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MeTtoau gocnigXeHHS NOBEPXHI

PCA, PEC,PAC, POEC,
EXAFS YOEC,

P®A Oxe-C,
COEC

Zinle:
CTM, Tno




AuppakuivHi metoamn aAns

HAQHOCUCTEM.
aBAGHHS PEeHTreHOCTPYKTYpPHOrO aHanisy

~ HaHoKpucTanis:

=1 ATOMHa CTPYKTYpa HGHOUGCTUHOK (HAGHOBIOKiB).
§ _f‘ .opma HaHO4YacTUHOK (HaHO6OKOoB).
_c13M|p YaCTOYOK, NapameTpu Ppo3noainy no
=% = po3mipam
s 3;._HGHOCTpYKTprl ~CTPYKTYpa MiX610UYHUX FpaHULIb.

Ska pisHULA MiX
HaHOYaCTOYKOHO Ta
HAHOKPUCTANIOM?
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* HaHokpucran:
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MiXNMOWMHHG  BiACTAHb Ang
MU NIOWMH 3 iHAekcamu hkl,

®opmMa  AVMPAKLIMHUX MiKiB AN8 CUCTEMU HAHOKpUCTAnIB |-

B A
Dcos@’

Q1eXUTb Bif, PO3NOAINY YaCTOYOK MO pO3MipY.

FOPMYJIA LLUEPPEPA:
D - epexkTuBHUM po3mip KpucTanita
P -iHTerpanbHa WWpUHa NiHii

MeTtoau peHTreHorpagivyHoro
aHanisy HaHocucrtem
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~ ManokyToBe peHTreHiBCbKe po3ciltoBaHHS

\

[ MoHnoaucnepcHi cucremMu

\

B B0 5 B B L)

i
\ Size / SHAPE

] [ IoaigucnepcHi
CHCTEMU |

;.f: noniMepax

BI/I3Ha‘Il/ITI/I.
/@opM Ta p03M1p YaCTO4OK

N | INNER SURFACE

Hoaixkpucraa ]

PARTICLE / SOLUTION

|
‘ LATTICE / UNIT CELL

 TMonigucnepcHi cucremu: \
- HaHouacTouky pi3HHX PO3MipiB,
nprCTi HAHOYACTOYKH B MATPHIII
Buznauurnm:
Po3nozin mo po3mipam, mioia
MOBEPXH1 HA MEXI1 3€PEH, TOBIIMHA

A\ HEPEXiTHOTO MIapy /

IlosikpucTaa/4acTKOBO OPi€HTOBAHI CHCTEMM:
BusHauyuTH:
Posnofin mo po3mMipaM HEOAHOPIAHOCTEMN, PO3MIP KPUCTATITY 7

POWDER

LC / PoLYMER
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QNOKYTOBE PeHTreHiBCbKe pO3CiFOBAHHS
lﬁSmaII Angle X-Ray Scattering (SAXS)

OTTpyxHe PO3CiFOBAHHSA PEHTreHiBCbKOro
BUMPOMIHFOBAHHS
LSl ([lianasoH kyTis 20 = 0.1 -3.5°
. 00osxuHU xBunb : 2.2 - 0.7 A

UXapaktepHuit po3mip HeoaHopiaHocTeu 100 - 20 Hm
UOocniaxeHHs ynopsaKOBAHUX HAHOCUCTEM

_ YHum meHwwe paaiyc _; | 5
4aCTOUOK -~ TUM 3 L. Ly .,J“__JL_IJL.LJ_JL_[L .

6'.11 L po3MC(3C(HC( k- T o n-W¢
AUPPaAkLiHa i 44k im0 e e
1 Il =i L |20
KapTUHKa




daKkTopu BNAMUBY HA LUMPUHY NIHIN
Pair distribution functions

p(r), relative

TETRAGONAL HEXAGONAL
a=b#c; o=f=y=00° a=bzc: a=f=90; y=120°

TR Sabri e
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WAKUX eneKTpoHis || AupakLis NOBINbHUX eneKTpOoHIB
ergy electron diffraction low-energy electron diffraction
EE (LEED)

nig KOB3CU-OLIVIMM KyTamu

-

er ..';,e.KTpOHIB 5 - 100 keB EHepris enextpoHis 30-200 eB

_TTriiexa Ge Ha nosepxHi Si TTnieka Ge Ha NoBepxHi Si 11
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OuppakLisa NoBiNbHUX eneKTPOoHIB

