyOTEPO GLYVA  YPNOLOTOOVLIEVT  HEBOOOG
dtAvtomoinong Kot yU' avtd to Adyo dg Ba avalvbel meportépw.

Y10 Tlapapmmua 1 mapovcidletor 10 mTpwTOKOAAO pe Pdon to omoio €ywvav OAeg ot
SLAVTOTOINCELS TV GTEPEDV JEIYUATOV HE 6TOYO avTd va e&gTactovy oto ICP-AES.

Heprypaen Tov opydvov [64]

Metd 1t dwAvtomoinomn tov Oetypotog, akolovBel m TomoBETMON TOL GTO OpPYOVO
pétpnong ko n €vapén g dwdikaciog avaivone. Ta ovoidon eEaptiuata evog ICP —
AES sivau

1. To mhdopa, mov eivor n YN 1OVIGHOD TOV delypnaTog Kot oynuatiletol péco oTov
mopco (torch). H onuovpyio tov mAdopatog vymAng Beppokpaciog yivetor epikt LETA
amd v €16000 adpovoig aepiov apyol pésa amd 1o deDTEPO amd TOVG TPELS YAAUlLOKOVS
oOANVEG TOL TVPooy Tov TePPdAAOVTOL amd omelpec emay®yKov mnviov. Me v
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EQOPLOYN VYNANG ovuyvdtTag 6To Tnvio avtd Kot pe v Pondeta evog omvOnpo evog
KukAopotog Tesla, onuiovpyodvtal ta TpdTU NAEKTPOVIA 0pyoD, 10VIGUOC Tov cuveyileTon
HE Ho dALGOMT aVTIOPOOT TPOG CYNUOATICUO TAAGHOTOS, ONAadN MAEKTPOVIMV Kot
wvtov apyov. H «xatdotaon ovty ovopdletor ekkévoon emaymylkd ovlgvyuévou
TAACLLOTOG KO G OTTOTELEGHLA £XEL TO CYNUATIOUO £VOG EALEWYOEIBOVG LoryvnTIKoD TTediov.

E mission region

Plasma
Induction coils '] s s Magnetic field
f——
2 3 4 5

Quantz tubes
Sl Sy Argon tangential
[ e flow
R

Sample flow

Ewova 2.9: Aiaraén mopood — wnyng midouatog

Me ) Ponbela €vOg eKVEQ®MTN Kol UG TEPICTOATIKNG avTAMog mov eEac@oiilet
otafepov pvBpov pon aepiov, ecépyetar To Oetypo pe T popen aepolOA amd Tov
E0MTEPIKO COANVO KO KOTA UNKOG TOV AEova TOL TAAGUATOC, 10VICOUEVO KATA TNV ETAON
TOV pe To TAdopa. Mikpo povo pépog tov detypartog 1oviletal, Evo To VITOAOTO GLAAEYETOL
KOl QTOOKPOVETOL, VD 1 6TafEPOTOiNoT TOL TAAGLOTOG EMTVYYXAVETOL LEC® TNG YOENG
TOV TOYOUATOV TOV oAV e aéplo apyd N dlwto. To ICP Aowmdv pmopel va Bempndel
po ToAD amoTEAEGUATIKT HEBOOOC, KABMDS 0 ¥pOVOG TOPAUOVIG TOV OELYILATOG GTO TAAGLO
elvat opkeTd peydroc.

Ewova 2.10: Exvepwtig kot mepiotaltixny avidia

Ewova 2.11: Movoypwuaropog
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Ot ekmepndpeveg amd 1o TAGGHO aKTIVOBOAEG €1G€pyovTaL G€ €vav KAEGTO OAAapo
(omTkd cvoTNUa), OTOL LITAPYEL PPAYH TEPIOAAONG HEYOANG SLOYMPICTIKNAG IKOVOTNTAG.
To ¢pdypa tov ypnoipomoovuevov @acuatopetpov ICP-AES eivar éva mpdtumo
oA OYPOPIKO @pdyuo evdg UETPOL e0TlOKNG omdotaong, pe 2400 yopoayéc/min  mov
ypnowonoteitor oty 1n 164én aktivoforiog (160-320nm) 1| ot 21 14EN (320—-800nm) ko
UTopel va O1o®PIcEL PUGUATIKES YPOUUES TTOL SOPEPOVY HETAED TOLG ¢ kot 0,005nm.

3. To paopatoperpo ival drdtaéng Czerny — Turner pe 61000)1KN 0VAALGN GTOLXEI®V
HE TO OPAYUO VO TEPIGTPEPETOL YOP® OO TOV AEOVA TOVL WE O OPIGUEVN] TOXVTNTO. XE
avTn TN 1Taén, N oYNUATICOUEVN OO TO TAAGILO TOAVYPOUATIKY aKTIVOBOoAlN TEPVA OO
TN GYWOUN €16000V ToL OnTIKOV cuotNuatog (10-20um) kot, aeov avakiaotel amd €vo
Koido kdtomtpo, Oluywpiletor omd TO  TEPIGTPEPOUEVO  QPAYUO GE  EMUEPOVG
LOVOYPMUOTIKES aKTIVOPBOAlES. AVTEG AvaKAMVTOL SLOSOYIKA OVOAOYO LE TNV TEPLOTPOON
OV PPAyUaTog, and éva devtepo koiho Kdtomtpo. Ot povoypouatikés aktivoPoiiec mov
TPOKLITTOVV KO OVTIGTOLYOVV GTO UNKOG KUUOTOG EVOG CLYKEKPIULEVOL GTOLElOV, TEPVOLV
dtdoyKa amd tn ool €600V 1oL omTIKoD cuoTHUATOS (25 — 50um) Kot TPOGKPOHOLV
GTOV aviYVeLTN (POTOTOALUTANGIOOTY) O OTTOI0G LETATPETEL TNV AKTIVOPOAIN GE NAEKTPIKO
pevpO.
®o pmopodoe va ypnolwonmombel Kot SOPOPETIKO  PUCUATOUETPO, TAVTOYPOVNG
avdAvoNG oToEl®mV, YVOGTO ¢ TOAVYPOUATOPAS. X’ aVTd, TO EPAYLL TOPAUEVEL 6TOOEPD
GT1 TEPIPEPELN TOV KVKAOL KOl OAEG Ol LOVOYPOUATIKES OKTIVOPOATIES, LETE TO dloy®PIGHO
TOVG GTOXEVOVY TAVTOHYPOVO GE GYIGUES GTNV TEPLPEPELD. TOV KUKAOV, TG® Omd TIG OTmOleg
VIAPYOVY  16GPIOUOL  POTOTOALUTANCIACTEG, TPOGdlopilovtag Tovtdypova ¢ Ko 48
ototyelo ToLV TEPLOOWKOD cLoTAUNTOS. QoTdc0, N SdTaln avth EYEl  KPATEPT
OO ®PLOTIKT TKOVOTNTO KOl LEYAAVTEPO KOGTOG OO QTN TNG OdOYIKNG AvAALOTG, EVOD
TPENEL VO, EIVOL EK TOV TPOTEP®V YVOGTY| 1] TOGOTIKY] GVGTOGCT TOV JEIYLOTOG.

4. O aviyvevtig wWvtov umopel va givol @oToOALYViO, EOTOTOAALATAAGLOGTNAG 1)
TOAVIOVAKOG aviyveLTNG. O TOALIIOLAIKOG aviyveLTG cVLEVENG PopTiov amoTteleiTal OO
pe  duoedlIoTATY] GLCTOIOL  UIKPOV  SOKPLITAV  QOTOSLOIGONTOV  aviVELTOVY, T
EIKOVOOTOLYEID, EVD 0 PMOTOTOALATANGIOGTNG TPOYLOTOTOEL EVIGYVOT TOL GNUOTOG LE TN
BonBeta pog oelpds S1a00y KOV SLVOS®Y Kol LETUTPEMEL TNV OKTIVOPOAMA GE MAEKTPIKO
pELLLO.

5. Téhog, N povada eA&yyov GLOTAHOTOG Kol emeepyociog amoTeAecUdTOV givol £vog
NAEKTPOVIKOS VTOAOYIOTIS, O Omoiog Owbétel 10 KOTAAANAO AOYIGHIKO Yyl TNV
aVaYVAOPIoT AYyVOSTOV YPOUU®V EKTOUTNG. MEow Tov LTOAOYIoTH 0 TOV Yivetal o opBdg
ELeYYOG Kot XEPIGUOC OAOKANPNG TNG O1AOIKAGIOG OVAAVOT|G.

Iopgnmoodicerg

Ot kouplotepeg MOPEUTOSIGES OV TAPUTNPOVVIOL OTN QOCUOTOCKOTIO OTOUIKNG
EKTOUTNG OPeilovTaL OE:

. TTapepPoréc Aoy pntpog: H vynAn cvykévipoon avopyoveov o&Ewmv 1 aAdtov, ot
HeTOPOAEG OTO 1EMOEC, 1N TLKVOTNTO N 1) EMPOAVEINKN TACT TOL OelylaTtog 0ONyovV ©€
oLV Tapovcioon TPOPANUATOV AEITOLPYIOG TV EKVEPOTAOV KOL GE OVOLOLOYEVN
eEaépmon tov delyporog.

II. TlapepPoréc vrootpdpatog: Ot TopeUTOdIGES AVTEG OPEIAOVTOL GTNV TOPOLGIN
aAKoA®V Kot OAKOALETAAA®Y Ta omtoia 1ovilovtotl bkoAa Kot exnpealovy TV Voot TV
YPOUUOV EKTOUTNG, LLE ATOTEAECLO TUNLLOL TG EVEPYELNS TOL TAGGOTOG VO KOTOVOAMDVETOL
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Y. TOV 10VIoHd Tovg 0dNydvTag ot peiwon g Beppokpaciog tov. Emiong, ta edkoia
ovilopeva otoyeion pmopel v EMNPEACOLV TOV 1OVIGUO TOV UHEPIKDOS 10VILOUEV®DV
oTolKElMV, KATL TOV 6TO ENAY®YIKA cvievyuévo TAdcpa teplopiletal oe peydio Paduo.

III. ®acuatikéc mapepPorés: Tlpdkettor yio v mo cvyvn Katnyopio wopepmrodicemv
o o¢oaocpotookomioa ICP-AES. 'Evag cuyvog TOMOC QAGUHOTIKNG TopeUnddions eival m
TOPEUPOAT LG POGUATIKAG YPOUUNG €VOG otoryeiov pe avt) evog dAdov. To mpdfinua
avtd umopel vo emivbel pe TN ¥PNON ONTIKOV GLOTNUATOV UEYOADTEPNG OLOKPLTIKNG
wKavotNTOoG, N HE TNV €Qapuoyn HeBOd®V TpoKaTEPYNsiag TOL OelyHotog Yoo TNV
amopdkpouvon evog and ta 600 otoryeia. TTapdAinia, KATO10G TEPLOPIGUAC EMTVYYAVETOL
KOl L€ TO GMOTO KOAWUTPAPIOUO TOL QAGUOTOS N HE TNV TEAIKT| EMIAOYY (QOGUATIKOV
YPOUUAOV HUKPOTEPOV 1) LEYAADTEPOL UNKOLG KVUOTOG.

Avvarotntee ko EQappoyéc

Me v teyvicn ICP — AES pmopovv va avaivBodv mocotikd {yvn tov mepIccoTépmv
otolelov tov TEPLOOKOD GLOTAHOTOS pHE Opo  avixvevong 1 — 100ppb ko
enovainypomto 1 — 2%, yopic va amatteiton Avyvia yio KOs otoryeio dmwg otnv AAS.
"Etoun teyvu ICP gvogixvuton 18img:

- ['lo. IpOGAOPIGHO KPDY GLYKEVIPOCEWDV oTolyEiwv, 0nmg P, B, W, Nb, Ta, AavOoavidec
K.Q.

- ['a avalvoelg otoyeimv mov dev umopoHv va. Tpocsdlopiotodv pe v AAS, omtmg S kot J.
- ['a avarvoelg ToAdV ctoyeimv 6e TOAAL dstypaTa.

- Otov o’ éva degiypo pog opiopévng apaimong mPEMEL VO, TPOGIIOPIGTOVY dAPOpaL
otoyelo pe meplekTKOTNTO OO ppm puExpL %.

- Otav o1 ouyKkevIp®GELS €VOG GTOKEIOD dPEPOLY TOAD oTaL drdpopa delypata Kot gival
avoryKkoio Lol YPOUUIKY] KOUTTOAT ovopopas Yio LEYOAES TEPLOYEG CLYKEVIPDOGEMV.

Ot ggappoyég g pebooov gtvar ot €€NG:

1. AvoAOoEL YEOAOYIKOV OEYUATOV, KUPIMG YO0 TOV TPOGOOPIGUO OCTAVIOV YOUDV
(AavBavideg Kot VTTP10).

2. Avalvoelg petadhovpytkdv detypdtov, 10ing yo ta ototyeioo Nd, Ta, W, B, Zr, P ka1 S
7oL OgV PUopPovV va avaAvBovv pe tnv AAS.

3. AvoADGEIS TETPOYNUIKADY, OTMG OVOADGELS PoLTivag UETOAA®V e AddL Admavong
UNYOVAOV ECOTEPIKNG KAVOTC.

4. Avaidoeig meptdAlovioc, OTmG avorvoelg Papémv LETAAA®Y G JelyIaTH TPOEPYOUEVA
amd ProAoyuo Kabapiouo.

5. T'ewpywn Xnueia, m.y. mpocdiopiopds otoyeimv émwg to P, Ca, Mg, K c¢ €ddon o’
OOV TPOKVTTEL 1] KOTAAANAOTNTA TOVS N N Y10 SLAPOPES KAAMEPYELES.
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2.2.4 Tlepifhaon Aktivov-X (XRD)

Ot axtiveg-X avakaAdvednkav 101895 and tov W. C. Roentgen o omoiog élafe kot to
npwto PpoPeio Nobel dvowne ota 1901. Ov akrtiveg-X givol pio pn KATOGTPOPIKN
péB0dOC yopakTpiopol TV LAK®V. Me 10 meplOhacipeTpo tov oktivov-X pmopetl va
YIVEL 0 TTPOGOIOPICUOG TNG KPLGTOAAIKNG 1| GUOPPNG KOTAGTOONG KOl TNG OOUNG TV
SPOPOV LAMK®V.

H mapaymyn tov aktivov-X yivetar péca oe €101kEG Avyviec (MAEKTPOVIKOL GOANVES
DePLIOVIKNG EKTOUTNG), OTOL TAXEMG KIVOUUEV NAEKTPOVIO EMPPASHIVOVTOL ATOTOMO KOTA
TNV TPOGTTMCT| TOVS GE UETAAMKO 6TdY0 (avTiKaB000) Kot ekméumovtol poTovia (aKTives-
X). To pacpo. EKTOUTNG TV OKTIVOV-X OTOTEALEITOL OTO IO GLUVEYT] GLVIOTMOGO, «AEVKN
axtvoBoAia, mov gival avaioyn g axtvoPoring tov péravog copatog. [poépyetor amd
™V TEIN oM TOV NAEKTPOVIOV, Yo ovTd Kot Aéyetan axtivoBolio tédnong (Bremsstrahlung).

2V KpuotaAroypapio ot Avyvieg aktivev-y Aertovpyohv Vo Kevo e VYNAN TAOT TNV
neployn 30-60 keV. Ot aktivec-X e&épyovrat and v Avyvio amd mapdbvpo Pnpviriov ota
toyopata e. Emedn 1 axtivofolia x amoppopdtot amd tnv VAN Kol 1 amoppOPNoT TG
glval oAy peydAn ota Papvtepa GToEln, Yo TNV KOTAGKELT Topadupwv aktiveov-X
ypnopomoovvtal elappd otoyeio. To Pnpdiiio pe mpoodnkn 0,2% Ti amotelel to
KOADTEPO VAIKO Yoo TNV KaTtookeLn mapabipwv. Avaroyo pe tn Avyvia ypnoipomroleitot
KatoAnAo @iktpo Aemtod @vAlov petdirov (Ni ya Avyvia Cu, Fe yu Avyvia Co, Zr ya
Avyvia Mo) ko 1 exmepundpevn aktivoBoiia x wropet va yivel LOVOXP®UATIKT).

[Tepimov 10 95% TOL GLVOAOL TOV GTEPEDV VAIKOV UTOPOVV VO, TEPLYPOPOLV G
KPLOTOAAIKA. Otav ot aKTIveS-y AAANAETOPOVV UE L KPLUGTOAAKY] OVGia, Taipvovpe Eval
npotuno mepibiaonc. To 1919, o A. W. Hull g&édmoe pia perétn [65] pe titho «Mia véa
péBodoc Xnukng Availvongy. Xe autnv Tovice 0Tl «...k00e KpuoTaAlkn ovcio divel éva
npdTLTOo, N 101 ovcia, divel mavta to 1010 TPOTLTO, Ko G€ éva Uelypa ovol®v, N KaOe
ovcio mapdyel To TPoOTLTO TG aveaptnTa and T dArec». To mpdTVmo TepiBrlaong TV
axtivov-X pog kabapng ovciog amotedel, g €K TOVTOV, TO KOUKTUAIKO OTTOTUTMOUOY TNG
ovGiag.

H péboodog mepiBraong eivarl €161 10VIKN Y100 TOV YOPOKTNPIGUO KOL TNV TAVTOTOINoN
TOAKPLOTOAMKOV Paoewv. Baoglg dedopévov omwe ot g debvoug tpamelog (Powder
Diffraction Data File — PDF) mepiéyovv Pdaon dedouévov pe mivakeg yuo yAGdeg
KPUOTUAAIKEG EVOGELC.

YNuepa, N PDF €yel ovykevipwoel mave amd 200.000 nepibracioypapnipota, 6mov Ue
™ Ponbe cVYYpoveov AOYICHIK®V TPOocdopilovior Ot KPLGTOAMKEG (QAGELS TOV
eEetaldpevou odetyparoc. H wopua ypnon g mepibBihoong eival va mpocdlopiotovy To
oLoTATIKA £vOG delypatog péso amd pa dadikacio avalnmmong/tavtonoinone. Emmiéov,
01 TEPLOYEG KAT® ammd TNV KOpLE1|, oxeTIlovTol LE TO TOGOGTO TG KAOE PAoNC TOL LVILAPYEL
670 JOetypa.

H mepiblaon axtivov-X (XRD) eivar por ToAd onuavTiKh TEPOUATIKY TEYVIKT TOL
YPNOOTOIEITOL KLPIWG Yot TO YOPOKTNPIGUO TNG KPLOTOAAKNG OOUNG TOV GTEPEDV,
TEPAAUPAVOVTOG TIG TAEYUATIKEG OTAOEPEG KO TN YEWUETPIN, TNV TAVTOTOINGT AYVOGT®V
VAMKOV, KaOdG Kol TOV TPOCAVATOACUO HOVOKPLGTOAA®Y. X& ouTh TNV TEXVIKN,
TopGAANAN Séoun oxtivev-X, pE MAKOS KOHOTOg mov kupoivetor amd 0.5 éoc 2.5A,
TPOOTNTEL 6TO Ogiypo Ko mePOAGTOUL Omd TG KPLOTOAMKES QACELS TOL OElYHOTOG
oOHEoVa Le To vouo tov Bragg: nA=2d sind (6ov A t0 uiKog KOUATOC TG TPOCTITTOVCOG
déounc, d M amdoTaoN TOV OTOMKAOV EMTES®V Kol O 1 GUUTANPOUATIKY Yovid
TPOGTTMOOTC).
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H évitaon tov meplblopevov oktivov-X peTpdtalr cov ouvaptnon g yoviog
nepiblaong 20 kot Tov mpooavatoiouod tov detypatog (Ewdva 48). Avtdg o tpodmog
epiOAOONG YPNOIUOTOLEITOL Y10, TNV TOVTOTOINGT TS KPVOTOAAIKNG OAOTG TOVL delyHaTog
Kol yoo T UETPMNon TV 110THTOV TG doung tov. H mepiblaon aktivov-X, 6mmc Mon
ava@épOnke eivor pio pn  katootpentikny péBodog kot dev  amorteiton  mepimlokn
TPOETOOGIOL TOL OelyuaToc, Yeyovog mov e€nyel v evpelon ypniom g Yoo TOV
YOPOKTNPIGUO TOV DAK®OV.

‘Eva a6 ta petovektipata e pebodsov XRD eivar 1 pikpn évioaon tov neptddouevov
aktivov-X, 1daitepa oto. VAIKGA pe pikpd otopkd apBud. H pébodog XRD eivan
TEPLGGOTEPO  vaictnT ot LMKA pe peydAo atopkd aplBud, evd m mepibioon
nAektpoviov N vetpoviov eivatl TeplocdTEPO KATAAANAN Yo TO VAKE PE HUKPO ATOUIKO
apouo.
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Ewéva 2.12: Xynuatixny avaropdoroon mepifiaciyetpov axtivov-X yio yewuetpio Bragg-
Brentano (6-26)
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2.2.5 Hhextpovikn Mikpookomnia Zapmeng (SEM)

H teyvoloyia g Hiektpovikng Mikpookomiag Xdapwong (SEM) mapovoidotnke yio
npoT™ eopd 10 1935 amd tov Max Knoll. AvartdyOnke meportépm omd tov Kabnyntm
Charles Oatley kot tov petamtvylokd tov gorrner Gary Stewart. To SEM Bynke yio tpdn
@opd otV ayopd to 1965 and v Cambridge Scientific Instrument Company pe to 6vopo
«Stereoscany. To mpmto awtd punydvnua tapadddnke oty DuPont. Ot apyikég exTiUoELS
nepoplav ™ {mon tov oe 10 cvokevég maykoouing, €mecav katd TOAD Opmg £,
kabhg onpepa vroroyiletar g 50.000 kot TAEOV UNYOVIHATO VTAPYOVV GE EPYOCTNPLO
Kol ETLYEPNOELS G OAOV TOV TAAVI|TY.

‘Eva SEM a&omotel tic mAnpo@opieg mov mpospyovtat amd To dEVTEPOYEVI NAEKTPOVIA
(Secondary Electrons), ta ontoBookedalopeva niektpovia (Backscattered Electrons, BSE),
TIG  YOPOKTNPIOTIKEG OKTIVEG-y Kot TO @®¢ (kaBodikn ekmoumy akTvoPoAiag,
Cathodoluminescence, CL). Ot aviyvevtég TV SEVTEPOYEVAOV NAEKTPOVIOV VIAPYOLV GE
oAa ta SEM, aAld omaviog éva punyavnuo 0o dtabéter aviyvevtég yioo 6o ta mOava
CONUOTOY TTOL UTOPOVV VA 0E10ToInHovv.

Ot 7mpoeopieg mov  «emeEepydletary  éva  SEM  eivan  amotélecpo  tov
OAMAETIOPAGE®V TNG NAEKTPIKNG déouNg e T dropa mov Ppiokoviar onv empdvelo (M
KOVTa o€ aT) TOL Oelylotoc. TG TEPICCOTEPES TEPUTTMOOELS KATAYPUPNG CNUAT®V, TO
SEM diver ewdveg vynAng ovOiAvonGg NG EMPAVELNS TOV OSOKIU®V, OmTOKOADTTOVTOG
Aemtopépeteg oe péyebog pkpdtepo amd 1nm. H pedétn g emedvelag tov deiyuatog
kabiotator @kt O10TL N KAAG GTOXELUEVT OEGUN NAEKTPOVIOV TTOV «YTLTEY TOV GTHYO,
otver oto SEM éva peydro BaBog mediov mov petatpEéneTal 6€ TPLoIACTUTY ONEIKOVION.

H peyébovon tov empoaveidv Eekiva amd g 10 popég kar ptdvel £mg Tig 500.000. (250
QOPEG TEPLOCOTEPO OO TO AVATEPO OPLO TOL KOAVTEPOL OMTIKOV pIKpocskomiov). Eva
axopo ovykprtikd misovéktnuo tg HAextpovikng Mikpookomiog Zdpwong eival Kot M
VmapEN TOL OTOYXEWKOD OVOAVLTH OV Olvel TANPOPOPIEC GYETIKA LE TNV GCTOUYELOKN
av@Avon evog delypatog, oMAad TV EMQPAVEINKDV TOCGOGTOV TOV GCTOLEIDV OV
e€etdlovTon G Lo GLYKEKPLUEVT] TTEPLOYN.

Ieprypo@n Tov 0pYdvoL

Electron Vacuum

Gun

Condenser
Lens

Electron

Condenser

Lens

Ewova 2.13: Baoiko. tunuozo. 6\;0’§ SEM
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2mv Ewéva 2.13 mopovoidletol to ecmtepkd tuipa evog SEM. Ga akolovdnoet N
OVOAVTIKY EMEENYNON TOV ETUEPOVS GTOLYEIWV TOV:

- IInyn nlextpoviov (Electron gun): Xe éva tomkd SEM, n déoun miektpoviov
mapdyetol pe Beppukn ekmounn and Eva vipa foiepoapiov mov Agttovpyet o¢ kabodog. To
BoAppduio ypnowomnoteitar kat® €Eoynv 00Tl €xel 10 vVyNAdTEPO onueio ™éEng, ™
YOUNAOTEPN TACT ATUMV KOl GYETIKA UIKPO KOGTOG GE GYECT HE TO GAAN LETOAMKA
otoyeia. EvaAlaxtikd ypnoomoteiton kdbodoc e€afoprovyov AavOaviov (LaBs).

Méooa amod to viua dépyxetan pevpa (filament current). Kabmhg 1o pedua av&averat,
EKTEUTOVTOL NAEKTPOVIOL TTOL KOTELOVVOVTOL TPOS TNV AV0O0 (OEpUONAEKTPIKO POVOUEVO).
Exel epappoletar Eva vymio dvvapukd g taéng tov 1-30 KV (accelerating voltage) mov
emroyvvel ta NAekTpovia. Baowkn emdiwén elvar n mapayduevn oéoun va givor 660 10
duvatoév mo AT Kol OEIGOLTIKN. [ T0 okomd ovtd KaTeLBOVETOL pPE PEYOADTEPT
axpifea pe ™ Pondeia TOV PAKOV GLUTVKVOCNG.

