XapakTnpIioHOC YAIK®OV HE

!'_ NMepiOAaon (Diffraction) AkTivov-X



NMepiOAaon HAekTpopayvnTikng

AKTIVOBOAIGC

2noudaio AVAAUTIKO «EPYAAEIO»:
e MOIOTIKN KAl NOCOTIKI TAUTONOINON KPUOTAAAIK®OV (PACEWV

(AapBavovTal NEPICCOTEPEC NANPOPOPIEC Ano OTI HE TN XNHIKA
avaAuon).

e MPood10pPICHOC HEYEOOUC KAl OXNHATOC KPUOTAAAITOV
(ocwpaTidinv).

e Mpoadiopiopoc uPnG (texture) oTepewv

e MpoadI0PICHOGC TAONG OTA HETAAAG

e MPoadI0PICHOC NPOCAVATOAICHOU HOVOKPUOTAAAWV

o Avayvwpion kdi afloAo0ynon npwtTwv UA®V
MapeExel onHAVTIKEG NANPOPOPIEC YIA THV EUPECN TNG OXEONG

ETAEU 1010TNTWV Kal dounci!!



«EpyaAegia>» (Probes) MepiOAaong

Neipapara nepiOAaong HNOPOUV va npaygaronoinéouyv
XPNOIHONOIWVTAG HIa NANOwWPA S1APOPETIKWV <EPYAAEIWV>,

>evika, oTIONNOTE £XEI KUNATOEION puon!!!

AKTIVEG-X, HAekTpovia ka1 NETPOVIA GUXVE XpnOIpOnoIoUVTal yia

TO XAPAKTNPIOHO UAIK®V.

>To HAKOC KUMATOC MNOU XpPnoigonoleital 6a npenel va eival
OUYKPICIHO HE TNV KAIigJaka &voIaQEPOVTOG. ATOHIKOU €nminEdou
NANPOYPOPIEG anaiTouVv HNKOG KUNATOG 0TNV NEPIOXN TWV Angstrom.

O1 akTivec-X kal _Ta NAEKTPOVIA eival S1a0£0Ipa Ot £pyacTnpPIAKO

€ninedo Kal gival OXETIKA PONVEC TEXVIKEC OE OXEON HE TA VETPOVIA.



daopa HAekrpopayvnTikng AkTivooAiag (I)
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daopa HAekTtpopayvnTikng AkTivoBoAiac (II)
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EQpapHOYEC TWV AKTIVOV-X

O1 akTivec-X dev €ival JOVO XPNOIPEC yia nepiOAaon!!!

XpnoiponoiouvTai:

>Padloypagia n padioakTivoAoyia (UN-KaTaoTpPoPIKoi EAEYXOI
Kal aneikovion n.X. 1aTPIKEC aKTIVOYPAPIEC).

> Topoypapia (TpiodIGoTATN ANEIKOVION AVTIKEIUEVWV PE TN XPHon
noAAwv padioypaPiwv).

> Xnuikn avaiuon (peow ®Bopiopou n.X. EDS)

>®aopaTtookonikee Texvikec (EXAFS: Extended X-ray Absorption
Fine Structure, XANES: X-ray Absorption Near Edge Spectroscopy).



IoTopikn Avadpopn

O1 akTivec-X avakaAugpOnkav ano Tov Rontgen 1o 1895 katda tn didpkela
NEIPAPATWV PE KaBOBIKEG aKTIVEC (OEOHEC NAEKTPOVIWV).
>2xed0V  aUEOWC avayvwpiotnke n OuvatotnTa Xpnong Toug yia

padioypapia.

»>1901 BpaBeio Nobel — W. C. Roentgen - OTn QUOIKA yid TNV

avakaAuyn Twv akTivwv X

MoAAa BpaBeia Nobel exouv anodo0O¢i yia neipapara nepiOAaonc:
> 26 ((PUOIKNC Kal XNUeiac)

»>M. von Laue — Nobel ®uaoiknc 1914: MepibAaon akTivwv -X (AnedeIEe
TNV Unap&n neplodIKOTNTAC O KPUOTAAAOUC Kal TQUTOXPOVA TNV KUUATIKN
puUOoN TwV akTivawv X).