DnyopeCUEHTHUN EKPaH

EnexTpoHHa myIika

— N
\ JliH3u

Katon —
T > -

'-— -.El}m OEI.iHKM CTPYKTYpHOI ._{j

nocufoHanocﬂ NOBEPXHi; =

-OLIHUTU MOpPPOSOTito  ——
NOBEpXHi ;

- BUSHAUUTU GTOMHY

CTPYKTYpY MOBepXHi




: MMIpHMX ocTpisLis
- KOHTPOJIFOBATU NOBEPXHHO
noLapoBo 3i6paHUX NNiBoOK
ATOMApHOT TOYHICTHO;

ns OLliHKU CTPYKTYpHOT
OCKOHAOCTi MOBEpPXHi;
—pulem MOPpEOOriro
TNOBEepXHi.

DnyopeCUEHTHUN EKpaH

JI3epKaibHuU
pediekc

EnexrpoHHa
TIyIiKa

L « Tpumau 3paska 3
(
| a3UMYyTaJIbHUM
00epTaHHAM




10BiSIbHFOBAY,
KYYMOBAGHUIN HEMTPOHOBOA

[OndpakToOMeTp BUCOKOIO TUCKY



eHTI‘eHIBCbKG Ta POTORNEKTPOHHA
| CNeKTpocKonis

(POTOIOHI3aLis
hv lE

e

PeHTreHiBcbKa
piyopecLeHuis

EOxe’
/~ 10-14_10-16\ I

hvm

Oxe-npouec

' ﬁ ' "7 B3aemogaia peHTreHiBCbKOro NpoMeHs 3 peUYOBUHOKO



'eHiBCbKa CNEeKTPOCKOoMI<A MOrNUHAHHS
- X -ray Absorption Fine Structure
(XAFS)

EXAFS

(§]

L
Y

90\) \9300 10000 10500 150 100 150
: Extended X-Ray

X-Ray absorption A
near-edge structure absorption fine

OKOOKpamnoBa TOHKA SUFUERIE
P TTpoTaxHa ocunnauinHa
CTPYKTYpa
» CTPYKTYypa 16




14 ‘w GaAs Bia -
BiA  CTPYKTYpu 5 XANES _l‘ EXAFS
asn TiNbKN B ‘

NOpSAOK) 1.64
~0.06 = ».
j —.—- model §_ 1 .2"
0.04 - - - crystal (experiment)
2 002 l —— nanocrystal (experiment) -
8 | | 0.8 [*—Cu K-kpaii
g T (8979 2B)
= —0.02 F
~0.04 0.4
- ———ue
—0.062 7
b A 0.0
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PeHTreHiBCbKa POTOENEKTPOHHA
CNeKTpocKonis

TOCYBQHHA:
/ “'bKiCHMﬁ aHani3 nosepxHi (BCi eflemeHTn, NoYnHaroum 3 He):
TYMEHS OKUCHEHHS BUSIBNIEHUX erleMeHTiB;
19 30HHOT CTPYKTYpU TBEpAOro Ting;
{HS  pO3MOAINY CTYneHiB  OKUCHEHHS No rAnbuHi  (NpoginFoBaHHS)

Cu -
06'eMHa
@pasa

HY L
Cu 15 Hm

287.5 2850 2825 2800 2775
BE, 2B



PeHTreHiBCbKa POTOENEKTPOHHA
CMNEeKTPOCKOoNis: OrnaaoBUU CNexkTp

HHWA CTTEKTP: 2. BTOPUHHWW CTIEKTP:
DPiBHi OCTOBY, PeHTreHiecbKi cateniti i ayxm,
:iBHiB Ta Oxe- MyfibTUMNNeTHe posiuensieHHs,
3 catenitn "ctpycy"  (shake-up) i

e "cTpywyBaHHS" (shake-off), i
o AQCUMETPUYHI piBHi OCTOBY MeTanis,
£ NJG3MOHU

P®EC Au Ta Pt
ar - B2
—v' :<O—'52 & fer
Au S : .' / L. . '.'_.
85 . 10 3 0
1 05 r,.-w,ﬁ-!&i

1 1 1 1

1000 SHeprua ceaaun, 2B i -
I ; Re= : A~ 20
254 KWHETHYECKAA IHEPIHA 1254 5 70 10 5 0
HeprHuA CBA3ZH, 3B




Bus3HauaeTbCA
3anOBHEHICTb/He3anoBHEHICTb . .

