APIAANH API'YPAKH

ME©OAOI & TEXNIKEZ
ANAAY2HZ NEPIBAAAONTIKH2

TEQXHMEIAZ



2YAAOI'H AEITMATQN- NMPOETOIMAZIA

o Edadog —2UvOeta deiypata = OOYEVOTIOINOT), HELWOT

e’ |(nua —Yypo KooKIVIopQ

e Nepo - Metpnoeig uttaibpou (Ph, Eh, Beppokpaoia,
TDS), 6iMOBnon (0.45 um), o&Vvion

e ETIITOTIOU OVOAUCELG E Y prion POopNTOU EEOTIALGLOU
(Tt.x. popnto XRF)

e KaAog kaBaplopdc epyaleiwv =2 amoduyr HOAUVONG
e KaAEG onpuelwoelg uTtaiBpou [ dwTtoypadieg



2YAAOI'H AEITMATQN- NMPOETOIMAZIA

o Edadog/ ilnua: =rjpavon- amocBOAwon- KooKIVIoua -
KOVLOTIOINOM

e EumAouUTIONOG — dlaywpLlopol e Baon To €LOLKO BApOG

e Nepo - AiMOnon (0.45 um), o&uvion, uAaén o€ Yuyeio

e OpyAdvwon avoAUTIKOU CUCTNUOTOG: AOKLUOOTIKOL
OWATVEG, OELYHATA TIOLOTIKOU EAEYYOV, AloTA

Quylong

e ZUylon otepewV o€ QYO akpLPeiag (4 OEKAOLKA)




[Ipwtoyevn
TUPLTIKA OPLKTAL

yoraliog

Agvtepoyevn un
TVPITIKA OPVKTA

Agvtepoyevn
TUPLTIKA OPLKTAL

Appog

TA0¢ ApYylhog

(0.02-2 mm) (0.02-0.002 mm)  (<0.002 mm)



TPOMNOI EMO@ANIZHZ XHMIKQN ZTOIXEIOQON ZTA OPYKTA
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® STOLYELO OTO TIAEYUA TIPWTOYEVWYV TIUPLTIKWV
OPUKTWYV (AOPOKOKKO KAACMQ) =2 Loyupn] 0&Lvn
TIPOCBOAN

® JTOLYELO TIPOCPOPTEVA OTNV ETILHAVELX OPUKTWY,
o&eldlwy, opyavikr UANG (AEMTOKOKKO KAGoUQ) =2
acBevnc 0&Llvn TpocBoAn

e >uVNOwe KaTAoTOON HETAEY TWV OV0 AKPWV



Mukva o&ea ev Bepuw (HNO3, HCIO4, HCl, H2S04, HF) 1
HElypa autwy dlaAutomolel Fe-Mn oéeidla, apytAlkd opukTq,
avOpaKLKQ, KoL HEPLKA TTUPLTLKA (OALBivN), TO LYVOOTOLYELX OE
mupo&evoug kal apdifoAoug ameAeuBepwvovTal LEPLKWG

TeAela KATOOTPODT) TWV TIUPLTIKWY OPUKTWYV KL TIOAAWVY
AAAWV pe ouvduaouo HF kot evog aAAou o&gog (HCIO4)
xpnotpomolwvtag ywveutrpia Teflon.

>tolyeia Omwg As, Sb, Cr, Se, Mn, Re, Ge, Mo Kal dAAa pTtopet
va xaBouv Katd TN OLAUTOTIOM GO UE UTIEPXAWPLKO 0&V.
¢



Mé£Bodoc Aladoxikuwv Ekxulioswyv
(Tessier et al., 1979, Li & Thornton, 2001)