>W. H. Bragg kar W. L. Bragg — Nobel ®uoikng 1915: MNpoodiopiouog

KOLIGTAOMIKAC OOLIAC LiE AsniBAacnh akTivioy X



Padioypagia Rontgen

O Rontgen xpnoiponoinoe
pwToypapia (padioypapia)
ano To XEPI TNG YUVAIKAG TOU

yia va dnHooIsUoEl ThV
avakdaAuyn Tou!!!




i XpnoigoTnTa TOV AKTIiVOV X

vOI aKTIVEC-X €ival UNEUBUVEC YIa TNV «EIKOVA»
TNC OUMNUKVWHEVNC UANC NMOU EXOULE:
> AOlN HETAAA®WV, OPUKTWV, (PAPHAK®OV,
npwTeEivwv, DNA, akoua kai 1mv.



®duon Tov AkTivov-X

O1 akTivec-X €ival NAekTpopayvnTIKn akTivoBoAia Pe PUNKOC KUPATOG
~1 A (0.1 nm) — 10nm €wc 1pm:

>'Exouv NAeKTPIKO Kal payvnTiko nedio.
>2€ TUMIKA nelpapaTta nepibAacnc XpnoIYONOIEiTal PUNKOCG KUNATOG
ueTafy 0.1 kai 2.5 A.

>Ta nio ouxva Xpnoiponoloupheva pnkn Kuparog sival 0.71 (Mo) kai
1.54 A (Cu).

Xpnoiuec oxeoeic: E=hf =hc /A, A =c/f



i I010TNTEC AKTIVOV X

> H peyaAn dianepacTikn TOUuC IKAvVOTNTA, NOU
OEIAETAl 0TO MNOAU HIKPO PMNKOC KUPATOC MOU £XOUV.
'Otav BouPapdicoupe eva UAIKO owpa, n.X. evav
avlpwnivo opyaviouo PE akTiveg X, AuTeC TO
dianepvouv og Babuo nou e€aptartal ano To PNKOC
KUMATOC TOUC Kal ano TNV NukvoTnTd TOU CWUATOC.
Ta KOKaAd n.X. EXOUV PEYAAUTEPN MUKVOTNTA Ao Tn
oapKa Kal yi auto ol akTivec X, evw dianepvouv Tn
oapka, 0gv dlanEPvoUV Ta KOKAAQ.

» Iovilouv Ta ocwpaTa nou dianePvouyV Kai 7Ol
npokaAoUV BIOAOYIKEC eMOPATEIC 0TOUC (WVTAVOUC
I0TOUC.

> pokaAouv To PBoPICPO dIAPOPWV CWHATWV.




daivoueva oTa onoia oPpeiAsTal N napaywyn AKTive

O1 akTivec-X ynopouv va napaxbouv pe dUO TPOMOUG:

>'Eva onolodnnoTte (PopTIOUEVO OwlaTidlo OTav  enITaxuveral,
NapayeTal nNAEKTpopayvnTikn akTivoBoAia. Me enitayuvon N
empBpaduvon nAekTpoviwv Pnopouv va napaxbouv akTivec-X.

>ATOUIKEC MPeTanTwoelC (UETA&U nAekTpoviakwv oOToIBadwv Tou
atohou)  ouvodeUovTal  AnO  EKNOMMN  NAEKTPOMAYVNTIKNG
akTIVOBOAIaC oTnVv NePIOXN EVEPYEIWV TwV OKANpwv akTivwv X (A<1
R), ouvnBwc O6Tav auTéC npogpxovTal and TPoXIakd aTOHWV HE
OXETIKA UYPNAO aTopIKO apiBuo (Z>20).



Napaywyn AkTivov-X og «KAg1oT0 ZwAnva>» (Sealed
Tube) pe To BopBapdiopo MeTaAAIkoU ZTOXOU ano

HAekTpovia.
Heated filament Electrons are accelerated
emits electrons by by a high voltage.
thermionic EmiaaiﬂLr ~

—

Glass envelope lg

Coppear rod lor

heal disspalion

__I,ill"'_

x-rays produced when
high speed electrons
hit the metal target.



