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PED®EPAT

[TosicHroBanbHA 3amucka MICTUTh: S0 cTopiHOK, 1 Tabmuis, 20 pUCYHKIB, 3
dbopmyi.

L{st maricTepcbka poOoTa MPHUCBSIYCHA JOCIIHKEHHIO aBTOMATUYHUX METO/IiB
BUMIPIOBaHHS  MapaMEeTpiB  PEUNTKH  MOJIKPUCTAIIYHOI  TOHKOi  IUTIBKH.
[TonikpucTaaigHi TIIBKM MIMPOKO BUKOPUCTOBYIOTHCS B CYYaCHUX TEXHOJIOTISIX,
TaKuX SIK HaIIBIPOBIIHUKOBI MPUJIAAN, COHSIYHI OaTapei Ta CyNnepKOHIEHCATOPH.
KpucramiuHa pernriTka € BaKJIUBUM TapaMeTpPOM, IO BH3HAYAE BIACTUBOCTI ITUX
MarepiaJis.

B nmaniit  po0OOTI poO3rNIANaOThCS  ICHYIHOUI METOIM  BUMIPIOBAHHS
KpHCTAJIIYHUX TIpaTOK, a came eJjekTpoHa jaudpakmis. Ha 1miid  ocHOBI
pPO3pOOJISIETECS  ABTOMATU30BAaHUK METOM, SKWAW JIO3BOJISIE 3HU3MTU  BIUIKB
JIFOJICBKOTO (haKTOPY 1 IMiABUIIMTH TOYHICTH BUMIPIOBAHb.

3a po3po0JICHOI0 METOJUKOI TPOBOIMIN €KCIIEPUMEHTH Ha PI3HUX THUIAX
MOMIKPUCTATIYHMX TUTIBOK. OTpuUMaHI pe3yJbTaTH IOPIBHIOIOTHCS 3 I1HIIMMH
METOJaMH BHMIPIOBaHHS, IO JO3BOJISIE OIIHUTH €(QEKTUBHICTh 1 TOYHICTH
PO3pOOIEHOTO METOY.

L{st poGoTa cripssMOBaHa Ha ITiIBUIICHHS SIKOCTI BUMIPIOBaHHS KPHCTATIYHOT
IPaTKu TIOJIKPUCTAIIYHOI TOHKOI TUTIBKM, IO Ma€ BaXKJIMBE IPAKTUYHE
3aCTOCYBAaHHS B PI3HUX Taly3dX HAyKW 1 TexHikW. Lle Takox BigkpuBae HOBI

MOXJTHBOCTI JIJIST TTOAAJIBITUX JTOCTIKEHD Y IIbOMY HAIPSIMKY .

TTIOJIKPUCTAJIIYHI TOHKI IUIIBKU, KPUCTAJIIUHA TPATKA,
KAPTHMHA EJIEKTPOHHOI JM®PAKLII, TOUKOBUII TA KUIBL[EBUI
PHCYHOK, JIHIA KIKVUL, ®A30BA IJIEHTU®IKALLLS,
EJIEKTPOHHOU®PAKLIHA TOMOTI PA®IS, AHAJII3
MOHOKPHCTAJIIMHOI CTPYKTYPU, AHAJII3 HEBIIOPSIJKOBAHOCTI,
HAHOMATEPIAJIY, EJIEKTPOHHA KPHCTAJIOTPA®IS



ABSTRACT

The explanatory note contains: 50 pages, 1 table, 20 figures, 3 formulas.

This master's thesis is devoted to the study of automatic methods of
measuring the lattice parameters of a polycrystalline thin film. Polycrystalline
films are widely used in modern technologies such as semiconductor devices, solar
cells, and supercapacitors. The crystal lattice is an important parameter that
determines the properties of these materials.

This work examines the existing methods of measuring crystal lattices,
namely electron diffraction. On this basis, an automated method is being
developed, which allows to reduce the influence of the human factor and increase
the accuracy of measurements.

According to the developed methodology, experiments were conducted on
various types of polycrystalline films. The obtained results are compared with
other measurement methods, which allows to evaluate the efficiency and accuracy
of the developed method.

This work is aimed at improving the quality of measuring the crystal lattice
of a polycrystalline thin film, which has important practical applications in various
fields of science and technology. It also opens up new opportunities for further

research in this direction.

POLYCRYSTALLINE THIN FILMS, CRYSTAL LATTICE, ELECTRON
DIFFRACTION PATTERN, SPOT AND RING PATTERN, KIKUCHI LINE,
PHASE IDENTIFICATION, ELECTRON DIFFRACTION TOMOGRAPHY,
SINGLE CRYSTAL STRUCTURE ANALYSIS, ANALYSIS DISORDER
DISORDER, NANOMATERIALS, ELECTRONIC CRYSTALLOGRAPHY



BCTYII

VY cyuacHOMY CBITI HayKa 1 TE€XHOJOT1i PO3BUBAIOTHCS HACTIIBKHU IIBUIKO,
o TMOTPIOHI HOBI METOMW JOCHIDKEHHS Ta XapaKTEePUCTUKU MaTepiaiB.
[TonikpucTaaigHi TOHKI TUTIBKA € OJIHAM 13 HAWBaXUTMBIMIUX KJIAciB MaTepiamiB y
CydacHIM TEXHOJOrii, 1 iXHI BJIACTHMBOCTI 3HAYHOIO MIpOI0 BIUIMBAIOTh Ha
MPOJYKTHBHICTh YCHOTO, BiJi HAIIBMPOBITHUKOBUX KOMITOHEHTIB JI0 COHSYHHUX
Oatapeil 1 cynepkoHaeHcaropiB. OJHUM 13 KJIIOUOBUX MapaMeTpiB, 110 BU3HAYAE
BJIACTUBOCTI IMX IUTIBOK, € KpHUCTaJIi4Ha pemiiTtka. Bimomo, 1m0 rpaTtkoBa
CTPYKTypa BIUIMBAa€E Ha €JCKTPOHHI Ta ONTHYHI BJIACTUBOCTI MarepiajiB, MO
poOUTH 11 BUBUCHHS aKTyaJIbHUM 3aBJaHHSM.

AHaJT3 PEmIiTKH MOJIKPUCTATIYHAX IUIIBOK BKIIOYA€ BUMIPIOBAHHS TaKHX
napameTpiB, K pO3Mip 1 Opi€HTalis 3epHa, Je(EeKTH PEIIITKU Ta MEXI 3epeH.
Tpamumiitai Meroam, Taki SK PEHTTeHIBChKA Bi3yayiamis Ta eJIeKTPOHHA
MIKPOCKOMIS, HAJal0Th BaXJIHMBY 1H(GOpPMALII0 NPO KPUCTAIIUHI CTPYKTYpH, aje
BHMAararTh CKJIATHUX 1 1HOJI TPYJOMICTKMX EKCIEPHMEHTIB, a TaKOX BEIUKOI
mpari Ta eKCIIEPTHOTO aHaji3y JMaHuX. Y 3B'AI3Ky 3 UM BHHHUKAE€ HEOOXITHICTH
PO3pOOKM aBTOMATU30BAHUX METO(IB BUMIPIOBAHHS MMAPAMETPIB PEIIITKH.

Mertoro gaHOi MaricTepchbkoi poOOTH € JOCIIKEHHS METOAY E€ICKTPOHHOI
mudpakmii Ui aBTOMAaTMYHOIO  BHUMIPIOBaHHS ~ HapaMeTpiB  PEIIiTKH
MOMIKPUCTATIYHNX TUTiBOK. OCHOBHUM 3aBIaHHSM JOCIIDKCHHS € ITiIBUIICHHS
TOYHOCTI Ta €QEKTHBHOCTI TPATKOBHX BHMIPIOBAaHb Ta 3MEHIIECHHS BILIUBY
JOJCHKOTO (DaKTOPY HA pe3ybTaTH JOCHTIKEHb. JJI1 MOCSITHEHHS Ii€i METH MH
MEePETIIHYIM ICHYIOYl METOIW BHUMIPIOBAHHS PEIIITKA Ta PO3pPOOMIIHM HOBHI
METOJl, 3aCHOBAaHWM Ha Cy4aCHUX MeToJax OOpOOKM JaHuX 1 aBTOMAaTU30BaHUX
CHUCTEMax aHai3y 300paKeHb.

Pob6oTa B 0CHOBHOMY BKJIFOUA€ HACTYITHI €TAIH:

1. OCHOBHI TIOHATTS MPO KPHUCTATIYHY I'PATKy, MOJIKPUCTAIYHI TUTIBKA Ta

rapaMeTpu IPaTKH.



2. Judpaxiis eNeKTpoHIB, TUIU Ta CTPYKTYpPHY XapaKTE€PUCTUKY
€JICKTPOHOTPaM, €JIEKTPOHOTPAMH HOBHUX MaTepiaiB.

3. ABromaTtu3oBaHa  elieKTpoHorpadiuHa  Tomorpadis,  audys3He
PO3CioBaHHA Ta iX 3aCTOCYBAHHS.

Pe3ynbratu, oTprMaHi B pe3ynbTaTi Ii€l pOOOTH, MOKYTh MaTH MPaKTHIHE
3aCTOCYBaHHSI B PI3HUX rajy3siX HAYKH 1 TEXHIKU 1 BIIKPUBAIOTh HOB1 MOKJIMBOCTI
JUTSL TIOMANTBIIUX JAOCTIDKEHB. JIOCTIKEHHS MOTIKPUCTATIYHIX TOHKOILTIBKOBHX
PELITOK € Ba)JIMBOIO YacCTHMHOKO PO3POOKM HOBHUX MAaTepiajiiB 1 TEXHOJOIIH, 1
aBTOMAaTU30BaHI METOJM BHUMIPIOBAaHHS MOXYTh JOIMOMOITH MPUCKOPUTH LIEH

mporiec.



1 AHAJIITUYHUH OIS JITEPATYPU

1.1 OcHOBHI MOHATTS MOJTIKPUCTAIIYHUX TOHKUX ILIIBOK

3aexHO BiJl MPU3HAYEHHS IUTIBOK iX 3a3HadeHi (DYHKIIIOHAJIbHI MapaMeTpu
MOXXYTh 3MIHIOBATHCS, aj€ ICHYE psJ 3arajlbHUX BJIIACTMBOCTEH 1 BHMOT, SKi
XapaKTEePU3YIOTh YCI TIIBKOBI MaTepiaim.

J1o HUX HaJIeKATh:

- PIBHOMIPHICTb TOBIIMHH;

- anresiiHa 1 Kores3iliHa MIIHICTH (XOpOIe 34YeIUICHHS 3 IiIKIAIKOK 1
CTIMKICTB JI0 TIOIIKO/KEHb Ha KOPJIOHAX KPUCTAIIIYHOTO OJIOKY);

- 3aJJaHUH XIMIYHUH 1 (a30BUIl CKIa;

- po3Mip 3epeH a0o0 OJOKIB 1 IX TPaHUYHI YMOBH;

- Opi€HTAIlisT KPUCTAJIITIB.

ToHKI MIIBKM IIUPOKO BUKOPHUCTOBYIOTHCS B MIKPOEJEKTPOHILI B SKOCTI
AKTHBHUX 1 MACHBHUX KOMITOHEHTIB MIKPOCXEM 1 €JIEMEHTIB MarHiTHOI ITam'siTi.
ToHKI MUTIBKM TaKOX BUKOPUCTOBYIOTHCS Y BIIOWBHUX 1 TIOTJIMHAIOUNX MTOKPUTTSX,
JETCKTOpaX BHIIPOMIHIOBAHHS, COHSYHUX €JIEMECHTAaX Ta IHIIMX KOMITIOHCHTax i
cucreMax. Hampukman, HaBiTh BHPOOHHIITBO KiHeMarorpadiuHux Bepcii
3BUYAMHUX KOMITOHCHTIB PaJIIOTEXHIKH, TAKUX SIK KPOHIITCHHU, KOHJICHCATOPH Ta,
MEHIIIOI0 MIpPOI0, KOTYIIKH 1HITYKTHBHOCTI, MAa€ XOPOII MEPCIEKTUBH, OCOOIUBO
SKIIO0 TPpoOJIeMa TOJSITa€ y CTBOPEHHI CXEMH 3 BEJIMKOKO KITBKICTIO TMOMIOHHMX
KOMITOHCHTIB, HAHECEHUX Ha IUIOCKHH, HE MPOBOIUTH CTPYM Ha ITiIKJIAIII.
CrinbHe BUPOOHUIITBO 0aratbOX KOMITOHEHTIB 1 iX €JICKTPHYHHX 3'€THAHb yCyBa€
eTany CKJIAQJIaHHS Ta MOHTaXY CXEMH, THM CaMHM IIiJIBUINYIOYH HAIIAHICTh 1
3HIKYIOYH BapTIiCTh MPOAYKTY. KpiM TOro, Taki TOHKOIUTIBKOBI CXEMHU OCOOJIHBO
e(eKTUBHI 3 TOUKHU 30pYy MiHIaTIOpU3aIlii, OCKIJILKM 6arato KOMIOHEHTIB 00'eqHaH1
B OJIUH OJIOK, a BUCOKA «IIIJIBHICTh YITAKOBKW» KOMIIOHEHTIB 3HAYHO 3MECHIIIYE

00'em 1 Bary BupoOy.



ToHKI MIIBKKA — 1€ MIApy PEYOBUHHU TOBIIUHOIO Bijf YACTOK HAHOMETpa JI0
KUTBKOX MIKpOH 1 MafOTh 0araTo XapaKTepHUCTUK aTOMHOT KPUCTAIIdHOI CTPYKTYpH
Ta (I3UYHMX BIACTUBOCTEH. Y 3B'SI3KY 3 IIMM TOHKI IUIIBKM MAalOTh BEJIMKE
3HAYCHHS U HAyKOBO-TEXHIYHOTO IMPOTPECY 1 YCIIIIHO BHKOPHUCTOBYIOTHCS B
ITUPOKOMY CHEKTpl TEXHIYHHMX pilieHb. ICHye O0araTto TEXHIYHMX METOJIB
HalWICHHS TOHKHMX IUIIBOK: KaTOJHE HANWICHHS, €JICKTPOHHO-IIPOMECHEBE
BHITAPOBYBAHHS, TEPMIYHE BUIIAPOBYBAHHS, PO3MUITIOBAILHAN MPOJIi3, OCAKCHHS
3 mapoBoi (a3u Tomo. KoxkeH meTon Mae cBOi OCOOIMBOCTI, SIKI BH3HAYAIOTh
MOXJIUBICTh HOTO 3aCTOCYBaHHS IS HANWJICHWX IUTIBOK Ha OCHOBI Pi3HUX
MarepiaJis.