271adio | Eaon KAdopa AvTidpaoTnpio
I AvtaAAaiun | TTpoopopnuévo MgCl,
IT AvOpaKIKn AvOpakiko Kal tpoopopnuévo kAdopa | NaOAc
HE pnXaviopoUg €101KAC TPoapOPnong
Avaywyipn KAdopa ouvdedepévo pe ocidia NH,.OH.HCI
ITT
Fe / Mn
O¢eidwaoipn KAdoua ouvdedepévo pe opyavikég kai | H,O,
v BeloUxeg eVWOEIG NH,OAc
YmoAeipypaTikn | KAdopa oTo TAéypa TTUPITIKWY Kal HF + HCIO, +
v ApYIAOTIUPITIKWY 0pUKTWYV/ pdoswy HNO;




Edappoyr 01000y IKwV EKYUAICEWV-
gdadn Zrpatwviov

SEMs in back-scattered mode of selected bright particles: (a) Pb- alunite (corcite), (b) jarosite, (c)
pyromorphite, (d) metallurgical slag containing Si, Fe, Pb, (¢) pyromorphite, (f) Fe-Mn oxide
enriched in heavy metals, (g) oxidised pyrite pseudomorph.

(Argyraki et al. 2007)



TEXVIKEG JLKPOAVAAVONG E
NAEKTPOVIKO ILKPOOKOTILO



AAANAETIIO POLOT) OELYOTOG KOIL OECUN e-

incident electron beam

hack-scattered e's characteristic X-rays

, Bremsstrahlung X-rays
secondary e's g 4

visible light (cathodoluminescence)
Augeres

heat

sample surface

diffracted e's

transmitted e's



Evepyog 0ykog aAAnAemtidpaong

Auger e's

sample surface ,
A secondary e's 'AV(X)\OYOQ mg

T UTINTOG- EVEPYELOG

characteristic X-rays TWV e-
e AvtiotpdPwg
i av&AoyOoG TOU ATOLKOU
interaction back-scattered e's deouq TWV OTO lXEin

volume

e Avéoyog tou BaBpuou
Bremsstrahlung X-rays )\E[(XVO'T]Q

secondary fluorescence



AktivoBoAia e- ontiocBookedaoewg (BSE) -1

ATIOTEAECHA TNG EANCTLKNG KPOUONG e- UE TA ATOHQ
OTOLYE(WV TOU OEIYMATOG

AMayT] TTIOPEIOG TWV e- YWPLG METABOAT) TNG KLVNTLKNG TOUG
EVEPYELQG

MeyaAutepa atopa (WPNAS Z)=2> peyaAutepn mibBavotnta
oUYKpPOUOoNgG

O aplBuog e- omioBookedAoeWS (PWTELVOTNTA ELKOVOG)
glvall vaAOyoG TOU Z TWV OTOLYELWYV TOU OELYOTOG



AxkTtivoBoAia e- omtiocBookedaoewg (BSE) -2

AuVOTOTNTA OTOLYELAKNG YO PTOYPAPNONG TNG ETILHAVELQG
TOU OELYHATOG 0€ UYNAT aAVAAUOT)

ToyUg LY WPLOUOG PACEWVY KOL TIPOGOLOPLOMOG
HopdoAoyiog eTidAVELOG CUVOEDTG

AuvoTOTNTA ATIOTUTIWOTG O PN PLOKT] ELKOVA 1) EKTUTIWON

Eikova povo oe greyscale



BSE sikova detypoatog apdLBoAitn

mineral phases: quartz
(black), plagioclase,
hornblende,

pyroxene, garnet and
iimenite (white).