MNapaywyn AkTivov-X




Napaywyn AkTivov-X o€ «KAg1oTo ZwAnva>» (Sealed Tube)
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Napaywyn AkTivov-X pe BopuBapdiopo
NepioTpepopevou MeTaAAikou ZToxou (Rotating

Anode) ano nAskTpovid.
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Napaywyn AkTivwv-X o€ ZUYXPOTPO




AKTIivEG-X Kal
XapakTnpioTika ®aocuara.

NepiOAaon (Diffraction)

Intensity (relative units)

Some Commonly Used X-ray K wavelengths
(R)
e Element | Ko (av.) | Ka, Ko, K3,
Cr 2.29100 2.28970 | 2.29361 | 2.08487
Fe 1.93736 1.93604 | 1.93998 | 1.75661
Co 1.79026 1.78897 | 1.79285 | 1.62079
Kety Cu 1.54184 1.54056 | 1.54439 | 1.39222
Mo 0.71073 0.70930 | 0,71359 | 0.63229
it Rl 1/ X K state (K electron removed)
2
Kaxg 2 8
ks X 5| L1 JKs
E S| & £ |emission
S /AL s
L L, S
- 1/Ag L state (L electron removed)
/N s
o & = 3 La
| | | < @
0.06 008 010 0070 0071 0072 E 1/ = M state (M eleciron removed)
Wavelength M
fom) /Ay M [ 2 N state (N electron removed)
N Valence electron removed

o Neutral atom



AxTiveG-X

Kdl

MepiBAaon

MovoxpwpaTtikn AKTivoBoAia.

Na akpifn neipapara nepPiOAaonc anaiTeital n Xpnon

HOVOXPWHATIKNG akTivoBoAiac (Eva HRKOC KUHATOG).
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Filters for Suppression of K# Radiation

(Diffraction).

Filter thickness for
Incident beam 1(K=) = 500 F(s) frans
Target Filter I(Kx) [(Kp) ' T AR P
IKB) in trans. beam {(Ka) incident
mg/cm? in.

Mo Zr 5.4 77 0.0046 0.29
Cu Ni 7.5 18 0.0008 0.42
Co Fe 94 14 0.0007 0.46
Fe Mn 9.0 12 0.0007 0.48
Cr \'} 8.5 10 0.0006 0.49




& KPLOTAANOYPAPIKA eTiTTESA

| KpLoTaAAOYPAPIKEG KATELOOVOEIG

> 'OTaV AOXOAOVLUAOTE e
KOLOTAAAIKO LAIKQ, YiveTAl
OPIOUEVEC (POPEC ATTAPAITNTO VA 4
OPICOLUE EVA CLYKEKPIPEVO
KOLOTAANOYPAPIKO ETTITTESO
ATOMWV N MIO
KOLOTAANOYPOAPIKN KATELOLVON.

~ Acikteg Miller (hkl) Toov
KOLOTAANOYPAPIKWV ETTITTESWV:
XaPaKTNEICOLY TOV TPOTTO
SIATAENC TWV £6PWV £VOC
KOLOTAAAOL WC TTPOC TOLC
Afovee TOY



(hkl) |

- AVTIOTPOYO TNE TOUNAC TOU £TTITTEDOU HE TOV Afova X

.

- AVTIOTPOWO TNE TOUNAC TOU £TTITTEDOU E TOV Afova y

- AVTIOTPO@O TNE TOMNC TOU £TTITTEQOU ME TOV dgova Z

.




Opiouéva mapadciypara...
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[MepiOAaon AkTivwv-X

Single Crystal
Diffraction

Powder
Diffracted H
e Diffraction
Diffracted
Beam
Incident
Beam
2= Y
P
Incident
Beam
g
In powder diffroction only a \\
small froction of the crystals X

(shown in blue) are correctiy
oriented to diffract.




NepiOAaon AkTivwv-X kai Nopoc Tou Bragg

(D

> O William L. Bragg £6¢i1¢ OTI O
AKTIVEC X SnUIoLPYOLY TNV
ATTEIKOVION TNG KOLOTAAAIKAG
Soung, otav TTEPIBAVTAI O€¢
evav KpOoTaANo. H SiacTtopd
ATTO £VA PECO OLVEXEC OE SLO

SIA0TACEIC, OTTWC £VA ETTITTESO
ATOUWYV O€ UIa SounN

KOLOTAAAOL, KOAEITAI avAKAQON.