- ®dakoi cuumvkvoong (condenser lenses): To emttayvvOpEV 0O THV GVOd0 NAEKTPOVIQ
dépyovTal pHéca amd S1000YIKOVG PAKOVE CLUTVKVMGNC TTOL TO, LETOTPETOLY GE déaun. Ot
QoKkoi gival KOTOGKEVOGUEVOL OO LOYVITEG KOL GTNV OVGIR EAEYYOVV KOl ETIKEVIPOVOLV
™ 6éoun, e€acparilovtag 6Tt To nAekTpdvia Bo akoAovOncovy TV akpiPn mopeio TOVG.
Awkpivovtol o) GTOV GUYKEVIPOTIKO (POKO OV KOVEL TN OECUTN TOV NAEKTPOVIOV O
OLEICOVTIKY Kot B) GTOV OVTIKELLEVIKO QKO OV £0TLAleL T déoun oTo delypa.

- Xvomnua kevov (vacuum chamber): Katd ™ ypnon tov SEM, n omin mpénet va
Bpioketar vd kevd yuo va umopet va mapayBel Ko va dwutnpnBel otabepn 1 axtiva tov
niektpoviov. EddAA®g, To MAEKTPOVIOL GLYKPOVOVTOL HE TO UOPL TOL OEPA KO
amoppodvTol o’ avtd. To kevd emtvyydvetal e TNV XpNon VO AVTAMAOV Kot gival NG
TéENG TV 2%¢ Pa. Av 10 Kkevo amovciale, N YN TOV NAEKTPOVIOV (GE OTHLOGPOUIPIKES
ocuvinkeg) Ba koryodtay Kot Ba epgavioviav okEdaon TV NAEKTpovimV TG dEGUNG.

- ®@dAapog tov deiypotog (Sample chamber): Eivot to pépog mov tomobeteiton to deiypo
pog eE€taon. Emedn o telkég ewoveg ¢ empdvelag mov embopovue vo AdPovpe Ha
mpénel vo, etvan Wwaitepa eukpivels, o Bakapog Tov detypotog Ba mpémet va etvar ovOeEKTIKOG
Kol va. dwtnpeiton otafepods. Lto OdAopo to delypo €xel emmAfov TV KAVOTNTO VO
petakveiton pe T€tolo Tpomo, Oote vo eEacpailovratl ot KatdAAnieg yovieg yio tn Anyn
SOPOP®Y POTOYPAPLOY TNG EMPAVELNS TOV, YWOPIG TN cvveyN enavatonofétnon Tov and
TOV EPELVNT).

- Aviyvevtéc (Detectors): Amo ) otiyun mov n déoun niektpoviov Oa «méceyy otnv
EMPAVELD TOV DMKOV-GTOYOV, VILAPYOLV SLAPOPOL OVIYVEVTEC TOV KATOYPAPOLY TOV TPOTO
AAAMAETIOPOGNG TOVG. TNV 0LGIN Ol AVIYVELTES ival TO LATIOL TOV PIKPOGKOTIOL.

AgVTEPOYEVI] NAEKTPOVIL: TPOKEITOL YO EMPAVEINKE MAekTpdVIOL TTOL divovv TNV
€OV NG HOpPOoAOYiaG Tov Tpog e&étacn dokiptiov. XpnotpomrotoHvtal cuvibme Yo va
petafovpe oe peyohOtepeg peyeBivoelg. Xtnv ovoia amotelohv Ta MAEKTPOVIO TV
6TORASMV TOV OTOUMV TOL LDAIKOV Kot gival oxetikd youning evépyelag. Katevbovovion
TPOG TOV OVIYVELTH OEVTEPOYEVAOV NAEKTPOVIOV (LEGH KATAAANANG S10POPAS OLVOLIKOV).
O ovykekppévog aviyvevtg eivol évag Kabodkdg cwANvag otnv dxpn Tov omoiov
Bpioketan pa eBopilovca empdvela. Avdioya pe ™ pop@oroyic Tov VAWKV («Bovvay -
«KOWMAOEG»)  ONUIOLPYOLVTOL AYOTEPO 1] TEPLGGOTEPO QMOTEWVE onueion TIve o
eBopilovca emodveln. Emopévmg, n mopayopevn €ikovo mov AdpPAVOLUE OVGLUGTIKA
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oyetiletanr pe g SaPfadon g eOTEWOTNTOS TOV NAEKTpOVioV Tave oty eBopilovoa
emeaveld. ['evikd HEC® TV OVIXVELTMOV OEVTEPOYEVAOV NAEKTpOVIKV KabicToTon dvvatn N
Mym ewovov popeoroyiag kot pikpodoune. o mapddetypa, o aviyvevtng Everhart—
Thornley (ETD) xoataypdeet to d€0TEPOYEVH MAEKTPOVIOL TOV «EEMNOOVVY amd TNV
e€MTEPIKN mMPAVEID TOL OelyHaTog. AVTOG O OVIYVELTNG TAPEXEL TIG TIO OVOAVTIKEG
QPOTOYPAPIES Y10 TNV EMPAVELN TOV OEIYUOTOC.

Omoc0ooked0lONEVE NAEKTPOVIO: TPOKELTOL Y1O. TO NAEKTPOVIOL TNG OECUNG TOV
GLYKPOVETAL LE TOV TUPN VA TV atopwv. Kdmoto and avtd okeddloviot Tpog T miom Kot
OTN CLVEYEW GLAAEYOVTOL OO TOV oviYveLTN omioBookedalopevmv nAekTpovioy. Atvouvv
EIKOVEG LOPPOAOYIOG, WKPOJOUNG OAAG KOl GTOEWKNG KOTAVOUNG pe PAon Tov HECO
atoptkd aptpd tov VAKoV. ‘ETot, ot epepoavifOpeveg oKOTEWVEG TEPLOYEG o€ ia eikova, SEM
OVTIOTOLYOVV GE EAQPPUTEPA GTOLXELD, VD avTifETO, 01 POTEWVEG TEPLOYEG OoYeTICOVTOL LUE
ta Bapvtepa otoryeia (peyaldtepov onAadn atopkol aptfpov).

AkTivec-X: 01 YOPOUKINPIOTIKEG OKTIVEG-Y EKTEUTOVIOL OTOV 1) TPOCTIMTOVGO JECUN
NAEKTPOVIOV AmOUAKPOVEL £VO, ECOTEPIKO NAEKTPOHVIO TOV OEIYUATOG, SNUIOVPYDVTOS Mid
omn. H om xotahapfdveror amd éva nAekTpdvio vymAidTtepng evepyelokng oTiPAdas, Tov
kabmg petamintel oanedevfepmdver evépyela evog pmtoviov. Ot aktivec-X ypnoipomotodvton
Y10 TOV TPOGOLOPIGUO Kot TN HETPMON TOL aplflod TV ctotyeimv 6To delypa.

Unoccupied energy leve

o
O
n=1 7

n=2 O
n=3

2
[ ]

Surrounding space
X-rays

Ewkova 2.14: Anuovpyio orng ko katainyn e Gsons tov nAektpoviov amod ¢lro
DYNAOTEPNS EVEPYELIOKNGS OTAOUNG

SOUTEPACHUATIKA, 1M €KOva mov AopPdvovps ond €va HAektpovikdé Mikpookdmio
Yapwonc SEM, dnuovpysitar kabdg capmdvoviag TNV EMEAVELD. TOV OEiYUOTOG-GTOYOG,
apdyovtal dgvutepoyevn Kot omicBookedalopeva NAEKTPOVIO (TOV YPNGILOTOLOVVTOL Yol
™V ekova) Ko aKtivec-X (Tov pNGIULOTOI0VVTAL Y10 GTOLXELNKT AvVIAVOT)).

IIposTowmacio ostyndrtov SEM

Ola ta detypata mov mpoopilovror va eEgtactovv pe o SEM Ba mpénet va dwabétovv
éva KatdAnAo péyebog yia vo yopdve oto Odrapo. Apketd poviéha SEM pmopovv va
petpnoovy deiypata £og Kot 6 tvtodv (15cm).

2116 ovpPoatikég petpnoelc pe SEM ta detypoto mpémel va elvol nAEKTPIKA aydyuLa,
TOVAQYIOTOV OTNV EMPAVELL TOVG, YL TNV OTOQLYN GLYKEVIPOONG MNAEKTPOGTATIKOV
QOPTIOL GTNV EMUPAVELD OVTOV.
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Ta un aydylo delypoto TEivouy Vo OPTIGTOVV OTOV «GKOVAPOVTOLY amd Tn 0EGUN
nAekTpoviov kol 1eitepo OTaV avViXVEDETOL 1| OPACT TOV OEVLTEPOYEVMV MAEKTPOVI®V,
dvvatal va TpokAnBovv Aabn ot cdpwon kot atéleleg ot poToypapisc. [ avto, Térola
delypota KoAdmTovtolr 6uviOme pe o eEPETIKG AETT EMKAALYT a0 KATO0 OydYULO
vAikd. H emkdioym yivetor covibog pe e&dtuion oe vynAd kevd M pe evamodbeon
KaBodKNG draokoOpmiong (Sputter coating) vad yopnid kevo. Toa aydyua VAIKG TOL
YPNOLOTOOVVTOL MG HECH ETKAALYNG Eival GLVIOWOS ¥PLGOC, KPAU XPVGOV - TOAANSIOV,
mAativa, 6610, 1pidto, POAPPALLLO, XPOUIO KoL YPAPITNG.

Ta petodhkd avtikeipeva mov e€etdlovtal 6to SEM amattovv eldyiot mpostolacia,
OTm¢ T0 Kabdpiopa g empavelng (Aeiavon-ctiAfwoon) Kot 1 ot TomoHETNoT TOVG 6TO
fdrapo.

Eoapnoyéc SEM

To HAektpovikd Mikpookodmio Zapmong ypnoiLonoteital vpitata o OAo Ta Tedia Tov
poG eVOlpEPEL M YempeTpia Kol M ovotacn S pikpodouns. Mmopel vo eggtdoet pa
peyain motkidia detypdtmv Omwg Proroyukd vAIKA, OAl, puepppaves, oiktpa, iveg, pnrivec,
TEPPEG, TOUYEVTA, YOUOTO, UETAAMKES EmPAVEIES, ToAvpuepn kKA. H peydin dvvotdmra
eotioong kot aAdayng peyébuvomg oe éva gupv medio, M eAdyloTn TPOETOWOGio. TOL
Oelylatog Ko To TPIOOAGTATA OYPAUUATO OV HOG TPOCPEPEL, TO £YOLV KAVEL £val
amopaitto opyavo £pegvvas. Me 10 SEM  eEacparilovpe mocotikég avoridoels Le
YEOUETPIKEG AemTopépeleg kal €yovue Tn dvvatotmto va Eeyopiloope o@doelg. O
cuvovacpog SEM pe XRD ypnoiponoleitor eupEémeg 6TV mTOGOTIKY OVAALGT EANTAOV Kot
evpavotwv eacemv, 6to Baog Twv pnypdtov, oto péyebog e {dOVNG GYICUOV Kol GTOV
Tpomo dnpovpyiag poyudv. H d1dfpmon Kot ETkdAvyn eTQavEI®V LEAETOVTOL ETIONG LLE
t0 HAgktpovikd Mikpookomio Zapmong, ¥PNCLOTOLOVTOS OAN TO TAEOVEKTUOTE TOV Y10l
TOV YOPOKTNPIGUO TOV TOTOV TNG OEPPOONG KOl TNG EXIKAAVYNG KOL TV KIWNTIKN HLEAETT
TV dlepyactdv. Ot dOUEC TOV TPOGTATEVTIKMOV EMKOADYEMY KOl 1] OTOTEAEGUATIKOTNTA
ToVG EAEYYovTOL Eiong péow ewovav SEM.

Soumepacpatikd, 1 xpnon tov SEM koaAdmtel éva tepdoTio TAOIGIO EPUPUOYDV KoL
EMOTNUOVIKAOV KAAO®V Ko glvar £va Ypr oo EpYOAEID OTA YEPLA TOV EMGTNUOVOV.
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2.2.6 Spark Plasma Sintering (SPS)

H mupocuocoudtoon tov KepouKdv KOVE®Y Y10 TV TOPOY®YN COUTUYMOV DAMK®OV Kol
TUKVAOV dOp®V amaltel cuvNO®G LYNAES Bepprokpacieg Kot peydlo XPOVIKA SLOCTHHOTA.
[Tépa amd TIC evepyelokég OAmAVEC Kol TOVG TEPPAALOVIOAOYIKODS EVOOLOGHOVS, M
dwdkacio avty 0dnyel Kot g YOvOPOKOKKO TEAKA LAIKA 7oL €ival avembounto yuo
YPNON O€ AETOVPYIKES Ko dopukéc epappoyéc. H e&doknon OAmtikov tdcemv PéPara,
eotveTor va BEATIOVEL TN GUUTVKVOOT] KOl VO UEIOVEL TNV OVATTLEN TV KOKKOV OF
dadkacieg Onwg 1 Bepun ocvumieon kot 1 Oepun 1GOCTATIKY GLUTIEST).

H teyvikn SPS mepilopfdver v epoppoyn piag OMmtikng téong oe €vo KoAovmt
cLVNMOOC KATAOKELAGUEVO Omd ypoeitn, pHe TN Oeppokpaciot vo ovOTTOCOETOL UECH
moApkob peopatoc. ‘Exet avaeepBel mmg o1 Topelc epaployg TV TEAMKOV DAKOV Htopet
va meplopifoviar oe Kamowo PBabud amd ™ cuvion PN YPAPTIKOV KOAOLTIADV, Yot
avtd yopoktnpiCovrar amd younAn avroyn oec @Bopd pe cvvemaydpevn avénomn Tov
KOGTOVG NG GLVOAKTG dadtkacioc. [’ avtd to Adyo, €xel mpotabel n ¥prioN KaAOLTLOV
KOTOOKEVOGUEVO, OO OAOVUIVO, MOCTE VO, PEIWOEL TO GLVOAMKO KOGTOG NG JldIKAGIOG
TVPOGVGOMUATOOTG [66].

[ToAAég €pevveg Exouv dei&et 0TL N TeyviKN SPS givan tkavn va Topdyel TuKVES GVUTTOYELG
dopég pe Aemtopepn peyEON KOkkmv, o youniotepes Beppokpacies kot xpovovs. Iaporo
BéPara mov M amoteAesHOTIKOTNTO TNG HEBASOL £YEL OVOYVOPIOTEL, O1 UNXAVIGLLOL EAEYYOL
7oL oYeTIlOVTaL [E TN GLUTLKVOGT dEV EYOVV TANPMG TPOGdIOPLeTEL [67].

IMo ovykekpyéva, n texvikn SPS, yvootm kow wg PECS (Pulsed Electric Current
Sintering) aviker o€ o €VPVTEPT KOTINYOPiO, TEYVIKOV TUPOGVLOCMOUATMOCNG 7OV
nepthappdvouv t ypnomn moiukov DC pevpatog yio va emitevybei  cvumdkvoon. To
eovopevo Joule mailel onuavtikd poOAO 6T CLUTVKVOGCT TOV KOVEMV, YEYOVOG TOV 0ONYEL
otV emitevén moukvOTNTOG KOvtd ot OepnTiki NG T Kol O  YOUNAOTEPESG
Bepokpacieg TUPOCLGGMOUATOONC, GE GUYKPIOT LE AAAES GUUPOATIKES TEYVIKES.

‘Eto1, ota Baocikd mheovektipoto e peddoov copmeptrappdvovror ot pikpoi ypdvot yo
1 ovooOUATOon (HOAG Alya Aemtd), e€outiag tng ¥pPNoNG VYNAGV puBudv BEpuavonc
(¢oc ko 1000 K/min). Emmpocbétmg, omwg ko otn Oegpun ovumicon, n epapuoyn
pnyovikov Oumtikov @optiov odnyel o€ ocvumayelc doués pe Pehtiopéveg 1010tTEG (TT.Y.
TEPLOPIOUEVT OVATTTLEN KOKKWV).

Mua tomikr| o1dtaén SPS kot éva 1avikd didypappa eaivovror otnv Eucova 2.15.

Spark Plasma Sintering (SPS) Pressure
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\acunm i Sparking Densifying Cooling
LLLLS
chamber Pressure p—

Ewdvo 2.15: Adtoén kot tomikd diaypouue evog kokiov SPS [68]
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210 mAaiola NG TOPOVGAS EPYOTiag YpNoILoTomONKe 1 O1dTaEn TVPOGVGCOUATMOONS
Dr Sinter 515S Syntex mov Bpioketal oty F'odiia (CNRS-Thiais, France).

Ot okobveg TomoBeTnOnKay ce YpaPlTikd KaAoOVTL SOUETPOL ¢ = 8MM, T0 €6MTEPIKO
TUAUO TOL OTO10V NTOV KOALUUEVO HE €va AETTO YPOPITIKO QVALO (papayex@) doTE VO
amo@evydel N amevbeiog emar) TS oKOVNE Kot Tov kKaAovmov. To chotnua Bprokodtay vd
HOVOOEOVIKY] CUUTIEST Y10 VO TTOPOUEVEL KAEIGTO. LTO GUOTNUO EPOPUOCTNKE TOAUKO
GLVEYEG pev TOV eMETPEYE o1 Bepprokpacio vo avénbel toyéws. 'Eva €idog ypapitikng
600G Ypnoponombnke eniong yuo T peioon tov anmielidv Oeppdtrag. H Bepuokpacio
NG TUPOGVCCMUATMOONG LETPNONKE LE OTTIKO TUPOUETPO, HEG® UIKPNG OTNG GTO AL TOV
YpaoTikod KoAovmov. [Ma peylotomoinon g avoamapoyoyuodtntog, 1 Oeppokpocio
TVPOCVLOCOUATOONG Kol M Tieon eAEyyovioy omd avtopata ereyyoueveg povdoes. Ta
dpopa delypata OepudvOnkov pe v emiPoAn TOAUKOD GULVEXOVG PEVLUOTOC TOV
dépyovtav pésa amd To cLGTNO TOL KaAovTov. H ypovikn d1dpkelo Tov Tahpov té0nke
ota 3MS kat OAa Ta delypato Bpiockoviay Vo KEVO.

Mo v moporafn TANPOS CUUTVKVOUEVOV SEIYHATOV akoAoLONONKE pio dradkacio
TLPOGVGOOUATOONG Ovo Pnudtov. To mpoeil ¢ axpifovg Bepuokpaciog kol mieong
cuvoyiletar otnv Ewova 2.16. ITo cuykekpyéva, e OAES TIG TEPMTOGELS, 1| Beppokpacio
avénonke avtopata émg tovg 600°C péoa oe 1min. AkolobvOnoe Topapovy Tov SelYHOTOG
Yo 6min o€ avt ™ Oeppokpaciao, n omoia kot puOuilovrav pe yprion mvpopétpov. ‘Enctta
to. detypota Oeppavinkov og Ogppokpacio Ty = 1000°C pe poud 100°/min (tpdto Pruo)
Kot oioknOnke oto kodovmt pa otabepn povoa&ovikn mieon SKN. To deiypo mapépeve o
avtn ™ Oepuokpacio yio 20min kot £neito akolovOnoe avénon g Bepprokpaciog e Tov
O puOud éog v Tt T, = 1200°C. Ko mdAr to delypa dwtnpndnke oe avtn
Bepuokpoocio yo 20min. O KOKAOG THG TLPOGLGCMUATMOONG OAOKANPMONKE e TOyEin
Yo&n tov detypdtov, Kotd tn ddpKea TG omoing 1 wieon peidonke.

——YFF—7 12

T,=1200°C

1200 —+

T, =1000°C
1000

800 —

Sintering temperature (°C)
Sintering pressure (kN)

5kN = 100 MPa

600 —

400 —— .
0 500 1000 1500 2000 2500 3000 3500 4000

Sintering cycle time (s)

Ewéva 2.16: Tpopil Ocpuokpacioc mopoovoomudtwons (°C) kou nicong (KN) oovaptioet
700 YPOVOoU (S)
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2.3 Emoy1n KEPUUIKOV VTOGTPDUATOG

2T1¢ Topaypdeovg mov akoAovBodv Ba avalvBodv ev cuvtopio Tor SAPOopa KEPUUIKA
VMKA IOV EMAEYONKAV ®G VTOGTPOUOTA Y10, TV NYOYNUIKT EVATODEST TOV UETAAMK®DV
COUOTIOIOV.

2.3.1 Aroopva (Al,O3)

2TIC HEPEC UAG, Ol TEPIGGOTEPES PLOUNYOVIKES EQAPUOYES ATALTOVY TV OVATTLEN VEWOV
VMKOV e PEATIOUEVESG 1010TNTEG KO KALVOTOUO YOPOUKTNPLOTIKA TOV VoL avTameEEpyovTal
og ovvOnKec vynAdv Bepuoxkpacidv, méEcmv kot eBopds. To vavodounuéva Kepopkd
&xovv avadeyBel oe 1oYLVPOVS VIOYNEPLOVG OLTNG TNG KOTNYOPIloS VAIKOV, KaODG
oLVOLALOVY LYMAY avToYT| KOl GKANPOTNTA.

H glodmve (Al,O3) npmtoctatel 6€ avtéc TIG TEPLOYEG TNG LVYNANG €pevvag Kot
teyvoloyiag, e&outiog TOov YAPNAOD TNG KOGTOUG KOl TOV WOWHTEPOV QUGIKOYTLUKOV
W0TATOV TG Zuvovdlel VYNAN avtoyn Kot okAnpdtra, e&oupetikny avtoyn oc Bepuikd
Kot ynukd epBdarovta, xouniod Papog kot vymiég Bepproxpacieg TENGS.

Av kat 1 aAoOpvVe ovTITPoS®TELEL TO 25% TOV 0TEPE0H PAOOV TNG VNG, OEV OTaVTATOL
cuvBwg pe v ghevBepn popen mgc. Ipdtov, 10 AP givon éva piKpd 10V pe vymio
@optio, mapopolo oe péyedoc Kat avtoyr] MAEKTPOoTATIKOD deopov pe to SitT. Avtd to
YOPOKTNPIOTIKE KaB1GTOVV TO 10V AP Baviko VIOYNOLO Yo VO AAPEL HEPOG GTO TAEYLLOL
NG OWKOYEVELNG TMV TUPITIKOV EVOGEMV (TO OpYLAOTLPLTIKA). Aghtepov, €mewdn oL
amootéoelc v deopdv O-O ota mhéypato tov AI(OH)s kou (SizOs)* eivanr idieg,
GUVLTIAPYEL GTO, CTPMOUATO TOV TUPITIKMOV OPLKTAOV KAOAVITY Ko piKaL.

And 1o mopamdveo cvvayetar OTL ou cuvnBéotepeg mnyEC am’ Omov AapuPdveror m
aAovpvo. gival o vopapykitng 1 yoyitng (AI(OH)3) mov avimpocmmedel T popen g
TANPOG eVLOUTOUEVNG Pdong. Alkeg popeég givar o Poitng, Al,O(OH)s; mov cuvyva
amodidetan wg Al,03*2H,0 kat o didonopoc Al,03*H20. Avtoi ot THmOL aVTITPOGHOTEHOVY
daeopa 6TddL EVVOATMONG Kot GLYVA amavtdvtal oe petypato petald toug. O PBo&itng
givan 1o kHp10 0pLKTO, amd TV eneepyacio Tov omoiov e&dyeton 1 oloduva [69].

Hapaockevn tne alovmvac [69]

Ot d1dKacieC TOV YPNOGYLOTOOVVTIOL Y0, TNV TOPACKELT TNG GAOVUIVAG SLOPEPOLV
avdAoyo pe Tov TOMO NG MPAOTNG VANG MOV JoTifETAL KOl TIC GYETIKEG TEYVIKES TV
AMUKOV  SLodIKOCIOV KOl TOV TNYOV evépyslog. Mepikd moapadelypato amoteAodv ot
TOPOKATO SlodKacies:

a) Awepyaocio Bayer: Xtig peyadutepeg mosotnteg @ONVIG ahovpuvog mov eEdyoviot omd
10 Pwéitn, ypnoonoteiton n diepyasio owt) pe K66T0G OV KLpodvetar amd 0.1 péyp 1
VPO avd YIMOYPOULO, E0pT®UEVO amd 10 PBabud KabapdtnTog Kot TNV KOKKOUETPIKN
dwpdaduion mov amorteitar. H dadwacio amotereiton and 5 otddio: mpoeToacioo g
TPAOTNG VANG, méym, Kabapiopds, koatapfvdion kot mopwon. H avtidpaon mov akoAovbet
Aoppaver xdpa otovg 160 - 170°C, oe micon 4atm ko cuvoyilet o 6Tdd10 avTd:

Al,O(OH), + NaOH +H;0 — AtdAvpo apyidikod vatpiov + Amopinta
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To daywplopevo dAvpo opYIAKOD VATPIOL GUUTLKVAOVETOL HEYPL KOPEGHOV, Kol
petd amd yHpavon, dnuiovpysitor pe vdpolvon évo mayvpevoto ilnua Al(OH)s. Télog,
akoAovOei n Topwon ot Beppokpacicc yopm otovg 1200°C yia va petotpomel o yoyitng oe
Kepapkn adovpva. Ot KHpleg TPOGUEELS TOV ATOUOKPVVOVTOL GTO GTAOI0 TNG TEYNG Elvan
0 G1OMNPOC, TO TLPITIO KOl TO TITAVIO, Ol LEYUAVTEPES TOGHTNTEG TOV OTOIWV ATOPPITTOVTOL
g pLOPAE AV,

B) Mvpo-yevetikn owdikaocio: Emeidn n evepyslokn amaitnon eivor vynAn kot to
ANUIKA  avTidpaotiplo.  okpiBd, m Oepyacioc ovty £€xel, Kot HEYAAO TOGOGCTO,
aviikotaotodel omd ™ pébodo Bayer. Koatd v mupo-yevetikny dSwodkocio yivetot
Katepyacio tov Bwéitn otovg 1200°C mpwv and v avtidpacn tov pe Aentdkokko Na,COs.
To opvkto petatpénetan o€ pia 6ePd aldtwv tov vatpiov pe ékAvon CO,. H katepyacio
HE VEPO QTOUOKPVVEL TO OPYIMKO VATPLO KOl TO TLPLTIKO VATPLO Kol dnpovpyeiton Eva
inua yvootd g epubpd A0, and v aviidpacn tov cdnpkov vorpiov. Katdmw, yivetan
Katepyaoio Tov doAvpatog 6mwg ot dadikacio Bayer yio va Anedei n alovpuva.