Aviyveuteg dloTopag evepyelag aktivwv X (EDS)

MNapaywyn ¢acpatog akTivwy X =2

OLOYWPLOUOG YPAUMWY ACGUATOG
mov yapoaktnpifouv kaBe otolyeio

KpuotaAAog Si(Li) amoppodd akTiveg
X KoL TTOpAYEL NAEKTPLKT) TAON
aVAAOYQ UE TNV EVEPYELX

[1p0oGdLOPLOOG XM ULKT]G oUOTAONG
OElyaTOG 0 KAIPOKO um Kol
SuUVATOTNTA XA PTOYPAPNONG
HLETABOAWYV YN ULKNG cUCGTAONG OTNV
eTLPAVELA TOU OE(YUOTOG




EDS daopa delypatog BrotTitn




Xapaktnpiotika EDS

-+

*Taxeia avayvwpion
TTEPIEXOUEVWV PATEWV

*AuvaTtoTNTA NUITTOOOTIKNG
avAaAuconc JE ouykplon ME
standards

* [lepITTTWOEIC
QAANAETTIKOAUWEWYV
PACMATIKWY YPANMWYV
OIAPOPETIKWY OTOIXEIWV

«XaunAn evaicBnaoia

«2.UXVQ aduvapia
TTPOCOIOPICTUOU EAAPPWYV
OTOIXEIWV




AVLYVEUTEG SLACTIOPAG UNKOUG KUUATOG AKTIVWV X

electron | Crystal
= e
f-, - il i 3 A .l.'-.ﬁ ™ “
N\
8 \
!
/ X
/ \
. X-rays \
Sample | .
l | Detector
IIL |
\ /
\ /
Ruwl:mdx‘x _i,"'f
Circle ~. e
S -~

-
O —

Bragg's law: nA = 2d.sin (6)

H andotaon peta&l mmyng
aKTIVWV X KoL TOU
KPUOTAAAOU €ivol YPOULKN
ouvapTNoTM TOU A 2

O KpUOTOAAAOG TIPETIEL VAL
LETAKLVE(TOL WOTE VA
puBuiCetal To A TG
akTLvoPBoAiag k&Be otolyeiou
TIOU aVaAVETOL



2Uykplon pacpatog EDS-WDS

Molvbdenite (MoSz)

23

Full Scale ED 62355 cis Ful Scabs WD 15327780 cteles Cursdr 2 608




A20OENHZ O=INH NPO2BOAH

(MEPIKH EZATI'QI'H)

2 € TIEPIMITWOELG 00BEVWG CUYKPATNUEVWY OTOLYE(WY,
avTIOPOOT AVTOAAOYNG TOU TUTIOU:

oo ghe
%

Ir—X+ Me?*=Me - X +Tr**

‘Omov Tr TO LYVOKOQTLOV
Me  €va kKUpLO KATLOV
% V4 14 V4 /4 V4
X QPYLALKO OPUKTO 1) KOAAOELOEG CWUATIOLO.

To H* tou apatwpevou acbevoug o&eog, omwg to HCl, HNO, 1)
0&1k0 o0&V, evepyel oav TO KUPLO KATLOV Kol avTIKaBOLoTA TO
LYVOOTOLYELO.

MepPLKA aTto To AvTLOPACTIiPLA AUTA OLAAVOULV ETTIONG T
avOpaKLKA OPUKTAL.

21



MeBodoc US-EPA1311 (TCLP)

TOXICITY CHARACTERISTIC LEACHING PROCEDURE

Edappoyr) og vypd amtoBAnta (< 0.5% el Enpov
OTEPEQ) =2 TIPOCdlopLlopol 6To EKTTAVHA TCLP petd
aTto oubnon ota 0.8 um.

> XEOLAOTNKE YL TIPOCOLOPLOMO KLV TIKOTNTAG

OPYQAVIKWV/ 0vVOpYavVwY PUTIWV OE LYPA, OTEPEQ,
TTOAUDOCIKA ATIOBANTA.