J10 OCHOBHUX CIIOCOOIB HAHECEHHSI TOHKUX TUTIBOK BiJTHOCSATHCS:

a) TepMiuHe BHITApOBYBaHHS Y BaKyyMi:

- HeMpPSIMUAK HArpiB 3a TOTIOMOTOI0 HUTKHU;
- BUKOPUCTAHHS HEMPSIMOTO IHIYKIIHHOTO HAarpiBY;
- €JICKTPOHHO-TIPOMEHEBUI METO/I;
b) Katoane HanuiieHHS:
- 10HHO-TIJTA3MOBE HATMJICHHS;
- CTpyMEHEBE PO3MUJICHHS;

c) ITapoBe ocamxeHHs:

- peaxiii 3a JOMOMOT0I0 TPAHCIIOPTY rasy;
- BIUTyY€HHS BOAHIO 3 aTMochepu;

- TEpMOXIMIYHE PO3KIadaHHS;

- €JIEKTPOXIMIYHE OCA[PKEHHS,

- XIMIYHE BiJHOBJICHHS (OCa/DKCHHS).

Y  DNONIKpUCTANIUYHUX IUNBKAX UMM OUIbIIl KPHUCTAJITH, THM BHILE
MMOBEPXHEBA PYXJIMBICTh aJIaTOMIB 1 1X KJIacTepiB I yac oca/pkeHHs. OTKe, YUM
OUTBIIMI PO3MIp KPUCTAJITY, TUM BHUIIA TEMIIepaTypa MiIKIAIK{A, TUM LIBUIIIA
MIBHUJKICTh OCAQ/DKCHHS, THUM IHEpPTHINIA TMIIKIAagKa Ta TJAIKIIA ITIKIaIKa.
3aJIexKHICTh PO3MIPY KPHUCTAJITY BiJ OKPEMHUX NapaMeTpiB HABEJEHO HAa PUCYHKY

1.1. IIpu oMy HEOOX1IHO BpaxoBYBaTH HACTYIHI (PaKTOpH:



- eeKTHUBHA TemIeparypa MiIKJIaJKH HE MOBHHHA IEPEBUILYBATH TICBHE
3HAUeHHS, SKE€ 3aJIeKUTh B TEMIepaTypyd IUIaBIEHHS Marepiamy, o
KOHJICHCY€ThCS;

- 3a0pyIHEHHS Ta 3AJIMIITKOBHM ra3 BIUIMBATUMYThH Ha PO3MIpP KPHCTAIIITIB;

- TpW AyXe BHCOKHX IIBHIKOCTIX OCAQKEHHS aJaTOMH CHJIBHO
B3a€MOJIIIOTh OJMH 3 OAHMM 3 YTBOPEHHSM CIOJYK 1 HE BCTUTAIOTh MOJOJATH
OYCBHWIHI NUIAXW AUQy3ii, MO NPU3BOIUTH 10 YTBOPECHHS APIOHO3EPHUCTUX
ILTIBOK;

- YUM BHULIA PYXJIMBICTb, TUM OYEBHJIHIIIA 3aJIEKHICTh PO3MIPY KPUCTATITIB

BIJI TOBIIMHHU IUTIBKH.
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Pucynok 1.1 — 3aiexHicTh po3Mipy KPUCTATITIB BiJl IEBHUX MTapaMeTpPiB

Bigmanm mpu Temmeparypax BHUIIE TEMIIEPATypPH OCADKEHHS 301IbIIyE
KpucTtamTd. Po3Mipu KpucCTamiTiB y YMCTUX IUIIBKaX JIEMKOIJIABKMX MartepialiB,
HaHeCeHUX TpU KiMHATHil Temmepatypi, mocsrarots 100 A i Gimbme, Tomi sk y
TYTOIUTABKUX MaTepiajaxX 3HAYHO MEHIIIE. 31 3HIKEHHSIM TEMITePaTypPH OCaHKCHHS

KPUCTAIITU B IUINBII CTalOTh MEHIMMH. He3BUYallHO BeNMKI KpPUCTANITH
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3 SIBJISIIOTHCSI B HAHECEH1W IUTIBIN, KOJIM MPOMIHB TMajae miag kKyToMm Mmaibke 5000
aHTCTPEM, TOPIBHSHO 31 3BHYAaHMM KyToM mamiHHsA S50 anrcrpeM. EmiTakciiiai
IUIIBKM YacTO HAa3MBAaIOTh «MOHOKpUCTalaMu». lle He 30BCiM Tak, OCKUIBKH
3a3BMYal TaKi IUIIBKU CKJIAJIAlOTHCS 3 BEJIUKHUX KPHUCTAJIB, PO3MIpP SIKUX 3aJIC)KHUTh
BiJI BJIACTHBOCTEH IUTIBKM Ta IMIIKIAIKHA, a TAKOX MapameTpiB ocapkeHHs. OIHaK
KpucTtanorpadiuHi Opi€HTalli TaKuX KPUCTAIITIB NPUOIM3HO OJHAKOBI, TOMY
IJTIBKA HACIPABAl CKJIQJAETHCS 31 3TyCTKIB KPHUCTAIITIB 3 YK€ MAJIUMH KyTaMHu
po3opieHTAaIli.

B igeanbHO riankiii moBepxHI MOBEPXHEBA €HEPris IUIBKM MiHIMallbHA. Y
TOH K€ 4Yac CIpaBXHI IUIIBKA MAalOTh IIOBHICTIO PO3BHHEHY ITOBEPXHIO.
BnactuBoCTi 3pocTarodoi MOBEpXHI BU3HAYAIOTHCS TMPOLECAMHU 3apOJDKEHHS i
POCTY IUTIBKH, a TaKOXX PYXJIMBICTIO aJlaTOMIB. SIKIIO IIIiBKa OCAIKYETHCS TPH
HU3BKUX TEMIIepaTypax, KOJHM PYXJHMBICTh aTOMIB HHU3bKa, TOJII IIOPCTKICTH
nmoBepxHi abo cepenHe BiaxuieHHs Ad Bing cepeaHbOl TOBIIMHU TUTIBKH d Mae

CTAaTUCTUYHI BJIACTUBOCTI Ta ciinye po3noainy [lyaccona:

Ad = /d. (1.1)

[Tpu 361sIBIIIEHH] PyXJIMBOCTI a1aTOMIB (I[OTO MOYKHA JOCSATTH HarpiBaHHSIM
MIJIKJIAIKK) KOHACHCAT TMTOYMHAE CTIKATH MEPEBAXKHO HA MOBEPXHI KaHABOK, TOMY
MOBEPXHS MOYMHAE CTABaTH TJIAJKOI0. SIKIIO KOHAEHCAT IEMOHCTPYE TEHCHLIIO
710 TIEPEBAXKHOTO 3pPOCTaHHS B3MIOBXK IMEBHHUX KpHCTalorpadiyHux rpaHeil (depes
BHUCOKY aHI30TpOIIII0 MMOBEPXHEBOI €Heprii abo uepe3 HasiBHICTh MIKpPOrpaHed Ha
MIJKIaAM1), MIOPCTKICTh IOBEPXHI IUIIBKUA 30UIbIIYETHCS. 3a TMEBHUX YMOB
OCaJ[KEHHS MOYKHA JTIOCSTTH YTBOPEHHS aTOMapHO TJIAJKAX TIOBEPXOHb.

KinbkicHuil moka3HUK abo0 KOe(QilI€EHT IIOPCTKOCTI — 1€ BiJHOIIEHHS
(haKTUIHOT IO TUTIBKHU J0 i1 reOMETPUYHOI TIJIOTIII.

@dakTHyHa ~ TUIOMIA  BUMIPIOEThCS  [UISIXOM  BU3HAYCHHS 00 €My
(TporopIiitHOTO 10 TOBEPXHI) TEBHUX TrasiB, aJcopOOBaHMX IUTIBKOO.

[opcTKICTh 3HAYHO 30UIBIIYETHCA MPU HAHECEHHI IUIBOK y MPUCYTHOCTI Oyab-
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SIKOI'0 Tra3y Ta Ha Hi,Z[KJIaI[KI/I, SIK1 HE 3&663HC‘IYIOTB AOCTAaTHBO BUCOKY pYXJ'II/IBiCTB

moBepxHi ajatomis [1].

1.2 Kpucraniyaa rpaTka Ta ii mapamerpu

Kpucraniuna rpatka — 1e T€OMETPUYHO MPABHIBHE PO3TAIlyBaHHS aTOMIB
(loHIB, MOJIEKYJd) 1 € XapaKTEePHCTHUKOIO KpHCTajaidyHoi pedoBmHH. IIpocTtopoBa
¢irypa (Hanpukiaj, napaieiaeninea) 3 aTOMaMu, pO3TallOBAaHUMHU Ha 11 BEpILUHAX,
HA3MBAETHCS OJMHUIICIO PEUITKH, KA € MPAaBUIBHOI0 HECKIHYEHHOK) CHCTEMOIO
TCOMETPUYHUX TOYOK (BY3JIIB PENIITKHA) 3 i7calbHOI0 IMEPIOANYHICTIO B TPHOX
BHUMIpax MpocTopy.

I'patka bpaBe — me mapanenemines], YTBOPECHUN TEPEKIAAOM Oyab-SIKOTO
By3Jla PCIIITKM B TPbOX HampsMkax. L[i HampsMku 3a3BU4Yaii BUOMPAIOTH
MePIEHIUKYIISIPHO 10 OCi a00 IUTIOIIMHU CUMETPIi.

Icnye 14 tumiB rpatok bpaBe, KOKeH 3 SIKUX HAJICKUTh MEBHIA CUHTOHII.

1) MoHOKIIIHHa KpHCTalliYHA CHCTEMa Ma€ JiBa TUIHA pemiTku bpage:
MOHOKJIIHHA PEIITKa Ta MOHOKJTIHHA IIEHTPAJIbHA PEIIiTKA.

2) € yotupu rpatku bpaBe nis KpUCTamiyHOI CUCTeMH pomOa: MPOCTHIA
pomMO, poM0 13 IIEHTPOM OCHOBH, POMO 13 IIEHTPOM Tijia Ta poMO 13 IIEHTPOM T'paHi.

3) TerparoHanbHa KpHCTaJdiyHa CHCTEMa Ma€ JBa TUIHU TIpaTok bpage:
MIPOCTa TeTparoHaJIbHA PENIiTKa Ta 00’ EMHO-IIEHTPOBaHA TeTparoHaabHa PeIIiTKa.

4) Kyb6iuHa kpucTaliuHa CHCTeMa Ma€ Tpu rpaTkd bpape: mpocty KyOidHYy,
IpaHELEHTPOBaHy KyOiuyHy Ta 00’ €MHOLIEHTPOBaHY KyOIuHY.

5) Yci pemT KpucTaniyHi CUCTEMH MAFOTh JIMIIIE OJHY CiTKYy bpaBe 3 Takoro

K Ha3BOIO, {K KpI/ICTaJIi‘-IHa CHCTCMaA.



Ta6mmms 1.1 — Buau mpocTopoBUX rpaTok
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Kpucraniuni
I'patku bpase
CHCTEMHU
Tpukninna A
a
[MpumiTiBHA bazouentposa
=
MoHnoxkI1HHa
A
a
b
[TpumiTuBHA bazonerposa O6’emHuonienTpoBa | ['paHenieHTpoBa
PomGiuna
C C C C
a a a a
b b b b
y=10°
-
I'excaronanpHa |
a
a
TpuronaneHa a
a
a
[MpumituBHa | OG’eMHOLIEHTPOBA
TerparonansHa
C C
a a
a a
[TpumituBHa | OO6’eMHOIICHTPOBA I'panenentpona

Kyb6iuna

a

a
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OCHOBHI MapaMeTpy KpUCTATIYHOI PELIITKU:

- mepiog abo TmapaMmeTp PENNTKH JOPIBHIOE IOBXKHHI pedpa pemlnTKa B
HaIpsIMKY T'OJIOBHOI OC1 PEIIIITKH;

- koopauHarniiiae uucio (K) mpeacrasise MUIbHICTh YITAKOBKHA PENITKH 1
BH3HAYA€E KIJIbKICTh HAHOIMKYUX 1 pIBHOBIITAJIEHUX aTOMIB y ITEBHIN PEIIiTIIi;

- 0a3uc - KUIbKICTh aTOMIB (10HIB), III0 BXOASTH J0 IPaTKU;

- aTOMHUH paJilyCc — II¢ MOJIOBHHA BiJICTaHI MK HAHOMMKYUMHA aTOMHUMH
IEHTPaMU B PEIITII IEBHOI KPUCTAIIYHOI CUCTEMU;

- KOoe(IIIEHT YIIITbHEHHS — 1€ BIJHOIIEHHS 00'€eMy, 3alfHSITOrO aTOMaMH

(ioHammM), 10 BCHOTO 00'€EMY PEIITKH JAaHOTO THITY [2].
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2 JU®PAKIIA EJIEKTPOHIB

2.1 Tunm enekTpoHOrpam

Kaptu mudpakiii enexkTpoHiB Aar0Th Kpuctaimorpadiuny iHdopmaliiro mpo
Martepiajl 1 BU3HAYAIOTh PI3HI TUIMM MarepialiiB, sIKI MOXYTb OyTH amMOppHUMHU,
MOHOKPUCTATIYHUMH 200 TOMKPUCTATIYHAMH. ICHye TpW THIH KapTHH
eJIEKTPOHHOI Audpakiii, 1 GOopMyBaHHS KOXHOI KapTHUHH 3aJIeKUTh BIJl PI3HUX
YMOB 3pa3Ka, TAKUX K TOBLIMHA, KPUCTAIIUHA CTPYKTYpa TOLLIO.

[TonikpucTtandiuai Matepiaii MawTh KUIBIEBUHA BizepyHOK. I[looamHOKI
KpUCTaIIUYHl MaTepiaju JAEMOHCTPYIOTh IUISIMUCTHI BI3€PYHOK, BI3€pYHOK JIiHI{
Kikyudi a6o koMOiHaIi0 Bi3epyHKa TuisiMu Ta JTiHiT Kikydi

[Mnsvu ta minii Kikydl oTpuMyroTh 13 CHeUladbHOI AUISIHKH 3pa3ka, siKa
Ha3UBa€ThCA «BHOpaHOIO oOjactTio» [6-9]. Enexrtponna nmudpakiis BuOpanoi
obnacti (SAED) — e Texnika B TEM a1 oTpuMaHHs AUPPAKIIHHUX KapTHH, SIKI
€ Pe3yJIbTATOM €JEKTPOHHOT'O IIPOMEHS, PO3CISTHOTO PELIITKOO 3pa3Ka.