[Ipdopara, Exer meprypagel pia véa dadikacio mov icmg kotactioet ) péhodo avt
eONvoTEPT. ZOUQOVO pE 0T, 1 TVPOUEVY] KOKK®MONG €pvBpd 1AOG avoperyvoetol pe
okoVn yuakov kot yhvetol otovg 950°C. 'Etot, mapdystar £vo apkeTd GmOTEAECUATIKO,
YOUNAOD KOGTOVG KOl HE KAAT ELPAVION TPoTdV, avOEKTIKO 0T GMOTIE Kol KOTAAANAO Yo
eEmTepKég YpNoELC.

v) M£00dog Peniakoff: H pébodog avtn divel adovpva pikpdtepng kabopotntag, odrd
YPNOoTOI®VTAG o eEmBepun ovTidpoon HEIDOVETOL TO evepyelokd koOotog. Kot mdr,
yiveton xoatepyacio tov Pwéitn, aAld ot cvvéyela avaperyvoetat pe Na,SO, kot Kok ko
Oepuaivetar otovg 900-1000°C.

8) M£00dog apyirmv: O koolwvitng Oepuaiveton otovg 500°C yio vor HETOCYNUOTIOTEL
og petakaoAvitny kot akoAovbei katepyasio tov pe HCI 1 HpSO4 yio va Anebei
oAoOpva 6to  StdAvpa. AkoAovBel GLUTOLKVMOOTN Kol KOTEPYASi TOL LYPOV, OTMG
avoeépONKe 6T TopATive PeBOdOVC.

g) Xnukn owepyacio: Ot kabapodTtepPOl TUTOL AAOVHIVOG UTOPOLV Vo, ANPOOLV omd
Gpyo pe tov mapakdteo Tpomo. O kaolwvitng avtidpd pe 0&vo Beukd apumvio Yoo va
oynuatiotel éva apylho-appoviako aiag. To apytiikd diag sivar evdtdivto, aAdd propel
Vo emavaKpLoToAA®mBel amd T0 cuuTLKVOUEVO dldALIL OGEC POPEC YpEWOTEL, UEXPL Va
mpokOyel N emBount kabopdtra. Tehkd, yiveror katepyasio TOV apyIAKOD SIHADLOTOG
UE QUU®VIO Y10 OYNUOTIoHO yoyitn. Xe Ohec T1¢ depyacieg to Al(OH)3 agol ekmivbei,
TUPOVETOL Yo va. oynpotiotel adodpva. H avémtuén g adodpvag Eexva otog 1100-
1150°C yia v TpokOyouv Kovieg pe ikavormontikhy poenon vepod. IIAApNG petatponn os
a-Al,O3, Tov givar o evolaEEPOVG PACT] Yo TN Bropmyavic TOV KEPOUIK®V, YIVETOL UE
Topoon Yo pioe dpo. otovg 1200-1300°C. H Ogppokpacio owty umopei vo peiodei pe
PNON AAOYOVOUY®V 1 POPLOVYWOV EVTNKTIKMV.

Aopn aloOpvaeg

AOYD TOV SQOPETIKOV TPOT®V ohVOEoNS Kol NG TEPLOYNS ToV BEPLOKPACIOV
TOPOONG, ovapEPovTal ToAot TOol alovpvag. Eivon BéPota mAéov EekdBapo, 6TL o1 TOTOL
AVTOL OVOPEPOVTOL GE LEPIKA QLPLOATOUEVOVG TOTTOVS, KOl TPOCUEIEES TTov gival Pacikd
TpLadtka o&eidwa. ‘Etot, av meplopiotel kaveic otnv dmoyn g kaboapng aAoOUvag, LITdpyet
puovo o kpuotodhiky popen, n a-AlOs, mov €yxetl e€aymvikn dopn kot dvo pdpla Al,O3
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ava povadwoio keAl. AAhot tomot, 6mwg 1 B-AlOs3, avikovv ota Tpladikd ofeida Kot
AVTUTPOGMOTEVOLV EMOPACELS TOL UTOPEL v EYOVV Ol TPOCUIEEIC TOV KATIOVI®OV OTN
Baowkn e€aymvikn doun g a-arovpvag. Eriong, eivor oxompo vo AgyBei 01t dAlotl tomot
arovpvog, onmg n y-Al,Oz Tponyeitat Tov a- THTOL Katd TV TOP®ON TV VOPOEEBIMY TOV
aAovpviov, evd 1 B-AlO3 pokdmtel and v avtidpacn tov Al,O3 pe Na,COs yopo
otovg 1100°C.

2mv Ewoéva 2.17 avomapictovtal ot TOTOl dAOVUIVAG TOV TPOKLATOLV Y10 OLPOPES
Bepuokpooieg HETOOYNUOTIOUOD TOV avTioToy®V VOpo&eldinv Tov Al,

100 300 500 00 900 100 o
T I I 1 T I | | I | |

Giibbsite —T-b chi —_—— kappa ': alpha
L

- —r— v
Bochmie | ——" gamma ! dela ! theta ! alpha
— |
Gel. — "
b

Boehmite _,+— eta —_— theta : alpha
|

Baverite

==

L= RHO

Diaspore — Alpha
| | | | | | | ] I | |
400 60 800 1000 1200 1400 K

Ewova 2.17: Toror alodpvag e faon t Oeproxpaacio mopwons twv opyikmv
vopoletdiawv tov atovuviov [70]

Kotd 1t owelayoyn tov mepapdtov pog ypnollomomoopte o¢ Pactkd vrdcTpoud
okovn epmopikhg o-Al,03 (Strem Chemicals, 1-5um, eWdikic empdavetag > 275 m2/gr).

Eniong, oe ocvvepyosio pe 1o Epyaoctmpio Metahloyvooiog g ZyoAng Mnyovikov
MetaAreiov Metorhovpydv tov EBvikov Metoofrov IToivteyveiov kan ota mhaicia Tov
npoypaupotoc «Oolns — EMIT — Avartoln odvOstwv vavooounuévov vAikov Kepouikng
untpas  ue  uetorixd  eyrleiopotor, mpoundevnkope epyactnplokd  cvvieBeiévn
npddpoun évoon umayepitn (AI(OH)3), 1n-AlOs (ymuévn otovg 600°C) ko a-Al,O3
(ynuévn otovg 1200°C). Ze ovTA TO VTOGTPOUATO TPOYLOTOTOMCOUE EMAEYUEVQL
TEPALLOTO NYOYNUIKOD ETUPAVEIOKOD EUTAOVTIGUOV UE LETOAAMKE eyKAeiopaTa.

211c Ewoveg 2.18 - 2.20 mapovoidlovror ta dtoypappota tepibiaong aktivov-X yia o
VITOGTPAOUOTO CAOVULVOS TTOV TEPTYPAPNKOV TAPATAV®:

— Epmopikn a-Al,O,
300
250
200

150

Intensity

100

50

o ML\M

T T T T T
20 40 60 80 100

26

Ewéva 2.18: Aigypouua wepibloons axtivov-X europixns o-AlyO3
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— Mmayepitng AI(OH),
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Ewova 2.19: Aiaypopua wepiblaons axtivwv-X mpddpouns évawong urayepity (Al(OH)3z)

Counts/s

Al-PEI-NH3-1200

1600

400 - L"\w
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[ [ I I I [
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Ewova 2.20: Adidypouua wepiBloong oxtivawv-X epyootnpiaxd ooviedeyuévis a-Al03
(1200°C)
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2.3.2 Travia TiO, (K_1077)

‘Eva axopo kepoptkd vrooTpoo 6To 0moio emA&ydnke va yivel  «d1oKOGUNoN» TOV
HETOAMKOV copoTiov, NMtav avtd g eumopikng titavioc. Il ocvykekpéva 1o
VIOoTPpOUN pE TNV Kodikn ovouacio Kronos 1077, to mpounfevthkape oto TAaiclo tng
ocuvepyaciag tov Epyaostnpiov Teyvoloylag Avopyavov YAdv pe to Iovemotiuo tov
Mukdvov kot to Tunpa Xnueiog avtov.

Ta Bacikd yopaKTNPIOTIKA TG KEPOULIKNG avThg 6KOVNS cuvoyilovtat otov [livaxa 2.1
7oV akoAovOel, evd 1 doun g Tapovoidletar oty Ewkova 2.21:

Iivakoeg 2.1: Xopoxtnpiotikad okévns vroorpopatog T10;

" MéyeBog ,
(’)voua B ET XRD KPLOTAAA®V Evap’y BN
dsiypoarog (m*/g) (nm) kevo (eV)
0
Kronos 1077 12 100,/0 100-110 3.15
Avathong

Ewé6va 2.21: Eixévo TEM ¢ oxovns Kronos_1077

2.3.3GDC

To 1eAevTaio KEPOLKO VITOGTPMLUO TOV YPTCHLOTOMONKE GTA TEWPAUATO NTOV AVTO TNG
okovNg yadoAiviag pe mpdoén dnuntpiog (Gadolinium doped ceria - GDC) To GDC givau
€va. MAEKTPOKEPOUIKO 7OV YPNOUOTOLEITAL gVPEMS 0Tl KeAd kavoipmv SOFCs. Ot
YoUnAOTEPES Beprokpaciec mov amortel yioo TNV €mTELEN OVIIKNAG AYOYUOTNTOG KoL TO
HIKPO KOGTOG TOL, TO £Y0oLV avadeilel o€ Pacikd LIOYNELO VAIKO avOd®mV oTo KEAN
SOFCs, evd teivel vo ovTIKOTOGTAGEL G 0LTA Kot T oTabgpomoinpévn e vttpo {ipkovia
(YSZ) g nhextporvt.

H ox6vn GDC mov ypnoomomOnke rov epunopikr (Fuel Cells Materials (Next Tech))
pe €101k empdvela 193 m2/g, evo 10 epBrlacioypdenua g tapovsialeton otnv Ewova
2.22 wov axoAovbei.
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Ewcova 2.22: Midypouuo wepibiaons axtivwv-X e oxovns GDC
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KE®AAAIO 3. IIsipopotikn IHopeio,

3.1 Hyoynuwkn odvleon copatidiov Cu

IMa v nyoymuik” cuvheon TV VOVOoOUATIOIMY YoAKOD akoAovOnOnke 1 e&ng mopeia
[71]: Apywd, emdéyOnkoav ot KOTOAANAEC TPOOPOUES EVAOGEIS KO TO  KEPOUIKE
VITOGTPAOLOTA TAV®O GTO OTO10 EMLXEPNONKE 1 «OOKOGUNG» TOV UETOAAKOV GOUATIOIWV
YOAKOV. 2T  OUVEYEW TOPOCKELAGTNKOV TO TPog MYoPoinon dSwAdpoto Kot
TomofeTONKAV GTI GLGKELY| VITEPTY®V.

Ytov Ilivaka 3.1 mapovoidlovtol ot eVAOGCES TOL Ypnoyomombnkav kot 1 7nyn
TPOEAEVGTG TOVG:

Iivakac 3.1: Evaaeis wov ypnoomomOnxay otnv nyoynuikn aovleon cwpotidiov Cu

‘Ovopa ovoiog Xnuikog ToTog Ilpoéievon/ Etorpia
L-ackopPiod o0&y CsHgOg Sigma Aldrich
CTAB C19H4zBrN Merck
A1EVLOPOg YAWPL00Y0G YOAKOG CuCl,*2H,0 Sigma Aldrich
Apppovio NH; Merck

210 oYNUOTIKO dtdypopLa Tov akoAovBel cuvoyileTat 1 PoCIKY TEPAUATIKN TOPELX Yo
™V TEPITTMOT TNG NYOYXNKNG cLVOEOG Kol EvaTOOeong COUATIOIMV YOAKOD GE KEPOLKA
VIOGTPOLLOTOL:

1g L-ackopPikot o&og

1.79 CTAB Awdopa 1 ||— |  HxopoAnon 30min
25ml H,O T=62°C
19 kepaIKOV VTOGTPDOUATOG 100 W/cm?

0.5g CuCl,*2H,0

+
2ml NH; AtGdvpo 2 || Alpo2
5ml Hzo
HyoBo6Anon 2h
T=62°C
100 W/ecm®

Ewova 3.1: Yynuatixn ovamopdoracn Pocikns Topeiog nyoyxnuikng covieons amuatioiwy
CU xa1 evamoBsong avtmv 6€ KEPOUIKO DTOTTPMLUO,

Apyikd mpooténkav oe olhouun ceapikn @dAn 1g L-acxopPikd o&d (avaywyikd
péco), 1.7g CTAB (dacmopéag), 25ml H,O kot 19 and 10 exdoToTE KEPUUKO VTOGTPMLLAL.
Ot evdoelg avtég ouviotovy t0 AldAvpa 1. ‘Enetta, mpoctédnkav ce motipt (oemg 0.5¢
CuCl,*2H,0 (mpodpoun petorrikn évaon), 2ml NH; (puOuiotg tov pH) ko 5ml H,0. Ot
EVOGELS OWTEC oLVIGTOLV TO AtdAvpa 2. Xt ovvéyela, 1 StAoiun cEoPikny QAN oL
neplelye 10 Atddlopa 1 tomofetOnke 6T CLOKELN TOV VIEPNYWOV KOL TO TEPLEXOUEVO TNG
nyoPoARdNKe vy 30min otovg 62°C (100 W/cm?). Me ) copmhipocn e Wofe Gpog
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TpooTédnke péow pog amevbeiog TPocHNKNG TO TEPLEYOUEVO TOL TOTNPLOV (EGEMC
(Addopa 2). AkohovBmg cuveyiotnke N NyoPOANSN Tov TEAKOD daAvpatog (AtdAvpa 1 +
Aidopa 2) yio 2 emmpdodetec dpeg ot Oeppokpasio 62°C oto 100W/em?.

Me Bdon TtOvC OPOPETIKOVG  GLVOVACUOVE TPOOPOUNG  £VEOONG,  KEPOLUKOV
VTOCTPOUOTOC Kol OAAAY®DV otnv évtacn tov vaepnyov (100 7 30 chmz) OV
eEeTAOTNKOY OTO TAOIGLO TNG TAPOVCAG EPYOACIAG, 1| TAPOTAVED GuvTay AALale KAOE Popa
WG TPOG TIG TOGOTNTES TOV TPOSPOUDY EVAOGEWDV 1) TNV £VINGT] TOV VIEPTYOV.

>tov [livaxa 3.2 cvvoyilovtot ot akpiPeic TOGHTNTES TOV TPOSPOUDV EVDCENDV KOL TWV
VIOCTPOUATOV, KAB®DS Kot o1 cuvOnKeS NyofOANONG Yio OAo Ta delypoTa TOL GLVTEDMKOV.

Iivakag 3.2: Jvykevipwtixa otoiyeio deryudty yio. to. weipouaro nyopoinons Cu

IIpédpopn , . 0
. , . Evtaon Xpoviki T (°C)
AK ?)&KOQ avoim] K.*,zpapuco VEEPN YOV owapkera nyopfoéinon
giypotog CuCI(z )ZHZO VTOGTPONU (W/cm?) | nzopéinone (h) c
g
Cul 0.5 1g epmopikn a-Al,O3 100 2.5 62
Cu2 1 19 epmopikn a-Al,O3 100 2.5 62
Cu3 1.5 19 epmopikn a-Al,O3 100 2.5 62
Cud 2 1g epmopikn a-Al,O3 100 2.5 62
Cub 0.5 29 gumopikn a-Al,O3 100 2.5 62
Cub 1 29 epmopikny a-Al,O3 100 2.5 62
Cu7 1.5 29 gumopikn a-Al,O3 100 2.5 62
Cu8 2 29 epmopikny a-Al,O3 100 2.5 62
Cu9 1.5 - 100 2.5 62
Cul0 1.5 0.25g eumopikn a-Al,O3 100 2.5 62
Cull 1.5 29 epmopikn TiO; 100 2.5 62
Cul2 1.5 0.25g Al(OH); 100 2.5 62
Cul3 1.5 0.25g a-Al,03 (1200) 100 2.5 62
Cul4 1.5 0.25g n-Al,03 (600) 100 2.5 62
Cul5 1 1g gpmopwcny a-Aly03 30 2.5 62
Culoe 1.5 1g epmopwcny a-Aly03 30 2.5 62
Cul7 2 19 epmopikn a-Al,O3 30 2.5 62
Cul8 0.5 - 100 2.5 62
Cul9 0.5 19 epmopikn a-Al,O3 30 2.5 62
Cu20 0.5 29 epmopikn a-Al,O3 30 2.5 62

2T1g EMOUEVEG TTOPAYPAPOVS | avapopd ota deltypota Ba yivete, yio Adyovg cuvtopiog, pe
Baon Vv kKN ovouacio Tovg, OTMS QLT ovaypPAPETAL 6TV TP®MTNH 6THAN Tov [livaka
3.2. To id10 Ba 1oydoet ko yio o deiyparta Tov Ni(OH), kot Tov Ni kot Tovg avtictoryovg
TIVOKEG LE TIC KMOTKES OVOLLOGIES OVTMOV.

Onwg €xet Mo avaeepbel petd 1o mépag ¢ dwdikaciog nyofoAnong to detypota

QLYOKEVTPNONKOAV Y10l TO SYOPICUO TOV VIEPKEIUEVOL OO TO GTEPED TMPOIOV, DGTE VA
AKOAOVONGEL O LETETEITA YOPUKTNPIGUOS TOVC.
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3.2 Hyoymmikn ovvleon copatidiov Ni(OH),

Mo ™mv nyoymuikn odvleon tv vavooopotdiov vdpotewdiov tov vikediov [47]
YPNOLOTOMONKOV 01 AKOAOVOEC EVOOELS:

IHivaxkog 3.3: Evwoeic mov ypnowormoumOniav otnv nyoxnuiky cdovleon ocwuatioiwv
Ni(OH),

" , L. Ilpoéievon/
Ovopa oveiog XNuKOg TOTOG Etowpia
Y dpo&eidio Tov varpiov NaOH Merck
Tetpaévodpo 0&cd vikélo Ni(CH3COO)2*4HZO Sigma Aldrich

210 oyMuaTikd Sidypappa wov akolovdel cuvoyiletal 1 factkn TEWPAUATIKY TOPELR KOt
ot ovvOnkeg NyoPoinong yw v mepimTOOoN TG NYOYNUIKNG oOvBeong kot evandBeonc
cOUOTOIOV VOPOEELSTOV TOV VIKEAMOL GE KEPUUKE VTTOGTPMLLOTOL:

80ml NaOH [0.1 M] HyoP6Anon 2h
20 mlI Ni(CH_COO)_*4H O [0.2M] | —» T=25°C
: 2 2 100 W/cm?
1g Kepapikov VTOGTPAOUATOG

Ewoéva 3.2: Zynuotikn avoropdotoon Pooikng mopeiag nyoxnuikng oovleons cmuotidiov
Ni(OH), kot evamdBeons avtdv o€ KEPOUIKO DTOGTPWUA

[T ovykekpyéva, apywkd Cuyiotnke €viog OANIUNG GOAPIKNG PLOIANG GLVOAKNG
yopntkotntag 100ml, n embount mocodTHTA TOL KEPAULKOD VTOoTp®UOTOS. Emetta,
TOPOCKELAGTNKAY TO, OLOAVUOTO TOV KOLOTIKOD vaTpiov Kot TOV TETPAEVLOPOL O0EIKOV
VIKEMOV 0TIG KATAAANAEC GLYKEVIPMOGELG Kot poatédnkav 80ml and to mpdto kar 20ml
a7t TO OEVTEPO OVTIOTOLYO GTN IO COOPIKT] PLAAT).

To dwhvpo mov mpoékvye TOMOBETHONKE OTN GLOKELN] TOV VAEPNYWOV KOl OPOD
pvOuictnkav ot TopaueTpor  Aettovpyiog, mnyofoindnke vy 2h oe Ogpupokpacio
nepPdArovtog. Kat oe avtn) v mepintwon, Hetd to mépag g otadtkaciog nyofoinong ta
delypota euyokevtpinkay Yoo T0 Soy®PIGHO TOV VIEPKEUEVOL OO TO GTEPED TPOIHV,
MOTE VO AKOAOVONGEL 0 PETEMELTO YOPAKTNPIOUOG TOVC.

Y1ov [Tivaka 3.4 cuvoyilovtor O o To Oeiypato avTig TG Katnyopiog mov cuvtédnkay:

Iivakog 3.4: Zvykevipwtikd otoryeia deryudtwv yia to. meipuato nyofolnons Ni(OH),

Ev Xpoviki]
Koowég péopopun évoon Kepapiko one 'r(,zc(gv olapxera T (°C)
Agiypatog | Ni(CH;COO),*4H,0 vroéoTPpOUO (W‘;(T:]rﬁz) nyoPoéinong | nyoPéinonc
(h)

Nil 20ml [0.2M] 1g epmopikn a-Al,O3 100 2 25

Ni2 40ml [0.2M] 1g epmopikn a-Al,O3 100 2 25

Ni3 20ml [0.2M] 29 epmopikn| a-Al,O3 100 2 25

Ni4 40ml [0.2M] 29 epmopikn| a-Al,O3 100 2 25

Ni5 40ml [0.2M] - 100 2 25

Ni6 40ml [0.2M] 0.259 gumopikn o- 100 2 25
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Al,O;
Ni7 20ml [0.2M] 1g GDC 100 2 25
Ni8 40ml [0.2M] 0.25g Al(OH); 100 2 25
Ni9 40ml [0.2M] 0.25g n-Al,03 100 2 25
Nil0 40ml [0.2M] 19 epmopikny a-Al,O3 30 2 25
Nill 40ml [0.2M] - 30 2 25
Nil2 20ml [0.2M] - 100 2 25
Nil3 20ml [0.2M] 1g epmopikny a-Al,O3 30 2 25

3.3 Hyoymuikn 6vvOeon copotidiov Ni

Fo v nyoynuikn odvleon TV vavoooUaTdiov Tov PeToAMKoD vikediov [72]
YPNOLOTOGOLE TIG AKOAOVOESG EVOGELS:

Iivakog 3.5: Evaoeig mov ypnooroniOnkoy oty nyoynuikn oovlson tov uetallikov Ni

‘Ovopa ovoiog Xnuikdg TOmog Ipoéheven/ Etapia
E&aédv0po yAmplovyo vikéAlo NiCl,*6H,0 Sigma Aldrich
Y opo&eidio Tov vatpiov NaOH Merck
Y dpalivn NoHy Merck
A1Bvlevoylukoin C,oHeO2 Merck

270 OYNUATIKO S1AypapLpe Tov akoAovdel cuvoyileTon N factKn TEWPOUOTIKN TOPEio Kot
ol oVvONKeg MNYOPOANGNG Yoo TNV TEPIMTOON TNG NYOYNLKNG cVvOeoNG Kot evomdBeonc
COUATIOIOV VIKEAIOL GE KEPAUIKE VTTOGTPMOLOTOL:

0.92g NiCl,*6H,0

0.349 NaOH HXOB(')M]cgn 2h
6ml N,H,4 > T=62 C2
94ml C,Hs0O, 100 W/cm

19 kepAUIKOV VTTOGTPOUOTOC

Ewova 3.3: Zynuatixn avamopdoraon Lactkis TopeLog nyoxnuikng oovleons omuatioiwy
Ni ka1 evomobeons avt@v o€ kKeEpauIKo VTOCTPOUA

Apywcd, Quylotmkav kot mpootédnkov oe  Sthouun oceopikn QAN  GLVOAIKNG
yopntikotnrag 100ml, katddinieg nocodtnteg NiClo*6H,0 (uetolhikn mpddpoun Evwon)
kot NaOH (6pa og pvOuiomg tov pH ko katodvtng). ‘Enerta, pe 1dwitepn mpocoyn
npootédnkay ot dikouun eiain 6ml vopalivng kot 94ml abvievoylvkoing. L cuvéyela,
N Sthaiun @euaAn mov £pepe T0 TPOg MYoPfoAnom odAvpa tomobetnOnke ot cvokKeL
vIEPNXOV Yo vo. Eekviogl n nyoPfoinon. H didpkela tov mepapatog nrav 2h, eved n
Oeppokpacio puOuicmie otovg 62°C pog kot oe pkpdtepsec Oeppokpacics n avidpoon
dgv oAokAnpovotay. Avtd €ytve Kol OTTIKO OVTIANTTO, KaOdg 1 ypnomn ovEnpévng
Oepuokpaciog (62°C) odynoe otV arllayn XPOUATOS TOV SWAVUOTOS GE GKOVPO YKPL-
Howpo, KATL ToL fTay emBuunTd Kot ovapevopreEVo cOuemvo katl pe ™ Pipioypaeia [72].
Me 10 mépag g Nyofornong ta Oetypata @uyokevtpriOnkKav yid 10 Soy®picpd Tov
VIEPKELUEVOL OO TO OTEPED TMPOIOV, MGTE VO OKOAOLONGEL O UETEMELTA YOPOAKTNPICUOG
TOVG,.
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2tov ITivaka 3.6 cuvoyilovrtal ta detypoto ovTig TG Katnyopiog Tov cuvtétnkay.