EvToUTOIG, O Op0I TTEPIBAaCN Kal —
AVAKAQON UTTOPOLYV VA

XPNOIUOTTOINBOLY ASIAKPITWGS

Kal o1 SV0. ETol OTAV aKTiveS X
TTOOOTIECOLY O€ £EVA ETTITTESO

ATOUWYV HE YWVIA TTOOCTITWONG

0, 6a diarrepacouLy Ta

OTODLIATA TV ATOLIV KAl B0



i MNepiOAaon AkTivv-X kai Nopoc Tou Bragg
(II)

Incident
plane wave

1
L
L
L]

1
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-
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2d sin 8

Constructive interference

when
® o o o o o nAh=2dsin 6
Bragg’s Law



* NepiOAaon AkTivwv-X kal Nopoc Tou Bragg
(I1)

1 A N LT
Incident Diffracted

beam \ beam
\ 27
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NMepiOAaon AkTivwv-X ka1 Nopog Tou Bragg

(1I)

. 2 ’
~. TlepiBAwpevn

[NpooTmimrouca .
oéoun 6éoun
A=—© , o A’
o
grre puien O B’
Q
OerersQrmrnes@eunns QrusuneQusnssa@rnsnss QuusnsQuusnneQpunsas@nsnnn )
3 UHKOC
Armooraon KOaroC
EvioXuTikl oupoAn otav: EMTEOWY
SO+0OT =n)

. = 2d oo ST — nﬂ/J
SQ)=(@T)=d,,,sinb

Nopog Bragg ]




i MNepiOAaon AkTivv-X kai Nopoc Tou Bragg
(III)

> O1 napapetrpol nou BpiokovTtal Aoinov atn di1abeon
£VOC EPEUVNTI €ival TO PNKOC KUPATOC A TNG
akTivoBoAiac kai n ywvia 6. ZNTOUMEVO ano Tnv
aAAn givai Ta diagpopa d. 'ETOlI TUNIKG KAnolog
LNOPEl va PUETABAAAEI €ITE TO UNKOC KUPATOC TNC
akTIvoBoAiac kpaTwvTac otabepn T ywvia (pebodoc
Laue), €iTe TN ywvia Ye oTaBepO PNKOC KUPATOC MEXP!
va napel okedaon (peBodoc kovewc — Debye -
Scherrer)...



MebBodoc Debye-Scherrer

>

To UAIKO (okovn) anoTeAgiTal anod
HIKPOUG KOKKOUG ME TUXAiouG
NpooavaToAIoPouUG. AUTO ONUAiVEl, OTI
yla HOVOXPWHATIKN aKTIVOBOAig KABE
KOKKOG 68a dwael oUPPWVN okedaon
YIO OUYKEKPIUEVEC YWVIEG Izvopoq TOU
Bragg). 2Tn pEBOOO OKOVNG EXOUME
HETABOAN TNG ywviag psTang
NpooninToucag Kai okedalopevng
6eoung (26).

Av Twpa TUNIEOUPE Eva PWTOYPAPIKO
@IAY YUpw ano To deiyua (To PIAY
O'XI’]|..ICITI% €1 BIOKO PE KEVTPO TO Oelypa),
kaTaypagpovTal Navw oTo QIAY ol

paupsg EVIOXUONG YIa TIG KATAANNAEG
ywviec 6. H ywvm sw uong .
uno)\ow;eml TOTE EUKOAQ ano Tn
oxéon x/2nr = 26/180, 6nou x n
anooTaocn piag ypay nq ano Tnv
KEVTPIKNA OMr TOU QIAW Kal ' n akTiva
Tou BaAapou.