Kinbresi Bi3epyHKH CTBOPEHI yIbTPAIAPIOHUMHU 3epHAMH MOIKPUCTATITHAX
MartepiasiiB. B ocHOBHOMY, ¢a3u B PI3HUX MOJIKPUCTATIYHUX MaTepiajax
BH3HAYAIOTHCS 1HTEPIPETAMIC0 1X KUIBIEBUX CTPYKTYp. 3 €0 METOK MU
NMOBUHHI BUKOPUCTOBYBAaTH €TaJOHHUU 3pa3zok Ul iaeHTudikauii (a3, a Takox
BH3HAUYEHHS MUKIUIOIMIMHHUX BiJCTaHeW Ta IiHAEKCIB Miuiepa KpHCTAIYHUX
momyH. [lomikpucTanmivni 3pa3ku, Taki Sk 9ucte 3070710 (Au, f.c.c KpucramiyHa
CTpyKTypa 3 mapameTpom rpatku a = 4,07 A) a6o uuctuit amominiit (Al, f.c.c
KpHCTAiuHA CTPYKTYpa 3 mapaMeTpoM rpatku a = 4,04 A) sk KOHTpONbHI 3paskn
BUKOPHUCTOBYIOTbCS JIJISl 1HAEKCYBaHHS AUPPAKIIHHUX KapTUH PI3HUX MaTEpiasiB i
BU3HAYCHHS JIOBKHUHU KaMepu. JlJi1 OTpUMaHHS €TaJOHHOTO 3pa3Ka 3 KiJIbIEBOIO
I paKifHOI KAPTUHOIO CIIOYATKY BUKOPHUCTOBYETHCS MIJIHA CITKA 3 MOKPUTTAM
3 amopdHOoro Byrieo. [ToTiM 3a T0IMOMOT0I0 PHUCTPOIO /IS HATUJICHHS HA CITKY
HAaHOCHUTbHCSI TOHKHUH 1Iap YMCTOrO 30JI0Ta TOBIIMHOI npudnu3Ho 20 um. Hapemri,

3HIMaEeThCA nUdpakifiiina kKapTUHA 3pa3ka, sika Mae GopMy KUIbIlS Ta Oe3nepepBHa,
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AK MOXHa mobauntu Ha pucyHky 2.1. IlmommHM 30510TOTO 3paska 3agaHi
iHnekcamu Mimepa. 3pa30K YHCTOTO 30J10Ta BIIOMHUN SK CTAaHAAPTHHHA 3pa30kK i
BUKOPUCTOBYETHCS ISl 1AEHTH(IKALIl KPUCTATIUHUX IUIOMIMH 1 BHUMIPIOBAHHSA
MDKIDTOIIMHANX BiJICTAaHEH HEBIJIOMHX MarepiajliB 3 KiUTBIIEBUMH Bi3epyHKaMH Ta

BH3HA4YCHHS (a3 y cIuiaBax.

dau(222)=1.177 A
dau(113)=1.230 A

dauto22)=1.442 A

dau(002)=2.039 A
dau(111)=2.355 A

Pucynok 2.1 — KinbrieBa audpakrorpama BiJI MOTIKPUCTATIYHOT TITIBKH
YUCTOro 3010Ta 3 f.c.c KpucTaniyHOO CTpyKTYypoto. [lnomuHu kpucTais i
MDKILTOIIMHHI BIJICTaH] TTOKa3aHi iHaekcamu Mimiepa. JlokrnHa kamepu

180 1 88 MM BigmoBigHO [5]

AHaJI3 KUIBLIEBUX CTPYKTYP y TONIKPUCTATIYHMX MaTepianax (HaaapiOHe
3epHO) MpPHU3BOAMTH 10 1neHTUdikauii (a3 y Marepianax. dudpaxrorpamu
HAHOYACTUHOK, OTPUMAaHHUX PI3HUMH METOJaMH, YTBOPIOIOTH KilbLIEBY KapTHHY.
dakTUYHO, KiJIBIIEB1 BI3¢pPYHKH CTBOPIOIOTHCS, KOJIM YTBOPIOETHCS HAHOYACTHHKA.
BukopucToBytoun pajiyc KOXKHOTO KUIbLA, MA MOKEMO BKa3aTH BiJICTAHb MIiX
ILTOIMHAMH 200 MIKIUIOIIMHHI BijgcTaHi [5-11].

€ 7Ba OCHOBHI MapaMeTpu TOYKOBUX JUPPAKUIHHUX KapTUH, SKI
BHKOPHUCTOBYIOTBCS ISl IHTEpIIpPETAIlii Ta 1HACKCYBaHHS TaKWX THITIB KapTuH. Lli
napamMeTpu BKJIIOYalOTh R — BiacTanp MK JgudparoBaHuM 1 MOPOXIAHUM
(TIeHTpaNIbHA TIIMA) TPOMEHSIMH Ha eKpaHi JudpakmiitHoi KapTHHH. Takox IIfo

B1JICTaHb MOJKHA PO3TJISAJIATH K BEKTOP HOPMaJIi 0 TIOCKOTO BiIOUTTS.
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KyTtn, Taki sk 0, Mi>k JBOMa BEKTOpaMH, MPOBEICHUMH BiJT IIEHTPY 10 ABOX
CYMIKHHUX TOYOK. HacmpaB/i koxkHa 3 IIUX IJISIM TPECTaBiIse HAOIp TUIOIIHH, K

MOKHA TTOOAYUTH Ha PUCYHKY 2.2.

Pucynok 2.2 — [TnsmoBa qudpakTorpama BiJi MOHOKPHCTAIA B3JJOBX OCI

30HU z = [011] 31 crimaBy Al 1050 3 10 npoxogamu npsIMOTIHIMHOT TPOKATKU

BekTop oci 30HM mMmapanenpHUN TAAA0YOMy TIPOMEHIO Ta Maibke
napajJielbHuid HaOOpy BIIOWMTHUX TUIONIWH, IO TIOKa3aHo sSK z = [uvw] 3
KOMIIOHCHTAMH U, V 1 W B3IIOBX oci. [isiMu po3rarioBaHi CHMETPUYHO BiJHOCHO
IIEHTPY Bi3epyHKa BUKOPHCTOBYIOUH IPABHJIa BEKTOPIB 1 OCHOBHHUH TapaJiesiorpam,
MU MOKEMO 1HICKCYBaTH IJISIMOBI BI3€PYHKHU.

Jlinia Kikyul MoXe BUHUKHYTH, KOJIM TOBLIMHA 3pa3Ka OuIbIIa 32 HOpMY Ta
Maibke imeanbHa. L[i Mojeni BHHHMKAIOTh 3aBISKHA  CJIEKTPOHAM, HEIMPYKHO
PO3CISTHUM TIiJI MAJIMMH KyTaMH 3 HEBEJIMKOIO BTpaToro eHeprii. [ToTim mei mydok
CJICKTPOHIB TMPYXXKHO PO3CitoeThes 1 cTBoproe niHil Kikyui Ha BizepyHkax. JliHii
Kikydi y Bi3epyHKy — I TIapH HapaJielbHUX TEMHUX 1 SCKpaBUX JIiHIA. Bigcrans

MDXK TTapaMy TEMHUX 1 CBITJIMX JIIHIM BUXOJIUTD 32 TAKUM CITiBBiTHOIIICHHSIM:
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Ddy; = LA, (2.1)
ne D ne BigcTanb Mixk napamu JiHid Kikyudi;
dpj — MDKILTOIIIMHHA BiJICTaHB;
L, A — xoHcTanTH Kamepu. EexkTrBHA TOBKMHA KaMepH Ta JOBXKUHA XBHIII
€JICKTPOHA € TIOCTIMHMMHM Ta 3ajekaTh BT XapaKTEPUCTHK MPOCBIUIYIOUOT

€JIEKTPOHHOI MiKpockomii [3, 4].

Kpim toro, kyr mix miHisMu Kikydi Ha Bi3€pyHKY BIANOBIJAE KYTy MIXK
IJIOMMHAMK JTU(paKIlii, OCKiIIbKH Il JIiHIT MapajesbHi IUIONIMHAM BiJOMBaHHS.
[Tapu TeMHMX 1 SICKpaBUX JIiHIN, HAOOPY BiIOMBAIOYMX IIJIOIIMH 1 BiJICTAHb TAPHUX

JHIN MMOKa3aHl HA PUCYHKY 2.3.

YFe{222}"

’ -

yFe{224}

yFe{224}

Pucynoxk 2.3 — Ilimsamu, ninii Kikyui Ta BiicTaHb MIXK HApHUMU JIIHISIMU

Kikyui y BizepyHky ¢ Fe Bu3HauaroThCs
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[tpuxoBi JiHIT — ciiaM nepeTuHy BiaOuBarouux mwiomvH. [lpm Haxwii
3pa3ka MatoHOK JIiHIT Kikydl 3MIHIOETBCS NIIAXOM 3MIICHHS TapHUX JHIH.
30UTbLIYIOUM  TOBUIMHY  3pa3ka, IHTEHCUBHICTh  IUIIMUCTOTO  MaJlOHKa
3MEHINYEThCS, a IHTeHCHBHICTh JiHIT Kikydi 30UmbmIyeThes. 3ae0inbIIoro Ha
MikpodoTtorpadisx mismu Ta miHIi Kikydi ICHy!OTh OJHOYACHO, HANpHUKIIAI Ha
pucynky 2.3. B ocHoBHOMy Bi3epyHku JiHIA Kikydl mnpenctaBisiioTh OUIbII
neTanbHy 1H(QOpMAIIifo, HIXK TOYKOBI Bi3epyHKHU. [losiBa 4iTKHMX BI3epYHKIB JIHIH

Kikyui € 03HaKOIO KPHUILTAJIEBOi JOCKOHAJIOCTI.
2.2 CTpyKTypHa XapaKTepUCTHKA €JIEKTPOHOTPaM

CmiBBimHOMIEHHST ~ MK  ¢da3aMud  BU3HAYAIOTBCSA  OpIEHTAIIHHUMU
criBBiHOMICHHSIMU.  Opi€eHTaIiiHI  CIIBBIIHOIIEHHS TO3HAYAIOTHCS  TMApOI0
MapajellbHuX HaNpsSMKIB 1 Tapor0 TMapalellbHUX IUIOMHWH Yy JBO(a3HuX
Marepiajiax. 3a J0MOMOIrol0 METOIB TOUKOBOI'O Bi3epyHKa Ta JIIHIHHOIO Bi3epyHKa
Kikydi MoOHa BH3HAUYWTH  CHIBBIAHOWIEHHS  opieHTarii. OpieHTamiitHi
CIIBBIHOIIICHHS B ABO(A3HHMX CIUIABaX 3aJIeXkKaTh B PI3HUX (PAKTOPiB, TAKUX SK
TUINU KPUCTAIIYHOI CTPYKTYPHOI MaTpHIll, KPUCTaII4HI CTPYKTYpHI BUALICHHS,
dopma Ta po3mip BuAiIeHh. ToukoBa audpakTOrpamMa 3arapToBaHOi Ta
BiamymieHoi cram ¢1C.os5VoWasCr 13 XIMIYHMM CKJIQJIOM TPOUIIOCTPOBAaHA Ha
pucyHky 2.4a, skuii BKitodae MarpuuHi mwismu (aFe) 1 msmu ocamy (kapOin
M7;C¢). Ha pucyHKyY msim aBoga3HHX CIUIaBIB iICHY€ JBa BHJH TUISIM, SIK ITOKA3aHO
Ha pUCYHKY 2.4b. IIperumitaTti Ta MaTpuIlsd MOKa3aHi MAJICHbKHUMH Ta BEIIMKHMHU
IJIIMaMH  BIAMOBITHO. Matpunsg Mae b.c.c KpHCTai4Hy CTPYKTYpY, a OIaau
MarTh f.c.c kpucramiuny cTpykrypy. OTKe, BIIHOIIEHHS Opi€HTAlli MOXHa

npeacCTaBUTHU AK:

[1 1 1]matrix// [i 1 1]precipitate

. 2.2)
{011}matrix//{02Z}precipitate (
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z=[111]

Pucynok 2.4 — ToukoBa audpakrorpaMa 3arapToBaHoi Ta BIANYIIEHOI CTal
31 ckimazioM ,1C25V2 W4 sCr, o Britouae matpuydi misimu (aFe) 1 tomsimu ocamy
(kap6iax M»3Cs). MasieHbKi Ta BETUKI IUISIMH UTFOCTPYIOTH IUIOIMHU MaTPHIIl Ta

IJIOIIMHA OCaAy BiAMOBIIHO

InTeprperauist Ta ananiz qudpakuiiHOl KAPTUHU € METOIO0M 1AeHTH(IKaII]
¢da3. Ili BizepyHKHM MOXYTh CKJIaJaThcs 3 Kijgenp abo 1wisaM. Sk mpaBuiio,
ineHTudikyBaTi a3y 3a JONOMOTor0 JUGpakiiHOI KapTHUHU BAaXKKO, TOMY JIs
MepEBIPKKM PEe3ybTaTIB CIIiJI BUKOPUCTOBYBATH iHII MeTOmH, Taki Sk XRD. [J[ns
ineHTudikanii ¢a3 y TOUKOBIM KAapTHUHI PO3IVIIHYTO TOYKOBY JU(PPAKTOrpamy
cruiaBy Ti-6Al-4V, oOpoGnenoro kyBanHsMm. Llel cruiaB mictuth a 1 b dasu 3
KPHUCTAIIIYHOIO CTPYKTYyporo cph Ta bce BiamoigHo. Lle#t mabiioH MiCTUTh TpU
pi3HI (a3u, K MOKa3aHO Ha PUCYHKY 2.5. Y 1bOMy BI3€pYHKY SICKpaBi Ta BEJUKI

TJISIMH TTOB’s13aHi 3 a ()a3i, a TbMsHI Ta MaJIeHbKI IUISIMH TIOB’si3aHi 3 b (da3za.
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Pucynoxk 2.5 — ToukoBa nudpakrorpama koBanoro Ti-6Al-4V cruas.
Ha xaptuHi cioctepirarotbest 1Bl ¢as3u, a came ai 3

Z=[1216]iZ=[012]

JIBIMHUKYBAaHHS — II€ OJWH 13 KPUCTATIYHUX JIC(PEKTIB, SIKUHA MPOSBIISIETHCS
NEPeBAXHO Y BUIVIAAI JIBOX TapalelbHUX IUTOMMH. J[omaTkoBi  TUIsIMH
CTBOPIOIOTHCS HABKOJIO TOJIOBHHUX IUISAIM JAW(PPAroBaHWX IUIONIUH Y Bi3ePYHKY
yepe3 JBIMHUKYBAaHHs, OCKIIBKH OpIEHTAIllsl ABIMHUKYBAHHS BiIPI3HSETHCS BiJ
OpI€HTAIlll KpUCTaIIuyHOI pemnTkd. HanpsMok BIZOMTHX TIJIOIIMH BCEpPEAMHI
JMBOMHUKYBaHHS HE 30Ira€TbCcsl 3 YCI€H0 KPUCTATIYHOK CTPYKTYpOrO, 1 Ha
nudpakiiHii KapTHHI CTAIOTh BUIUMUMH JIOJTATKOBI TIISIMHU.