22



TCLP procedure (USEPA, 1992)

START

Use a
sub-sample of
waste

Separate What is Separate Store liquid
liquids from < 0.5% the % > 0.5% liquids from Liquid at 4 C
[+— solids with 0.6 solids in Lhe solids with 0.6 p————
0.8 um glass waste? - 0.8 um glass
fiber filter fiber filter
Solid
Measure amount of
Separate liquid and analyze
Discard Solid | extract from Liquid compatible [mathematically
solids solids w/ 0.6 - p——ee—e——b with the combine result w/
0 8 um glass extract? result of extract
Discard Examine fiber filter analysis)
solids solids
Combine
extract w/
Must the Yes liquid phase
solid be of waste
milled?
Analyze
liquid
Extract w/
appropriate fluid
1) Bottle extractor Reduce
for non-volatiles particle size
2) ZHE device for te <9.5 mm
volatiles STOP

23



OAZMATOZKOMIKEZ ANAAYTIKEZ

TEXNIKEX

XPNOLUOTIOLOUY TNV AAANAETIOPAOT TNG NAEKPOUAYVNTIKIG
OKTLVOBOALAG [LE TO YEWXNHLKO OELy A yLal TNV

TIPAY O TOTIOMNON TNG XNMLKNG avAAUOoNG.

HAekTpopoyvnTIKN aKTvoBoAl: PEVHO GWTOVIWY KIVOUHEVO
KUPOTOELOWG HE TAYVUTNTA (0N PE auTh Tou dwTog. Ta
dwtovia pmopei va ekPpaoTouy wg evepyeta (E), prkog
KUMOTOG (A) 1] cuyvotnta (v).

E&lowon tou Max Planck:
E=hv=hc/A

onou (h)n GraGEpa tou Planck (4.136 10-15 eVsec) kat (¢) n
TayUTNTA TOU GWTdG (3 208 M /sec).



HAEKTPOMAINHTIKO OAZMA &

ANAAYTIKEZ TEXNIKEZ
XaunAn evépyela YUynAr] evépyela
XaunAn cuxvotnta YynAr cuyvétnta
YYnAS prjkog KUPOTOG XapunAS urikog KUUATOq
A (m)
10% 103 102 10* 10° 107 1072 103 104 ©° 10 107 108 1079 10710

Koopum
axtivofoAio

v (Hz)




F- AAS

Avxvio kaBé60u

Kavotpo aéplo
—_

Oeldwtiké—
aEPLO

/%\

~
Ekvedpedwtng

AvaAudpuevo StdAupa
delypatog

Movoypwpdtopag

—

I_I

Evioyutrig

PWTOTTOAAATIAACLOOTEC
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GF- AAS

@

Auyvia

kaBodou J MovoxpwpaTopag
/ |J |
EEaxvwTic ypapiTn Evioxutng

dwTonoANanAacIaoTeC
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0 EUpoc peTpoupevng
OUYKEVTPWONG
Anoppognon
Standards
N
AvaAuodpevo
Ogiyua
e ' ]
Blank sample 2UYKEVTPWON
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DuoIKeS TIOPEUTIOOIOELS OL OTIOLEG OXETIOVTAL HE TO LEWOEQ )
TNV TIUKVOTINTA TWVY SLOAUUATWY

XNUUIKES TTAPEUTIOOIOELG OL OTTolEG OYETiCOVTAL LE aTEAT)
OLEYEPON TWV ATOUWYV, AOYW TIAPOUCIOG AAAWV OTOLYEIWY
KOLL XKWV EVWOEWVY OTO UALKO TNG MNTPAG TOU
OLAAVLATOG,.

Qaopatikes TOPEUTIOOIOELG EpdavifovTal OTav 1 YOI
TOU GACHOTOG TOU UTIO aVAAUON GTOLX;LOU ETILKAAUTITETOL
Ao TN GACHATIKT YPAMUT KATIOLOU AAAOU OTOLXEIOU 1)
EVWONG.