Iivakog 3.6: Zvykevipwtikd ororyeio deryudrwv yia to. meipauate nyofolnong Ni

B Xpovikn
Kodwkdg po6dpopn évoon Kepapko un:ﬂ'm(gv oudpkela T (°C)
Asgiyporog NiCl,*6H,0 (g) vréoTpONA (W‘/)::]rﬁz) nyofoinong | Myopornong
(h)
Nia 0.9245 0'25%6%'0?'203 100 2 62
Nig 0.2502 0'25%6%'0?'203 100 2 62
. 0259 G-Alzog
Nic 0.9245 (1200) 100 2 62
Nip 0.2502 0.259 Al W 100 2 62
203
Nig 0,2502 - 100 2 62
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KE®AAAIO 4. Ilopovcioon ATOTEALECUATOV

4.1 AmoteléopaTo MYOYNUIKIS 6VUVOESS KOt (OPIKTIPLOUOD OEVYUATOV
Cu

Onwg €xel oM avagepbei ot okdveg mov ANEONKAY PECH PLYOKEVIPNONG UETA TNV
OAOKAN PO TNG NYOYNIKNG OlEpYasiag, dtaAvTomomOnKay pe 6tdX0 v ££€TOGTOVV GTO
ICP ywo va mpocdiopiotel 10 m10GOGTH POPTIONG TOVG HE HETAAMKE copatidw yaikov. H
axp1png dadikacio tng dtaAvtoroinone avaeépetar oto [apapmua 1.

AxoAovBmg, MeONKaY T aKTIVOSIOYPAUIOTE TOVG KOl HEAETHONKE 1] LIKPOSOU TOVG
péow SEM ko og emiheypéva deiypata kor TEM. Xty mepintwon tov decoration tov
COUATIOIOV YOAKOD GE EUTOPIKT) AAOVULVA, TPOYWPTCULE OKOLO GTNV TUPOGVGGMUATMOO
TV okovav (teyvikn SPS), e 6tdyo ovtd vo KatasTovy cupumayr] VAKA. H tpoxdntovca
UIKPOJOUN HETA TNV TUPOCVCCOUATOONG HeAeTnONKE Tepattépm pe xprion HAextpovikng
Mikpoockomiog Zapwong kot Ontikov Mikpockoniov.

X1g endueveg mopoypdpovg Oa mapotefodv  avoALTIKE TO  ATOTEAEGUATO  TTOL
cLAAEEaE Yo KOO KT YOpilo TEWPAUATOV KOl LETPTICEMV TOV TPAYLLOTOTOW|GALLE, TOGO
Y10 TOV TO10TIKO, OGO KOl Y10l TOV TTOGOTIKO YUPOKTNPIGUO TMV OEYUAT®V YOoAKOD.

4.1.1 Anoteréopata ICP-AES

2V mopdypago ovt Oa TAPOLGLUGTOVY T OMOTEAEGLOTO TOV TPOEKLYAV OO TNV
eneEepyaoio TV SerypdToV YoAKoO petd v e&étaon tovg oto ICP. H eneepyaoia twv
dgdopévov mov mpoékvyav and 1o ICP, mepieAdpupave KAmoovg VITOAOYIGHOVG Ol 0TToioL
mopatiBevror evoskTiKd Yoo éva deltypo yaikov oto Ilapapmmua 2. H idw dwdwkocio
apluntikng emeepyaciog akorovdndnke kot yio T1g GAAeg Katnyopieg SeyHdT®OV OV
eetaomkav oto ICP (1660 tov Cu, 660 kat twv Ni(OH); kot Ni).

Méow tov daypappdtov mov tpoékoyav Kot 0o mapatefovv 6e avTi TNV TApAypaeo,
EMYEPOVUE VO LEAETGOVUE TNV EMPPON O18POPOV TOPAUETP®Y (OO 1 QALY OTNV
TOGOTNTO NG TPOSPOUNG UETAAAKNG EVOGONG, TO €100C TOL KEPAUKOD VTOCTPOUOTOC, 1|
aAlayr] TG £VIAONG TOV VIEPNXWOV KOl 1 YPOVIKY EEMEN €VOC TTEPANOTOS), OTO TEMKO
decoration tov kepapKoD VIOGTPOUATOG OO COUATION YOAKOV.

Zekivavrtag, oto odypaupa g Ewkovag 4.1 mtapovcidleton n enidpaom g aAlayng g
TOGOTNTAG TNG TPOSPOUNG HETOAMKNG évmong Tov yaAkoV (CuCl,*2H,0) ce téooepa
OlPOPETIKA delypota Tov amoteAobvtal amd TNy 10t mocdtnta vrootpouatos (1g
eumopikn a-Al,03). Tlapatnpovpe nog kabdg avédvetar 1 TOGOTNTA TOL UETOAMKOD
TPOOPOLOL, OVEAVETAL KOl TO OVTIGTOLYO TOGOGTO POPTIoNS o€ YoAko. PaiveTon pdaiota,
g N xpnon 1g CuCl,*2H,0 givon (otikng onuaciog yioo v emitevén evog mocooTon
eopTiong mepimov 35%. LT mePLocOTEPEG TEPMTAOOELS €miong, N ¥pnon twv 2h g
nyoPoOANoNG gaiveror mwg MTov OpKeTN Yoo TNV emitevén Tov emBvuUNTOHL TOGOGTOV
decoration cg 10600106 peTa&d 35-45%.
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50 46.04

41.76
34.79
4.58
2.0

0.5 1.0 1.5
CuCl,#2H,0 (g)

Ewéva 4.1: Enidpoon moootntag mpodpouns évawong oto tehiko decoration twv deryudrwv
Cul, Cu2, Cu3 xou Cu4, avtiororyo.

] w &
[=] o o

wt% Cu decortaion

[
o

0

210 endpevo ddypapupa (Ewova 4.2) mopovcidletor kot mai 1 enidpaocr e oAAoyNG
™G mOoOTNTAG TG TPOSPOUNG HETAAAKNG Evmong Tov xaikol (CuCly*2H,0) o técoepa
OlPOPETIKA delyHaTO, TOL OMOTEAOVVTIOL OO TNV {dlo TOGOTNTO VTOCTPOUATOS (29
eumopikn a-Al,0O3).

Xg ot TV mEPimTon N adENGCT TG TOGOTNTOG TOV VIOGTPAOUATOS 6TO 20 £0MGE GE
OLEC TIC TEPIMTMOGELG TOAD YOUNAOTEPO TTOCOGTA POPTIONG GE YOAKO, GE GYEOT LE AT TOV
mponyovpevou dwaypdupatog (Ewdva 4.1) 6nov 1o vrdéotpopa nroav 1g. Xnv mepintoon
pédiioto mov 1 mpoddpoun Eveon eiye v uikpotepn Tl ¢ (delypa Cub, 0.5g
CuCl,*2H,0 ot 2g vadéotpopa epnopiknig a-Al,03), to tehkd decoration tov detypartog o€
YOAKO NTav pUiKpoTepOo Kot omd 1%. O 1davikdg cuVOLAGHOS Yo ToV omoio peTpnOnke to
VYNAOTEPO TOGOGTO POPTIONG G YOAKO (24.75%) avnket oto detypa Cu’7, mov @épet 1.59
npodpoung évoong CuCly,*2H,0 o¢ 29 vrootpdpotog epmopikig a-Al,Os.

30

24,75

I 18464
1.0 15 2.0
CuCl,*2H,0 (g)

Ewéva 4.2: Enidpoon moootntag mpodpouns évawong oto teiko decoration rwv deryudrwv
Cu5, Cub, Cu7 xa: Cu8, avtiotoryo.

25

N
o

17,32

i I
0
.5

0

wt% Cu decoration
= =
o w

v

Mo akOpo EVO1OPEPOVCO TOPAUETPOS TOL EEETAGTNKE NTAV Kol 1| EMIOPOCT TNG YPNONG
SLPOPETIKOD EIGOVE-VAIKOD KEPAUKOD VTOGTPOUATOG. [Tépa and v eumopikn a-Al,O3
mov Ntav 10 PaciKd VTOcTPpOUE TOV €EETACTNKE, YPNOoWomomOnKay emiong oKOVEG
eumopikng TiO,, epyaocmplokd cuvtedeipévng tpddpoung Evoong prayepitn Al(OH); ko
gpyootnprakd cuvtedeévne o-AlOs (1200°C). Zta Swaypdppoto mwov  akoiovdodv
TOPOLGLALOVTOL TO. OMOTEAEGLOTO TTOV TPOEKLYAV UETA TNV EMEEEPYAGIO TOV OEOOUEVDV
tov ICP yU avtd ta deiypota.

Ymv Ewoéva 4.3 ovykpiveton m emidpaocn g xpnong ovo SPOPETIKOV 0DV
KepaUKOV vrootpoudtev (spmopikng a-Al,O3 kot gumopikng TiOy), iong mocdtnTag 20,
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ov Swbétovy v 101 petardikny mwpodpoun évmon (1.5 CuCl,*2H,0) oto mococtd
«OKOGUNGNG» TOVG GE YOUAKO.

[Mopoatnpodue o611 kot ta dvo detypoto eueoviCovv mocootd decoration oe Cu
peyarvtepo and 20%, ototyelo mov VITOINAMVEL TOG TA KEPOUUIKA aVTA VAIKE evogikvuvTal
Yl XPNON OC VITOCTPOUOTO NYOYXNMUIKNG evarndBeong petaAlMkdv copotdiov. BéBata, to
delypa OV QEPEL MG VITOCTPWOLLO TNV EUTOPIKN okOVN TG Trtaviag epeoaviler xkatd 18%
yopnAotepo mocootd decoration yolkov 6€ GyEOMN WE TO AVTIOTOXO OEYIO TG EUTOPIKNG
a-Al;03. To otoygio avtd pmopel va amodobel ot SAPOPETIKY E101KY EMPAVELN TOV
&yovuv ot dvo okdveg, pog kot M epmopikn a-AlO3 €yel €dkn empdveln YOpw ota
275m?/g, evéd 1 epmopikhy TiO, pohic ota 12m?g.

30

24,75

25 +

N
=]

wt% Cu decoration
= [
(=) w

w

0 -

a-Al,0, Tio,
Yridotpwpa (2g)

Ewova 4.3: Eniopacn o1apopetikod eidovg kepouikod vmootpmuatos oto tehiko decoration
TV deryuctawv Cu7 kor Cull, avtiotoryo.

Y10 Ouwypappo g Ewovoc 4.4 yivetor poe akOpo GOYKPLON  OLOPOPETIKMOV
vrooTpopdtov iong mocotrog 0.25g. Ipdkertan v 3 delypota mov @Eépovv v 1ot
nocotTa TPdSdpoung Evaong yaAkov (1.5g CuCl,*2H,0) oe vrocTpOUN EUTOPIKNG O-
Al,O3, mpddpoung évoong prayepitn AI(OH)s3 kot epyaotnplaxd cvvtebeévng a-Al,O3
(1200°C) avtictouo. ITapotnpodpe mog TO delypo 7oL &yl ¢ VIOCTPOUO TNV
gpyaotnplakd cvvtedeiuévn a-Al,O3z éxetl éva LYNAOTATO TOGOGTO POPTIONG GE YAAKO TTOV
npoceyyilel oxeddv 10 70%. Kor 10 m0ocootd twv dvo GAA®V detypdtov givor ToAD
Kovomomtikd, Kabhg Ppiockovior mave amd to 45%. Amd to otoyyeio avtd yiveton
avVTIANTTO TOG TO VIOGTPOA TNG EpYacTnPlaKd cuvtedeyévng a-Al,Os (1200°C) sivar to
TAEOV WOOVIKO MG TTPOG TO TOGOGTO NG POPTIONG GE YOAKO.

69,33

~
[=]

(93]
o

w1
o

wi% Cu decoration
W B
o o

N
[=]

[
[=]

0 -

epmopkn Al,O, Al(OH), Al,O, (1200)
Yrnootpwpa (0-25g)

Ewéva 4.4: Enidpacn o1apopetikod ei000¢ Kepakod vwootpmuatos oto teiiko decoration
twv octyuatewv Cull, Cul2 xar Cul3, avricrorya

H enidpaom g ypfong vrepnywv S1pOPETIKNG £VIAOTG OTO TEMKO TOGOGTO POPTIONG,
NTOV Qo oKOUO TOUPAUETPOG TOV HEAETNONKE. Le emdeypéva detypato eEetdotnke KOTA
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OG0 N pelwon g Eviaong TV LIEP YOV ond To 100W/cm? oto. 30W/cm? emnpedler M
Ol TO TOGOGTO NYOYXNLUKNG eEvamOBECNC G YAUAKO.

‘Eto, oto dbypappa g Ewkdvag 4.5 mapovoidlovtor dvo delyparta yioo v cvvbeon
TV onoiwv ypnowomombnke 19 npoddpoung évmong CuCl,*2H,0 kou 1¢g vrootpdproTog
eumopikng a-Al,03. Xt ovvleon tov TpdTov deiypotog, Cu2, ypnoomomOnkay vépnyot
évtaong 100W/cm?, evé oto devtepo oetypa, Culs, n éviaom TV vrEPN®V KOTd TNV
nyoPoANon pewddnke oto 30W/ecm?. IMoaparnpodpe nog oto deiypa Culs 10 m0606Td TIC
@optiong oe yorkd elvar katd 18.9% pikpodtepo oe oyxéon pe owtd tov dstypatog Cu2.
[Mapora avtd BEPata, TO TOGOGTO KOl TOV VO dELYUATOV dtaTnpeitan Thve amd to 28%.
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34.78

35

w
o

]
w

W 100W/cmA2
% 30W/cmA2

% Cu decortaion
= [
w Qo

[
o

w

Ccu2 Culs
Acelypa

Ewova 4.5: Emidpaon usiowons g évtaons twv vaepywv oto. deiyuoto Cu2 kou Culd

2710 1010 Thaiclo emyepnONKe Hio akOUa GVYKPLOT TNG CAAAYNG EVIOONG TOV VIEPNYWV
v ta Ogiypoata Cu3 kow Culé (1.59 mpddpounc évoong CuCl*2H,O ko 1g
VIOGTPOUATOG epmoptkng o-Al,03). Onwg anotvmdvetar oto didypappe g Ewovag 4.6
Kol To Ovo Ogtypato mapovciocov eEAPETIKA LYNAO TOGOCTO POPTIONG GE YOAKO,
aveEdpnta amd ™ peiwon g évtaong tov vrepnymv. H petagd toug dtopopd etvort poig
4%, otolyeio mov LWOONAMVEL OTL OKOUO KOl 1 XPNON LIEPNYOL YOUNAOTEPNG £VIAONG
umopet va €xel ta 0w amoteAéopata pe avtd g vynAotepns. To edhpnua avtd eivon
OPKETA CNUOVTIKO apoD Umopel va TPOGODGEL UEYAAVTEPO YpOVO (NG o1 HOTN TOV
nyxodiov ko Arydtepa onpeio hopdg egontiog e Katandvnong and v VYNAN Eviacn TV
VIEPNOV.

= 41.76

40
35
§ 30

€5

W 100W/cmA2
20

Cu decol

% 30W/cmA2
® 15

10

Asiypa
Ewova 4.6: Emidpaon usioons g éviaons twv vaepnywy ato. oiyuoto. Cu3 xar Culo
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H mapovcioon tov amotedeopdtov tov ICP-AES yio ta dtokoounpéva pe yoikd
detypota Oa ohokAnpwBel pedetdvtag T ypovikn €EEMEN evag mepAUatog nyofoOANoNG
dwapketag 2h (amd ™ otryun dniadn mov Eekivioe n NxoPOANGT Kot TV dvO StaAvuUdTOV
oL YPNooTOMONKAV Kotd TO0 6TAd0 TS NYOYMUKNS cvvBeong). 'Etol, 010 ddypappa
™¢ Ewovag 4.7 mapovoidletar 10 mocootd @options o€ xaAko tov deiypatog Cull (1.5g
npodpounc évmong CuCl*2H,0 ko 0.259 vrootpduatog epmopikng a-Al,O3) puetd and
My delypotog kabe 20min oto cbvoro tev 2h g nyofoinonc. Inupewdveror 0Tl M
detyporoAnyia omd ta 20 £o¢ ta 100min ywotav pe ) Bondeio mmrétag Tov avappopoHoe
2-3ml kdbe @opd amd to detypo T oTiyun ™G MyoPoinong. Avrtibeta, n TR TOL
decoration yia ta 120min mov 7wapovolAlETOl ©GTO  SAYPAUUO  GVTIOTOWXEL O
QLYOKEVTIPNON TOV TEAMKOV, GUVOAKOD SLOAVUOTOG Kot Oyl 6€ dgiypa Tov ANeOnKe pe
GULUTAN PG TOV diwpov TG NYofOANGNG.
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Ewoéva 4.7: Xpovikn eléhiln weipduotos yia to deiyua CulO

[Topatmpodpe 0Tt T0 TOGOGTO POPTIONG GE YOAKO avEdveTat oTadlakd amd v Evapén
™G NXOPOANOTG £0C KO TN GUUTANPOOT TN TPAOTNES Bpac NxoPoinong (60min). Xe avtd
10 onueio eppaviCert  péytotn Tn tov (67.25%). And exeivo to onuelo kou péypt
ocvopmAnpwon tov 100min ot tuég tov decoration peiwvovrot. [Mapdia avtd, Oo mpénel va
emonpoviel mog kb’ OAn ) didprewn tov 2h, ot Tiwég eopTioNg givar Wiaitepa VYNALS
Kot OAeg Kivovvtal Thve ond to 40%.

Ot dwkvpdvoelg avtég ot TWES TNG POPTIONG UTOPOLY VO EPUNVELTOVV MG €ENG:
Apyicd, pmopovpe va voBEGOVUE TG GTO CLMPNUL LOG EKTOG OO TO SOKOGUNUEVD
copatioln yorkov, eivar mbovo va Ppickoviar Kot optopéva erehBepa copotiow. Ao ta
20 émg ta 60Min ot vEEPMKOL SHPOVV ELEPYETIKA KOt Bonbovv var «yeUicewy T0 VIOGTPOLLOL
pe copotioln petodikov yaAkod. And ta 80 émg ta 100min ot Twég tov decoration
petovovtan yoti Kabmdg avédvetal o ypovog g NyoPoinong ta mo peydlo oe péyedog
ocouatioln YoAkoy «omdvey oe pkpotepa eoutiog e dpdong towv vrepnywv. Etot, N
Mym detypatog otovg xpovovg v 80 kot 100min givar mOoavd vo mepleddupove Kot
€010V €100V¢ cOpOTIOW To OTTola dEV UTOpESAV Vo GLAAEXBOVV KOTA TN PLYOKEVTPNON,
AL Tapépevay 6to vrepkeipevo dtdivpa. ‘Etot, éva m0c0oTo YOAKOL 0eV KOTAPEPE VO
uetpnbei oto ICP-AES.

Mo devtepn e€nynon yia T HEI®ON 0VTH GTO TOGOGTO TG POPTIONG LETA T Lo (PO,
B pumopovoe va epunvevtel vwobéTovtag Ot amd Kdmolo onueio kot petd n dpdomn Twv
VIEPNYDV KOTAPEPVEL VO KATOYVUVAOGELY KATOL0 TOGOGTO TOV SLOKOGUNUEVOD YOAKOV amtd
10 VOSTPOUA. Tomg dnAadn ot vEpnyot o€ PABOC xpdVoOL va dpovV APVNTIKA, 1| £5TMO GOV
£VOL AVTAYMVIGTIKO POVOUEVO TOV 0dNYEL 6TV amodounomn tov decoration.
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Téhog, pe Pdon TIC TAPATAVED TOPATPNCELS Y10 TO GUYKEKPLUEVO SLAYPOLLLLO, UTOPEL VOl
e€etootel KoL TO €VOEYOUEVO UEIMONG TNG YXPOVIKNG OLAPKEING TMOV GCUYKEKPIUEVOV
nepapdtov NYofOANCNG, e CUVETAYOUEVT LEIDMOT) TOV EVEPYELONKOD KOGTOVS AELTOVPYiOg
TOV GLOTHUOTOG Kot PEATI®MONG TNG YPOVIKNG Oldpkelag {ong TS noTng Tov nyodiov. ['a va
enoAnOevtel o mopandve cLAAOYIGHOG PEPata, amattodvtat Kot GAAL avAaAoyo TEPALOTOL,
MOTE Vo, TOTOTOMOEL 1] EMOVOANYILOTNTA TG CVYKEKPIULEVTG TAOTG.

4.1.2 Anoteréopota XRD

2V mopovoa vroevotto Oa mopatefovy aKTIvVodLypAUOTO 0o emAeyYUEVA delypaTa
kot Bo yivouv cuykpioelg HeTaED oplopévev €€ aVTOV TPOKELUEVOL VA EVTOMIGTOLV Ol
aKkpIPEic EVOOELG TOV TPOEKLYAV OO TOV GLYKEKPIUEVO TPOTO GVUVOESTG Kol Ol ThaVEG
OPOPES LETAED OVTOV.

Ta axtvodwoypdpupoto om’ Oho To KEPOUKE VAIKA 7OV YPNOLOTOONKaY mG
VIOGTPOUATE EYOLV MON TOPOVCICTEL GTNV LIoEVOTNTA 2.3, €MOUEVMG Ogv KpiveTon
avaykaio vo tapotefodv Eava.

Hexkwvovtog, omv Ewova 4.8 mopovoidletor to odypappa mepibBiaong axtivov-y
Nxoynukd cvvtebeévou deiypatog mov eépet 0.5g CuCl,*2H,0 wg mpddpoun évaon Kot
dgv dwbéter vmootpopa (dstypo Cul8). To odypappo ovtd mapatiBetor yoo va
TPOcdOPLeTOVY EEKABapa Ot KOPLPES TOL UETOAMKOD YOAKOL TTov oynuotiotnke. 'Etot,
TAPOTNPOVUE OTL 0 YOAKOG ELQAVILEL YOPAKTNPIGTIKEG KOPLOES OTIS aKOAoLOEg Ywvieg: 20
= 43.34°, 50.5°, 74.21°, 89.96° xau 95.14. Ot 4 npdrec yovieg am’ ovTég AVIIGTOLOVV GTa,
eninedo Miller (111), (200), (220) ko (311) avtictouya.

800 - (111)
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0 ol A
0 20 40 60 80 100
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Ewova 4.8: Aiaypopuo mepibloong axtivov-y oesiyuoaros Cul8

2m ovvéyela, Ba mapatebovv dvo dwypdupata (Ewkova 4.10 kon 4.11) oto omoia Oa
GLYKPIOOVV T OKTIVOSLOLYPAUUOTO OELYLAT®V TTOL PEPOLY SLAPOPETIKO VITOGTPMLLOL.