BaNeHTHo! 0600oHKuU!

O'ls ‘ Ooze g

, IMI/c

BTOPUHHWMW CTTEKTP:

[peHTreHiBCbKi catenitm i ayxu,

0 MmynbTuNNeTHe poslenneHHs,

0 catenitu "ctpycy" (shake-up)
0"cTpywysaHHa" (shake-off)
JacumeTpuuHi piBHI OCTOBY MeTanis
InnasmoHu

1500

1000
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IHTEeHCHBHOCTH HMIOV/IbLCOB
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~ CtaH OKcureHy Ha cpibHMX

HaQHOMNIBKAX

O1s (a)
531.7

(3)

(2)

U

(b) 10.6 5 200 4 (©)
) 1 d_=5.6Hm
8.6 = | SD=2.6 Hm
\\/ (1) 3100~
El= 2 7
2-0 -/ 13.3
+

Lo F B & o % ww W
526 528 530 532 534
OHepruna ceasun, aB

(1)10; (2) 2.5: (3) 6.5.

OHeprua ceasu, 3B

cureHy O 1S OKMCHEHUX HAHOYACTOUOK Ag B 3aNIeXHOCTI BiZl CMiBBiAHOLEHHS

'PU BANEHTHOI 30HM (1) HaHouacTuHOK Ag npu Ag/Au= 1.0 (2) Ag,0,
HaHoYacTouok Ag npu Ag/Au= 1.0 22



EnexktpoHHa Oxe-cnekTpockonis
e_ 5 Oxe-enexkTpoH

OTOEeneKTpoH
1
K
N(E) ITik BTOpUHHHX
A eJICKTPOHIB
i Po3cisini
350 360
eJIEKTPOHU
e O:Kke-eJIeKTPOHH
10000
wE
: a%_ o J~An
_20000_-
30000-. T T 1
350 360
E,eV l >
F == . .0 TuIoBuN CIEKTP BTOPUHHUX, Ep E, keV
e=CIIeKTP Ag: @ - iHTerpaIbHuil poscisiHux Ta OsKe-eJIeKTPOHIB

= nuepenniiiosanuii dN/dE.
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OxXe-cnekTpockonis HaHOANMA3iB

* BiaH.
2 — HaHoanmas
~(4—6) A O 8 s . 3-.- rpa(piT
: s "2 . S e e 4_ - Anmas

23)A 1 .. HaHoanmas

0.0

. .

220 230 240 250 260 270 280 290

WN.N. Kynakoea, B.B. Koponbkos, P.HO. dkosnes, I".B. Jlucuukun//
Poccumickue HaHoTexHonoruu, 1.5, Ne7, 2010
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. POEC yoC EOC
):mcy}oqi,qaCTquH dhoToHN dboToHN €JIEKTPOHU
EHeprig§6§}z[. YaCTOYOK ~1000 — 1500 eB 2—-15¢B 3—-10 xeB
| Enepris peecrposarux 10— 2 500 eB 1—10¢B 10— 2 500 eB
~ 9acTOYOK
L ¥ JHIN, ~0.2% ~0.2% ~0.5%
IAE/E - 100%
“IBigmocna  mexa ~0.1 (~107) ~0.1 (~107) ~0.1 (~107)
- BU3HAYECHHS, %At
| (at/cm?)
.. ocobmuBocCTi 3HauyHa BEeJIMUYMHA XIM3CYBY JIiHIN criekTpa. |EHepris niHil B cieKTpi H

-

3HaueHHS CHEPril JiHii B POTOCIEKTPOHHO
MY CIIEKTpI1 3aJICKUTh Bij
eHeprii 30yI>KyrounX KBaHTIB ((DOTOHIB)

e 3aJIEKUTH BiJ
€Heprii 30yI>KyH4oro my4
Ka. MOoxJMBa BUCOKA
JOKJIbHICTH (1010HM)

3aCTOCYBaHHS

HccnenoBanue
NPUPOJIBI  XIM. CBSI3KY
KOMITIOHEHTOB TBEPAOTO
Tena

JlocmiKEHHS eJICKTP
OHHOI

CTPYKTYPH BaJICHTHOI
30HU TBEPJUX TLI

AxicHuii 1 HaITiB-
KUIbKICHUM €JIEMEHTHUH a
HaJli3 TBepaAuX Tul. B okpe
MHUX BHUIIQJIKaX -
BUBYECHHS XIM3CYBY