MNopeumnodioels toviauov

MNopeumnodioels umoB8adpou odeilovTol GE POPLUKES
EVWOELG TOU UTIOOTPWHOTOG

29



PAZMATOZKOINIA ATOMIKHX

EKMOMIHZ (AES)

« DAaopa eKNOPNNG OIEYEPUEVWV ATONWV
e DA\oyopWTOUETPIa eknopnnc yia npoadiopiopo K, Na

e Xpnon NAaopaToc pe enaywyikn ouleuén (ICP)
> UWPNAOTEPEC BEpUOKPaaiec/ KAAUTEPN aTouonoinon

e[INdONa = KATAOTAON UANG O UPNAEC BepPOKPaTiEC
(>6000K) onou 0Aa Ta popia £xouv dlacnacOel

o ICP-AES: MNMoAucToIXEIaKN TEXVIKN



PAOITOPQTOMETPO TOY EPTAZTHPIOY NTEEQXHMEIAZ




ICP Torch MoAuxpwudaTopac

TAaong

FevwATpIa :.‘
e

ExvepeAwTNG

R - OaAapog
: agpolOA

E- Agiypa e |




ANAAYTIKEZ AYNATOTHTEZ

ICP-AES

Kupilwg avaiuon dtaAupatwyv

[Mepimou 60 GTOLYE(D [ OPLOMEVA T LETAAA
[Mp0cdLoplopdG CUYKEVTPWONG =2 KAUTIUAEG
BaBuovopnong

YUnAeg Bep/oieg =2 younAa opla aviyvevong (<apg/l)
[MpoANHATA QACUATIKWY TIAPEUTIOOICEWY
[1EPLOPLOUEVES YTULKEG TIAPEUTIOOIOELG



EkvepeAwTNC

ICP Torch
000

S

©ahapocg
agpolOA

®iATpo TeETpanoAou

=

onTikO
ouoTnHa

AVIXVEUTNC




ANAAYTIKEZ AYNATOTHTEZ ICP-MS

Kupiwg avadAuon dtoAupatwyv

[epimou 75 oToLYElQ [ LETAAAQ KL QLETAAAC
[1p0COLOPLOUOG CUYKEVTIPWONG =2 KOUTTUAEG
BaBpovounong- tautomoinon kopuPwv PACHATOS
YUnAeg Bep/oleg =2 yopunAd opLa aviyveuong
ALEANTEEG TTAPEUTIOOLOELS (AlYEG PACATLKEG)
AuvoTOTNTA NUL/TIOCOTIKNG AVAAUONG



XAPAKTHPIXTIKO | FAAS GAAS ICP-AES ICP-MS
AprOpdg . .
+ +
TPOGOLOPILOpNEVOV 60+ (uétaria) 50+ (uétaria) 70 (ngmq o 75 . (nerodra ko
, opoUEVOL APETOAAL) | QUETAALD)
cTovEiV
IHolvoTorycrokn O O Nat Nat
, , Toyela (Yo <5 Bpaoeia (3-5 min to T(x)’gawc (GWX"(?V” T(x)’gaw (GWX"(?V”
Tayvtnte avarvong , , , avaAvoT TOAADV avVOIAVOT TOAADV
otolyeia to oelyua) | otoryeio) , ,
oTOl(EI®V) oTOL(EI®V)
Hu’l—TCOGOTIKI] O O Naw N
avaivon
Iootomkn avaivon O O Oy Noat
Opra aviyvevong Kaola Aplota [ToAb KaAd Aplota
Evpog
TPOGIL0PILONEVIC 103 102 10° 10°-108
OUYKEVTPMOTNG
Eravainyipotra <1% <5% <2% <3%
AvaAvOpevog 0YKog Meydhog Mukpog Mikpog Mikpog
Hoapepmodicerg
DoopoTikég IToAb Adyeg IToAb Adyeg [ToAAéc Alyeg
Xnukég [ToAAéc [ToAAéc Alyeg Mepikég
AvamToln , , . ,
nebodohoyiog Evkoin AbVGKOAN 2yeTikd €0KOAN AVGKOAN
Evypnortia IToAb edkoAn Metpimg e0KoAn Evkoin Metpimg gvkoin
Koéotog Xapnio Méco YynAo [ToA0 vymAo