[Two cvykekpyéva, otnv Ewova 4.9 ntapovsialetar to didypappa mepibiaong aktivov-y
oV detypdtov Cu7 kot Cull mov dwwbétovv 1.5g CuCl,*2H,0 g npddpoun évmon kot 2g
VITooTPp®poTog eumopkng a-AlO3 kot eumopuknig TiO,, avtictoyya. Kot oto dvo
Sy PALLOTO O1 KOPLPEG TOV LITOCTPOUAT®V Kot ToV YoAkoD eivon epgoveic. H amovoia
KOpPLOAOV oL Ba propovsav va amodobovv e akabapasies (my CuO 1 Cu,0) vmodewviet
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TN HETOAAIKN QUOT TV oynuatiiopevov copatdiov yaikob. Téhog, 10 o1eVO €0POg TOV
KOPLO®OV amoTeAEL £VOEIEN TNG VYNANG KPLGTOAAIKOTNTOG TV GCOUOTIOIMV YOAKOD.
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Ewéva 4.9: Zoykpitiko oiaypouua wepibloons axtivav-y deryudrwv Cu7 kar Cull (o
sumopixn a-Al,O3, m Cu, o sumopikiTiOy)

210 odypappa e Ewkdvag 4.10 eppaviovior ta teptdlacioypapnpuoto TV SEIYUATOV
Cul0, Cul2 ka1 Cul3, avtiotorya. Kot ta tpio avtd deiypota eépovv 1.5g CuCl,*2H,0
o¢ mpodpoun évoon kot 0.25¢9 vmootpopo amd eumopikny a-AlOs,  epyactnplaxd
ovvtebeévn wpddpoun évwon umayepitn AI(OH); ko epyaotnplakd cvvtebepévn a-
Al,03 (1200°C), avtictorya. Kot 6e ot Vv mepintmon ol KOPueEC TMV VIOGTPOUATMV
Kol Tov XoAKOL givor gvdidkprreg, eved amovotdlovv ot kopueég mpoouitemv. To otevd
€VPOG TV KOPLPMV VITOJEIKVOEL TNV DYNAY] KPLGTOAAKOTNTA TOV HETOAAKDOV COUATIOIOV
YOAKOD.
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Ewova 4.10: Xoykpitico oidypopua wepiBloons oxtivov-y deryudrewv Cull, Cul2 ko Cul3
(0 eumopixn a-Al,03 kar epyaotnpraxa ovvieBeiuévny a-Al,03, m Cu, e epyaotypioxd
ovvieleiuévny mpoopoun évawon AI(OH)3)

®a akoAovOnoel 1 Tapabeon dvo daypoppdtov tepiblacns aktivov-y oto omoia Ha
TOPOVGLOGTOVY TO, AKTIVOOLOYPALILOTE dVO dEYUAT®mV KABE Opd To. omoio amoTeAOVVTOL
amo TiG 101E¢ TOGOHTNTES Ko £100G TPOOPOUNG EVMOTG KOl VITOGTPMUATOC, OAAL GLVTEO KOV
nyoyMukd pe ypnon owpopetikng évraong vrepnyov (100 ko 30W/cm?, avTioTo ).
210y06 elvan va e€etaotel KaTd TOGO N LEIWON TNG £VINONG TV VIEPNY®V, EMEPEPE KATOLN
aAlayn otic Aappovopeves paceic N OxL.
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210 dbypoppa e Ewovag 4.11 mapovsialovtan o aKTivodiaypappaTo Tov Sy UaTmV
Cul xor Cul9, avtictoyyo. Kot o dvo avtd deiypato dabétovv 0.5g CuCl*2H,0 g
npodpoun évoon kot 1g vmootpopa eumopikng o-Al,Os. To mpdto deiypo (Cul)
nyoPoARONKe pe Evraon vrepfymv 100W/ecm?, evé to devtepo (Cul9) pe 30W/cm?,

Ao TV TOPATHPNON TOV YPUENUATOV SOTICTOVOVUE Kol OTIS OVO TEPITTMOGELS TNV
Omapén Tov PacKOV KOPLEOV TOL VIOCTPMOUITOS KOl TOL YoAkov. 'Eva evolapépov
ototyeio etvan n vYapén g KOpUéDﬁg 10V YaAkoD o€ yovio 20=74.2° n onoio sugaviCeton
1ovo oto defypa Cul9 (30W/ecm?) kon oyt oto defypa Cul (100W/ecm?). Emiong, kot n
£VTOoT TOV AOUTMV KOPLP®OV TOV YOAKOD £ivatl VYMAGTEPT] TNV TEPIMTMOOT TOV dElyHOTOC
mov MNyoPoAnOnke pe younAdtepn évtaom vmepywv. H mopotipnon avty ¢oaivetol va
Bpioketar oe AP CLUE®VIO KOl UE TO OVTIOTOLO TOGOOTA T®V OLO OEYUAT®V GE
@OPTION YOAKOV, OIS OVTA Tpoékvyay amd Tig petpnoelg tov ICP. ITo cvykekpyéva 1o
detypo Cul éxer 4.58% decoration og yohko, eved o deiypa Cul9 éxer 11.66%. To otoryeio
avtd eivar apketd evolaPEpov, KaBdg VTOJEIKVIEL TN dVVATOTNTO YPNONG LIEPNXWOV
YOUNAOTEPNC évtaomg pe PEATIOUEVO amOTEAECUATO MG TPOG TO TOGOOTO (POPTIONG OE
UETOAMKG GOUOATIONW YOAKOD Kol GLVAKOAOVONG OKOVOKOTEPNG XPTONG-AEITOLPYING TOV
nyodiov.
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Ewova 4.11: Zvyrpitico oiaypoppa nepiblaons axtivov-y deryudrwv Cul kou Cul9 (o
sumopikn a-Al,03, m Cu)

210 dypoppo g Ewovag 4.12 mapovotdlovtal To aKTIVOOyPAUIOTO TOV OELYUAT®OV
Cu2 xor Cul5, avtictorya. Kot ta dvo avtd deiypata dwbétovv 1g CuCl,*2H,0 g
npodpoun évoon kar 1g vrootpopa eumopikng a-Al,O3. To mpdto deiypa (Cu2)
nyopoAndnke pe évtaon vrep OV 100W/cm?, evé To devtepo (Culdb) pe 30W/em?. Ano
TNV TOPOTPNCT TOV YPUPNUAT®V SOMIGTOVOVIE KOl GE QT TNV TEPITTMOT TNV VIOPEN
TV EekdOapOv KOpue®V Tov VIosTPp®HeTOg TG a-Al,O3 kot Tov Cu. To 6TEVd gVpOg TV
KOPLO®OV VTOOEIKVVEL TNV KPLOTOAAKT VO T®V AAUPOVOUEVOV COUATIOI®MV TOV YOAKOD,
evad dev evtomiloviar xopveég axabapoidv (my CuO n Cuy0). Xe avtibeon pe to
nponyovpevo ypaenua (Ewoéva 4.11), oe avt) v mepintowon kol oto Ovo
axtvodlaypdupata epgaviCovior 6Aeg ot Pacikéc Kopveés tov Cu Kot pdActo €yovv
nopaninioila évtaon. To otoyeio avtd aviikatonTpileTon KOl 6TV TOCOOTIONN POPTION
TOV V0 OVTOV Jdelypdtov oe yoikd. Ot tywég tov % decoration oe yoAkd eivou
TAPOTANCLES Kot 6T VO Octypata: to Cu2 €xel option og xaAko ion pe 34.78%, evad to
Cul5 éyer 28.2%. Emouévoc, o avt v mepInTOon Ogv UmOopoOUE VO TOVUE WS 1M

68



peimon g évtaons Tov vaepy®v omodeiydnke guepyetikn yio. To tehkd decoration tov
delynotog o€ YoAKO.

SOUTEPACHATIKA, KOl e Bdon Ta amoteléouato tov daypoppdtov tov ICP kot tov
XRD, 0o umopodcapE Vo avaQEPOVUE TMG 1| EMAOYT KPOTEPNS EVTAOTC VIIEPNYWV OTIC
TMEPIOCOTEPEG TEPIMTMOGELS UEIDVEL EAOPPDOG TNV TEMKN @OpTIoN TOL OElypatog o€
UETOAIKE copotiown xadkol, aAld TpoPavmg eVOEiKvLTAL G TEPIMTOON oV emtbupeitan
OWKOVOKOTEPT ¥PNoM TG Aertovpyiog TOv MYOdiov, YWPlg HEYOAES OMMAEES OTO
decoration tov VAoV
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Ewova 4.12: Zvyrpitiko oiaypopya mepiblaons axtivav-y deryudrwv Cu2 kor Culb (o
sumopikn a-Al,03, m Cu)

4.1.3 Anoteréopata SEM/EDX

Xmv mwapoboo vrmoevoétra Bo  mopovclactolv  gikdveg amd 1o HAektpovikd
Miuwpookomo Zdpwong (SEM) yw emheyuévo deiypata yoaAkod mov ocuvvtédnkav
noyMukd kot evamotédnkav o€ Kepapukd vmootpopate. Opiopéve amd avtd Oa
ouvodevovtal Kol amd Tig avtiotores avaivoelg EDX mpoxeyévov va eAEyyel dv ta
QTOTEAECLLATO. GYETIKA LLE TN QOPTION G YOAKO, Bpickovtal og KOAN 1 Ol CLUE®VIN LE TO
avtiototyo dedopéva mov TponAbav amod Tic petpnoelg tov ICP.

2m Ewodva 4.13 moapovoidletor 1 pkpodour] tov ostypotog Cu9 mov owbéter 1.59
npodpounc évoong CuCl*2H,0 yopic vrdotpoua. Awoxpiveton n Omapén kvpiomg
dokoedmv copatdiov Cu, ahdd kot opopévav pafdocddv. Ta d1okoed” copatidw
potalovy va amoTeEAOVLVTOL OO GUCCOUOTMUATE KPOTEPOV COUATIOIOV TNG TAEEDS TOV
vavopétpmv. Evd kot ot paBoot Tov yorkod @oivetonl T cLYKpoTOOVTAL OO ETUEPOVG
HUIKPOTEPO FICKOELDT COUATIOW.
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Awokogdng Cu

s

Papoosiong Cu

SEI  10kV WD15mm  SS30 x20,000 1pm SEI  10kV WD15mm S§S25 x22,000 1pm

Ewdve 4.13: Eikova SEM deiyuaros Cu9

Ymv Ewodva 4.14 mapovoialetoan n pikpodour, tov deiyporog Cu2 (1g CuCly*2H,0
npddpoung Evoong kot 1g vrootpdpatog epmopikng a-Al03) oe peyébvvon x400. Mg
Gompo ypodua dtokpivovtat To GoUATidn YaAKod Tave 61o vTooTpopa e o-AlxOs.

H Ewova 4.15 amotvrdvel tn pikpodopn tov deiypatog Cub (0.5g npddpoung Evoong
CuCl,*2H,0 xon 29 vrootpouatog epnopikng a-Al,03) oe peyébuvvon x400. Aakpivetan
e KoA Olomopd TV cOUOTOIOV YaAKoL (Aevkd onpeio) TOVe OTO  KEPOUIKO
vrooTpopa (YKpl TEPLoYES), EVO TO oYM Tovg o Aéyope Tmg £ivol S10KOEIOEC.
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0.7 mm|SSD

Ewkéve 4.15: Eikéve SEM oetyuarog Cus

211c akdiovbeg dvo ewoveg Ba avtimapatefodv o1 pKPOIOUES OVLO OELYHATOV TOL
SBETOVY SLOPOPETIKO VIOGTPOL Kot 1010 ToGOTNTA TPOOPOUNG HETOAAIKNG évaoong. H
Ewoéva 4.16 mapovoialer m pikpodour tov oeiyuatog Cu7 (1.59 mpoddpounc évoong
CuCly*2H,0 kot 2g vrmootpopatog sumopikng a-Al,Oz) kot n Ewova 4.17 vty tov
delypotog Cull (1.5g npodpoung évmong CuCl,*2H,0 kot 2g vTooTpOUATOC EUTOPIKNG
TiOy). Kot ot1g dv0 £1kdveg dlokpivovTat T cmUaTidw YaAkoD Sloapétpov mepimov Sum.

Ta amoteAéopato and v avaivon EDX ota cuykekpipéva dstypata eivar o apketd
KOAT CLULQOVIO O TPOG TO TOGOGTO POPTIONG G€ XAAKO og oyéom pe avtd tov ICP. ITo
ovykekpipéva, oto detypa Cu7 n pétpnon ICP mpocdidpice 10 T0G00TO POPTIONG GE YOAKO
o10 24.75%, evdd n avaivon EDX o10 id10 delypa édmwoe mocootd 20.41%. Emiong, oto
delypo Cull to decoration og yoikd mpoodiopiotnke amd 1o ICP oto 20.26% xat amd v
avéAivon EDX oto 18.12%.

mm|Mix| 5.0

Ewova 4.16: Eixovo SEM oeiyuarog Cu7

Ewova 4.17: Eixcovo SEM oeiyuarog Cul

Opiopéveg mo evolaPEPOVses IKPOOOUEG Ba TaPOVGLOGTOVV OTIG 0KOAOVOES EIKOVEG.
Yty Ewova 4.18 mapovstalovral dvo ekdveg g pikpodounc tov deiyporog Cul3 (1.5g
podpoung évawong CuCly*2H,0 kat 0.25g vrootp®paTog Epyaotnplokd cuvtedeévng a-
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Al,03 (1200°C)) oc dvo peyebivoels. Xtn devtepn swkdva (x4000) mapatmpodue v
Vmapén Kupime S1I6KOEWMOV GOUATIOIMV YOAKOD, dALL Kol OPIOUEVOV SOLOPPDOCEMV LLE TN
popen pafdwv. Ot papoot avtol QaiveTor vo AEITOLPYOVV GOV YEPVPES TOV EVMOVOLV T
COALPIKA COUOTIOW TOV YOAKOD.

A10K0816ng Cu

PRl By n 4 .‘
SEl _20kV__ WD16mm _SS50 x430 50pum SEI 20KV wo1emm ssso x4,000

Ewova 4.18: Ewcovo SEM deiyuarogc Cul3

Avo peyaAdtepeg peyebivoelg tov d1o0v detypotog (Ewova 4.19) amokoddmtovy mmg
1660 0 pafdoedng 0G0 Kot 0 OIOKOEWNG YUAKOS OTOTEAOVVIOL OO GLGGMUATMLOTO
EMUEPOVG COUATIOIWV YoAkoD TG Tééng Tov vavopétpwv. 'Etol, ot Ewova 4.19
dwkpivovpe mwg to PEyeBoc TV cEAUPIKOV couaTdimv Kopaivetol yopo ota 10nm, evod
KoL 01 péffootl cuVIGTAVTOL OO GLGGMOUATAO AT VOVOSMUATIOIOV YOAKOV.

YVGCOUOTOUEVOL
copoatiow Cu

\,

10kV WD16mm SS25 x20,000 1pm SEl  10kV WD16mm SS25 x37,000 0.5pm  —

Ewéva 4.19: Eikova SEM deiyuaros Cul3

Avrtiotolyeg eivan kot ot mapoatnpnoelg yio v Ewova 4.20 oty onoia mapovcialetaon 1
pikpodouny tov detyuatoc Cul2 (1.59 mpddpounc évwong CuCl,*2H,0 ko 0.25¢
VITOGTPMUOTOC EPYAGTNPLAKG cVVTEDEEVNG TPOSdpoUNG Evmong urayepitn Al(OH)s3).

Kot og avti v mtepintwon n peyébovon g pikpodounc X4000 amoxdAlvye v dVmapén
VO JUOPPDOCEMY YOAKOV: 1) TAEWOVOTNTO OVTOV Evol OIOKOEWTN COUOTIOW, EVO
VIaPYoLY Ko OpopEVEG pafdol yaAkod mov Agttovpyohv cav yEQPLPEG UHETAED TV
OLOKOEWMV GYNUATICUDV.
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i | Popdoednic Cu

‘ k-t:'r & 1
ke & d Aokoeidnc Cu [g N T

- . s vanw LW .

20kV WD16mm SS50 x1,500 10|_,rln = SEl  20kV WD16mm SS50 x4,000 S5um

Ewoéva 4.20: Eixova SEM deiyuoros Cul2

Avo peyaidtepeg peyeBivoelg tov do0v ostypotog (Ewova 4.21) amokoidmtovy mmg
1660 0 PaPooctdng 66O Kol 0 SICKOELONG YOAKOG OTOTEAOVVTOL KOl GE QLTI TNV TEPITTOON
a0 GUGCOUUTAOUATO ETUEPOVS COUATIHIMV TNG TAENG TOV VOVOUETPOV.

'3

N 5 i A: Awokogdng Cu !

£ % P 4

} , : : Papdosiong Cu
Papdosiong Cu Y "oy e
L W =" : " ‘

& ’ i /"'

3 5 7 ¥
SEl  10kV WD15mm SS25 x18,000 1pm SEI  10kV WD15mm SS25 x30,000 0.5um  —

Ewova 4.21: Eixcovo SEM deiyuarog Cul2
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4.1.4 Anoteréopata TEM

H mapotipnon enileypévov detypdtov yodkol cuveyiotnke pe ) ypnon Hiektpovikng
Mikpookoniag Atédevong (TEM) yio mepartépm diepedivion g LIKPOOSOUNS TOVG.

Ymv Ewodva 4.22 mapovoidletar n pkpodoun tov deiypoatog Cu9 (1.59 mpddpoung
évoong CuCl,*2H,0, ywpic vmootpopa). Awkpivetor 1 dmapén  cQUPIKOV
VavooopoTdiov  yodkold dtactdoemv  3-5nM mov  Ppickoviol CLGCOUATOUEVE GE
€VPUTEPES SOUOPPDTELS.

Ewkova 4.22: Eixovo TEM deiyuaros Cu9

Ymv Ewova 4.23 mapovoidletol | pukpodoun tov dgiypatoc Cull (1.5g mpddpoung
évmong CuCl,*2H,0 kot 2g vrootpodpatog epmopikng TiOy).

Awxpiveton 1 mapovoio kpvotéAlwv TiO; mov amotehodvtar amd 100% avatdon,
dwotdoewv 100-110nm. To mo evdwpépov otoyeio Opmg eivor mn vmopén mAndovg
vavooouoTdiov yoAkov (Stuotdoemv yop® ota 3-5nmM) mov @aivovtar gudidkpiro
«OUKOGUNUEVO» GTNV ETLPAVELD TOV VITOGTPOLOTOG.
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Ewoéva 4.23: Eikova TEM deiyuarog Cull

4.1.5 Anoteréopato SPS

H teyvikn SPS 6mwg éxer non avaeepbel (PA. mapdypoapo 2.2.6 ) eivor 1o, OUKOVOULKY|
Kot ypriyopn p€B0dog e v omoio VAIKA 6€ Hopen 0KOVIG Umopohv Vo GUUTLUKVEOBOLV G
ocoumayelg dopéc. Xto mAaiold TG TapovoOS epyaciag €EETACTNKAV CLYKEKPLUEVQ
detypata Cu mhveo oe vmootpope eumopikne a-Al,Oz, kobdg kot oxétn okdvn
vrooTp®uatog eumoptkng o-Al,O3. Ta deiypato mov TPoEKLYOV ElYaV TN LOPPT CLUTAYDV
dokimv.

Mo v mepartépo peAétn Tovg T0L OpPyIKd avTA dokia YPEBGTNKE VO, KOTOLV GE
HKkpoTEPQL TUNHOTA, Vo oTIMBmO0OV (pe yprorn katdAAniov diamond suspension) kot va
eyKifotiotovv (ue ypron KaTtdAANAng pntivig Kot GKANPLVTYH), OOTE Vo, EIVOL EDKOAOTEPOG
0 yepopndc toug (Ewova 4.23).

Ewova 4.24: Eykifotiouéva detyuora uerd to SPS

H pkpodopr| twv detypdtov HETd TNV TUPOGLOCOUATMOY HEAETHONKE TOCO GTO
HAektpovikd Mikpookomo Xdpwong, 6co kot oto Ontikd Mikpookomo 7y tov
VTOAOYIGUO TOV TOPMOOLE TV CLUTOY®V douwv. Emiong, ovykpidnke to mocootd
QOPTIONG GE YOAKO HETOED TMV OPYIKAOV GKOVAV Kol TV doudv petd to SPS yu va
EVIOTIOTOVV TUYOV OAAOYEG G OVTO. XTNV TTPOTN Tepimtwon (dsiypota pe ™ Hopen
OKOVNG) 01 TANPOPOPIES Yo TO TOGOGTO POPTIONG TPOoEKLYAY amd TiS peTpnoelg tov ICP
OTIG OLMAVTOTOMUEVEG OKOVEG, €vd oTn 0e0TePN mepimtmon (cupmoyn VAKG HETA T
GLUTVKVMGN) xpNoomomdnke 1 avaivon EDX.

2ta oaypappota Tov Eikdévov 4.25 ko 4.26 cuykpivovtal 11 COUTOKVEOGT Kol 0 puOpdg
GLUTVKVMGNG GLVAPTHGEL TOV YPOVOL Kot TnG Beppokpaciag, avtioTotya.
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Ewova 4.25: Xoyrpion ¢ ovundxvwons twv dstyuctov kabopnic a-Al,03, Cub, Cub xar
Cu7
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Ewdéva 4.26: Zoyxpion tov poOuod courvkvwons twv deryuatamv kabopns a-Al,0s, Cub,
Cu6 xaz Cu7

AmO ™V TOPATNPNON TOV TOPATAVE EKOVOV UTOpPOoOV Vo yivouv ot akdAovbeg
TapoTNPNoES: Apykd, Ba mpémel va TovVioTel 0TL 0 YOAKOG MG PETOAAO Eival GOE®OS o
ay®yog oto pevpo amd v kobapn a-Al,Os. 'Etot, to deiypa g kabopng a- Al,O3 6tav
Bpebel oto mAdopa Ba Mwoer mo ypniyopo. To delypo CuS mov @épel to pKpOTEPO
nocootd decoration og yohko, gaivetan g petd Toug 1200°C akorovdei tnv 1810 popen
KOUTOANG OTtmg Kot To detypo g kabapng a- Al,O3 Avtd onuaivel Tmg pe to EAyIeTO
TOGOGTO POPTIGNG TOL OELYLOTOG GE OAKO OEV SIELVKOAVVETOL 1] CUUTVKV®GCT Kol TO eyl
tetvel vo oopmeplpepbel cav vo mepleiye povo 1o Kepapukd vroctpope. Oco Opme to
10600TO POPTIoNG 6€ YOAKO avdvetan (detypato Cub kon Cu7) to densification yiveton o
ypryopa. Xvykekpiuéva, to delypoata Cub ko Cu7 moapovcialovv  mapomAnoio
ovumeprpopd. To delypa Cu7 pe to LVYNAOTEPO TOGOGTO O YOAKO OMUOLPYEL TIG
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KOTdAANAeg aydyueg owdpoués mov  e&ac@aAilovv TO WO YPNYopo Kol €VKOAO
densification.

®a akoAovONoEL M TAPOLGINOT EKOVOV OO TN WKPOOOU| TMV GUUTOY®OV OELYHATOV
oV YoAkov petd 1o SPS. Xty Ewova 4.27 mapovoidlovrol dvo gwkdveg amd 10 Ontikd
Mikpookomo vy 1o Odeiyua Cu5 (0.59 mpddpoung évwong CuCl,*2H,0 kol 29
VIOGTP®UOTOG epmopikng a-Al,O3). Awakpivoviol pe dompo ypdue To GOUATIOW YOAKOV,
UE Hopo 01 TOPOL, EVOD 01 YKPL TEPLOYES ATOOIO0VTOL GTO VITOGTPMLLA.

i
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Ewova 4.27: Mixpodoun detyuozos Cus uetd to SPS (Ortiko Mixpookonio)
Me ) ypron tov Ontikod Mikpookoniov VTOAOYIGALE TO TOGOGTO TOL TOPMOOVS GTO
ocvykekpipévo detypa. 'Etot, and 1o p€co 0po TV T®V 5 HETPNGEMV TPOEKVYE 1 TIUT TOV
Top®Sovg Yo to detypo CuS oto 0.98%. Emiong, mpocdiopiomnke o aplBuog twv mopwv
KkaBdg kot 1 ddpetpog avtdv (Ewkdva 4.28).
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Ewova 4.28: Ap10uoc kot diauetpog mopwv detyuotos Cud

2mv Ewova 4.29 mopovcidletar n pkpodopr| tov detypatog Cud petd amd mapatipnon
oto HAiektpovikdé Mikpookodmo Zdpwong SEM. Awkpivovior ta copotidio yoikod
(Gompeg mEPLOYES), TOV VROGTPMOUATOS (YKPL TEPLOYES) KaODS kot ot mopor (Hadpeg
nepoyéc). To apykd péyebog tov copatidiov yorkov (rtpv to SPS) Ntav mepimov 1um,
VO HETA TN ddkacio TG cvoompdtoong avénonke ota 14.7um. Eniong, to mocootd
QOPTIONG OE YOAKO OTNV OapylKn okoOvn ovtov tov delypatoc Ntav 0.58%, evd oto

oLUTOYEG LAMKO petmbnike oto 0.24%.
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14 300.0prr

Ewkova 4.29: szpo&n SE oetyuaros Cud uerd o SPS

Ymv Ewova 4.30 Saxpivovpe oe peyorvtepn peyébuvon (X800) t pkpodour twv
COUOTOIOV YOAKOD 6TO €MOUEVO SElyHa OV KATEGTEL GLUTAYEG LEC® TNG TEXVIKNG SPS
(detypa Cub, 1.0g mpodpoung évoong CuCl*2H,0 kot 20 vooTpOUOTOS EUTOPIKAG O

ALO).

[Mopatnpodpe TG To cOUTIOW YoAKOD £X0VV AKOVOVIGTO GYNUa, VO 1 avdivon EDX
6€ T mMoTonoinse TNV VIaPEN ToL YaAKoD Kot TV Tpocsdiopice 6to 81.2%. H cuvoikn
@option tov detypotog Cub oe yoikd Ntav oto 17.32% (mpwv to SPS), evd petd
cvoocoudtoon pewwbnke oto 10.62%. Emiong, to mopddeg tov delypatog Ntov HOMG
0.26% xor 0 aptOpog Tmv TOPOV aPKETH HKPOTEPOG 68 o)éon pe To deiyua Cub (Ewova

4.31).

Cul

Cuk

SiK

100 m 30 40 500 600 700 .00 9.00 keV

Ewova 4.30: Mixpoooury SEM ewuatidoicwv Cu deiyuarog Cub peta to SPS xor EDX
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Ewova 4.31: Ap10uoc kot diauetpog mopwv detyuotos Cub
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Téhog, Ba axolovOnoel N Topovsiaon TOV ATOTEAESHATOV Yo To dgiypa Cu8 petd to
SPS (2.0g mpddpoung évwong CuCly*2H,0 kat 29 vrootpduatog epmopiknig o-Al,03) mov
QEPEL KO TO VYNADTEPO OPYIKO TOGOGTO POPTIONG GE YOAKO.

Xmv Ewoéva 4.32 mapovoidletar n pikpodounn SEM tov delypotog Cu8 petd
CLGGOUATOON TG apPYKNG Tov okdvne. To apyikd péyebog tov couatdiov yaikov (Tpv
t0 SPS) ftav yopw oto 1um, evéd petd to SPS avénnke ota 7.4um. H cuvolikn option
oV 6¢ YAk Nty 610 18.63% (mpwv 1o SPS), evd peTd T GVCCOUATOOT HEWOONKE GTO
12.11%. Eniong, 10 mopmddeg tov detypotoc mpocdopiotnke oto 0.44%. O apBuog kot n
OLIUETPOG TV TTOpV divovtal oto didypappa g Ewova 4.33.

Ewkova 4.32: Mncpoén SEM odeiyuaroc Cu8 uera ro SPS

Diametéf)0 - — — - — — — -~ — -~ - -

150 +

poresQ0 -

50 -

04
0 4 8 12 16 20 24 28 32 36 40 44 48 52 56 60 64 68 72 76 80 84 88 92 96 100

microns

Ewéva 4.33: Ap10udg kou diductpog mopwv osiyuotog Cu8
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4.2 AmotelécpaTo NYOYNUIKIG 6UVOEOTC KL YUPAKTIPLOROV OELYHATOV
Ni(OH);

Onwg &xel NN avapepbel, o1 okOveG TOL ANEONKAY HECH PLYOKEVTPNONG UETA TNV
OAOKANP®OON TNG GLYKEKPIUEVNG OLVOETIKNG Topeiag, OlaAvTomomOnKay HE GTOYO Vo
e€etactodv 610 ICP-AES kot va mpocsdiopiotel 10 T0606TO POPTIONG TOVG HE UETOUAAIKA
oopatiotn. AKoAoVOmE, ANEOMKOV To AKTIVOSLOYPAUUOTO ETAEYUEVOV OEYUATOV CKOVAOV
Kot HEAETNONKE N pikpodoun Tovg pécm SEM.

2115 endEVEC TOPAYPAPOLS Ba TapaTeBOVV OVOALTIKA TO ATOTEAEGHOTO. Yol KOOE £100G
TEPAUATOG YOPOUKTNPIGUOD TOV OEYHATOV TOL VOPOEEWioL TOv ViKEAioL o€ dudpopa
KEPUUKA VTTOGTPDOUATO.