[Insvu moOpaTHMCTBa BU3HAYAIOTHCA Ta 1HIAEKCYIOThCS 180° obOepraHHS
HaBkosio {111} 1 {112} mmommuu nmns f.c.c 1 b.c.c KpUCTaNIUHUX TIPaATOK
BiIITOB1THO.

B ocHOBHOMY KpucTaniuHa cTpykrypa f.c.c 30iraetbes {111} muomuH i b.c.c
KpucTtamyHoi cTpyktypu Ha {112}. IloxsiitHi musmu B crtpyktypi YFe 3 fc.c

KPUCTAJIIYHOIO PEIIITKOK MPOIHAEKCOBaHI 3TiHO 3 pHCYHKOM 2.6. ToukoBa
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mudpakiiiina KapTHHA MaTPHIll Ta JBIMHWUKA € A3CPKAILHUM BigoOpakeHHSIM

momunu (111).

Pucynok 2.6 — JIitinukoBi mwismu 3 YFe 3 I'IIK kprcTanigHo10 penrnTKoro,
SKa 1HJEKCY€ MATPUITIO Ta ABIMHUKOBI IJISIMU 3 BicClo 30HU Z = [123] , moOpatumu
Ha (111), mnomunan hkl*, moB’a3aHi 3 monmMHaMK-6IM3HIOKAaMHY, 1 mtoyHM hkl,

OB’ s13aH1 3 OCHOBHUMM BiIOUTHMH TUIOIIIMHAMHA

[Ipomniecm piBHOKaHAbHOTO KyToBOoro mpecyBanHs (ECAP) 1 xpio-
NOMEepeYHoro mnpokaTty Oynu BukoHaHi Ha cmuaBi Al 5083 1 Al 1050 3a nBa Ta
JeCATh MPOXOJIB BIAMOBIAHO. Lli TporecH CTBOPIOIOTH BHUCOKY HIUIBHICTH
TUCIIoKaIlii B Al MaTpuiri, o BIUTMBa€e Ha GOpMy IISIM Ha AUGPaKIiiHIA KapTHHI.
Kpim toro, audpakmiiiHi KapTUHU LUX CIUIABIB UIIOCTPYIOTh CMYTH Ha IUIIMax
Yyepe3 BEJIUKE HAKOIMMYCHHS JTUCIIOKAIM 1 6araTto 4aCTKOBUX KiJIEIb Yepe3 Kparry
opienTarito. [lnsmu Ha BizepyHKy nedopMmyroTbes Bia 3BUYaiiHOi popmu (popmu
KOJla) JIO PO3TATHYTHUX 1 HENMPaBWIBHUX IUIAM (rajgo TUITy Aucka). Jucmokamii
JIOKaJIbHO 3MIHIOIOTh OPIE€HTAIIII0 KpUCTaNa, 1 AUPPaKIIHHI IUISIMA PO3LIMPIOIOTHCS

B3JI0BXK JTU(PaKIIIHHOTO KUIBIIS, SIK BUJIHO HAa PUCYHKY 2.7a, b.
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Pucynok 2.7 — (a) {udpakrorpama cruraBy Al 5083 3 nBoma mpoxoaamMu
PIBHOKaHAJIBHOIO KyTOBOro npecyBanHs Ta (b) audpaxrorpama crutasy Al 1050 3
JecsiThMa MPOXOAaMH MPOLIECY KP10-MOMEPEYHOI0 NPOKATY LIIOCTPYIOTh CMYTH Ha

IJIIMax 9epe3 BUCOKY IMUIbHICTh JTUCIIOKAIIIA

Y jdeskux 3pa3kax IepeBa)KHA OpIEHTAIlis IUIONIMH BiTOYBAEThCSA 32
JIOTIOMOTOI0 JICIKUX MEXaHIYHUX IIPOIECiB, TaKUX SK Pi3HI THIU KOYCHHS Ta
ECAP. fkmo xpucramiyHa CTpyKTypa B 3pa3Ky OpI€HTOBaHa y OakaHOMY Ta
OaxanoMmy HampsMKy, kaptuHa SAED Oyne cpopmoBana 3 6araTboX 4acTKOBUX
KUJIellb, K TMOKa3aHoO Ha pucyHKy 2.8. udpakiiiiHy KapTUHy, OTpUMaHy Bij
TEKCTYpH, MOXHa PO3TIAIATH SK MPOMDKHHN BHITAJIOK MDK JUQPaKIicro Ha
MOHOKPHCTaJ Ta MOJIKPUCTAIIYHOMY MaTepiam. TekcTypa, cTBOpeHa B CIUIaBax,
MOke OyTH JTOCIHIKeHa IIJIIXOM IHTeprpeTanii ix audpakuiifnux kaptul. baxxana
opienrtamis {110} [001] ctBoproerbes B cruiaBi Al 2024 3a 10mOMOToI0 MpOIECy

ECAP.
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Al,,, =1.16A
Al,,; =1.22A

Aly,, =1.43A

Pucynok 2.8 — JIludpakrorpama s crutaBy Al 2024 3 4 mpoxogamu ECAP,

10 TIOKa3ye MepeBakHy OPIEHTAIIIIO 3pa3Ka

HasBHICTP TOHKOi CTPYKTYpH, Takoi SK CMyTH Ta JOJATKOBI IULSIMH, Yy
0araTbOX BI3EpYHKaX € O3HAKOI HAsSBHOCTI KpHUCTAIIYHUX JAE(PEKTIiB, sKi
BKJIFOYAIOTh JIUCIIOKAIlii, pI3HI THNHM TPEHUINTATIB, JIBIMHUKA Ta Je(eKTu
po30uTTs. TakuM YMHOM, THUIT CMYT, IO BUHUKAIOTH Y Bi3epyHKax, 3aJE€KUThH BiJl
KUTBKOX (PaKTOpiB, TAKKUX SK Pi3HI CTPYKTYPHI Je(EKTH B PENIITII, YMOBH 3pa3Ka
Ta yMOBH Audpakmii. OCHOBHUMH (aKTOpamMu CMYI € MNpeuuniTaTH, Ae(eKkTH
YIAKOBKH, NIBIWHWUKH Ta auWciokamii. Pi3Hi dopmu ocamy BU3HA4YalOTh (GopMu
3BOpOTHOI peurnitku. OTxe, KiHIEeBa ¢popMa IUIAMHUCTUX MAIIOHKIB 3al€KUTh BiJ
TUMIB BHWAUICHb. CMYrd Ha TOYKOBOMY BI3€PYHKY CTBOPIOIOTBHCS JedexraMu
yKJIaJaHHS KBazicepu Ta CTPMIKHEBUX YaCTHHOK KapOiny M;Cs, K mokazaHo Ha
pucyHky 2.9a . BianosinHa ToukoBa AU(pakiiiiiHa KapTHHA UIIOCTPYE JIOBI1 CMYTH
(mudy3ne po3ciroBanHs). Hacmpapai, cMyru Ha audpakiiiHii KapTHHI MOXYTh
OyTu CTBOpeHI JAepeKTaMu YMAKOBKM B OyIb-SKIM KpUCTANTIUHIA CTPYKTYPi.
3asie’)xHO BiJ yMOB Audpakxiiii OyayTh CTBOPEHI CMyrd a00 30UIbIIICHI IJISIMUA Ta

JIOIATKOBI TUISIMU 200 MCEBAOCATENITH, SIK MIOKa3aHO Ha PUCYHKY 2.9b.
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streak . ] . main
/ _/l{ diffracted . & diffeacted I * diffracted

/ spot A ¢ oot # spot
/ . s . ) # .
/ pseudo- * . *
/ satefiites > ’ streak :*: b

Pucynok 2.9 — (a) Cmyru Ha misMax dyepes 1eeKTd yKaaaaHHsa Kapoiry
M;C; yTBOPIOIOThCS KBa3iCEpHI Ta CTPUKHEBI YACTUHKH, (b) pi3H1 TUIHM CMYT Ha

TOYKOBIH qudpaKmiiiHiii KapTHHI B PI3HUX YMOBax JUQPPAKITIi
2.3 EnexTpoHOrpaMu HOBUX MaTepialliB

Cnig  3a3HauMTH, WIO0 CTPYKTypa BHCOKOKPUCTAJIIYHOI Oararomaposi
BYIJICTICBOT HAHOTPYOKH CYTTEBO 3aJICKHTh BiJl METOMIB CUHTEe3y. KimbleBuit
MaJIOHOK 3pa3ka JEMOHCTPYE KPUCTAIIYHY CTPYKTypy, IO BIANOBiAA€
rpadiTOBOMY KUIBIICBOMY MAJIIOHKY. B pe3ynbpTaTi MUKIUTOIMIMHHHN BiACTaHb
MWCNT wmaibke mnomiOHUK 10 MIKIUIONIMHHOTO BijacTaHio Tpadity. Takum
YUHOM, MIKIUIOIIMHHUNA BIJACTaHh HAHOTPYOOK 1HIEKCYETbCA 3a JOMOMOTOIO
KPHUCTAIIIYHOT CTPYKTypH rpadiry, sSK IOKa3aHO Ha pHUCYHKY 2.10a. 3 Takoro
iHTeprperaiiero kpuctamyHa ctpykrypa MWOCNT € rekcaronanpHoOlo, a ii
napamerpu pemitku: a = 2,41 A ic = 6,61 A. Y MWCNT 6arato amopdHoro
BYIJICLIO ICHY€E K JIOMIIIKH, SIKI YTBOPIOIOTHCA IMiJ 4ac BUPOOHUYOIO IMPOLECY.
Kpim TOTro0, BHCOKOKpHCTAIiYHI OaraTomapoBi BYIJICIIEBI HAHOTPYOKH CKJIaIHI Ta
MawTh popmy KoTymiku. 3 1i€i npuuunu Gopma ix EDP € koakciaabHUM KIJbIEM,
a TaKoX rayio, mokasaHuMm Ha pucyHky 2.10b. EDP MWCNT wmae Garato Kijelp,

KOXKHE 3 SKUX BIJIOBiIa€ HA0OpPY AaTOMHHX IUIOIIWH. BHCOKOKpHCTaIidHI
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MWCNTs € tTunmom MWCNTS 3 1IeHTUYHUMEU XUPATbHOCTSIMHU 3UT3aromno[i0HOTO
THITY, SIKI HE MAFOTh JKOJTHUX JOMIIIOK 1 MO0y 0BaHi 3 000JJ0HOK MOHOXIpaJIbHOTO
rpadity. L{i Tunmum BHCOKOKPHUCTAIIYHOI OaratomiapoBl BYIJIELEBOI HAaHOTPYOKH
CHUHTE3YIOThCS MIJISIXOM HU3BKOTEMIIEPATyPHOTO MPOIIECY XIMIYHOTO OCAPKEHHS 3
mapoBoi (asu B masmi. EDP Bucokokpuctamiuaoi MWCNT, mo ckinamaerbes 3
JBOX TPOCTUX IIECTUKYTHUX BI3EPYHKIB, IO MEPEKPUBAIOTh OJIUH OJIHOTO,
mokazaHo Ha pucyHky 2.10b . IIpumitHO, o EDP Geperbcs 3 MiasHKM Ha CTIHIT
HAHOTPYOKHM. IX TMISMMCTICTH TIOKa3ye, IO BCi IIapH MalOTh Mailke OJHAKOBY

X1paJbHICTb.

CNT,,5 =1.28 A

CNT o, =1.69 A 1011

b T =195 A . . .
0002 0004

CNT g, =3.10 A

Pucynok 2.10 — (a) KinbueBa qudpaxuiiina kaptuaa 3ropayroi MWCNT,

(b) ToukoBa nudpakuiitna kapTuHa Bucokokpucragiunoi MWCNT

Ko po3mip 3epeH 3pa3ka Ha3BUYAHHO ApiOHUI a00 MOBHICTIO aMOP(HHUIA,
0COOJIMBICTh KOHUEHTPUYHUX KUICLb y BI3€PYHKY 3HUKA€, 1 HABKOJIO SICKPABOI
[EHTPAIBHOI TUIAMU 3QJIMIIAETBCS OPEOJ, SKHM TOKa3ye, M0 EJIEKTPOHU
BUMAJKOBO PO3CIIOIOTBCA aMOp(HOIO CTPYKTyporo 3paska. Llum metomom
11eHTU(]IKYIOTh aMOopHi Ta ckiIonoAiOHI Marepianu. Hudpakrorpama ms
aMOp(pHOTO TIOKPUTTSA OararomapoBoi HAHOIMOPUCTOI MEMOpaHH 3 OKCHIY
KPEMHII0 Ta OKCHJYy IWHKY Ha MiIKIAII 3 O-OKCHIY aJIOMIHII0, BUTOTOBJICHIN

30J1b-T€JIb METOJIOM, [TI0KAa3aHa Ha PUCYHKY 2.11.
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Pucynoxk 2.11 — Tudpakxrorpama amopdroro mokputts SiO, — 10 % ZnO

BUTOTOBJICHUI 30JIb-T'€JIb METOJIOM Ha MIAKIAAII 3 0-OKCUAY amtoMiHito [12]
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3 ABTOMATU30BAHA EJIEKTPOHHO-JU®PAKIIITHA
TOMOI'PA®IA