26




JIAT'HOCTHUKA CKJIALY NPUITIOBEPXHEBUX LIAPIB HAHOCUCTEM

30ymKeHHS
¥ Hocii DOTOHH EJjexkTpoHu Honu
- | inbopmarii
P®C PEC NPC (MouHo-
®oronn | (peHTreHiBChbKa (PIIyOpECIEHTH |(pEHTIeHIBChKa €MIC | pEHTIE€HIBChKA CIIEKT
a CIIEKTPOCKOITis) 11iHa CIIEKTPOCKOITIs) | POCKOITIS)
POEC
CHTIeHIBChKa (DOTOEIEKTPOH
(p (1) P EOC (enexkrpoHHa .
Ha CIIEKTPOCKOMIS NOC (iionHa Oxe-
EjekTpoHu Oxe- :
i YOEC : CIIEKTPOCKOIIIS)
: CIIEKTPOCKOITIS)
yabTpadioneToBa (POTOCIECKTPO
HHA CIIEKTPOCKOITIS)
: BUMC (BTOpUHHO-
- JIMC (JrazepHa Macc- | IMC (ickpoBa macc- | (BTOP
Nonn . HMOHHA macc-
CIIEKTPOMETPISI) CIIEKTPOMETPUSI) :
CIIEKTPOMETPIS)

27




. IY ta PamaHiBcbka cnekTpockonis
L B Si-OH

i Si-OH
‘ B S'()2 Cpeanui
/- pa3Mep
2 LLITIB yacTHULL (HM)

INMornomexue, OTH. €.

i T T T T
4000 3500 3000 2500 2000 1500
BonHoBoe 4yucno, em”

UHTEHCHBHOCTD, OTH. €/l.

I4 - cnekTp HaHonopoLkKa
KapbOoHiTpMAY cuniuiro

A) nicna aktueauii npu 873 K;
B) nicna HarpieaHHa B TOU
CyXoro KucHro npu 773 K

i TR A e

260+280 300 320 340

aHIBCbKUM cnekTp HaHokpucTanis Ge
. R
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ATOMHO-abcopbUiitHa cnekTpomeTpis
IHppavepBoHa cneKkTpockonis
Mac-cnekTtpomerTpis

| (cTpyKTypa
- reTeporeHHoCTi)

Macc-cnekTpomerTpis

HeiAtpoHorpagis

Augpakuia ToBINbHUX Ta WBUAKUX enNeKTpoHis
PeHTreHiBcbka (pOTOENEKTPOHHA CMeKTpocKonis
Famma-pesoHaHcHa Meccbayapisckas cnexkTpomeTpis

nosepxHi HY

% AMP
{  Posnoain TTpocBiuyroua Ta CkaHyroua esfnieKTpoOHHA MiKpOcCKonis
> Y y . . p .
'HGHOMACTOYOK NO | ATOMHO-CUNOBA TA MArHITHO-CUMOBA MIKPOCKONis
z po3mipy Ta CkaHyroua TyHesnibHa MiKpocKonis
POpMi AugpakLia peHTreHiBCbKUX NpomeHis
TTutoma MeTopn isotepmu abcopbuii rasis
NoBepXHs (meton BET - bpyHayepa, Emeta, Tennepa )
HaHouyacTouok | Menieeas nikHomerpisa
TTosepxHeBuiA | JlasepHas KopensuiiiHa CNEKTPOMETPIa 3 eneKTpogopesom
3apsA Ta Aseta- | Yaco-nponitHa HeuTpoHorpadgis,
noTteHuian Mac-cnexTpomerTpis

KaninnapHuiA enextpogopes

29



B

IMmmo6inisaLis NPoAYKTIB BiAHOBEHHS
cynbmia-oHom Au’*
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306paxeHHs HY Au iMMObinisoBaHa Ha NOBEpXHi niporpagita



1eKCHe 3acTocyBaHHS I3NKO-XIMIYHUX METOAIB OOCNIOXKEHHS Ha
npuknagi noniwapoBux NniBoK

MeTaniyHi TepMqumﬁ )
ﬂqnlpyBaHHﬂ ARiBKUA Bianas ﬂoseg::esl

niaknaaku (Fe, Cu) B C(Ml'lYﬂi P

HanuneHHs (550°¢)
MeTanis ;
( (Fi. Cu, i\U)
apc(i::::)pm N\OHOLIJGPOBG TTosepxHesa
1 nAiBKU 2 ®a3a 1
cragua craguna

XanbKONUpUT nO‘D'B|MHG nOBerHeBG

CuFes?) nniska Fe+Cu $aza 2
-..g; |



npuknagi noniwapoBux NniBoK

H
'
.
'
'
H
.