4.2.1 Anoteréopata ICP-AES

2V mopdypago ovt 0o TAPOLGLUGTOVY T OMOTEAEGLOTO TOV TPOEKLYAV OTO TNV
eneEepyacia TV SEYUATOV VIPOEESIOV TOL VikeAlov petd tnv e&€taon tovg oto ICP-
AES. H a&oldynon tov dedopévev €ytve Kol GE 0UTH TNV TTEPITTOON Ue TOV {10 TpdMo
mov opovctdletol oto [apdptnua 2 Kot yio TV TEPITTO®ON TOV SELYHATOV TOL YAAKOV.

Méocw TV doypapUdTtov TOL KATOCKEVACTNKAY, EMEPEITOL 1] LEAETN TG EMIOPAOTG
OPOp®V TOPAUETPOV (OTWG 1 TOGHTNTO NG TPOOPOUNG UETAAMKNG £VMOONG KOl TOV
KEPOUIKOD VTOGTPAOUATOS, TO €00 TOL KEPUUKOD VTOGTPAOUATOS KOU 1) CAAOYN TNG
£VTOONG TOV LIEPNY®V), GTN POPTIGT TOV TEMKOD DAMKOV.

1o oudypoppa g Ewdvog 4.34 napovoidletar ) enidpacn e oAAoyNG TS TOGOTNTOG
™¢ mpodpoung petariikng évoong Ni(CH3COO),*4H,0 yia dvo deiypata (Nil kot Ni2)
7oL £xovv 1o d10 VdoTpope 1g gumopikng a-Al,Os. TTo cvykekpéva, yo ) cbvheon
tov detypotog Nil ypnowwomomOnkav 20ml Ni(CH3COO),*4H,0 [0.2M] og vrocTpmpa
1g sumopwkng a-Al,O3, evd oto detypa Ni2 n moocdmto ™G TPOSPOUNG EVEONG
dimhooidotke (40ml Ni(CH3COO),*4H,0 [0.2M]).

[Mopatnpodpe Tog T0 1060616 POpTIoNG 6€ VikEMo oto deiypa Nil givon 19.84%, evd
oto detypo Ni2 @taver to 29.99%. To otoryeio avtd givol amdAVTO AVAUEVOUEVO, KOOMG
060 av&avetal N TocHTNTA TOL HETOAAKOD TPOdPOHOL, TOGO avEdveTal Kol 1 ovTicToym
@OpTIoN TOL TEAKOU VAKoVL. Kot ta dvo ovtd Odelypato oamédmoav £vo opKeTA
IKOVOTIONTIKO TOGOGTO pOpTIoNG Tov kvpaivetot omd 20-30% mepinov.
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[0.2M] Ni(CH;C00),*4H,0 (ml)

Ewéva 4.34: Eniopaon mocdtntas mpoopouns évaons oty poption twv deryudrwy Nil
xor Ni2
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AvtioTtoryeg eivol Kot ot mopatnpfioelg yo. to. dvo emduevo deiypota (Ni3 kot Nid4,
Ewoéva 4.35) ta omoia £xovv 20ml kot 40ml Ni(CH3COQ),*4H,0 [0.2M] og vroctpmpa
29 epmopikng a-Al,Os, avtictoyo. To mococTd EOpTIONG GE OLTH TNV TEPiTT®ON €ival
UIKPOTEPO. GE oYEoN Ue avtd Tov dypaupatog g Ewkovag 4.33. To otoryeio awtd eivan
AOY1KS KaBDS 1] TOGOTNTO TOL VITOCTPONOTOC duthactdotnke ota. 2g. [Tio cvykekpipéva, To
detypa Ni3 édmoe m060610 poptiong 10.12%, evd to deiypo Nid 16.14%.
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20 40
[0.2M] Ni(CH,CO0),*4H,0 (ml)

Ewova 4.35: Enidpacn moootntag mpoopouns Evwaons atny TEAKH QOPTIoN TV OEIYUATOV
Ni3 xoz Ni4

H endpevn mopdpetpog, tng omoiag diepeuvnOnke n enidpocn ot GOPTIGN TOL TEAIKOV
VAKOV, gival ot TS 0AAAYNG TG TOGOTNTOS TOV VITOGTPMUATOS Yo 6TAHEPT] TOGOTNTA
petoAlikod  mpodpopov. Il  ovykekpuéva, oto Sdypappo ¢ Ewovo 4.36
napovotdlovior técoepo delypata pe v ida mocotnta (40ml Ni(CH3COO),*4H,0
[0.2M]) petodhikod mPpodpOUov Kol SOPOPETIKEG TOGOTNTEG VIOGTPMOUOTOS EUTOPIKNG Of-
AlL,O;. Ta deiypata Eekivodv omd pndeviki] mocotnta vrootpdpatog (detypo Ni5) kot
etavouv €mg to 2g vrootpouatog (deiypo Nid). To deiyua Ni5 mov dev drabétet
VIOCTPWOLLO EXEL LETATPEWYEL TV TTPOOPOUT VST G€ TOG0GTO 55.5%, evdd 0G0 1| TOGOTNTA
TOVL LIOCTPMOUATOS Opyilel var avEAveTal, TO TOGOGTO TG POPTIoNG pewwvetat. 'Etol, 1o
detypo Nid mov dwbéter g vmootpopa 29 eumopikng a-AlOs, eppavilel to pikpodTepo
T0G00TO POPTIoNS 6T0 16.14%.
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Ewéva 4.36: Emiopaon moootntos vmootpouatos oty Ak poption twv oeryuatwy Nib,
Ni6, Ni2 ka1 Ni4 avtiororya

0

Yridotpwpa epnopikrc a-Al,0s (g)

1o Swypappato Tov Ewovov 4.37 kot 4.38 Ba eetaotel 1 enidpaom Tov dopopeTiKod
€100VG KEPUUKOD VTOGTPOUATOS OTN POPTIOT TOV VAKOV. Xvykekpiéva, 1 Ewova 4.37
napovctalet ta T0cootd PopTiong Tav derypudtov Nil ko Ni7. Kot o dvo avtd deiypota
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draBétovy v ido. mosoTTO TPOdpoung Evaong (20ml Ni(CH3COO0),*4H,0 [0.2M]). To
detypo Nil dpmg pépel wg vdéotpoua 19 epumopikng o-Al,Os, evdd to Ni7 1g GDC. Ano
TNV TOPOTAPNON TOL OloyPAUIOTOS €lval EUEOVEC MG TO SVO VTOCTPOUOTO £3MCOV
6Y€O0V TO 1010 TOGOGTO POPTIONG Yo TO TEMKO LAMKO. H dtopopd peta&d tmv derypdtov
dev Eemepva o 8.7%, YEYOVOG TOV VITOINAMVEL TNV EVKOAMO KOl TOV dVO VTV KEPOLUKDV
VAMK®V VO, YPNOIUOTOINO00V OTOTEAECUOTIKA (G VTOCTPMUATO NYOYNUIKNG evamdOeong
UETOAMKOV COUATIOIWV.

18,11

% Ni decoration
=
o

(=R ) -]

1g a-Al,0, 1g GDC
Yrndotpwpa (g)

Ewkéva 4.37: Emiopoon o1apopetikod 000G DTOGTPOUOTOS OTHY TEAMKI QOPTION TWV
oetyudrawv Nil ko Ni7

Avrtiotoleg eivar kol ot Topatnpnoelg yio. to ddypappa g Ewkova 4.38. e avt
nopovctdloviot 3 detypoto mov PEpovV TV idta TocOHTNTA TPOSPOUNG HETOAMKNG EVAOOTG
(40ml Ni(CH3C0OO0),*4H,0 [0.2M]) ko1 S10pOopeTIK@ €i0M KEPOUUIKOD VTOGTPOUATOS.
Yvykekpuéva, to deiypa Ni8 €xer wg vrootpopa 0.25g mpddpoung Evemong prayepitn, to
detypo Ni9 éyet 0.25g epyaoctnplaxd cvviebeipévng n-Al,03 (600) kan téhog to deiyua Nib
éyer 0.259 epmopikng a-Al,Os3.

Kot ta tplo avtd xepapikd vAMKO 0moOEKVOOVTOL KATOAANAOQ Yo YpNon o¢
VITOGTPMOUOTO, MG KOL 1| QOPTION TOL TEAMKOL VAWKOV o6& OAEC TIG TMEPTTMOCELS lvon
peyorvtepn amd 25%. Mdéiota, otny nepint@on g XProNG VIOGTPMOUATOS EUTOPIKNG O
Al;03 10 1060616 016 TPooeyyilet kot to 40%. Ta 00 GAAa epyaoTnploKkd cuvtedeiéva
vAKG Kopatvovton petald 26 ko mepinov 30%.

40 3837

29.80

26.53

% Ni decoration

0

0.25g n-AlL,O,
Yridotpwia (g)

Ewova 4.38: Enidpaocn 0109opetikod e1000G DTOGTPOUATOS OTHY TELIKH QOPTION TV
oeryudrawv Ni8, Ni9 kar Ni7 avtiotorya

0.25g Al{OH),

0.25g a-Al,0,
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H tehevtaia mapapetpog mov Oa e€etaotel gival n aAloyn otV €VTAoT TOV LIEPNYOV
KOTA TN o0VOeEoN TOV LAIKOV, Kol KATd OGO auth mnpedlel 1 Oyl TV TEAIKN TOVG
eoption. 'Etot, 610 didypappo g Ewovag 4.39 tapovsidlovrar ta deiypato Ni2 ko Nil0
TOL CLVTEOMKOY MYOYMUIKG pe ypron vrepnywv Eviaong 100 ko 30W/cm?, avTioTOoLYOL.
Kot to dvo avtd deiypata drabétovv 40ml Ni(CH3COO),*4H,0 [0.2M] wg mpddpoun
peTaAAIKn évoon kot 19 suropikic a-Al,O3 og vdéoTpoua.

Elvar gpoavig o peiowon (tng tééng tov 15%) 610 10060616 GOPTIONG TOL dElyUATOG
Nil0 mov cvviébnke pe éviaon VIEPT YOV 30W/cm?, oe oyéon ue to deiypa Ni2. TTapora
avTd, T0 T0600TO POpTIoNg ToL deiypartog Nil0 eEakolovbei va dratnpeitarl apkeTd LVYNAL
(mepimov ot0 25%), yeyovog mov Oivel TN SLVATOTNTO YPNONG LIEPNXWOV HWKPOTEPTG
€VTOoNG, UE HIKPEG AMMAELEG OC TPOG TNV TEMKN @OpTIon ToL VAKoV. To ototyeio avtd,
TOL EMONUAVONKE Kol OTNV TEPIMTOON NG MYOYNMUIKNG ovvBeone kol evamdBeong
cOUATOIOV YoAKOD GE KEPAUKA LITOoTPp®UAT, e£ac@aiilel tnv adénon g odpkelag
Cong ¢ LoTNS Tov NYOdiov, pag kot avt dgv Ba eBeipetar TOG0 Evtova.
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Ewova 4.39: Enidopaon peiwong g éviaons twv vrepiywv ot ociyuaro Ni2 xor Nil0

Mo evélopépov givor to ddypappa e Ewovac 4.40 yio to detypata Ni5 kot Nill. Ta
detypoto awtd dbétovv 40ml Ni(CH3COO0),*4H,0 [0.2M] w¢ mpddpoun évmon, yxopig
vrootpopa. Kotd mv nyoynukn ovvbeon tov deiypatog Ni5 ypnopomomdnkoy vépnyot
évtaong 100W/cm?, evéd yia to Nill vaépnyot éviaong 30W/em? H Sagpopd otn ¢option
TV dvo derypdtov etval mepimov 6.5%, evd 10 m0c06Td TG eivan Waitepo VYNAG Kot
Kopaiveton petald 50-55% xot oTig dVO TEPMTMOOELG. TN CLYKEKPUYEVN] TEPIMTOOTN, N
YPNOT TOV VLEPNY®V TNG KPOTEPTG VTG EIVOL ELPOVOG GLUPEPOVTOL.
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Ewdéva 4.40: Enidpaon peiwons e éviaons twv vmepiywv ota ociyuoza Ni5 xor Nill
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4.2.2 Anoteréopota XRD

2mv mopovoa vroevotnta Oa mopatefovy akTvodloypappoato omd emheypéva detypota
kol Ba yivouv ovykpioelg pHeta&d OpIGUEVOVY €6 OVTMOV TPOKEIUEVOD VO EVTOMIGTOVV Ol
aKkpIPeic EVOOELG TOV TPOEKLYAV OO TOV GLYKEKPIUEVO TPOTO GVUVOEOTG Kol ot ThavEG
Stapopéc petald Toug.

210 duypappa g Ewovag 4.41 mapovoidlovior ta dtoypappoto tepibAacons aktivev-
x ywo. too ogiypara Nil2 ko Nil. To deiypo Nil2 dwbéter 20ml Ni(CH3COO),*4H,0
[0.2M] w¢ mpddpoun HETOAMKN VOGN Kot OEV EYEL KATOL0 VITOGTPMUA, EVD TO deiypa Nil
eéper 20ml Ni(CH3COO0),*4H,0 [0.2M] w¢ mpddpoun HeETaAMKY évoon o€ vdoTpoua 19
eumopikng a-Al,O3. 1o aktivodidypoppa tov detypotog Nil2 epgavilovtor ot Kopveég
TOL VOPOEESioV TOV ViKELioV, evd oto delypa Nil paivetal | cuvdmapén TV KOPLEDY TOVL
Ni(OH); kot tov vrootpodpatog g o-Al,03. Kot 611 dvo mepurtmoelg, amovotdlovy ot
KopLPEG oL Ba pmopovoay va arodobolv oe akabapaoiec.
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Ewova 4.41: Aidypopua wepiBloong axtivwv-y deryudrawv Nil2 koz Nil (m Ni(OH),, o
sumopikn o-Al03)

v Ewova 4.42 mapovcidleton 10 odypappa mepibiaong axtivov-y Tov detypdtmv
Nil kot Ni2. Xtoyog g ovykpiong ovthg eivol n peAétn g enidpaong avénong g
TPOdPOUNG LETOAMKNG Evong ot Aappavoueva aktvodtaypdupoto. To detypa Nil épet
20ml Ni(CH3C0OOQ),*4H,0 [0.2M] ®g mpddpoun HETOAMKN Eveon oe VIoOcTpmuo 1g
eumopikng o-AlO3, evd to deiyua Ni2 dwwbéter 40ml Ni(CH3COO),*4H,0 [0.2M] g
TPOdpOUN UETAAMKN évmon o€ vadotpope 19 epmopikng a-Al,Os.

O durhoctlacpdg e mocdHTNTOG TNG TPOOPOUNG UETOAMKNG £VEOCTG TOL VIKEAIOL,
QOIVETOL TOG AVTIKATOTTPILETOL GTO EVPOG TOV KOPLPDV TOV SOy PALLLATOS TOV OVTIGTOLYEL
oto detypo Ni2. ITo ocvykekpuéva, ot kopveéc tov Ni(OH), oe 20=33.2° ko 59.2°
TOPOVGLAlOVTaL OPKETE LEYOATEPEG G oYéon Ue avtég Tov deiypatog Nil. To otoyeio
avtd Ppioketol oe TAPN CLUEOVIO Kot LE T omoTeAécpoTa TV petpnoemy ICP yo ta
ovykekpuéva oetypata (to deiypa Nil €xel m060oT0 POpTIoNGg 68 VikKéMo ico pe 19.84%,
evd 1o dgiypo Ni2 €xer 29.99%).
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Ewéva 4.42: Aidypouua wepibloons oxtivav-y deryuarwv Nil kor Ni2 (m Ni(OH),, o
gumopixn a-Al,03)

210 gndpevo ypaonuo s Euwovag 4.43 gppaviletor kot moAl n enidpacn g avénong
™G mpdOpoung UHETAAMKNG évmong o dvo Ogiypato mov £xovv 2¢g LIOGTPMUN Kot
nyopondnkav pe pikpdTEPN EViaoM  VIEPNY®V (30W/Cm2). [T ovykekpyéva,
napatifevrar to aktvodoypaupate tov detypdtov Nil3 kot Nil0 pe 20 ko 40ml
npddpoung évoong Ni(CH3;COO0),*4H,0 [0.2M] og vrndotpopo 1g sumopikng a-AlyOs,
avtiototyo. AveEdptmrta omd ™ peimon ¢ Eviaong TV VIEPNY®V KATA TO GTAd0 TNG
ocuvbeong, Kot oo Vo TTEPBAAGLOYPAENLOTO EULPAVICOVTOL Ol YOPAKTNPIGTIKEG KOPVOES
1060 TG QPAGES TOL VOPoLewdiov Tov VikeAiov, OGO KOl TOL VTOGTPOUATOS. XTNV
nepintoon Opwc tov deiypatog Nil0 mov @épel T peyoldtepn TOGOTNTO TPOSPOUNG
Evoong, O1KpivoupEe Kol TAAL TG OPICUEVEG KOPLPES £XOVV LEYOADTEPO EVPOG GE GYECN
e Ti¢ avtiotoryeg Toug detyparoc Nil3. 'Etot, oto detypa Nil0 ot kopveég tov Ni(OH), oe
20=33.2° ko1 59.2° mopovotdlovior eAappidg peyoddtepec amd avtéc tov Nil3. Kot oe
VT TV TEPInTOON, 10 otoyeio avtd cvuPadilel pe ta avTicTolo OMOTEAEGHATA TOV
petpioewv ICP oyetikd pe m @option tov tehkov vAkos (deiyua Nil3: 34.17%, deiyua
Ni10: 25.28%).
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Ewéva 4.43: Aicypouua wepibloons axtivov-y deryuarwv Nil3 ko NiZ0 (m Ni(OH),, O
sumopikn o-Al03)

H mapdypoeog avt) Ba ohokAnpwBel pe v mapdbeon evdg cuykpiTikod dtoypoppdTmy
nepiBAaong axtivov-y 6To 0moio Bo TAPOLGLUGTOVY T AKTIVOSLOYPAULOTO SVO dEIYUATOV
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7oV amoTeLoVVTAL and TIG 101eC TOGHTNTEG KOl £100G TPOSPOUNG EVAOOTG KOl VTTOGTPMUOTOC,
oAAG oLVTEOMKAY MYOYMUIKA HE YPNoN OoPopeTIKNG &viaong vmepiyov (100 ko
30W/cm?, avtictowya). 2tox0c eivar vo eEeTootel Kotd mOG0 1 peimon TG EvTooNG TV
VIEPNY®V, EXEPEPE KATOLO OAAAYT| OTIC AAUPAVOUEVES PAGELC 1] OXL.

210 dudypappa e Ewova 4.44 mopovctdlovtal To 0KTIVOSIYPAUUATO TV SEIYUATOV
Ni2 kot Nil0. Ta dvo avtd deiyuata dabétovy ioeg mocdTTEC TPOSpOUNG Evmong (40ml
Ni(CH3COO),*4H,0 [0.2M]) «ot vrmootpoupatog (1g epmopikng  a-Al,O3), oArd
ouvvtédnkav pe ypron vepnyov éviaong 100 ko 30W/cm?, avtictouyo.

Yy mepintoon tov deiypatog Ni2 ot kopveéc tov Ni(OH), oe 20=33.2° ko 59.2°
napovotaloviar Eava peyaivtepeg and avtég tov deiypatog Nil0. Emouévmg, 1o deiyua
Ni2 @épet kot peyaddbtepo mocootd Options oe vikélo. [lpdayuatt, n mopatipnon avt
emoAnOevetar ko amd 11 perproelg ICP-AES ota dvo avtd dsiyuata. To Ni2 dabétet
29.99% @dption o€ vikélo, evd o Nil0 25.28%.
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Ewoéva 4.44: Micypouua wepibloons axtivov-y deryudrwv Ni2 kor Nil0 (m Ni(OH),, o
gumopixn a-Al,03)

4.2.3 Anoteréopota SEM/EDX

Ymv mapodoa vmoevotnta Bo  mopovciauctohv  ewkOvee amd to  HAextpovikod
Miwkpookomo Xdpwong (SEM) yuo emdeypévo deiypata vopo&eldiov Tov vikeAiov Tov
GLVTEOMKOY NYOYNUIKE Kol evomotédnkay o€ kepapukd vrootpopata. Opiopéva omd avtd
Bo cuvodevovtar kot amd TG avtiotoyes avaivoelg EDX pe otdyo va eréyyet edv ta
OTOTEAECATO CYETIKA UE TN QOPTION G VIKEAL0, Ppiokovtal 6 KaAn 1 Oyl GLUEOVIO e
Ta avtiotorya dedopéva mov TponAbay and Tig petpnoetg tov 1ICP.

Yty Ewova 4.45 napovoidletar  pkpodoun tov dsiypatog Nib5 mov dwabéter 40ml
Ni(CH3COO),*4H,0 [0.2M] ®¢ mpddpoun HETOAMKY Evmon, YoPIG LTOGTPOUO.
Awokpivetor n dmapén copotdiov vdpoleldinv Tov vikeAiov peyébovg TaENS VOVOUETPpOV.
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SEI  10kV WD16mm  SS25 x10,000 1pm S— SEI  10kV x16,000 1pm

Ewova 4.45: Mixpodoury SEM deiyuarog Ni5

Yty Ewova 4.46 mapovoidletar n pikpodour| (ueyébuvon x400) tov deiypatog Nil mov
dwbéter 20ml Ni(CH3COO),*4H,0 [0.2M] ¢ mpddpoun upetorlhikny évoon kot 1g
eumopikng a-Al,O3 ®¢ vroctpopa. Alokpivovue to copatiowe tov VOPoEediov Tov
VIKELIOV (GOTPEG TEPLOYES) KOL OVTA TOV VITOGTPDUATOS TNG GAOVUVAS (YKPL TEPLOYEG).

v enduevn ewkova mapovotdletar 1 pukpodour; tov idov deiypatog Nil og
peyodvtepn peyébovvon (x1000). Xe avty dwokpivovion mAéov Eekdbopa To couatiow
Ni(OH), «diokoounpévay mivem 6to Kepapukd vrootpopo tng a-Al,0s. To uéyebog tovg
vroAoyiletan mepimov ota 15-20um, eved 10 oyNuo Tovg givarl oealpoedéc. To ToGooTo
@OpTIoNnG o€ ViKMo oto cuykeKpluévo delypa vroroyiomke pe Paon to ICP-AES oto
19.84%, evd to EDX og peyéBuvon x400 £dmwoe mocootod vikediov 17.69%.
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Ymv Ewova 4.48 mopovoidletor n pukpodopun tov deiypatog Ni7 mov dwabéter 20ml
Ni(CH3COO0),*4H,0 [0.2M] ¢ mtpddpoun petairikn évoon kot 1g GDC o¢ vrdotpopa.
H peyéBuvon g awtng g pikpodoung tvor X100 ko 6° vt dtakpivovior ot KOKKOL TV
VITOGTPOUATOG 6€ LeYEON Tov Eekvovv and mepimov 10um kot ptédvovy Emg Ta 250um.

3 - T e
ha -~ NSy 2 LT R ale K . g
SEI  20kV WD16mm SS50 x100 100um  —

Ewéva 4.48: Mixpodoury SEM (x100) deiyuarog Ni7

Mo peyordtepn peyébovon (x400) tov id10v dérypatog mapovotdletor oty Ewova
4.49. Xe oot OlaKpivovpe To COUATIOW TOL VOPOEEIOION TOV VIKEMOU «OIOKOGUT|LLEVOL
Tévo otovg kokkovg Tov GDC.
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SEl  20kV WD16mm SS50 x400 50pm

Ewéva 4.49: Mixpodour; SEM (x400) deiyuarog Ni7

To péyebog kot to oYU TOV cOUATIOIOV TOV VIPOEELSIOV TOV VikEAioV TapovctaleTal
evkpwéotepa oty Ewova 4.50. e avtn, n pukpodour| tov detypatog Ni7 gpeavileton o€
peyébovon x4000 ko ta copatidle tov Ni(OH), dwuxpivovion miéov Eekdabapa. To
péyefog touvg xvpaiveror omd 1-S5pm kot to oynuo Tovg elvoar  ceopoges. O
TPOGIOPIGHOG TOV TOCOGTOV POPTICNG GE VIKEAMO GTO GLYKEKPLUEVO delypa pe Pdon Tig
petpnoelg tov ICP Ntav oto 18.115, evd 10 avtictoyo vovuepo and 1o EDX frav oto
17.015.

[Mopatmpodpe 6t Ko 6t dvo delypata mov eégtdoape oto SEM, or AapPavopeveg
HiKpodopée mapovotdlovv 1o emrtvynuévo decoration tov pETOAMMKOV COUOTIOI®V oTa
SPOPETIKA Kepapukd vrootpopata. Eniong, to dedopéva yia ta m0ocoostd @OPTIoNG TOL
npoépyovtal T0co amd Tic petpnoelg ICP, 6co kot amd v avaivon EDX, eaivetor mog
Bpiockovtot o€ oAV koA cvpewvia petad Toug.

rh ame
SEl  20kV WD16mm  SS50 x4,000 5um

Ewdéva 4.50: Mixpodours SEM (x4000) deiyuorog Ni7

Téhog, otnv Ewodva 4.51 napovoialetar 1 pikpodour tov deiypatog Ni9 mov dabétet
40ml  Ni(CH3COO),*4H,0 [0.2M] ©g mpddpoun petordhkn €évoon kot 0.25g
gpyaotnplakd ovvtebsiuévn M-AlOs (600) o¢ vrdotpopa. Awokpivetor 1 Vmopén
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ocOROTWIOV  VIpoLewiov Tov  VvikeAiov Ta omoion potdlovv  va  gival  EAAPPDOS
ocvcocopatopéva. Ta pkpotepa copatiow €& avtdv kvpaivovtor oe péyebog taEemS
VOVOUETPOV.