3.1 ABroMarn3oBaHa audpaxitiiina Tomorpadis

o6 oTpumaTH HaAIMHMI 1 TPOCTUHN Yy 3aCTOCYBaHHI METOJT JIJIsl OTPUMAaHHS
OLTBII TOBHUX 1 KIHEMAaTHYHUX AaHUX elekTpoHHoi audpakmii (EJl) 3 omnHmIHIX
HAaHOKpHUCTaJiB, Oyla po3po0iieHa aBTOMATHW30BaHAa AudpakuiiiHa Tomorpadis
(AAT) [13]. Ha Biaminy Bix 3raganux Buile Tpaauuitaux meronis EJI, AJIT
BHKOPHUCTOBY€E HeopieHTOBaHI (1mo3a 30H010) madmonn EJ[. Haxun enekrpoHHOTO
My4Ka BiJl OC1 30HH 3MEHIIYE CUCTEMAaTU4HI AUHAMIYHI €(deKTH, 1[0 BUHUKAIOTh
gepe3 B3a€MOJIII0 CHCTEeMATHYHUX KitaciB BimOUTTA (Takux sk 001), Takum dyuHOM
3abe3neuyroun AaHl Audpakiii OJvK4Ye 10 KIHEMATHYHOI MOBENIHKH. SIK apyra
repeBara, Opi€HTAIliss KPUCTAJIiYHOI OCi B3JIOBXK OCi TOHIOMETpa 3acTapiBae, i
3aJIUIIAETBCS  JIMIIE PEryJIOBaHHS CBICHTPUYHOI BHCOTH. EJ[ Bi3epyHKH
30MparOThCS MMiJI Yac IOCHIIOBHOTO HAXWIy KpHCTala 3 (piKCOBAaHMMH KPOKaMHU
Haxwiy B aianmazoHi 0,2-1° 3ajexHO Bif MeTH JOCHiDKeHHs. [[ns oTpumaHHS
IuGpakifHUX JaHUX OCBITJICHHS BCTAHOBJIOETHCS HAa HAHOPO3MIPHUH 1
HaITBIapaJIeIbHUNA TTPOMiHb 3 BUKOPHCTAaHHSAM Majoi anmepTypu KOoHaAeHcopa abo
710 TIapajieNIbHOTO MPOMEHS, SKUH OCBITIIFOE OLIBINY TUIOILY 3pa3ka 3a JOTIOMOTOI0
niadpparmu BuOpanoi o6macti (Meron SAED). Ilo cTocyeTses 300py JMaHUX, IS
CTpaTeTisi BUMarae BIJACTS)KCHHsS KpHCTaia I 4Yac OTPUMAaHHS Cepid HaxwiIy 3a
nornomoror metosiB Bizyanizamii. 3aranom TEM 1 STEM 300pakeHHsT MOXHa
BHKOPHUCTOBYBATH 0JHaKOBO, ajie STEM 300paxenHs BukopucToByBaau st AJ[T
B MEpIIy 4Yepry 4depe3 MEHUIy 103y €JEeKTPOHIB, 3aCTOCOBaHy A0 3paska. [l
MOBHOI 1HTErpamii KIWHIB JAUQPPAKIIHHOTO TPOCTOPY MOXKHA 3aCTOCYyBaTH
Mpenecio exeKTpoHHoro npomens [14, 15]. JlonatkoBuM epekToM 3aCTOCYBaHHS
npeneciiioi  enmekTponHoi gudpakmii  (ITEJ) € 3MeHIIeHHS 3aJuIIKOBHX
TUHAMIYHUX €(EeKTiB, [0 BUHUKAIOTh BHACIHIIOK HECUCTEMAaTUYHUX BiOOpakeHb

[16]. Ilo crocyerbcss 0OpoOKM JaHUX, MEPIIMK KPOK Mependavac BU3HAYCHHS
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napameTpiB eJIeMEHTapHOI KOMIPKU Ta MPOCTOPOBUX IPYII, a MICIsS 1HAEKcallli, Ha
JIPyroMy e€Tari, BHAUICHHS IHTEHCHBHOCTI BimOuTTsA. [lo3a 3oHHA mudpakiis
nependavyae HEOOX1IHICTh TPUBUMIPHOI PEKOHCTPYKIIT Ju(pakifHOTO MPOCTOpPY.
st iboro ADT3D Oyna po3po0iieHa mporpamMa; TakiM YHHOM KepyIOUYHd Pi3HUMH
KpOKaMH TIPOCTHM 1 CHCTeMaTHYHUM crocobom [17, 18]. BizyanpHuit orism
3aranpHOi1 1HQoOpMallii Mpo PO3CIIOBAaHHSA B TPHOX BHUMIpaxX OCOOJMBO BaKJIUBHI
JUIS BUSIBJICHHS JIOJATKOBHX KPHUCTAMIYHHUX I1HAMBIAYYMIB Y JIOCHIDKYBAaHOMY
00’emi, a TaKOX CIEUlaJbHUX KpHUCTAJOrpapiuyHUX OCOOJMBOCTEN, TaKHX SIK
CYNepCTPYKTypU, HEKOTEpEHTHAa MOAYJIALIS, ABIMHUKYBaHHSA abo Oe3mOopsaoK.
Hemomano wmerox AJIT 10BiB CBOKO TPHAATHICTH JUISI  JABOBUMIPHHX
HEBIIOPSIIKOBAHUX 3Pa3KiB, 110 J103BOJISIE ab initio CTPYKTYpPHUM aHaMi3 cepeaHboi
KPHUCTAJIIYHOT CTPYKTYpH Ta, 3TOJIOM, OIMC IIOCTIOBHOCTI YKIIQJaHHS 3a
JOTIOMOTOI0 KiJIbKICHOTO MOPIBHSIHHS 3MOJIenboBaHUX CTpyKTyp EJl 3 BUpizamu 3
BUMIPSIHUX 3BOPOTHUN 00’ €M.

[Ticns po3podbku ALAT y 2007 poui Kinbka rpyn IOYaidd aJanTyBaTH
ocHoBHy imero AJIT; BuOipka mU@PaKIIHHOTO TPOCTOPY HUISIXOM OTPHMAHHS
HeopieHToBanux E/[-mrabmoHiB (AuBUCH pUCYHOK 3.1).

Po3poOnieni meroau 3arajoMm Ciiji y3araJlbHUTH TEPMIHOM €JIEKTPOHHO-
muppakmiiitna  Tomorpadis (EJT), Bimpi3HSIOYKUCH JHIIE 3aCTOCOBAaHUMH
CTpaTerisiMu I 1HTErpalii JaHuxX 1 BIJACTEXEHHs KpuctaiiB. Bubip mertomy
ocBiTieHHs 3pa3ka (SAED a6o NBED) i 3actocyBanns IIEJ] € He0O0OB’ I3KOBUM

JUIS OUTBIIIOCTI METOIIB.



29

Electron Beam

Projection Along Tilt Axis

Nano-Crystals Sequential Pattern
[20-200 nm]) I Acquisition
_ail“- ? BIWEE
Tilt Step i |

0.2-1"

o1l

Pucynok 3.1 — Y3araapHeHuid poOodmii mporiec eIeKTPOHHOI MU paKiiiHol
tomorpadii. [liarpama siBopyu nokasye, ik HaOIp AudpakUiiHUX KapTUH
OTPUMYETHCA Yepe3 MOCTIIOBHUNA HAXUJ TOCITKYBAaHOTO HaHOKprcTana. Yotupu
300pakeHHS 3 MPABOTO OOKY BIAMOBIIAIOTH MPOCKIIISIM PEKOHCTPYHOBAHOTO

I pakifHOro NpocTopy m-hpeppocuiinury micis o0poOku nanux [19].

Y meromi AJIT BiiCTe)XEHHS KPUCTalIiB BUKOHYeThCs B pexumi STEM, a
MOCHIZIOBHUIM 30ip JaHUX € TOBHICTIO aBTOMATH30BAaHWM YCHIIIHUN aHai3
ctpykTypu B pexumi TEM, To6TO 3romom Oyino npoaemonctpoado EJIT, 3 abo
6e3 IIEJI. Meton mudpakiii obeproBux enektpoHiB (RED) Takox mpaioe B
pexumi TEM mMOBHICTIO aBTOMAaTH30BaHUM criocoOoM. OCHOBHA BiJIMIHHICTh
MoJIsiTa€ B TOMY, IO BiH TMOEIHYE BEIMKI KPOKH HAXHWIy TOHIOMETpa 3 MaJuM
HaxXWJIOM IPOMEHs JUIsl TOYHOI BUOIpkH AudpakiiitHoro npoctopy 0e3 I1E/]. [Hia
cTpaTeris BiAOOPY 3pa3KiB 3BOPOTHOTO IPOCTOPY IIOJISITa€E B ITOEIHAHHI
Oe3repepBHOTO HAXWIy KpUCTaja 3 Oe3MepepBHUM OTPHMaHHAM TudpaKIiitHOl
KapTUHH, 10 BUMarae KamMepH, 3[aTHOI IMBHIKO OTPUMYBATH NaH1 (HU3BKUI dac
3YNTYBaHHS JJIs ONTHMAJIBHOTO BiZOOpPY 3pa3KiB 3BOPOTHOIO TMpocTopy 0Oe3
MPOMYCKY JTaHUX MK OTPUMaHUMH KaJpaMH) i BUCOKA €JICKTPOHHA YYTJIUBICTb.

Le#t miaxix Ha3UBaIOTh €JIEKTPOHHOIO Audpakiiero Oe3nepepBHOro ooepTanHs abo



30

MicroED i BiH mpaiiroe 3 aBTOMaTH30BaHUM Oe3MepepBHUM HaxXMIOM ciieHu. Fast-
EDT Takox BUKOPHUCTOBYE O€3MEpEepPBHHUIA HAXWJI CTOJHMKA, ajle peaai30BaHO
BiJICTe)KEHHsI KPHCTalda Ha OCHOBI MOMEPEIHBOTO 3aMUCy pyXy KpHUcTaia, i, KpiM
toro, BiH moeanye PED i3 Oe3mepepBHMM HaxwiIoM KpHUCTana sl IOJalibIia
amapaTHa iHTerpamis BigoOpakeHb. Y BHMAJAKy METOay AUQpPaKilii eIeKTPOHIB
oesnepepBHoro obepranusa (CRED), sikuit morpumyeThest Ti€l x cTpaTerii, mo i
MicroED, Ha3Ba MOe BBECTH B OMaHYy, OCKUJILKH BiH HE BUKOPHUCTOBYE CTPATETII0
metony RED [20].

OtpumanHs nudpakuifHUX KapTUH Uil HA0Opy JaHuX ToMmorpadii MoxKHA
BUKOHATH 3a jgornomororw pexumy TEM ab6o STEM wikpockoma. STEM e
KpalliuM, OCKUJIbKM BiH 3a0e3nedye MpoCTHi 1 MBUAKUAN cnociO iaeHTHdikawii
XOpOIIMX KPHCTATB 3a iX MOp(OJOTi€l0 Ta SKICTIO AUGPAKIIIHHOI KapTHHHU.
Pexum STEM 3acHoBaHuii Ha 30epeXeHHI CHUCTEMH NPOEKTOpa B PEXUMI
nudpakmii, mo J03BOISE YHHKHYTH TiCTepe3ucCy JIH3 1, SK HACIIIOK, 3MiHH
nopxuHu Kamepu. C¢oKycoBaHMIA €JICKTPOHHUN NpPOMiHb, TaK 3BaHHM 30HI,
ckaHyeTrbecs B obOmacti iHTepecy (ROI), i mudpoBuit kaap OTpUMyeThCS 3a
JOTIOMOTOF0 IHTETpallii 1HTEHCUBHOCTI TMPOMYIICHOTO0 TIPOMEHS Ta OJU3BKUX
PO3CISSHUX TPOMEHIB, BIAOMOTO SIK CBITJIONOJbHE 300paXke€HHs, abo PpO3CIisHI
MPOMEHI, BIJIOMI SIK 300pa)K€HHS TEMHOTO TIOJISA, JJIsI KOXKHOTO TiKcelss abo
nonoxxeHHs npomens B ROI [21].

[amm BakiuBEM MoMeHTOM i aHamizy ED e Bukxopucranas NBED
3amicTe Tpamumiiaoro mMerony SAED. NBED no3Bossie oTpuMyBaTH TUISIMHCTI
audpakiiHl KapTUHU 3 pO3MipaMu 30HAA A0 Mexl Iudpakuii; Hampukiai,
JiaMeTp 30H7a OJIM3bKO 2 HM Ha MTOBHIM IIUPUHI HA ITOJOBUHI MAKCUMYyMY 3 KYTOM
koHBepreHmii 0,5 Mpaj, SKIO pO3MISIAIOTECS €NeKTPOHH, ImpuckopeHi nmpu 300
kB. Komm MoOHOKpHcTamu 1g0CTaTHRO i307b0BaHi Ha citii, SAED MoxHa
BUKOpHUCTOBYBaTH 0e3 mpobiem. OHaK, SKIIO CKIAJHUN MaTepian CTPYKTypHO
JOCITIJDKYETHCS 32 JOTIOMOTOI0 €JIEKTPOHIB, 1€ BiIOYBA€THCS TOMY, IO AUGPAKITISL
PEHTTEHIBCHKUX TPOMEHIB HE 3MOrVia 3a0e3MeYnTH HaJiiHy XapaKTePUCTHKY

Ta/abo Bce 1€ ICHYIOTh NHUTAaHHS JpiOHUX JeTanel, SKI 3aJuIIarThes 0e3
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BIAMOBIAL. JlesKuMU MpHUKIaJaMH TaKUX MaTepiaidiB MOXYyTb OyTH IapyBarti
CTPYKTYpH, Taki SIK MYJITH, OKpeMi HAHO-TOJIKM 3 MOdi()a3HUX TMOPOIIKIB abo
HaHOKpHCTaNu, BOyAOBaHI B OararodaszHy matpuuio. Y mnux Bumagkax NBED e
HEOOX1THOI0 TEXHIKOIO, OCKIJIbKM BOHA JIa€ MOJKJIMBICTH OTPHMATH CTPYKTYpPHY
iHdopmarliro nuire 3 Takux 00JlacTed HaHOMETpoBoro po3Mipy. Texnika SAED
MOXe OyTM BHUKOpHUCTaHa JIJIsi OTpPUMaHHA i€l iHQopMmalii, ajne BoHa Oyxe
HaKJIaJlaTACS Ha JaHi Audpakiii 3 iHIMX HeOaKaHuX KPUCTATIYHHUX JOMEHIB, IO
MOXK€ YCKJIQJAHUTH ii MpaBUIbHY 1HTEpIpeTaniio. MiHiMallbHa OCBITJIEHA ILJIOIIA 32
nornomoroto SAED oOmexxeHa (Pi3MYHOIO anepTyporo, BCTABJICHOIO B ILIOLIUHY
300pakeHHST MIKpOocKomna. TwM HE MEHI, PUCYHOK 3.2 TpeACTaBise aHalli3
nupakifHOl KapTUHU, SKUH MOKa3ye, HACKUIbKM Maluid MPOMIHb BCE M€
KOPUCHUW I 130JIbOBAHMX HAHOYACTHHOK. 3oHam miamerpoM 20 1 200 HM
BUKOPHUCTOBYBAJIH JIJIsl OTPUMAHHS MUQPPAKIiIHHUX KapTUH 130JIbOBAaHOI YaCTUHKU
WO;. Yac excrio3wuilii 0yJi0 BCTAaHOBJICHO TaKWM, OO MAaTH OJJHAKOBY HAKOITHUCHY
703y eNeKTpoHiB /it 000x Monene. [Ipomias 20 HM H03BOJISIE OTpUMATH JOOpe
po3miieH] BIZOUTTS 3 HU3bKUM (POHOM 1 O€3 3HAYHOTO BHECKY BYTJICIIEBOI IUTiBKH.
3 iamoro Ooky, BukopucTtanHs mpomeHs 200 HM TakoXX Jae Jo0Ope po3mijieHi
BIIOUTTSA, ajie BHECOK BYTJEII0 Ha0araTo BUIUN, OCKIIbKUA OUIbIIE ILTIBKU
ocBiTmoeThesa. Lle He € mpobneMoro, SKIIO JOCHIKYIOThCS BIIOPSIKOBAHI
MaTepiand, aje BOHA MOYMHAE OyTH, KOIW JUIsl JOCIIKCHHS PO3TIISAA0ThCS

nudy3He po3CiFoBaHHS Ta/ab0 M0IaTKOBI CJIa0Ki BiOUTTSI.
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Pucynok 3.2 — 306pakenass HAADF-STEM (a), mo moka3ye okpeMy
gacTuHKy WO;3 po3mipom 30 uM x 40 uMm , 1 qudpakiiitai kaptunu (b) 1 (c), mo
BIJIMOBIIafOTh 30HAaM npoMeHiB 20 HM [001acTh, 0OBeIeHa YepBOHKUM Y (a)] Ta