1
T
'
'
'

11,2 Mk |

3,9 MKm
>

OnpegeneHue paccToAaHUA

Mexay 4actuuamu no

ceyeHuro npocpuns

UcxoaHbIn CHUMOK MN3o06paxeHne noBepXHOCTH
C 3MeKTPOHHOro MUKpockona  KoHBepTupoBaHHoe B 3D Bua

O - HaHo4acTUUbI NNEHKK (68%)

o e "-
1179 obbekTo

@ - mukpokpuctannsol (32%)

OnpeaeneHue rpaHuL 3D BMAO noBepxHOCTM!. -
Mwspoqacmu P Mapkepb! yKa3bIBalOT Pazpenenve nnowagei,
NONoXeHNne MUKPOYacTmL, SaHATLIX MMKPO- W
HaHoYacTMUamMm

KCHe 3acTocyBaHHS pI3NKO-XIMIYHUX METOAIB OOCNIAXKEHHS Ha

32



npuKnagi noniapoBnx nniBok
MoHocynkodpua (FeS) S~

N

Oucynsdpug (FeS:2 fi

REpDIEY Lid)

|
166 1

oris nniekm Fe+Cu

Fe 2p (3/2)

I l Al 1 ) ' l AJ ) ] l L) ) ) l L) L) I l L
716 714 712 710 708 706 704

@HYFOUOT MiKpOoCKONiT P®EC nipknaaxkv 3 nNiskoro 3anisa

SHE 3aCTOCYBaHHS (Di3NKO-XiMIYHUX METOAIB AOCHIMKEHHS Ha
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BcTaHoBNEHHS MmexaHi3my BUTiICHeHHS HaGHOYAacTOYOK 30510Ta

TepMUUECcKUit OTKUT
(650° C)
8 Bakyyme 1073 Topp

Vi

HaHo4acTuubl
cynbhrUan3upoBaHHON NNEeHKH

HanouacTuybl HaHouacTuybl
3onora NNEHOK

| posa
F

MexaHiam BuTicHeHHs HY 3onoTa npu cynbdiamsadii metaniyHux nnisok
N A e
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KopoTki HOTATKU:

1. lnmpakuivHi metoamn aHanisy BKAHOYArOTb AUPPAKLIIFO PeHTreHIBCbKOro
BUNPOMIHFOBAHHSA, HeUTPOHOrpaiko Ta AUMPAKLIFO MNOBINbHUX Ta
WBUAKUX eneKTPOoHiB. KopucTyroumcb LMMU MeToAAMM BCTAHOBNHOHOTH
aTtoMHy 6yaoBy noBepxHi TBepAUX 3pa3sKiB, AHANi3yHOTb LWOPCTKICTb TaA
cepefHivi po3mip HaHOYACTOYOK.

2. TTpu B3GEMOAIT peHTreHiBCbKOro BUMPOMIHFOBAHHS 3 aTOMAMU MOXJIUBA
peanisauis TpbOX rnpoueciB: OTOIOHI3auUil, gnyopecueHUii, Oxe-
npouecy.

3. PeHTreHiBcbka Ta POTOENeKTPOHHA CMeKTPOCKOMis BUBYAE efeKTPOHHI
nepexoau 3a YYacTHO BASIEHTHUX Ta BHYTPIWHIX eneKkTpoHiB Ans
BCTAHOBJIEHHS 6NUXHLOro Ta AANbHLOrO NOPAAKY, 3APSAOBOro CTAHY
ATOMIB.

4. Y cnekTpax peHTreHiBCbKOI (OTOENEeKTPOHHOI CMeKTPOCKONIT Kpim
XAPAKTEPUCTUYHUX CMYI CMoOCTepiraroTbhCa enemeHTU BTOPUHHOI
CTPYKTYPU: PEHTreHIiBCbKi caTenitv, MyJSibTUNSIETHE PO3LWUPEHHS Ta IH.

5. Oxe - cnekTpockonis Xoda i Mae oObmexeHHsa, oAHak moxe 6yTu
BUKOPUCTAHA i ANA KiNbKICHOrO aHanisy.

CONON
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