180




NepiOAaon AkTivov X — FewpeTpia Bragg -

'Eva Tuniko nepIOAACIPETPO
anoTeAEITAl Aano Ta NAPAKAT®W

Hepn:

e HAekTpIKO oUOTNHA UYNANC
TAONC yia TNV Napaywyn akTivov
X
e Auxvia akTivwv X — AenTng
YPAUMIKNG €0TIA0NG
e [WVIONETPO dUO KUKAWV O, 28 pe
KOIVO a&ova nePIoTPOPNC
e KivnTnpa KUKAWV
e MeTpnTIKN dI1ATAEN
e JUOTNUA METATPOMNC NAEKTPIKOU
onuartoc o€ Yyneiako (interface)
e HAekTpovikO cuoTnua pe H/Y

Brentano

ZOAINAL ITAPATIQI'HE

KYKAOX
MEPIOAAZIMETPOY

ATTIOKAINON
IXIEMH

AEI'MA

AZONAX

EXIEMH
EXTIAIMOY




NepiOAaon AkTivov X — FewpeTpia Bragg -

Brentano

IXNUATIKN avamapaocraon
EVOG TTEPIOAATIUETPOL
o ) akTivev X: T=1TNyn
é‘sé //\‘/e akTivev X, S=6¢iyua,
C=avixveotng kar O=0
26 | afovac yvpw aTto ToV
& OTTOIO TTEQICTPEPETAI TO
s &€y KAl O AVIXVELTNG.




ep1OAacipeTpo AxkTivov X (I)

MepIBAACIPETPO AKTIVWV
X (Bruker D8 Focus).



MNep1OAacipeTpo AkTivv X (II)

Ffwvidpetpo 8/ 28

Ewx. 5.3. NepiBAaoipetpo axtivwy X Rigaku (RINT 2000).



Alaypappara MNMepiOAaong Aktivwv-X o€ Agiypara
2Kovne: MNewperpia Bragg-Brentano

(201)
{310)
E, {(611)(321]
£ (400 L (600) r411) (o02)
(200) o ML W o] J A A * A
w1 YN EE Y ST T - %= 6D
28 degrees

Pattern - a plot of diffracted intensities vs angle of diffraction

One peak for every family of planss
fulfilling Bragg’s Law

(h.k,I) = Miller Indices




Alaypappara MepiOAaonc AkTivov-X o€ AEiyHaTa ENICTPOOEM

—— Zn0, 30min, dia=4mm

% BenS A neKs SBL s N nfe T o

(a)

(b)

Relative intensity (a.u.)

3 33 40 44 W W WO 6

28 (degree)

Relative intensity (a.u.)

—— Zn0, 30min, dia=8mm

———Zn0, 120min, dia=8mm

6 66 T

40 43 %0 33

30 33

26 (degree)

Ewx. 7.55. Avaypappara neptBAacipetpiag aktivwy X yia Selypata ZnO pe v texvikn USP, pe xprion
ubatkov §/to¢ Zn(CH;CO0),;:2H,0 (0.5 M) kat axpoduoiou Stapétpou 4 mm yia 30 min (a), 60 min
(b), 120 min (c) kat 8 mm ywa 30 min (d), 60 min (e), 120 min (f) oz 400 °C, avriotoiya.



Alaypappara MepiBAaong AkTivwv-X ge Aciyuata ZKovng

Eival povadikoé yia Kabe kpuoTaAAIKo oTePED (OAKTUAIKO QTTOTUTTWHA).

MANPOPOpiEC

1. ©¢éon Twv Bragg AvakAaoewv:
AlagTtaoeic Movadiaiag KuweAidag
KpuaTaAAIKG ZuoThua
MoioTikn Tautotroinan Pacewv

2. Evraon AvakAagewv:
O£aeIg Kal €i00C ATOWYV aTn povadiaia KUWeAida
MoogoTikry avaAuon ¢Aagewv
[MANPOPOpPIES YIa TN CUHHETPIO

3. ZxAua kai MNMAdrog AvakAdoewv:
Méeye0og «kpuaTaAAiokwvy» (2-200 nm)
MAeypaTIKEG ATEAEIEC



Mapadeiypara: KF, KCI, KI

Intensity (arb. units)
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MNapadeiyuara: Tautotmroinon ®acewv

Intensity(Counts)
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Mapadeiypara: KaBapotnta Pacewv

Intensity(Counts).
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MNapadeiypara: 1d1a Evwan, Ala@opeTikn Aoun

"‘ | ' TiO» Anatase |




* Mapadeiyuara: 1d1a dourn, AlagopeTtikn Evwon

KZ'MnF'4
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