200 uM [00nacTh 0OBEACHI CUHIM KOJIbOPOM Y (a)] BiamoBiHO. ['ictorpamu B (d) 1
(e) BirmoBimaroTh 3esieHUM cTpisikaMm Ha (b) 1 (¢) BiamosigHo. Yac excrmo3uilii 0yiio
BctaHoBiieHo Ha 0,1 ¢ s (b) 1 10 ¢ mst (¢), 1006 MaTH Taky caMy /103y €JIEKTPOHIB

Ha OCBITJIEHIN AUISHIN

VY 11bOMY KOHTEKCTI JIOTTYHUM MIAX0A0M € BUKOpUcTaHHs Metoxy NBED y
pexumi STEM. Pexmm STEM y moenHaHHi 3 BHCOKOKYTOBHM JIETEKTOPOM
kinprieBoro temMuoro mois (HAADF) 3abesmeuye kpare 300pakeHHS TOHIITHX
KPHUCTAJIB 13 OTJISIY CITKH, SIK TOKa3aHO Ha pUCYHOK 3.3. J{udpakuiitHuii KOHTpacT

TTOCHITIOETHCS, 1 3HANTH SKICHUM KPUCTAJ CTa€ JieTie, Hix y pexkumi TEM.
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Pucynok 3.3 — TEM-306paxenns (a) Ta HAADF-STEM-306paxenns (b)

onHi€l o0nacTi kpuctaniB BaSO4

OcCKUTbKM HaNAIITyBaHHS CUCTEMHU IpoekTopa (ikcoBaHo B pexumi STEM
(Km0 BUOpAHO JTOBXKWHY KaMEpH), CUCTEMY KOHJEHcAaTopa IMOTPIOHO 3MIHWTH,
mo6 oTpuMaTH IUBIMHUCTI audpakmiiiai kaptuau. Pexxum STEM  3a3Buyait
HAJAIITOBYETHCA 3 BUCOKOKOHBEPI€HTHHM 30HJIOM JUIs IporpaMm oOpoOKu
300pakeHs. Llel mapaMmeTp € iAcaIbHUM JUIsl OTPUMaHHS 300pakeHb 3 aTOMapHOIO
PO3AUIBHOIO 3/IaTHICTIO, OCKUIBKHU BIH JJO3BOJISIE OTPUMATH po3Mip 30HAa HiK4e 50
MM, SIKIIO BHUKOPUCTOBYIOTHCS KOpPEKTOpH abepaliii, aje e He 1AeallbHO IS
nudpakIitHuX JOCIIKEHb, OCKUIBKU BIIOOPaKEHHS CTaIOTh BEIMKUMU JIUCKAMH,
AKi TIEPeKPUBAIOTh OJWH OJHOTO. TakuM YWHOM, HAaJAIITyBaHHS OCBITJICHHS
NOTPIOHO 3MIHUTH, 1100 OTPUMATH MEHII 30DKHUHA MPOMIHb 13 HEIOJIKOM
OTpUMaHHS OiNBIIOTO pO3Mipy 30HJA. TUM HE MEHIN, OTPHUMaHHS 300pakeHb Yy
pexumi STEM nis nudpakmiitHux 10CiipKeHb TOTpiOHe JUIIe T 11eHTH KAl
BIJIMOBIAHUX KPHUCTAJIB, 1 3HMXKEHHS JIaTepaJIbHOT PO3AUIBHOI 3JaTHOCTI HE €
npobaemoro. ThermoFischer (kommmmuiii FEI) TEM Bxe 3a 3aMOBYYyBaHHSIM
3abe3mneuye Take OCBITIEHHS, Tak 3BaHul microprobe-STEM, ane Jeol TEM 1poro
HE pOOUTh, 1 iX MOTPIOHO creliaJbHO BHUPIBHATU. Llell HU3bKOKOHBEPreHTHHUN
s3oH0BUl pekuMm STEM y mili poOoTi HaszuBaeThcs KBasimapaienbauMm STEM

(QP-STEM), a npouietypy BUpPIBHIOBaHHs MOXHA 3HANTH B 1HIIUX MicLsIX [22].
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QP-STEM  ipeanbHO miAXoAWTh JUisi AUGPAKIIMHUX EKCIIEPUMEHTIB
BIJIMTOBITHO JIO TAKUX MOMEHTIB:

1) Manono3oBa Bi3yamizaiisi 3 JOCTaTHIM KOHTPAacTOM JJisi HAaJIeKHOT
inmeHTu@ikaIii oqHOIOMEHHUX KPUCTAJIIB.

2) IllIBuaka kpucramiyHa mepeBipka. [IpoMiab 3ynuHSAETHCA, 1 1HTEpdEiic
MPOrPaMHOTO 3a0€3MEeUeHHsI J103BOJISIE KOPUCTYBAu€Bl PO3MICTHTU MPOMIHB Y
OyIb-IKOMY MICIli OTPMMAHOTO €TAJIOHHOTO 300paKeHHS, 00 TEPETIsTHyTH
AKICTh IU(PPpaKLIIHOT KapTHUHH.

3) llIBuaka mepeBipka MOJOKEHHS KpUCTalla B eKCIIEpUMEHTax ToMorpadii.

Ha mowaTky ekcrmepuMeHTy Crmo4aTtKy 30epiraloTbcsi JBa MapameTpu
MPOMEHS: TOBHICTIO cOKycoBaHa KOHQIrypaiis Ui OTPUMAaHHS 300pakeHb 1
iHIIa 3 HAJIAMTOBAHUM pO3MipoM 3oHma s gudpakmii. HanamryBanas
300pakeHHs Ta AUPPAKIIT TYT PO3PI3HAIOTHCA, OCKIIIBKYA KYT KOHBEPIeHIIl1 HIKOJIN
He OyBae JIOCTAaTHHO HU3BKHM, MO0 OTPUMATH TOBHICTIO C(HOKYCOBaHI IUIAMH Ha
aupakiiHIil KapTHUHI 3 MIHIMQJIBHUM PO3MIpOM 30HJA. SKImo cucremy
KOHJIeHcaTopa MOAU(IKyBaTH TaKWM YHHOM, IO KyT KOHBEpIeHINi Oyne myxe
ManmuM (Mentie 0,1 Mpam), po3mip 30HIa CTaHE 3aHAJTO BEIIMKUM JUISI OTPUMAHHS
TOYHUX 300pakeHb KpucTainiB. [IpoTe, SKIIO KyT KOHBEPreHINi MiATPUMYETHCS
npuOm3Ho Ha piBHI 0,5 Mpan, 30LIbIICHHS pPO3MIpy TNPOMEHS Ta TOYHE
HaJalITyBaHHSA IUQPakUiiHOI JIH3W NPU3BOJUTH 10 MOBHICTIO C(POKYCOBaHUX
BiIOOpakeHh 0€3 BHECEHHS T'C€OMETPUYHUX CIIOTBOPECHBb (€(EeKT, CIpUIMHEHUI
MTOCWJICHHSAM abepariiii JiH3u). Y BUNAIKY, KOJIU MaTepiaj, 1o JOCITIIKYEThCS, €
MPOMEHEBOCTINKUM 1 MapaMeTpu €JIeMEHTAapHOI KOMIPKU HE HAATO BEJMKI, 11100
CTBOPIOBATH TEPEKPUBAIOTHCSA BIAOWTTS 3 JOCTATHBHOKO PO3AUIBHOIO 3/IaTHICTIO
(0,7-1 A), Hemae HeoOXiAHOCTI BCTAHOBIIOBATH 1BAa pi3Hi mpomeni. Yac
eKCTIO3UIli KaMeph MOKHA 30UIBIIUTH, MO0 MaTh Kpalie CITiBBITHOIICHHS
CUTHAJI/IIIYM B110OpakeHb 1 JaH1 MOXKHA MPaBUILHO 00pooisitu [23].

[Io6 06pobuTH Ta MpoaHamizyBaTH oTpuMaHi Habopu nanux EJl 3a mexxamu
30HU, HEOOXIJTHO PEKOHCTPYIOBAaTU 00’€M AUGPaKLiHHOTO MPOCTOPY, BU3HAUUTU

napamMeTpu €JEMEHTApHOI KOMIPKH, 3HATH MOXJIMBI HPOCTOPOBI TIpymnH Ta
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BUJIUTUTA IHTEHCUBHOCTI BinOuTTsA. Ha mepmiomy etami ans imiei metu Oyiio
po3pobieno mporpamy ADT3D, 3a sxoro ciigyBaia BIOCKOHAJIEHA BEpCis ITiJT
Ha3Boo e€ADT. Tyr mu omnucyemo 3MmiHuM, peanizoBaHi B eADT mnopiBHsSHO 3
ADT3D. biok-cxema, mpecTaBieHa Ha pUCyHKY 3.4, TToKa3aHO okpemi eranu 3-D
PEKOHCTPYKIIi JIu(paKkmifHOTO TPOCTOPY Ta KpucTamorpadigHOro aHamizy,

BUKOHaHOro nporpamoro eADT [24].

EDT dataset = tif file

= mrc stack file
Tilt axis
determination

Preprocessing

M

Pattern centring

Reflection search

Automated unit-cell determination 3-D reconstruction
@
i %
@ o
= : = v
E Intensity extraction 3-D visualisation c
o
[i3] ]
Y v}
e £
= ©
& 5
= Comparison ! Manual Inspection
i p‘ Analysis of e P NY)
w of arbitrary B determination and Q
Pl ) extincted = =
&) reflection : of sectioning 2
reflections " <
classes unit cell of voxel data
& cell file = png file
& hkl file 5 mrc volume data
& ehkl file

Pucynoxk 3.4 — binok-cxema 0oOpoOKH TaHHX 32 IOTTOMOTOIO ITPOTrPaMHOTO

3a0e3neuecHus eADT

eADT Oyno po3pobisieno 3 rpadiuHum iHTepdeiicoM KopucTyBaua, SKHil

JI03BOJISIE CTBOPIOBATH POOOUMI MPOLIEC aHAII3Y JaHUX 13 PI3HOMAHITHUX MOJYJIIB
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(mapameTrpu3oBaHUX 00’ €KTIB 0OPOOKH), SIKI peani3oBaHi 3a JOIIOMOroK 00’ €KTHO-
OpI€EHTOBaHOI MOBH TmporpamyBaHHs Java. OO’€kTH, TIO3HAYCHI YITKO
BHU3HAYCHUMHU (OpMaTaMU BBEJICHHS Ta BHUBEICHHS, MOXXHA BiJIbHO Ta IIBUIKO
310paTty BIAMOBIIHO JO0 HaMideHOro aHam3ly. Takum uymHOM, eADT 3abe3mneuye
MMOBHUM KOHTPOJb HAa KOXHOMY OKpPEeMOMY eTami 0oOpoOku 0e3 BHKOPHCTAHHS
«MPUXOBAHUX» ANropuTMiB. L5 cTpaTeris Takox 3a0e3neuye THYUKICTh, OCKIIIbKU
KiJTbKa pOOOYMX TPOIIECIB MOYKHA HAJAIITYBaTH MapaieibHo. [Ipo3opicTh aHamizy
MOKpallleHa, OCKUIBKHA BCIO 3T€HEPOBaHy 1H(POPMAIIIO, TaKy SK LEHTPU II1a0JIO0HIB,
MOJIOXKEHHSI Oci Haxmiry abo 2-D miku, a TakoK HaNalTyBaHHS poO0OYOTo MpoILecy,
3 iH(popMamiero mpo gaHi abo 0Oe3 Hei, MokHa 30eperTd IS TOJATBIIOTO
BUKOpuUcTaHHs [25-30].

BusHaueHHs eneMeHTapHOT KOMIPKM Ta BHWIUICHHS I1HTEHCHBHOCTI HeE
3anexaTh Bl PEKOHCTPYKI[I BOKCEJIBHOIO MpOCTOpY, Ha BiaMiHy Big ADT3D.
3aMiCTh IILOTO BUTATHYTI IMKH MOXHA IMONTUPUTH HAa TPUBUMIPHUN BEKTOPHHI
MPOCTIp, AKUIA TOTIM OyJle BUKOPUCTAHO JJIsi BU3HAUCHHS €JeMEHTapHOI KOMIpPKH.
OCHOBOIO IMi€1 PEKOHCTPYKINI € IICHTPYBAHHS BI3€pPYHKA, BUIJICHHS ITKy Ta
MOMAJIbIIIe BU3HAYCHHS OCI HAXWIy, SKi KOPOTKO MOSICHIOWOThCA Hmk4de. eADT
ONTUMI30BaHO TaKMM YWHOM, IO BHUKOPUCTOBYE BCi moctymHi pecypcu [IK
(6araronmoToKOBHI mporiecop IS o0uMcieHb 1 rpadivyHUANA  Tporecop IS
Bi3yasizailii), 110 NEPETBOPIOETHCS Ha HaWBHILY MIBUAKICTb 00poOku. Takum
YUHOM, PEKOHCTPYKIIiSl TIPOCTOPY BOKCEIIB MOXKJIMBA JIJIT HAOOPiB JaHUX 00CATOM
10 4 K (o motpedyroTh 64 I'b onepaTUBHOT 11aM’sITi), BKIIFOYAIOYH BC1 IOTOMDKHI
IHCTPYMEHTH, TaKl SIK Hapi3ka 00’ eMy JJisi BU3HAUEHHSI CUMETpii a00 BUMIPIOBAaHHS
BIJICTaHi Ta KyTa y IPOCTOP1 BOKCEIIIB.

€ aBa cnocoOM 3HAUTHU LEHTP IS KOKHOTO JAUPPaKUiIHOro 300pakeHHs
cepil HaxwIiB. 3aJleKHO BiJ J03U IPOMEHS Ta BHKOPHUCTOBYBAHOTO JCTEKTOPA
MOJKE€ 3HAIOOUTHUCS TACUTENb Iy4YKa, MI00 YHUKHYTH CIAJIOBaHHS CIUHTHISATOPA.
Y npoMy BHUINAAKy MOXKHA IIyKAaTH HAOIp CHMETPUYHHX Tap BIiIOUTTA (Iap
Opigens). Y BUMAAKY, KOJM BUMIPIOBAHHA MOXKHAa BHUKOHATH 0e€3 racuresns

MPOMEHS, TMOIIYK JUGPaKIIMHOTO WEHTPY € OUIbI MPOCTUM, OCKUIbKU
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nepeadavaeTbes, 10 WOMY BIJNOBiJIa€ HAWBUIA 1HTEHCUBHICTH 13 HAMOLIBIION
MPOTSDKHICTIO. Y  BHUINAAKaX, KoOJW JudparoBaHi I1HTEHCHUBHOCTI BHII, HIX
MIEPBUHHI POMEHI, BIIXUICHHS MOYKHA BHIIPABUTH BPYUHY.