SElI  10kV WD16mm SS25 x20,000 1pm

Ewéva 4.51: Mixpodoury SEM deiyuazrog Ni9
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4.3 AnoteléopaTo NOYNUIKIG 6UVOESC KON YUPAKTIPLGUOV OEVYRATOV
Ni

Onwg &xel NN avapepbel, o1 okOveG TOL ANEONKAY HECH PLYOKEVTPNONG UETA TNV
OAOKANPMOON TNG GLYKEKPIUEVNG OLVOETIKNG Topeiag, OlaAvtomombnKav HE GTOXO Vo
eetactodv oto ICP kot va mpocdiopiotel t0 mOCOGTO POPTIONG TOVG HE HUETOAAIKA
ocopatiole. H akpipng swdwoscio g dwAvtomoinong avaeépeton oto Ilapdptnua 1.
AxoAoVBwg, MeOnkay Tl aKTIVOSLOYPAIIOTO ETAEYUEVOV JEIYUATOV GKOVAOV VIKEAIOL
«OKOGUNUEVO GE SLAPOPO. KEPOLKA VTOCTPMUATO KO LEAETNONKE 1 HIKPOOOUN TOVG
pécm SEM.

2trc endueveg moapaypdoovs Oa moapateBodv to amotedéopato yo kKdOe €ldog
TEPALATOG LE OEYUATO VIKEAIOV «OLOKOGUNUEVOY GE KEPAUIKA VTTOGTPMOLLOTA.

4.3.1 Anoteréopata ICP-AES

v mopdypa@o avt 6o TapovslHcTOOV TA OTOTEAEGLOTO TOV TPOEKLYOV OO TNV
eneEepyacia TV derypdTmv Tov vikedMov petd v e&étaon tovg oto ICP. H a&oldynon
TOV S£d0UEVOV £YIVE KOl GE QTN TNV TEPITTMON pE TOV 1810 TPOTO TOV TAPOLGLALETL GTO
[Hopdptnua 2.

Méow TV S1ypaUUET®V TOL KOTACKEVAGTNKAY, EMYEPEITAL 1| LEAETN TNG EMIOPAONG
SPOpOV TOPAPETP®VY (0TS N TOGHTNTA TNG TPAIPOUNG LETAAAMKNG EVEOONC, TO 100G TOV
KEPUUKOD VTOGTPAOUOTOS Kol 1 XPOovikn €EEMEN €vOG TEPAUATOS), OTN POPTICT TOV
TEAKOD VAKOV GE VIKEMO.

210 dudypappo g Ewkdvag 4.52 mapovsidleton n emidpaocn g aAlayng tng mocdTNTog
™¢ Tpddpoung petariikng évoong NiCl*6H,0 yo dvo deiypata pe 10 610 VITOSTPOUAL.
[To cvykekpéva, e€etdotnray ta deiypata Nia kot Nig mov diabétovv 0.25g vrdotpopo
epyaomplakd cvvtebeipévng n-AlxO3 (600) kon 0.9245 wou 0.2502g mpddpoung Evoong
NiCl,*6H,0, avtictoiyo.

KabBng n mocdtTar Tov petadikol TpodpoOron GYedOV TETPUATANCIACTNKE, TO TOGOGTO
™e eOpTiong oe VikéAo avéndnke. Tvykekpiuéva, oty mepintmon tov deiypatoc Nia 1o
T0600TO TOV ViKeAiov petpnnke oto 29.8%, evd oto deiypo Nig éptace 10 38.48%
napovctalovrag avénon katd 22.5%. To otoryeio avtd eivar andAivta ovopevouevo, Kabmg
opeiletonr otV avENOT TG TOGOTNTOS TOV TPOSPOLOV TOV VIKEAOV.

40 38.4

35

30

25

20 -

15

% Ni decoration

10

5 |

o -

0.2502 0.9245
NiCl,*6H,0 (g)

Ewkova 4.52: Eniopoon odénons moaotntas mpoopouns Evwons otyy tTeMKn gopTion Tawv
oeryudrawv Niy, Nig
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210 Sdypappa g Ewova 4.53 mapovoialetar n enidpacn tov dapopeTikod €idovg
KEPUUKOD VITOCTPOUATOG OTNV TEAMKT QOPTION TOV LMKOV o€ VikéAo. Ta detypota mov
napovotaloviar givar to Nic pe 0.92459 mpddpoung évoong NiCl,*6H,0 ko 0.25g
VIOoTPOUA gpyooTnplokd cvviedepévng a-Al03 (1200) ko to Nia pe v id1a TocdHTTO
podopung Evoong kat 0.25g vrootpoduatog epyactnplokd cvviedeipévng n-Al,03 (600).
Y10 dgiypo Nic T0 10606TO TG POPTIONG VIOAOYIGTNKE 6T0 26.86%, evid 6To deiypa Nia
010 38.48%. Kot ta 6v0 ovtd m0G0oTd £lval apKETH IKOVOTOMTIKE, LI0G KOl KUUOIVOVTOL
ano nepinov 26% £mg 38%.

a0 3848

35

30

26,36

% Ni decoration
M
o

v

0.25g a-Al,0, (1200) 0.25gn-Al,0, (600)
Yrootpwpa (g)

Ewkéva 4.53: Emiopoocn o1apopetikod 000G DTOGTPOUOTOS OTHY TEAIKH QOPTIcH TV
oeryudzawv Nig, Nia

210 obypappa ™ Ewovag 4.54 mapovcidletar n ypoviky] €EEMEN ™S MYOXMUUKNG
oOvOeong tov detypatog Nip. To detypa avtd amoteheitar amd 0.25029 mpddpouns Evoong
NiCl,*6H,0 kou 0.25g vrnoéotpopa sumopikng a-AlOs. Katd ™ dwéoaywyn tov diopov
TEWPApaTog ™G nyoPfornong, Aapupdavovrav deiypa kabe 20min kot HETE T LYOKEVTPNON
oV o1EPe0h VAKoV avtd e&etdlovtav oto ICP-AES ya va diepevvnbel 10 m0oc0oTod
eoptionc oe vikéio oe kébe Prpa e nyopoinonc. Kot oe avty v mepinmtoon N
avoypoeouevn T yio o, 120min agopd ™ HETPNOT TOL TEAIKOD, GUVOAMKOD VAIKOD Kol
OyL to detypa Tov ANEONKE e TN CLUTANPWOGCT TOL dl®POV.

Ao TV mapaTNPNoN TOL SoYPAUUATOS TPOoKLITEL OTL O amd To. TpdTa 20mMin g
NxoPoANoNG, enetedybel £va KavomomTkd TOGO0GTO POPTIONG OE VIKEALO TG TAENG TOL
40%. Avtd 10 TOCOGTO Qaiverol TG dwtnpeiton mepimov péxpt 10 TEAOG TOL dlwpov
TEPALATOG, HOG KOl GE OAEG TIC EVOLAUETES JEIYLATOANYiES dev €mece KAT® omd 10 36%.
H péyiotn tun decoration sueoaviotnke oto 40min kot ntov 45.79%, evd 610VC dVLO
EMOLEVOVG YPpOVOVG peldONKe. TN cuvéyewn (otar 100min) n tyun eoaivetol va av&aveton
Eava ehappa o€ 1060010 42.29%.
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Ewova 4.54: Xpovikn eéédén mewpauarog nyofioinong yra to oeiyuo Nip

O1 pkpéc avtéc avéopeiwoelg tvatl mbavod va opeilovior 6To yeyovog OTL 1) GLVOAIKY
ToGOTNTO OelyloTog Tov AoUPAVOVTOS GTOVE EVOLIUEGOVG OLTOVG Y¥POVOLS NTOV TOAD
LIKpN Kot yuo. KaOe mepimtmon 1 TEAMKT TocOTNTO TOV TPOEKLYE UETA TN PLYOKEVTPNON
Kol oUVER®MG TN OwAvtonoinon dev vrepéPn ta 10mg. Avtd 1o otoryeio icmg MrTav
kabopotikd kot ta amoteAéspata tov ICP-AES mov mpoékvuyoav Hiog Kot Ot TOGOTNTES
OVTEG KIVOOVTAL GTOL OPLoL TNG SLOKPLTIKNG IKAVOTNTOS TOV OpYEavov.

4.3.2 Anoteréopata XRD

Zmv mopovca vroevotnta Bo mapateBodv axtivodlaypdupata tepiBiaong aktivev-y
amd emAeypéva SelyoTa TPOKEYEVOL VO EVIOTIGTOVV 01 aKPIPBELG EVDGELS TOL TPOEKLYOLV
a7t TOV GLYKEKPIUEVO TPOTO GVVOEGNC Kot 01 TOAVES dtapopEg LETAED TOVG.

210 duwaypappa g Ewovag 4.55 mapovsialetal to dbypoppo mepibiaong aktivov-y
ywo. to detypo Nig. To detypo avtd drobéter povo 0.25029 npoddpoune HETOAMKNG EVOONG
NiCl,*6H,0 kot pndevikd vadotpopa. Aokpivoviol ot YopoKTNPIoTIKES KOPLOES TOL
vikeMov oe 20=44.4°, 51.7°, 76.3°, 92.8° wou 98.5°. O1 3 mpdreg kOpieg kopvPEC
avtictoyovv oto enineda Miller (111), (200) ko (222) avtictorya. To 6tevd €0pog TV
KOPLO®OV VTOOEIKVVEL TNV KPUOTOAAIKY] QUOT] TOV SYNUATILOUEVOV COUOTIOIOV, EVAO OEV
TOPOTNPOVVTOL KOPLOES OKAOAPTUDV.
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Ewéva 4.55: Aidgypouua wepibiaons oxtivav-y deiyuaros Nig ((m Ni)

210 Sdypappo ¢ Ewovag 4.56 mapovoidleton to didypappa mepibloong aktivov-X
ywoo to deiypa Nip. To deiypo avtd Swbéter 0.2502g mpddpouns HETOAMKNAG EVOOTNG
NiCl*6H,0 ka1 0.25g epmopiky a-Al,O3 o¢ vrdocTpmpa. Alokpivovtal ot YopaKTNPLoTIKEG
KOPLPEG TOL VIOGTPAOUOTOS TNG AAOVUIVAG, OAAL Kot TOv petaAlkoy vikediov. Kot og
auT TV TEPIMT®OON amovcstdlovy ot Kopueég mov Bo pmopodoov vo amodobodv oe
axoBopoiec.
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Ewéva 4.56: Aidypouua wepibloons oxtivav-y deiyuaros Nip (m Ni, o a-Al;03)

210 odypoappa g Ewovog 4.57 mapovsidlovion ta dtaypapporto tepiblaong oktiveov-
x ywo. To ogiypata Nia. ko Nic. To deiypa Nia dabéter 0.9245g mpddpoung HeTOAMKNG
évoong NiCl*6H,0 kat 0.25g epyaoctnplakd cuvtebeuévng n-Al,O3 (600) wg vrdéoTpoua,
evod 10 detypa Nic drabéter 0.9245g npddpoung petorikng Evoong NiCl,*6H,0 kan 0.25g
gpyaotnplakd cvviedeuévng a-Al,O3 (1200) og vrdéoTpoua.

Y10 deiypa Nic dakpivovrarl kot ot 5 Pacikég KOPLPEG TOV PETOAMKOD VIKEAIOV, EVGD
avtifeta oto deiypa Nia 1 kopver Tov vikediov og 20=45° paivetar va amovcidlet.
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Ewova 4.57: Aidypopua wepiBloong axtivwv-y deryudtwv Niy kor Nic(m Ni, O gumopixn
OL-A|203, L] 71-A|203(600))

4.3.3 Anoteréopata SEM/EDX

Ymv Ewodva 4.58 dwaxpiveton n pukpodoun tov dgiypatoc Nig mov omoteleitar amnd
0.2502g mpddpoung évwong NiCl*6H,0 kot undevikd vmootpope. Ta copatidio Tov
VikeAiov gpeaviouv piKpodoun pe T Hopen papdwv oto Akpo TmV 0ToimV Qoivovtol vo
Bpiokovtor tomoBetnpéva Kot opiopéva d1oKoeWwn copatidw. Awakpivetor emiong kot m
VTOPEN OPIGUEVDV AETTOTEPMOV CYNLATICUAOV LE TN LOPPT OEVOPLTOV.

Papoor —
devopiteg
Ni

SElI  10kV WD15mm SS25 x10,000 1pm —

Ewéva 4.58: Mixpodourj SEM deiyuaros Nig

M peyordtepn peyéBuvon tov idtov detyparog (Ewkdva 4.59) amodeucviel 6vimg tov
TAPOTAV® 1oYLPIoUO pHoc. Atakpivetor M VmOpPEN EMPEPOVS JICKOEWDOV COUATIOIMV
vikeMov ¢ Ta&emg TOV VOVOUETp®Y 7oL oynuatilovv TiG evpvTEPES OEVOPOELDElQ
SLUOPPAOCELG VIKEAMOL TTOV TTOpOTHPNONKAY.

95



N

AioxotNi &

SElI  10kV WD15mm  §825 x25,000 1pm

Ewova 4.59: Mixpodoury SEM deiyuarog Nig oe peyalvtepn ueyédovon

Ymv Ewodva 4.60 topovoialetor n pukpodoun tov deiypotog Nia petd v e€étoon tov
oto HAektpovikdé Mikpookomo Xdpwone. To ovykekpyévo Odetypo amoteleiton omd
0.9245¢g npddpoung évwong NiCl,*6H,0 kot 0.25g epyaotnplaxd cvviebeipuévng n-Al,O3
(600). Ta copatidl Tov peTOAMKOD VikeAiov Tapovstdlovy paPdostdés oYU Kol To
péyeboc Toug Kopaivetat 6TV KAMIOKO TOV VAVOUETPOV.

SEI  10kV WD16mm SS25 x19,000 1pm

Ewéva 4.60: Mixpodoury SEM deiyuazog Niy

Téhog, otv Ewodva 4.61 mapovoidletoan 1 pikpodoun tov ogiyuatoc Nip petd v
e&étaon tov oto HAektpovikd Mikpookomo Zapmong 6e Lo OopopeTikég Heyefhvoelg
(x400 ko x4000). To odeiypa ovtd amoteheiton omd 0.2502g mpddpoung Evmong
NiCl,*6H,0 ko 0.25g gpmopikng o-Al,O3 ¢ vrdocTpmpa. Xty eKOVL PE TN HEYOADTEPN
peyébuvon (0e€1d) oraxpiverar n VTOPEN TOV COUATIOIOV TOV HETAAMKOV ViIKEAIOV (TAEEMS
VOVOLETPOV).
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. . T R i, . LN :
SElI  20kV WD16mm  SS50 x400 S50um  e— SEl  20kV WD16mm  SS50

Ewéva 4.61: Mikpodourj SEM deiyuazog Nip (ueyéQvvon X400 kor x4000)

4.3.3 Amoteréopota TEM

Emkeypéva delypata amd tnv nyoynuikn cuvheon Kot evamobeot Tov HeTaAAKOD
vikeAMov og kepopkd vmootpouato eEetdotnkav pe HAektpovik Mikpookomio
Aérevong TEM pe o100 v perétn g HIKPOSOUNG TOVG KOl TNV TOPATPNON TOV
oYNUATILOUEVOV VAVOSMUATIOIMV VIKEAIOV.

‘Etor, omv Ewodva 4.62 mapovcidletar n pukpodopn to odgiypotog Nic mov
dwbéter 0.25g TpOdpoUNG LETOAAKNG Evmong vikehov o€ 0.259 epumopikng okdvng o-
Al,O3 og vootpopa o€ dibpopeg peyedHvoelc.

Ewéva 4.62: Mixpodours TEM deiyuotoc Nic oc diapopeg usyebvvoers
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Awxkpivetor 1 Omapén TV VOVOCOUOTIOI®V  TOL  HETAAMKOD  VIKEAIOV
«OlOKOoUNUEVOV» 0TOVG KOKKOVG TG okovne tg a-AlOs. To péyeboc tov
VOVOoOUOTIOIOV VIKEAMOV KupaiveTol yOp® ota Snm.
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KE®AAAIO 5. Xvimon - Zvpunepdopata

Xmv moapovoa epyacio emiyelpndnke m Myoxnuikn ovvleon vavocouatwiov Cu,
Ni(OH), kot Ni ko1 n evandbeon avtdv oe d1dpopa Kepakd vrootpmdpoto. Ot Tpelg
SlapopeTIKEC Topeieg ovvOeong mov akolovdnOnkav, amodelydnkay OTOTELECUOTIKES Y10
™V mopoAafn vovocoUaTIdimv  HETOAMKOD YoAkoV, LOPOLEWiov TOL VIKEAIOL Kot
UETOAAKOD VIKEAIOV «OLOKOGUNUEVOVY» GTO SLAPOPO. KEPAULIKE VITOGTPDLOLTOL.

Metd v emtuyn Toug oLVOEST, aKOAOVONGE 0 YOPAKTNPIoUOG TOV SEIYUATOV TOGO GE
OTL 0QPOPE TO TOGOGTO POPTIONG TOV TEMKMV VAIKOV G€ LETOAKE eykAeicpata (LETPNOELS
ICP-AES), 660 kot tn HeAETN NG LUKPOSOUNG TOVG HE TeYVIKEG Tepiflaong aktivev-y
(XRD), HXiextpovikng Mikpookomiag Xapwong (SEM) kot Hiektpovikng Mikpockomiog
Aédevonc (TEM) oe emheypéva delypato. TuykekpéVo SELYHOTO TOV TPOEKLYAY OTd
™V NYOYNLKT 6HVOEST TOV PETOAMKOD YOAKOD GE VITOGTPOUL 6KOVNG epmopiki o-Al,Os,
KatéoTnoav emiong Tukva péom g texvikng Spark Plasma Sintering yio tov mepattépm
YOPOKTNPIGUO TOVG.

EeKVOVTOG OO TO. OMOTEAEGLLOTO TNG NYOYNUIKNG GVVOESTG KOl «OOKOGUNGNS» TV
VOVOSOUATOIOV YOAKOD oTo Odpopa KEPOUIKA vTOooTpOpate Oo pmopodcoue vo
otafovpe 6T akOAOVOES TOPUTNPNCELS:

Apywcd, n uébodog ovvleong mov emhéyOnke amd ™ PiPrloypoeio [69] amodeiydnke
QOTEAECLATIKY] YO TNV MNYOYXNWKN oOvOeon couatidiov yoAkolD JSloKOCUNUEVOV GE
Kepapukég okoves. Katd v extéleon tng dev mapatnprinke kdmolo dvckoAio, evd OAQ
Ta TEPANLOTA NYOPOANGNS OAoKANp®ONKaY emtLY®S. H cuAloyn Kot n puyokévipnon tov
OLOALUATOV TTOL TTPOEKLYOV UETA TNV NYOPOANCT £€ytve cOUPOVA UE TIG TPOPAETOUEVES
dwdkaocieg yio 10 dwywpiopd Tov vEEPKEIEVOL VYPoL oamd T otepen] okdvn. To
VIEPKEIUEVO VYPO KO 1] TOGOHTNTO GKOVIG TOV TPOEKLYE A’ OAa T TEWPapaTO cVLVOEOG,
QLAAYOMKAY G E0IKA TAAGTIKG PLOAISLO Y10 TEPALTEP® YPTOT).

O TO0GOTIKOG YOPOUKTINPICHOS TV OELYUAT®V, 1] LETPNOT dNAOT TOL TOGOGTOV POPTICNG
oe YOAKO TOL @Epel KABe Oelypa, mpaypotomombnke Ommg MOM €xel avoeepbel pe
petpnoelg ICP-AES. T'a va yivel avto, o1 6tepeéc okdveG dtolvToToOnKay cOUPOVO, [LE
) dwdwkacio wov meprypdpetar oto [apdptmua 1 kot ev cuveyeio To ATOTEAEGUATO TOV
nposékvyav péow Tig padnuotikng enegepyaciog (Ilapdptnuo 2), mTopovcldctTnKov o€
LOPON GLUYKPITIKAOV S0y POUUAT®V.

Amo ™V a&loAdynon Tov JypoUUdTeOV otV Topatnpninke tog kobdg avsdvetal 1
TOGOTNTO TOV UETOAAKOD TPOSPOLOV, OLEAVETOL KOl TO OVTIGTOLYO TOGOGTO POPTIONG O
Yoo, davnke pdMoto, Twg 1 xpnon 1g mpdopoung Evoong eivol GNUOVTIKY Yo TNV
enitevén evdg mocooToh POPTIONG TS TAENS TOL 35%. XTIG MEPLOGOTEPES MEPIMTMOGELS
emiong, M ypnon tov 2h g MyoPoinong amodsiydnke emopkng yo. ™V emitevén
embountov tococtov decoration peta&v 35-45%.

Mo akOpa TAPAUETPOG TOV EEETAGTNKE NTAV KOl 1] EMIOPACT) TNG XPNONS SLUPOPETIKOD
gldovg Kepapkol vrootpodpatos. [T cuykekpipéva, n ¥pPNoN VTOGTPOUATOV aTd CKOVEG
eumopikng  0-AlyOs, eumopikng TiO,, wpddpoung évmong pmayepitn AlI(OH)3  xot
gpyootnprakd cvviedepévng a-AlOz (1200°C) anodeiydnke opdf 1660 yioo THV emTuyy
«OKOGUN G TOV VAVOSOUATIOI®MV TOL YOAKOD TV GE QVTE TO VTOGTPAOUOTA, OGO KOl
Y10L TOL IKOVOTIOUNTIKA TOGOGTA POPTIGNG TOVG OE YOAKO.

H a&loAdynomn tov ToG0osTo0 QOPTIoNG GLUVEXIOTNKE HE TN UEAETN TNG EMIOPOONC TNG
peimwong g évraon tov vrepnywv (ard to 100 ota 30 W/cm?). Z¢ oTIH TNV TEPITTOON TOL
delypota Tov cuvTEONKaV pe TN YaUnAOTEPT £VIOOT LIEPTYOV ELPEAVICAV Lo LEIMON OTO
TEMKO TOGOGTO QPOPTIGNG TOVG GE YOAKO, 1 omoiot OUMG eV NMTOV 1OOHTEPO GNUAVTIKT).
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‘Etol, pumopet va mpotabel m ypnom vmepnywv HkpoOTEPNG vtaomg, Yopig dwaitepa
OAPVNTIKEG EMMTMOCES OTO TOCOCGTO QOPTIoNG, Tov Oa avénoer ) Sdpkelo Cong TG
YPNOCLOTOIOVUEVNG LOTNG TOV NX0di0V.

Téhog n pedétn tov decoration og yaAkd Katd ™ ypovikn eEEMEN evog melpdpatog (ue
evolquecec derypatoinyieg ava 20min) £deiée KAmoleg OSOKVUAVGELS OTIC TWWES TNG
@options. [To cvykexpuéva, Tapoatnpnonke otadlokn avENon Tov TOGOGTOH POPTIONG GE
YOAKO amd TV évapEn g MYoPOANCONG £WC Kol TN GLUTANP®CN TG TPATNG MPOG
NyoPoOAnong kot petémetta peimon péypt ™ cvpmAnpwon tov 100min. Ot dtokvudvoelg
AVTEG OTIG TEG TNG QOPTIONG UITOPOHV VL EPUNVELTOVV MG €ENG: Apykd, UTOpovUE Vo
VTOOECOVLE TOC GTO UMPNUOL EKTOG OO TO SIOKOGUNUEVA GOUOTIOW YaAKkoD, elval TOavO
va Bpiokovrtal kot opiopéva ehevBepa copation. Etot, and v évapén g nyoPoinong
£m¢ To. 60mMin o1 vVEPNYOL dpovV gvePYETIKA Kat fonbodv va «yeuicey T0 VIOGTPOUA LE
ocouatiow petalAikol yaAkov. Amo to 80 émg Too 100min to decoration pewdverar, yoti
KkaBdg av&dvetar o xpovog e Nyofoinong ta mo peydia oe péyebog copatioln yoaAKov
«omhve» og piKkpotepa e&ottiog g dpaong Tv vrepnywv. ‘Etotl, 1 Aqyn delypuatog 6toug
peyalvtepoug ypovoug elvar mbavoe vo mepreddpfave kol €100V €idovg copatiow To
omoia. 0ev pmopecay va GLAAEXOOVLV KOTA Tr QLUYOKEVTIPNON, OAAL TOPEUEVOV GTO
vrepkeipevo dtivpa. ‘Etot, éva mocootd yaAkoo doev katdpepe va petpndel oto ICP-AES.

M 6ebvtepn €€Nynomn vy T UEI®ON GTO TOCOGTO TNG POPTIONG HETA T Mot ®pa, Oa
umopovce v epunvevtel vmobétoviag Ot and Kdmowo omueio kor petd m dpdomn TtV
VIEPNYOV KOTAPEPVEL VO KOTOYVUVAOCEL KATOL0 TOGOGTO TOL SIKOGUNUEVOL YUAKOD Omd
10 vrooTpopo. Tomg OmAadr ot vEEPNYOlL va. dpovv apvnTiKd, N €0T® oav Eva
AVTOY®VIGTIKO QUIVOUEVO TTOV 001YEL 0TV amoddunon tov decoration.

O mowTikdg YopoKTNPGUOS TV detypdtov Eekivnoe pe ™ Afym Soypappdtov
nepiblaong axtivov-X. Xe ouTd TOPOLCIACTNKOV Ol YOPOUKTNPIOTIKEG KOPLOES TOL
UETOAAKOD YOAKOV, OAAL Kot TV ek00TOTE LTOooTpOUdT®V. H amovsio kopvedv mov Ha
umopovcav va amodobovv ce akabapoieg (my CuO 1 Cu,0) vmodeikviel ™ HETOAAIKN
eOon TV oyMUATCOHEVOV COUATOIOV YOAKOD, v TO oTeEVO €DPOg TMV KOPLP®DV
amoteAel £vOEIEn TG VYNNG KPLGTAAAIKOTNTAS TOVG.