AIATA=H EDXRF - WDXRF

ED XRF WD XRF




Bulk vs surface

Katovoun xnukwyv
OTOLYELWV OTNV
eTLPAVELQ KOl TO
E0WTEPLKO KOKKOU
L(MOTOG PUTIAGLEVOU
PEMATOG

ANALYTICAL SCIENCES APRIL 2003, VOL. 19

OUTER CIRCLE: SURFACE COMPOSITION
INNER CIRCLE: BULK COMPOSITION
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Research user facilities- Xapoaktnpiotika

EYKOTAOTACELG HEYAANG KALOKOG = OUVATY] 1] EKTEAEDT)
TIELPOPATWY KOl LETPTICEWV TIOU OEV UTIOPOUVV VA YiVOUV CE
LELOVWEVO EPYOOTNPLO

Kowvr) xprion amoé emotrjpoveg OLadpopwv KAAO WV

[MpoodEPOUV EEULPETIKES TIELPAUATIKEG OUVATOTNTES Kl
TES(0 avTaAAayTG LOEWV Kall SLETILOTNUOVLKTG CUVEPYACLAG




AVOAUTIKEG TEYVIKEG TIOU KXAUTITOUV

'Oo€g amaltoUV Xprion ETLTAXUVTWY CWHATIOwY, SEoun nAekTpoviwy VPNATiG evépyelag (GeV)
(synchrotron radiation):

wide-angle and small-angle elastic X-ray scattering (WAXS and SAXS),

anomalous X-ray scattering(AWAXS and ASAXS),

surface X-ray scattering, nuclear resonant inelastic X-ray scattering (NRIXS),

synchrotron X-ray Raman scattering (XRS),

nuclear resonant forward scattering (NRFS, a measure of the Mdssbauer effect),

Synchrotron X-ray fluorescence (SXRF) spectroscopy,

X-ray absorption fine-structure (XAFS) spectroscopy,

X-ray emission spectroscopy (XES),

X-ray photoelectron spectroscopy (XPS),

X-ray standing wave (XSW) spectroscopy,

infrared (IR) spectroscopy,

transmission X-ray microscopy (TXM),

Scanning transmission X-ray microscopy (STXM),

X-ray photoelectron emission microscopy (XPEEM),

X-ray tomography,

X-ray fluorescence tomography at both hard and soft X-ray energies.

TeYVIKEG TIOU ATIALTOVV TINYEG VETPOVIWV Kal
Texvikég poopatopeTpiog palwv



Overview of ANKA's X-ray Spectroscopy and

Infrared Spectroscopy methods:

30
meEasuremants

20
meeasuremeants

suirface,
daplh rescived

bulk,
limited panesraticn
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= N I
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IR soft X-ray X-ray energy
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http://ankaweb.fzk.de/website.php?page=methods_infrared
http://ankaweb.fzk.de/website.php?page=methods_spec
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Mov Bplokovtal - Evpwr

Synchrotron Riss National
Rutherfod Appleton Laboratory: | | Radiation Source | | Laboratory \
- DIAMOND synchrolren (u.c.) | — | MAX synchrotron |
- ISIS nautron spallation source | f &
b II."I T -~
N " B /r,f £ _~HASYLAB synchrotron
S/ e
~g B T _~{ Hans Meitner Institute
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| - H e, I
| SOLEIL synchrotron (u.c.) ~__ ““H-_\__ e |
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"-‘__‘ ’ _-__-_'___'__ : " e |
5 — —_— e - H-‘H‘"\-.
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Emitayvvteg nAektpoviwv (synchrotron)

ATTOONKELTLKOC
OXKTUALOC

s, | EKTTEMTTOUEVN

E/ XKTLVOBOALX
3 .
TTELPXMAXTLKOC
oTOuoC

Electron gun

[P XMMULKOC
ETTITXXUVTNG

http://www.youtube.com/watch?v=_xv_GwCgpAc



http://www.youtube.com/watch?v=_xv_GwCgpAc
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