B mpuHIMII, NIyKarOTECS BHUCOKI IHTEHCHBHOCTI OKPEMHX IIIKCEIB BHIIE
MIEBHOTO ITOPOTOBOTO 3HAYEHHS, a CYCiAHI Mikcem rpymyrorbes. eADT moxe
BHU3HAYaTU MIHIMaJIbHI 3HAY€HHS JUJIsl TMOPOrY IHTEHCHUBHOCTI Ta MIHIMAJIbHY
KUTBKICTP TOYOK Y KJacTepi I KOXHOTO JUQPPAKIIHHOTO 300pakKeHHS
aBToMaTU4HO ab0 BpyuHy. KpiM Toro, Bu3HadaeTscsi popma kiactepa. [neanbHoro
dbopmoro Oyrno 6 K0JI0, ajie Cil OYIKYBaTH HEBEJIIUKUX BIAXWUIIEHb. TakuM 4YUHOM,
HaBKOJIO IICHTPY TSDKIHHS KOXKHOTO KJIacTepa ITKceliB (popMyeThbCcs HAMMEHIITHI
MOXJIUBUN MPSIMOKYTHHUK, @ IHTEHCUBHOCTI JUISAThCS Ha iXHIO miomty. LllinbHicTh
IHTEHCUBHOCTI MOE BHKOPHCTOBYBATHCS SIK TlapamMeTp i BHU3HAYCHHS
CIPaBXKHIX BIJOOPa’KEHb.

[Tonoxenus oci Haxwiny mabmoHiB EJ[ moBHHHO OyTH TOYHO Bimome, 100
3a0€3MeUYnTH MOKIIMBICTh TPUBHUMIPHOI PEKOHCTPYKIIi naHux. llependauaerscs,
0 TIOJIOKEHHS OCi HaXWJly € TIOCTIMHHWM ITiI 9ac BUMIPIOBaHHS, a 00’ €KT, Ha
skomy npoBoawiiocs BumipiroBanas EJIT, € xpucraniudoro obiacTio. BiamosimHo,
pEKOHCTpyoBaHUN JudpaKIifHUN [POCTIp 3aMMUCcaHOi cepii HaXWIIB TaKOX
MMOBUHEH MaTH TEPIOJWYHICTh Yy KUIBKOX HampsMkax. [l 1poro HeoOXiIHO
NEPEeBIPUTU MEPIOJUYHICTD SIK (PYHKIIIO MOJOKEHHsS ocl Haxwmiy. [lonoxeHHs oci
HaxXWIy BH3HAYAETHCS KyTOM ( IO BIJHOIICHHIO J0 OCi y IudpakmiitHOol KapTHHU
Ta 1l HEHTPY SK moyaTky cdepu, Mo oxorutoe audpakmiiiauii npoctip. [ToTim
PI3HULIEB] BEKTOPH MK OKPEMHUMH B1TOOPaKEHHAMH NPOEKTYIOTHCS Ha CPEpUUHY
MoBepXxHIO (aHaymoriuHo Mepexi Bynbda) 1 oOumcmroerbest crepeorpadivHa
npoexkiis. [lonoxeHHs oci Haxuly BUOPaHO MPaBUIILHO, KOJIM OTPUMaHI YITKI JIHIT
Ta TOYKH, SIK IIOKa3aHO Ha PHUCYHKY 3.5, 1 OIliIHKAa BHKOHYETHCS ITOBHICTIO

aBTOMATUYHO, BIATMOBIAHO JI0 aJITOPUTMY iTeparlliiinoro nomyky [31].
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MNEBED of n-ferrosilicide tilt axis position: 1007

(@) (b)

Pucynok 3.5 — (a) Ecki3 cuctemu BiJTiKy, IKa BAKOPUCTOBYETHCS IS

BU3HauYeHHs oci Haxwiy BuMiptoBanHs ADT. (b), (¢) 1 (d) BignoBigatoTh TpHOM
PI3HUM cTepeorpadiuHuM OpOeKLIsiM PI3HUX MOJI0KEHb 0ocl Haxuiy. (d)
BIJIMTOBI1/Ia€ TOYHOMY TIOJIOKEHHIO OC1 HAXMITy, 1110 A€ YiTKe KOHTPACTHE

300pakeHHs

3-D mikm eADT reHepye TpUBHMIpHI MaTpW4Hi JdaHi. TpUBHMIpHI
KOOpJIMHATH  3HAWJACHMX  BigOOpakKeHb  OOYMCIIOIOTBCS 32  JIONOMOTOIO
BH3HAYEHOTO IIOJIOKCHHS OCI HAXWIIy, IEHTPIB JU(paKIiitHOro 300paXKeHHs Ta
KpPOKY HaXWjy 3a JIOIIOMOTOI TPHUTOHOMETPHYHMX (PYHKIIH. OCKIIBKH KOXHA
okpemMa gudpakiiiiHa KapTHHA HE  BIJMOBIZA€  IUIOCKOMY  IEPETUHY
nudpakiiitHoro MmpocTopy, a € 3jJerka BuUrHytoro (cdepa EBanbna), moswuii
MMOBWHHI OyTH OOYHCIICHI Ha3aJl Ha KPYTJid MOBEPXHi, paaiyc SIKOT 3aJICKUTH Bif
BUKOPUCTOBYBAHOT JIOBKUHH XBHJIi.

Bekropu pi3HUIN BCiX MOJO0KEHb BIAOWTTS BU3HAYAIOTHCSA 3 3-D mikiB. Y
Pe3yIbTYyI09OMY HaOOPi BEKTOPIB MOJIOKEHHS € 6arato BEKTOPiB, SKi BKa3ylOTh Ha
BiOOpakeHHS MOMIOHMX KOOpPAMHAT. IX MOXHA 3rpynyBaTH 3a TphoMa
mapamerpamMu. KopuctyBad MoOKe BKa3aTH MiHIMANIbHY KUIBKICT TOYOK,
HEOOX1THUX i (DOPMYyBaHHS KJIacTepa, 1 MAKCUMAJIbHY BIJICTAHb MIX TOYKaMU
BCcepeMHI KiacTepa. KpiM TOro, Mo)KHa BKa3aTH MaKCUMaJlbHY BiJICTaHb
KJIacTepiB J0 MmovyaTKy koopauHaT. [loapoOulli mpo KiacTepHU aJITOPUTM MOXKHA
3HANTH B IHIIIOMY MICII].

PospaxoBanuii pi3HHUIIEBUN BEKTOPHUN TPOCTIp MOBHHEH OyTH XOPOIIUM
HAaOMMOKEHHSIM CITKM TPAHCHAIi BiJ BUMIPSHOTO AUGPAKIIHHOTO TPOCTOPY.

basucHi BekTopH Temep MOBHHHI OyTH BHU3HAYCHI TaK, MO0 TOJIOKEHHS KOXHOT
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3HAUYIIOI TOYKM KJAcTepa MOXKHA OyJI0 ONUCATH IUIMM YHUCJIOM, KpaTHHM
O0asucHuM BekTopam. eADT Moke aBTOMAaTHYHO 3HAXOJUTH 0a30Bi BEKTOPH 3a
JIOTIOMOTOI0 KJIACTEPHOTO aHaJIi3y, ajie Pe3yJIbTaT CIIij] MEePEBIPSATH B BEKTOPHOMY

MPOCTOPI Pi3HUII, 1 HOTO MOKHA BUIIPABUTH BPYYHY, SAKIIIO He0OXimHO [32, 33].

3.2 Jludy3He po3ciroBaHHSA

IcHye kinbka MoOXIMBOCTEH OOpOOKM AMQPY3HOrO PpO3CIIOBAHHS IS
BHU3HAYCHHS CTPYKTYPH HE3aJIC)KHO BiJl BHKOPHCTOBYBAHOTO BUIIPOMIHIOBAHHS:

(1) meBpaxyBaHHS AHQYy3HUX BiTOOpaKEHB,

(2) BUniNIEHHSI IHTEHCUBHOCTEH JIMIIIE B TIOJIOKEHHX bperra,

(3) moBHU aHaNI3 TU(Y3HOTO PO3CITHHS.

InTencuBHicTh bperra He uyTiuBa A0 OamxHLOTO TOPsAKY (SRO) nedexTis.
Taxkum urHOM, TOukM (1) 1 (2) 3a3BHUYail BUKOPHUCTOBYIOTHCS JIUISI BUPIIICHHS TaK
3BaHOI CEpPEe/IHbOI CTPYKTYPU 3 JaHUX PO3CIIOBAaHHA. 3 I1HIIOTO OOKY, OJMKHIM
MOPSI0K MOYKHA BU3HAYMTH MIISAXOM IHTEpIIpeTallii JuPy3HOTO PO3CIIOBAHHSI MiX
OperriBCbKUMHU BiIOUTTAMH, AuBHUCH MyHKT (3). Taka iHTeprpeTalliss Moke OyTH
31MCHEHA NMUISIXOM BUBEJECHHS aHAJITUYHOT MOJIENI IS IOCIIKYBaHOTO IePEKTy
a00 TUIIXOM MOJICIIIOBAHHS HEBIIOPSAAKOBAHUX KPHUCTATIB 1 PO3paxyHKY
audpakifiHoi KapTUHM Ha OCHOBI 1iei wmojem. Jlekinbka rpynm, sKi
BHKOPHUCTOBYIOTh PEHTICHIBCHKE Ta/a00 HEWTPOHHE BHIPOMIHIOBAHHS, €
eKCTIepTaMH 3 MOJICITIOBaHHS TU(Y3HOTO PO3CIIOBAHHS Ta aHAJIITHUYHOTO OIUCY.
PiBHOMipHEe (a3yBaHHS [U(Y3HOTO pO3CIIOBAaHHS 3a JOMOMOTOI0 METOIY
MOABIMHOTO MPOCTOPY MOKE MPHU3BECTH A0 CTPYKTYpHOI iHDopMarii. Y Bumaaky
HEBIIOPSIIKOBAHUX HAHOKPUCTAJIIB BUKOPHCTAHHS CIEKTPOHIB SIK JDKepena
BHIPOMIHIOBAaHHS HEMHHYYe, 1 aHaji3 JIu(y3HOro pO3CIFOBaHHS CTa€ OLIBIIT
CKJIQTHUM.

Hampukitan, MokHa TpoaHali3yBaTH MOAYJbOBaHE MU(y3HE PO3CitOBaHHS
Bareputy, noximopdy kapOOHATy Kanbllilo, 1 MOTPIMHY CYNEpCTPYKTypy OyIio

yCHIITHO BU3HA4YeHO ab initio 3a gomomorow AJIT. OnpHak BU3HAYEHHS aTOMHO1
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CTPYKTypH HEBIIOMHX MaTepiaiiB 3a jponomororo ED crae ckiagHuMm, SIKIIO
nudy3He pO3CitoBaHHSA OUTbIIE HE MOXKHA OIHMCATH MOJIYJIAIIEI 3BOPOTHOT
pelnTKu. Y TaKuX BHUIIAIKaX 300paKEHHS 3 AaTOMapHUM pPO3AUICHHSAM €
HE3aMIHHUM JIJIS1 HAJIHHOTO OMKCY CTPYKTYPH, OCKIJIBKM BOHO Ja€ HEMEPIOoaUIHy
iHdopmarniro mpo o0’ext. Y Bunaaky ITQ-39 3mormu po3poOuTH mpoueaypy
BUPIIICHHS TPUBUMIPHUX CTPYKTYp 3pOIICHUX HAHOKPHUCTAIB 3a JIOTIOMOTOIO
KOMOIHaIil METOiB eleKTpoHHOI Kpucrtajorpadii; Hackpisui dokampHi cepii
300paxkxenb HRTEM, Tomorpadis RED ta kpuctanorpadiuaa o6podka 300paxkeHb
[34].

MoxxmBuil  mIIAX  HAOMMKEHHS 7O TIOBHOTO aHaizy JauQy3HOTO
PO3CitOBaHHS HEBIOPSIKOBAaHUX HAHOKPUCTAIIB!

(1) orpumaHHS cepeaHBOI KPUCTAIIYHOI CTPYKTYpH MaTepially Ha OCHOBI
nanux EJIT npsamumu MeTonamu,

(2) mopiBHAHHS 31 CTPYKTYpHUMH  300paKCHHSIMH, CTBOPCHUMH
€JIEKTPOHHOIO rosorpadieto,

(3) BmIyYeHHS EKCIIEPUMEHTAIBHOTO JIHU(PY3HOTrO PpO3CIIOBAaHHS 3 JaHUX
ENT,

(4) wmopnemoBaHHST Oe3naay Ta CHUMYJAIIS IOBHOTO PO3CIIOBaHHS 3a
nonomoror DISCUS, nporpaMHOro nakery,

(5) nopiBHsIHHA a00 YTOUHEHHS eKcriepuMeHTanbuux ganux EJIT.

Tperiii KpoK CHIBHO 3alekuTh Bix skocti maamx EDT 3 Toukm 30py
TUCKpeTr3allii (KpoK Haxwily), PO3AUIbHOI 31aTHOCTI 3HadYeHHS d (moBkumHA
KaMepH), CIIBBIIHOIICHHS CHUTHAJI/IIyM (SKICTh JETEKTOpa) Ta HEMPYKHOTO
posciroBanHs (ineTp eHeprii). Jlami moBuHHI OyTm oOTpmMaHi 0e3 mperecii
CJICKTPOHHOTO MMPOMEHSI.

CTpyKTypH 3 IUTOCKUMHU PO3JIOMaMH 3a3BUYail KPUCTATIZYIOTHCS y BUTIISIL
MJACTHHYACTUX YaCTHHOK, IO TPHU3BOAUTH J0 TepeBakHOI opieHTamii. J{ns
BHUMAJKIB, KOJM JW(y3HE PO3CIIOBAaHHSA BUTATHYTE MapajeiabHO HAIPIMKY
MPOMEHSI, IOTO BIATBOPEHHSI CHJIBHO 3aJIEKUTh BiJl KPOKY HAXWIy Ta BIACTaHI BiJ

Oocl Haxwiy, K MOXXHa NOOaYUTH Ha pUCYHKY 3.6. 3arasoM, AOLIIBHO
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BukopuctoByBatu aani EDT mis anamizy posnianay 3a TOMOMOTOI HOBHX METOIIB
3amucy, B SKOMY MOJKJIMBA TOYHA JHUCKPETH3aIis TU(PAKIIHHOTO MPOCTOpY 3a
KOPOTKHI Yac i 3 HU3bKOIO JJ03010 (ITPH BUKOPHCTAHHI KaMep MPSIMOTO BUSBJICHHS )

[35].