H nopatipnon tov detypdtov pe 1o Hiektpovikd Mikpookonio Zdpwon £0e1&e Kamoa
evolpépovta otoryeia. Apyikd, ota delypata mov dev diEbetav KATO0 VTOGTPOLO, AL
NTav UOVo PETAAMKOG YOAKOG, EU@AVIGTNKOV VO Jpope®cES avtov. Evtomictnkav
TOG0 KOmOl0L OIOKOEWN COUATIOW YOAKOD, OGO Kol Ooplopéveg papdol YoAKoL Tov
Aertovpyovoav oav Yépupeg petabd tov diokwv. H mpocekticdtepn pelétn Tov oo avtdv
OLOHOPPMOEDV amOKAALYE TS TOGO Ol diokol, 660 kot ot papdol cuvictaviol omd
EMUEPOVG GLGCMOUATMOUOTO HIGKOEWDDV COUATIIIMV YoAK0D TG TdENG TV vavouétpov. H
{0100 TOPATNPNOT EVIOMIGTNKE KOU OTO OEIYHOTO ONMOV O HETOAMKOG YOAKOG €ivor
«O10KOGUNUEVOGH GE KATOL0 KEPUUKO VITOCTPWLLOL.

H dmopén tov vavocopatidiov yaikov (dtactdoewv 3-5nm) erainfedtnke Kot omd
Mym ewdévov TEM yuo éva detypo yorkod yopig vrdotpopa Kot yio delypo YoAKov
«OKOGUNUEVO» GE GKOVT) EUTOPIKNG TITAVIAG.

H a&oloynon tov derypdtov cuvexiotnke pe m cupmvkvoon (LEcm g texvikng SPS)
OEYHATOV OTOTEAOVUEVAV OO OPOPETIKEG TOGOTNTEG YOAKOD «OLOUKOCUNUEVESH TAV® GE
oKOVN eumopikng oaAovpvag. ‘Etol, amd tn peAétn tov Sypoppdtov Tov  puduol
CLUTOKVOONG damoT®inKe Twe detypo. amotedovuevo and kabapng a- Al,O3 dtav Bpedet
0T0 TAAGHO A®VEL O apyd v cLYKpicel pe to «doukoounuévay detypata. Emiong, to
delypo mov eépel To pKpOTEPO Tocootd decoration oe yoAKO, QaiveTol TMG UETA TOVG
1200°C akolovbei v id1a cupumepipopd pe v kobapn a- Al,O3 Avtd onuaivel Tmg pe 1o
EMAY1OTO TOCOGTO POPTIONG GE YOAKO deV £E0CQAAILETOL [LE EVKOALN 1] GLUTOKVMOT) KOt TO
VA6 Ttetvel va ovumepipepBet cav va mepieiye povo to kepapikd vroéotpmpa. Oco duwg to
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10600TO POPTIoNG o€ YaAkd av&avetat, to densification yivetoaw mo ypryopa. Kot avtd
yti  OTaPEN LEYAANC TOGOTNTAG YOUAKOD dNUIOVPYEL TIG KATAAANAES OyDYIES SLOOPOUES
nov eEacpaiilovv To mo ypRyopo kot evkoAo densification.

H mopampnon tov deiypdtov petd to SPS o610 ontikd UIKPOOGKOMO KOl TO
HAektpovikd Mikpookodmo Xdpwong Pondnce otov LIOAOYIGUO TOL TOPMOOVS TWV
GLUTVKVOUEVOV dopdV. To Topddeg Tmv detypdtav dev Eemépace 10 1%, evd to péyebog
TOV COUOTIOIOV TOL YOAKOD HETE TN CUUTVKVMOGT EAOQPOS aENONKE.

H debtepn mopeia ovvOeong apopohoe TNV NYOYNUIKY TOPACKELT] VOVOSMUATIOIWV
VOPOEEISIOL TOV VIKEAIOL Kol TN «OlOKOCUNOT» OVTOV € KEPUUIKA vrootpouote. H
Baocikn cuvtayn mov akoAovOndnke [47] ypnoomoince wg tpddpoun HETOAAIKN VOGN TO
TeTPaEVOPO 0EIKO VIKEMO, V(D 1 oPOANon dpknoe 2h og Beppokpacio meptBAAAOVTOC.
Kot og avt) Vv mepintoon ta mepdpato e nYofoANong oAOKANPGONKAY ETITUYDS Kot
cuvtédnkav t6co detypota amotelodpeva amd kabapd vVOPoLeidlo Tov vikeAiov, 660 Kot
«Orokoounuévey copatidt vopolediov Tov VIKEAIOV TAV® O JAPOPO KEPOUIKA
VTOGTPOLOTAL.

Me ) Bondeta TG UYOKEVTPNONG KATECTEL EPIKTOG O SLOYMPICUOS TOL VIEPKEIUEVOL
OWAVLLOTOG KOt TNG OTEPENG GKOVNG LLE GTOYO TN GLVEYLGT TOL YOPAKTNPIGHOV TNS. 'ETot, ot
oKOveg dtalvtomomOnkav pe Baon 1o TpmtoKkoiro Tov [oapaptiuatog 1 yia va e&etaotet
TO TOGOGTO POPTIONG TOVS G VIKEAMO pésm tng pnebddov ICP-AES.

AtepevvnOnke n mepintmon avénong e TocOTNTOS TNG TPOOPOUNG LETOAAIKTG EVMOOTG
TN POPTIGN TOL TEAMKOV DAKOV Kot OomoT®ONKE TS 0G0 VTN ALEAVETOL, OVEAVETAL KOt
TO OVTIGTOLYO TOGOGTO «OlakOGUNoNC». Emiong, mapovsidomke ypoaeukd 6t 1 adénomn g
TOGOTNTOG TOL VTOCTPAOUOTOS, 00MNYel 6T UEI®ON TOL MOGOGTOV QPOPTIONG TMV
avtiotoyywv dctypdtov. Mall W avtd peremOnke kot m xpnon OSPOPETIKOV E0MV
VIOGTPOUATOV OTtmg ovtd ¢ eumopiknc a-Al,Oz, ¢ epyaotnplakd cvvtebeipuéving
TPOdPOUNG EVmoNg pmayepitn, TG epyaoctnplakd cvvrebeipévng n-Al,O3 kot tov GDC.
Oleg avtég ot kepapikés okdves amodeiyOnkay emapkelg yio ypnon ®G VIOGTPDUATO
NYOYNMUIKTG EvamOBeon g copatidimv vopoLediov Tov vikeAiov o mocooto 18-38%. Kot og
auT TNV mEPInTOOT, TEAOG, OlepevvnOnke M emidpaocm TG pelwong g €vtaong TV
vepfyov (amd to 100 ota 30 Wiem?) omv el @option tov vAkod. To oyetikd
SypappoTo £6€1EAV Lt LEIMOT] TOL TOGOGTOV «KOUKOGUNGNCH LE TN HeloN NG EVTaong
Katd 6% ¢ eAdylotn peimon kot Katd 25% wg ) peyardtepn peiowon. To otoryeio avtd
VIOONAMVEL TS Ol VIEPNYOL TNG YOUNAOTEPNG EVTACT|G LTOPOVV VAL YPNCLULOTOMO0VV KOTA
™ obvleon tv vAkdv, Bo mpémel va Anelsl voym OpWG TO TOCO00TO UElONG TNG
«OKOoUNONC» OE PETAOAMKA eyKAeicpaTA.

O mocoTIKOG YOPOKTNPIGUOS TOV SEYHATOV TOV VOPOLELDIOD TOV VIKEAIOL TPOYDPNCE
HE TN OLAAOYN TV avticToywv Olnypappdtov mepibAacng oxtivov-y. Xe ovtd
evtomiCovtal ot Poacikéc KopveEg TOCO TOL VIPOLEWiov TOL ViKEAIoL, OCO KOl TOV
deopwv vrootpoudtemv. H arovsio dAA®V KOPLOOV VTOSEIKVVEL TV EMTVYN cLVOEST
copatdinv vopoéewdiov tov vikediov. H évtaon 1 axkdpa kon 1 idwa n vmapén opiouévav
kopve®v Tov Ni(OH); ce opiopéva detypoto a&loAoyndnke ce oyxéomn HE TO TOGOGTH
QOPTIONG TOV AVTICTOLY®V OEYHATOV 0T OVTE VTOAOYIGTNKAY OO TIG UETPNOELS TOL
ICP.

Télog, M Mkpodoun tov Odstypdtwv peletnke pe 1 ypnon HAextpovikig
Mikpookomiog Xdpwonc. Xto Oetypo mov o O1€0eTe KAMO0 KEPOUKO VTOGTPMLLA,
egviomionke M Omapén  vavocouoTwdiov  vopofediov  Tov  VIKEMOL, €&V  OTO
«Olokoounuévoy  Oetypoto v o€ KEPOUKO VLTOGTPOUATO Jlokpivetor 1 Yrapén
copatiov  vopotewiov Tov VvikeMov Ta omoion powdlovv  va  givonl  eAAQP®S
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ocvoocopatopéva. Ta pkpotepa copatiow €& avtdv kvpaivovtor oe péyebog TaEemC
VOVOUETP®V.

H tpitm xou tehevtaio mopela ovvOeong oa@opohoe TNV MYOYNUIKA TOPAGKELY|
vavooopoTdiov petodikod vikeAiov [70] kot ™ «dlaKOCUNGH» TOLG O KEPOUIKA
vrootpopata. To mpog myoPfoAnon owlvuo o€ avt TV mepintmon mepteAduPave
OCLYKEKPIUEVES TOGOTNTEG UETOAAMKOL TPodpdpov (e£aévudpo  yAoplodyo VikéAo),
KOLoTIKO vaTplo, vopalivn kot aBvAevoyAukoAn. O YEPICUOS TOV EVOGEDY ALTOV NTOV
WwiTepa. TPOCEKTIKOG KOl KOTA TN oOvOeon O0ev mapovotdotnke Kamowo mpofinuo. H
NyoPoAinon dpknoe 2h kar n Bepuokpoocio Ppédnke mwg Tpémetl va givor peyalvtepn omd
avtf Tov TePBaAlovTog (cuykekpiuéva ta Tepduata dieEfydnoay oe Oeppokpacio 62°C).

ATO ™ QLYOKEVTPNON TOV CUOPNUATOV Ol®PICTNKE TO LIEPKEILEVO DMKO amd TN
GTEPEN GKOVI KOl aLTH amodnNKeDTNKE Yo TOV TEPAUTEP® YopaKTNPopd . Kat og avt
TNV TEPIMTOOT apyKd peAeTHONKE TO MOGOGTO POPTIONG KABE OKOVNG O UETOAMKO
vikélo péow tov ICP-AES, énetta amd ) dtelvtomoinom avtig.

Amodeiynke mwg 660 1 TOGHTNTA TOV PETOAALKOD TPOJPOOL avEAvVETAL, LEAVETOL Kot
TO TOGOGTO POPTIONG TOV €kAoTOTE delypatog oe vikéAo. H a&loddynon g xpnong 6vo
SLPOPETIKMV 0DV VTOGTPMOUATOS (Epyactnplokd cvviedeévng o kot n-Al,O3) anédeiée
™ duvatodTNTO  XPNONG TV  TOPOTAVE VAMKAOV ©OC VITOCTPOUOTO  NYOYNLKNG
«O10KOGUNONG» UETOAMKOV COUOTOIOV ViIKEAIOL Kol £0mGE TOGOOTA POPTIoNG 26 Kot
38%, avtiotoya. Télog, N mapakoiovOnon e eoOpTiong o€ £va Telpopa Le EVOLAUETES
Mwelg detypatog ava 20min, amédei&e Mo omd ta mpmta 20min g nyoPoinong,
enetedyOn €va KovoTomTiKd TOG0GTO POPTIoNG 0 VIKEAD NG TAENG Tov 40%. Avtd TO
TOGOGTO POivVETOL TMG dtoTnpeital mTepimov PEYPL TO TEAOS TOV diWPOV TEPALOTOC, LIOG KoL
ce Oheg TIC eVOLANESEG detypatoAnyieg o0ev €mece Katw amd 10 36%. H péyiomm tyun
decoration epgaviotnke ota 40min, gvd otovg dvo emOUEVOVG YPOVOLG HeELDONKE. XN
ovvéyeto (ota 100min) n T eaivetot va avénonke Eavd ehaepd e 10c00Td 42.29%. O1
AVEOUELDCELS AVTEG OTIS TIHEG NG OPTIoNG Ba umopovsav vo. amodofovv Gtovg id1ovg
AOYoLG IOV BOOMKAV KO Y10 TNV TEPIMTOGCT TOV AVTIGTOLYOV TEPAUATOS YOAKOV.

O yopoKINPIGUOS TOV MYOYMUIKE oLVTEDEWEVOY GKOVOV  GLVEXIOTNKE HE TNV
KoToypapn TV oypoppdtov tepiBiaong oKTivov-y. XTo aKTIVOOIAYPOLLLN TOV OETYIATOG
mov Og 01€0eTE KATO0 £100C VTOGTPAOLATOG EVIOTIGTIKAV Ol YOPUKTNPIOTIKEG KOPLPEG TOV
UETOAAMKOD VIKEAIOV, €V OTO OElYHOTO TOV TO VIKEMO «dloKOoGUNONKe» o€ KAmoln
KEPOALLKT] GKOVT), EVIOTIGTNKAV Kol 01 KOPLOES OVTHG.

Téhog, M mapatpnon g piKpodoung twv dstypatov pe Hiektpovikdé Mikpookomio
24pwong amoKIAVYE TMOG TO COUOTION TOV HETOAAIKOD VIKEAMOL gu@avifouv piKpodoun
pe ™ popen péPdowv mive otig omoieg paivovrol va Bpiokovtal Tomofetnuévo opiopéva
dwokoedn copatidie. Me ™ Pondeta peyodlvtepov peyeduveemv pdvnke O6vimg 1 vVopén
EMUEPOVS OIOKOEWMY GOUATIOIIMV VIKEAIOL NG TAEEWMS TV VOVOUETPOV TTOV oynuatilovv
aVTEG TIG EVPVTEPEG PAPOOEIDEIG OUUOPPDOGELS VIKEAMOV, GTolXEl0 TOV emaAnBedTNKE KO
amo Tig eoveg tov TEM.
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ITAPAPTHMA 1

IpwtoKorrio droAvTOTOINGYG

1) TomoBetd TV mAativa oe OpOia Béom pésa o Eva motpt (Ecemg

2) MpocHétw amoviopévo vepd yOpw amd v mAotiva péxpt va KoAvedel n péon g
mEPITOV

3) Oétw og Aettovpyia T Beppovtiky TAGKO

4) Avoiym Tov amaywyo

5) MpocBétw 25ml vEPOYAWPIKOL 0EEWC GE SOKIUAGTIKO COANVO KOl TO, OTOYLV® EVTOG
™G TAativog

6) Me ) ypnon pog yvaivng pondnrtikng papoov mov tponyovuévas xel Kabapiotel pe
amovicpéVO vepd (oe dumhavd doyeio Kot Oyt péca oto motNPt (EGEmMG OV VIAPYEL M
mhotiva), «yopilo» v Thativa, dote va épbet oe TAdyo BEon eviog Tov motnplov (Ecemg

7) KoBopilw, péoa oto motpt (éoemg, pe amoviopévo vepd tn yvdiwn papdo mov
YPNOOTOiNCa 6TO Prpa 6 Kot 6T CLUVEYELD TNV TOTOOETD TOPATAED PMOG

8) [IpochHétm emmAéov TOGOTNTA AMOVIGUEVOL VEPOD GTO TOTNPL (EoemG, MGTE 0 TLOUEVAG
™G mAotivag vo KaAveOel TANpwg amd avtd

9) KaBapilow oe dumhavd Pondntikd doxeio v empdveln evog KUPTOV TPOGTATEVTIKOD
YVOALOU KOl GTT) GUVEXELD TO TOTOOETM TAV® 6TO TOTHPL (ECEMC

10) IMepyéveo 30min dote o mubuévag g miotivag va kabopicer mAnpwg. Kotd ™
dugpkela Tov Ppacuov, n TAativa pTopet vo avadeveTon EVTova eVTOg ToL ToTNPLov (Ecemd.
Bepoiovopat 6Tt dgv d1apevyet O1dAvpa amd T0 EGOTEPIKO TOV TOTNPLOL (£5EMG

11) Otav o mvBpévag g mhotivag eivar kaBopdc, oNKOVE TPOGEKTIKA TO YLAALVO
TPOCTATEVTIKO, £TGL MOTE Ol OMOEG OTAYOVEG £YOVV OMOUEIVEL TNV EMPAVELL TOV VO
TPooTEHOLV 6T0 TOTHPL LEGEMC

12) Me mv eAdyiom Ovvat) TOGOTNTO OMIOVIGUEVOL vePOL Kobapilm pia @opd tnv
EMPAVELD. TOV YLAALVOV TPOCTOUTEVTIKOV HECH GTO TOTNHPL (E0EMG KOl TO TOMODET® ©E
mapokeipevn 0€on

13) KaBapilw pe amovicpévo vepd (oe fondntikd mievpikd doyeio) pa yodivn pafdo ko
pe ™ Pondeid g amoon® TV mAativa amd To motnpl (éoemg (mBavov ypetaletal va
eépovpe to TPt (Eoemg oe mAQyo BEom, dote va dlevkoAvvOel | mopamdve Kivnon)

14) Kpatovrog pe ) yoaiivn papdo v miativa mdve and to motipt (Eoeme, kabapilm
Vv eEMTEPIKN TNG EMPAVELD [LE TNV EAGYLOTN SVVATY TOGOTNTO AMOVIGUEVOL VEPOD, LE
TETO10 TPOTO MGTE AVTO TO VEPD Vo KATAAEEL EVTOG TOL TOTNPLOV (EGEWMS
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15) Kpatd ota yépro pov v mhativa (petd to Prua 14 n mhativa Bpioketon mAéov og
KOTAAANAY Oeppokpocioo MOTE Vo TNV TACOLE) KO UE TNV €AAYIOTN dLVOTH TOGATNTA
AmOVIGHEVOL VEPOL (0TAYdNV) kobapilm mepluetpikd 3 @opég 10 oTOMO avTig (TOo
OTIOVIGUEVO VEPO TPETEL KOl TTAAL VO, KATUANEEL EVTOC TOV TOTNPLOV (EGEMQ)

16) TomoBet®d Vv mhativa oto muplavtipto yia 10-15 min wepinov

17) KaBapilw ™ yvdiwvn papdo mov ypnoyonoinca oto Ppa 14 pe amoviopévo vepo,
eEacparifovtag 6Tl Kot avTd KATOANYEL HEGO 6TO TOTNPL (E0EMC Kal TNV TOTOOETD o€
mopokeipevn 0€on amobnkevong

18) MoMg cvopminpwdei o xpoévoc mov avapépetor oto Prua 16, Pydlo v mlativa and
TNV TUPLOVTINPLO KOl apoV TEPUEVE Ay Aemtd va £pBel o Oeppokpacio mepiPairovtog,
™ Quyilm

* [Ipémet to Papog ¢ mAativag o avTd TO 6TASI0 Vo Eivar KpOTEPO 0md TO apyIKO PAPOg
mov {Vyioa Tpwv EEKvRoet 1 Stadikacia Tng SloAVToToinoNg

¥ Yy mepintoon mov m mAativa {uyiler meplocOTEPO AmO TNV APYIKY TNG TIUN,
enovoropupave Prpota 1-16, mapoieinovrag 6pmg to Pua 5. Encita, {uyilo ek véov
mhotiva dote va eEacpaiicm 0Tt To BAPog TG elval KPOTEPO Ad TO APYLKO

19) Av n cuvoMKkn TOGOTNTA SIHADUOTOS TOV GLYKEVTIPOONKE TEAMKA HECOH GTO TOTNHPL
Céoemg elvar peyardtepn twv 75ml, 1o tomofetd Eavd mdve ot Beppoavtikny mAdko péypt
va e£0ToTeL 1 EMITAEOV TOGOTNTO AL TOV

20) Av 1 cuvoAIKn TOGOTNTO SIAVLLATOG TOV VILAPYEL LECH 6TO TOTNPL (Ecemg etvan tom pe
75ml, To amopaKkpOLVE amd T BeppovTiKny TAdKe Kot TEPUEVE UEYPL 1 Beprokpacio Tov va
etéoel avt Tov TEPPAlovTog (Kab’ OAN avutn T ddpkela TomofeTd emi TG eMPAvELOS
oV motNpPov (Eoewg €va KVPTd TPOSTOUTELTIKO YLOAM Yoo va eEac@alicm OTL dev Oa
eloéABovv axabapoieg oto ddAvpa)

21) Mohg 10 ddAvpa épbet oe Ogpuokpocio mepipdrirovrog, kabapilow to YvdAvo
TPOCTUTEVTIKO e OmOVIGUEVO vepd péca o1o moTNpl (€oemc kol OoKOAOLOWS TO
amoOnked® TapaTAelP®S

Axolovbel 1 dradikacio g omdnong:

22) Bpéyo 1o toyyopoto €voc ywvioL Kot Ttomofetd €vidg avtoh omOnTikd yopri.
TomoBetd doKpaoTiKd cwAiva Tov o GLAAEE® TO dtdAvpa e TETOOV TPOTO KAT® ond TO
YOVi, OGTE TO GAKPO TOL YWOVIOL Vo givorl €vtOg TOL JOKIUAGTIKOD GMOANVO. AToyOvVem
TPOCEKTIKA TOGOTNTA TOV OAVUATOS €VTOG OONTIKOD YOPTIOL KOl TO GLAAEY® GTO
dokipaoTikd coinva. EAEyym edv 1 por Tov dtohdpatog eivatl puoloAoyIKn

23) Eravaioppdve to frpo 22 péypig 6Tou TEAEIMGEL OAO TO SLAAVLO TOV TEPIEXOVTOV GTO
motpt (Eoemg
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24) KaBopilow 3 @opéc pe v erdylotn ouvary TocOTNTO OTIOVIGUEVOD VEPOD T
E0MTEPIKA TOLYMUATO TOV TOTNPLOV (€6E®G Ko amoyhved TNV TocOHTNTU OTOVIGUEVOD
vepov 6To dmMONTIKS YapTi Yo va KaTaANnEEL 6TO SOKIUAGTIKO COAVA

25) MoMg ohokAnpwBel 1 01Onon ko tng TeErevTaiog oTayOVOS SIOADLLOTOGS, OTOULOKPVVE®
TO OOKIHOOTIKO COAVO KOl CUUTANPOVEO HE TNV KATGAANAN TOCOTNTO OTLOVIGUEVOL
vepoU, UEXPL TN YPOUUN TANPDOGEMS TOV AVTOG PEPEL

26) TomoBeT®d TO TPOGTATEVTIKO MO TOV OOKLUAGTIKOD GCOANVA KOl OVOKWVD 3-4 QopEC
70 O1dA vV EVTOG LTOY, Yo va eEGPAAMGH TNV OLOL0YEVH] GVGTOGT TOV

27) T\tAOSOT® TO SOKIUACTIKO GCOANVO LE KOOIKT OVOULOGIO TOV QPOVEPHDVEL TOV KATOYO
TOV Kot ToV aplipd Tov TEPAUATOC

28) AmoOnkev® 10 SOKIUAGTIKO COAVO GE AGPAAEG LEPOG Y10 LETEMELTA YPTON

29) Kobapilow pe vepd 10 dKpo tov Y®viod Kot aALAL® To OmONTIKO YopTi MoTE Vo eivon
£TOLO Y10 LEAALOVTIKT (p1oT atd GALO LELOG TOV EPYOGTNPIOVL
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AprOunTtiki) eneepyoocia dedopévav ICP-AES

ITAPAPTHMA 2

ZUYKEVTPOO Tosémra
ZUYKEVIPOG ZVYKEVIPOG DTESYKSi SVOUn' uetdrdov Tocoot6
Mopackevn R Oyxog mov 2VVTEAEOTNG , BOewpnTikn YKEVIpOOT] ykevipoon pietuevon 1 (g) oto0 peTdAAOL
. . Apyiko . . MO onpatog . TPOTHT®V HETPOVLEVOV StAvtomompévon .
e , delypartog: pe . drolvtomoret apaimong ) GLYKEVTPOON X : . apyKo (9) o10
eipapa Agtypa g Bépog . - (évtaon) oto , Babpovounong (zpoxdmTovca oTEPEOD GTOV , , .
Sdlvtonoinon CTEPERD TOLL TO OTEPED (Dilution oc KOLOTO TPOTOHT®V (TpoKvTTOVGOL eEicwon) Ao GYKO Slopa M apyd
M oOvInén p detypo factor) HIIIOG KDHOTOS Babpovounong i Eiowon) M 5101%1011017 o apyKo oteped (%
on nons oTEPED decoration)
INIT. INIT. DILUTION MEAN NET CONC. TH CALIB. SAMPLE INIT. SAMPLE ANALYTE ANAIIKIYTE
EXPERIMENT SAMPLE DIGESTION SAMPLE SAMPLE FACTOR INT. (opm) CONC. UNITS PREP. (ppm) (opm) WT. (g) SAMPLE
WT.(g) | VOL.(ml) (ppm) (WT. %)
ANALYTE(S): Cu 324.752 Cu 324.752 Cu 324.752 Cu 324.752 Cu 324.752 Cu 324.752
Ipotoma
i blank 0 ppm .
KOUTTOAT apaimon 34321,5 0 -0,016274766
A (2%HNO3)
Babpovod
unong
TpoToma
Yo
KOUTTOAT 0.1 ppm apaimon 96805,6 0,1 0,060951109
Babpovod
Hmong
Tpéroma 0.2 ppm apaimon 152315,1 0,2 0,129556878

Yo




KOUTOAN
Babpovo
Hnong

[potoma
Yo
KOUTTOAN
Bobuovod
Hmong

0.5 ppm

apaioon

530036,6

0,5

0,596393614

[potoma
Yo
KOUTTOAN
Babuovod
Hmong

1 ppm

apaioon

867556,3

1,013543803

TIpotuma
Yo
KOUTOAN
Babpovo
umong

2 ppm

apainon

1704104,8

2,047457867

[potoma
Yo
KOUTOAN
Babuovod
umong

5 ppm

apainon

4067440 4

4,968371496

Yteped
detypoto
oL
S/ kav
ue
ovvinén

Cu4-DGSD

29
CUC'Z*ZHzo
lg A|203

ouvtnén

0,0314

100

50

2387016,9

2,8914883

144,57441

0,01445744

46,042807
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