3.6 — ExkcnepumenTanbHa 30Ha EJ[ mapoBoro cuimikary, 3apeecTpoBaHa 3a
nonomororo AJIT 1 kpokom kyTa Haxuiny An = 1°. ludy3Hi cTprkHi, oOpamiieHl

YEPBOHOIO PaMKOI0, TIOKa3aH1 BTPHYI OLJIBITMMHU B YOPHOMY MPSIMOKYTHHKY

JUis  BumiieHHs  OMQY3HOrO  PO3CIIOBAaHHS  JaHi  MOBHUHHI ~ OyTH
PEKOHCTPYHOBaH1 3 BUCOKOI PO3JAUIBHOIO 37IaTHICTIO BOKCEJNIB 1 MOBUHHA OyTH
BH3HAUEHA MATPHIld OpieHTaIil cepeaHboi cTpykrypu. Lliei indopmarii, B
MPUHIUII, TOCTaTHBO I BU3HAYCHHS IUIOMIMH a00 NUISXIB, IO MPEICTABISAIOTH
iHTEepec, mobd CIPOEKTYBaTH JMaHi y (aitmm 300pakeHb Ta/abo TEKCTOBI ¢aian 3
MTO3UINISIMU TIKCEITIB 1 BIAMOBIIHUMHU 1HTEHCUBHOCTSAMH. Tomy OyJio po3poOiieHO
NporpaMy BUAUIEHHS KpUCTaJIOrpadiuHuX 30H 1 AUPY3HOTO PO3CIFOBAHHS 3 JAHUX
EDT.

bazoana na Matlab npouenypa diffuse extractor (quBuce pucyHok 3.7)
JI03BOJISIE aBTOMATH30BAHO BHUIUIATH TUQY3HE pPO3CIIOBaHHS, SKE€ TMOXOAWTH BiJ
OJIHO- Ta JBOBUMIpHHX AcdeKTiB. [ 11por0 moTpiOHA JHIIe MATPHUIlI Opi€HTAIlil

PELIITKY Ta HAMPSIMOK (HAIMpsIMKK) AUQY3HOro po3citoBaHHs [36].
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posciroBanus 3 naaux EJIT. PexoncrpyiioBana cepis Haxuiny EJ[T (daitn BokcemniB)

1 MaTpULs Opi€HTaLll KpucTaia ((pailyl KIIITHHOK) BUKOPUCTOBYIOTHCS SIK BX1/IHI

JaHl U1 BUAUICHHS TUQY3HOTO PO3CisHHSA. 3 1HGOpMAITIEO PO HAMPSIMOK

T(y3HOTO pO3CIFOBaHHS, BEKTOP 30HHU Ta TOBIIUHY, MPOEKIis (S)

EKCIIEPUMEHTANIbHOI KpUCTaJIorpadiuHoi 30HU Ta AU(PY3HE pO3CIFOBAHHS B3OBXK

JIHIA € OCTATOYHUM BUXOIOM

OnuH 13 MpUKITaaiB BUIIICHHS JiHIA qudy3HOT0 Tipodito 3 700pe BiIoMOTO

0eTa-1eoIITy, SIKUH Ma€ TEHJEHLIIO0 10 CUJIBHOTO 3pOCTaHHs PI3HUX MOJiMOp(iB,

MPOUTIOCTPOBAHO Ha pUCYHKY 3.8 [37].



43

®@

f o e diffuse_extractor 1, zone_vector

] (] £

stregh_direction

. " s ¥ 8 8B 8 = =
- " 8 & & + & = .
Intensity

-
M AL e L i

Pucynoxk 3.8 — Bizyaumizartis mapaMmeTpiB, HEOOXITHUX JUIS BIUTYYSHHS
nu(y3HOTO pO3CiIOBaHHS Ha MpHUKiIaal oeta-eonity: (1) 310pana cepist Haxuiy; (2)
BHJT Y3JIOBX C * 13 BU3HAYCHUM KOPHUCTYBauyeM BEKTOPOM 30HU (YepBOHA CTPIIIKA)
Y3JI0BXK * 1 TOBIIMHOIO (YepBOHKUM); (3) po3paxoBaHa IpoeKIlis Bimoopaxens h 0 |
B1noBiAHO [010] 30HM 3 BUBHAUEHUM HANPSMKOM CMYTH (HOpHA CTPLJIKa) 1
TOBIIMHOIO JIiH1T IpOoQ 1B IHTEHCUBHOCTI JUI BUJIJICHHS Ta (4) po3paxoBaHui

MIPUKJIA]] TIPOESKIIiT A1 po3ciroBaHHs B3MoBX muisaxy 10 1 ( Big 1 =—8 mo +8)

[IpoGnema, sika 3aMMILAETHCS TPU aHaI31 JU(PY3HOTO pO3CIIOBaHHS, MOJISTrae
B TOMY, SK BIAPI3HUTH HOTO BIiJ HEMPY>XKHOTO PO3CitOBaHHSA. SIKIO TPOBECTH
MOPIBHIHHS MDK (UIBTPOBAaHUMHU Ta HepUIbTpoBaHUMHU MoaeiasimMu ED, pizHuus
MoJIsiTa€ B TOMY, IO BIIOOpaXEHHS € OIbIN PI3KUMH I (UIBTPOBAHOTO
BUIAJIKy; TAKUM YWHOM, BHECOK BiJ HEMPYXHOTO PO3CIFOBAHHS € PO3IIUPECHHS
OTpUMaHMUX BioOpaxkeHb. Y pasi Oe3namy Audy3HE PO3CIIOBAHHS TAaKOX CTaHE
mupimmM. OHAK, KOMU Ha AUGPaKIiHHNX KapTHHAX CIIOCTEPIraroThCS CMYTH, 1€
MO>KHA KUIbKICHO BIAPI3HUTH, OCKUIBKU €(eKT Oe3naass BUKIMKAE Audy3Hi JiHI
B3/I0BJK BU3HAUEHUX HAIPSMKIB, TOJ1 K HEMPYXKHE PO3CIIOBAHHS € 130TPOIHUM. 3
iHImoro 60Ky, AKmo Oe3max npeAcTaBiaeHUi y 2-D miomuHax, €IMHIM CIIOCOOOM
KUTBKICHO JU(EpPEHIIoBaTH O00WJABAa BHECKM € BUKOPUCTAHHS EHEPreTUYHOTO

¢inpTpa. BapTo ckazaTu, 1o TpyAHOLIN NMpU cOpoOi BIAPI3SHUTH OOHABA TUIU
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PO3CIIOBaHHS 3pOCTAIOTh 13 3MEHIIEHHSIM aTOMHOTO HOMEpa MaTepially uepes
301TBIIIEHHST HMOBIPHOCTI HEITPY>KHOT'O PO3CIFOBAHHS.

Buiesasnadeni naHi MOXyTb OyTH BpaxoBaHl [JIsi TOpIBHSHHS 13
3MOJICIbOBAHUM TTOBHUM PO3CIFOBaHHSM. MoOJEMIOBaHHSI TTOBHOTO PO3CIIOBAHHS
MPUPOTHO 3aJCKUTH BiJ] BHUKOPUCTOBYBAaHOI Momeni. Jlis aBTOMaTH30BaHOTO
MOPIBHSIHHS EKCTIICPUMEHTAIBHUX 1 3MOJICIbOBAHUX JIAHUX PO3CIFOBAHHS JyXKE
KOPHCHO, SIKIIO MOJEIIOBAHHS MOKHAa PO3POOWTH BIJIOBIIHO JO TapaMeTpiB
SRO. Jleski KOMIT'IOTEpHI Nporpamu JUisi MOJENIOBAHHA JAU(PPaKLIMHUX
300paxkeHb OyJin po3poOJeHi mpoTsaroMm octanHiXx 20 pokiB 0coOJMBO Hajae
IIUPOKUAN CIIEKTP MOMJIMBOCTEH TSI HAOMMKEHHSI 0 PEATbHOTO CTPYKTYPHOTO
orucy. [Iporpama mo3BoJisie CUMYIIIOBATH IUPOKUN CHEKTp Mojenei Oe3nmamy 3
QTOMHOIO  PO3JUIBPHOKO  3/aTHICTIO,  OOYMCIIOBAaTH  BIJAMOBiIHI  JaHi
MOHOKPHUCTATIYHOI 200 MopoikoBoi audpakiiii (peHTreHiBebke, HeTporHe, EJI) 1
aJanTyBaTH MOJEIH 10 BIIMOBITHOTO €KCIIEPHUMEHTY 3a JOIOMOTOI0 3BOPOTHOTO
Monte Kapno (RMC) Ta/ab6o eBomtorivinuii anroput™. [logioHMM ynHOM aHami3
(GYHKIIT pO3MOIiTy Map JIETKO OOYHCITIOETHCS.

VY Bumanky Oera-1eoJliTy BHTATHYTI JiHIT AUGy3HOTO Mpodiao HaWKpaiie
BiAnoBinaroTh nodiMopduiin cymimi BEA/BEB = 47 (3):53 (3), mo mo0pe
Y3TOKYEThCS 3 CUMYJIAIIEI0 MopomKy, ae kommno3uiiis BEA/BEB = 50: 50 Gyno

BU3HAYEHO JIJI CHHTE30BAHOT'O MOPOIIKOIOI0HOTO 3pa3ka [38-45].

3.3 3acTocyBaHHS aBTOMATH30BaHO1 €JICKTPOHHOI udpakifiitHoi Tomorpadii

Croromni EJIT BUKOpHUCTOBYETHCS BCe OLITBINOIO KiJIBbKICTIO HAYKOBUX TPYIIL.
[Hupoxe 3actocyBanns EJIT oxoruiroe Taki HeOpraHiuyHi MaTepiajiu, sIK CIUIaBH,
MPUPOJHI MiHEpaM Ta apXeoJoTiuHI MaTepiayid, BEIMKa KIJIBKICTh IICOJITIB,
dbocdaru, nepoBCKITH, 3pa3Ku 3 OPraHIYHUMU JIIraHJaMU, IIEOJIT 13 BOYI0BaHUMU
MaTpUIIMH a00 TIOpPHWIHI MaTepialiid, a TaKOXXK OUTBII YYTIWBI O €IEKTPOHHOTO
MpOMEHsST 3pa3Kku, Takl sk Merajgoopraniuni kapkacu (MOF), mami opraHidyHi

MOJIEKYJIU, TaKi sIK MIrMeHTH abo (papManeBTUYHI Mpenapar, a Takox ouiku. Kpim
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TOro, OyJ0 JOBEIEHO, 10 METOJ HaBITh MIJXOAUTH JJIS JAOCHIKEHb Ha MICIIL.
Po3mipu kpucrtaiiB, oKa3aHi TyT y IMX TPHUKJIaaX, 3HAXOMIATHCS B PEXUMI Bif

KUIBKOX COTEHB JI0 cTa HaHOMeTpiB [45-50].
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BUCHOBKHA

Y npaHiii  Marictepchkiii  poOOTI  JOCHIHKEHO Ta OO0paHO  METO[
aBTOMATH30BAaHOTO BHMIPIOBAHHS IapaMeTPiB IPaT MOJIKPUCTATIYHUX TOHKHX
IUTIIBOK 3a JOMOMOTOI0 elleKTpoHHOI audpaxiiii. Hama poboTta cnpsmoBaHa Ha
T1JIBUIIICHHS] TOYHOCTI Ta €(EKTUBHOCTI BUMIPIOBAHb TPATKH, 110 MA€ BaXKJIUBE
MPAKTUYHE 3aCTOCYBAHHS B PI3HUX TaTy3siX HAYKH Ta TEXHIKH.

VY Hamomy JIOCHIKEHHI MU CIOYATKy PO3IJISIA€EMO Ta aHAJI3yeEMO ICHYIOU1
METOJM BHUMIPIOBAHHS PEUNTKU TMOJIKPUCTAIIYHUX TOHKUX IUTIBOK. OILiHKa
repeBar 1 HENONIKIB ITUX METOJIB NpHBEIa HAC O BU3HAYCHHS HEOOXITHOCTI
PO3pOOKH HOBOT'O METOJTY, SIKUH MOEIHYE aBTOMATU3AIIII0 TIPOIIECY BUMIPIOBAHHS 3
BHCOKOO TOYHICTIO pe3yJIbTaTIB.

Mu oOpanu MeToJ BHMIPIOBaHHS MapameTpiB I'PATKU MOJIKPUCTATIYHUX
IUIIBOK METOJOM CJIEKTPOHHOI audpakiiii. BuUKopucTaHHS CydacHHX CHCTEM
00pOOKH JaHUX Ta MPOrPAMHOTO 3a0e3MeUeHHs JO3BOJISIE ABTOMATHU3YBATH IPOIIEC
300py Ta aHaji3y JaHWX, 3MCHIIYIOUYM TaKUM YHHOM BIUIMB JIFOJICEKOTO (hakTopy
Ta 3a0€3Medyrour BHCOKY BIJATBOPIOBAHICTH PE3yNbTaTiB. 3aBISIKH BHCOKOMY
CTYNEHIO aBTOMAaTH3allii MpoIlecy Haml METOJ TaKoX MOXe OyTH IIBUIKO
peaizoBaHMi B JJAOOPATOPHUX YMOBAX 1 IPOMHCIOBOMY BUPOOHUIITBI.

PesynbraTi ekcrepuMEHTY MiATBEP/UKYIOTh €(EKTUBHICTH PO3POOIIEHOTO
MeTroAy. MU  yCIIIIHO BHUMIPSUIM TIapaMeTpPH  PENNTKA  PI3HUX  THITIB
MOMIKPUCTATIYHMX IUTIBOK 1 TMOPIBHSUIM iX 3 pe3yibTaTaMd IHIIAX METOJIB
BUMIpIOBaHHs. OTpUMaHi pe3ylbTaTd MarOTh HA METl OLIHUTU €(QEKTUBHICTbH 1
TOYHICTh METOIY Ta MOKA3aTH HOTO IepeBary MOPiBHSHO 3 IHIIUMHA METOIaMHU.

OOpanwmii MeTo]T MOKe OyTH BJIOCKOHAJCHHUU 1 PO3IMIUPEHUN A1 BUBYCHHS
IHIMUX THITIB MaTepiadiB 1 3acTtocyBaHb. L{g pobOoTa HEeMOHCTpPyE BaKJIMBICTH
MOETHAHHS CYYaCHMX TEXHOJIOTIH 3 HAYKOBUMH JOCIIDKECHHSIMU JJIsl BUPIIIICHHS

aKTyaJIbHUX TPOOJIEM y TATy3X MaTepiajJOo3HABCTBA Ta HAHOTEXHOJIOTIH.
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