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3abe3meyeHHs eIeKTPOMArHiTHOI CTIHKOCTI Cy4acHOTO PagioeNeKTPOHHOTO 00IaJHaHHA TOOTO 31aTHOCTI MiATPHUMYBATH podoUi
nmapaMeTpy Mija 4ac i micis il iMITyJbCHOTO €NEeKTPOMArHiTHOTO BUIIPOMIHIOBAHHS PI3HOTO MOXODKCHHS € BaXKJIMBUM MUTAHHIM
SJIEKTPOHHOI TeXHIKM Ta (i3uku. [IpyarHOI0 HecTabiIbHOI POOOTH eNEKTPOHIKHU MiJ BILIMBOM EM-iMIyJbciB € Te, 10 y JaHIIorax
BUHHKAIOTh IMITYJIbCH IIEPEHANPYTH, IO TPH3BOIATH JIO PYHHYBaHHS €JIEKTPOHHMX IIPWIAAiB HA OCHOBI HAIliBIPOBITHUKOBHX
MarepiaJiiB 3a3BH4Yail BHACIIJOK TEIIOBOTO IIPO00I0 p-n Iepexony, abo meperpisy 6a30BUX MIapiB HAMIBIIPOBITHUKOBUX Marepiaiis. B
HAIIl 9aC BiJOMUMH € €EKTH PE3UCTUBHOTO MTEPEMHUKAHHS SKi aKTHBHO BUKOPUCTOBYIOTHCS B CyJacHii eJIeKTPOHilli, Ta MOXYTh OyTH
BHUKOPHUCTaHI JJIS1 CTBOPEHHS €JIEMEHTIB 3aXUCTY €JIEKTPOHHOI TEXHIKM BiJl €IEKTPOMArHITHUX IMITYJbCIB 13 IMBUAKUM HAPOCTAHHAM
¢dpouty. EdexT pe3ucTuBHOro nepeMukaHHs y TeIypHIi KaaMito OyB 3HalaeHul sk y ToBcTuX (moHax 100 MKM) MOHOKPUCTAIYHHUX
mrapax, Tak i ClIoCTepiraeThecsi B TOHKHMX MOJIKPHCTATIYHUX IUTiBKax. [laHa poOoTa crpsiMOBaHa Ha BUBYEHHS 3aJIGKHOCTEH IPOLECiB
NIepEeMUKaHHs MK CTaHaMH 3 HU3BKOIO 1 BUCOKOIO MpoBigHicTIO B IuiiBkax CdTe 3anexars Bix pi3HUX (akTopiB, TAKMX SK TOBIIMHA
IUTBKH, il HOYaTKOBA CTPYKTYpa, MOTYXHICTh IMIyJIbCy NMEpEeMHKaHHs, BIACTHBOCTI KOHTAKTHOI Merajiauii. Byno BuroromineHo
BaKyyMHHMH METOJAMH CEpil0 TOHKOIUTIBKOBHUX CTPYKTyp Ha ocHOBI CdTe ski Bigpi3HSIMCh T€OMETPUYHHUMH IapaMeTpaMu
MOJIIOICHOBOT KOHTAaKTHOI Metamizauii. [y IOCHDKEHHS MOXIIMBOTO BIUIMBY TeOMETpii KOHTAaKTHOI MeTallizalii Ha mpolecu
HIBUJIKOTO TIEPEMHUKaHHs B CTPyKTypax Mo - Temypua kaamito — Mo OyJ0 3aCTOCOBaHO METOJ BHMIPIOBAaHHS Ta IOJAJIBIIOL
aHaNITHYHOI 0OPOOKY IX aMILTITYIHO-4aCOBUX XapaKTEPHUCTUK i3 BUKOPHCTAHHSM CIIELialbHO PO3POOIEHOr0 reHepaTopy Ha OCHOBI
3apsIoBO]l JIiHII, 3[aTHOTO TeHEepyBaTH €IEeKTPOMArHiTHI IMITyJIbCH HAaHOCEKYHIHOI TPUBAJIOCTI i3 TPHBAIICTIO (POHTY HAPOCTAHHS
He Oinmpine 2 He. BeraHOBNEHO, IO A1 eKCIEPUMEHTAIBHUX 3pa3KiB sKi Malli giaMeTp Metanizauii 0,5 MM i 6 MM, criocTepirainuch
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Jlocnioocenns enaugy eeomempii KOHMAKMHOT Memanizayii Ha npoyecu WeUOK020 NEPEMUKAHHSL Y
CMPYKmMypax 3 6a308um wapom meuypuoy Kaomiio

nozi0HI MapaMeTpy - 4ac IepeMHUKaHHS Ha PiBHI 1-2 HC, IA€HTUYHI 3HAUSHHS HAPYTH BIJICIKAHHS Ta XapaKTep HOTo 3aJIeXHOCTI BiJ
aMIUTITYAu iMIynbcy. Bu3HaueHo, 10 reoMeTpisi KOHTaKTHOI MeTai3alii He BIUTMBAE Ha IapaMeTpU NMEpeMHKaHHS B CTPYKTypax
Mo - Temypun kaaMmito — Mo, a 3HaYUTh B XOJIi PO3POOKH €IEMEHTIB 3aXHCTY BiJ] €NEKTPOMATrHITHAX IMITyJIbCiB Ha iX OCHOBI MOXHa
BUKOPHCTOBYBAaTH iCHYIOUY IPOMHCIIOBY TEXHOJIOTiI0 OPMYBaHHS METAICBUX IIAPIB.
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BCTYII

OpHi€I0 3 OCHOBHUX BHUMOT, IO IPEN'SBISIOTHCS
0 cydacHOi pamioenekrponHoi amapatypu (PEA) e
BUCOKa HaIiliHICTh 11 (YHKI[IOHYBaHHS B YMOBaX BILIMBY
30BHIMHIX (pakTopiB. IIpm mboMy OCTaHHIM YacoM Bce
OinpIIa yBara MpUIUTAETHCS MUTAHHIO €JIEKTPOMArHITHOL
CTIMKOCTI, TiX SIKOIO MaeThCS HAa YyBa3l BIACTUBICTH
30epirath poOodi mapameTpu mix wac 1 Tmmicusa il
IMITyJILCHOTO BUIIPOMIHIOBaHHS
(EMB) piznoro noxomxenus [1]. [Ipobnema 3abe3neueHHs
€JIEeKTPOMAarHiTHOT PEA o0ymoBieHa TuM,
oo mix BmimMBoM immynscHoro EMB B maHImiorax
CXEM HAaBOAATHCS IMITYJIBCH IEPEHANpPYTH, AMILTITYAHI

€JIEKTPOMArHiTHOTO

CTIMKOCTI

3HAYEeHHS, YacH HApOCTaHHS 1 TPHBATICTh SKUX MOXYTh
3MIHIOBAaTHCS B IIUPOKHUX MeXax, 00yMOBJIEHUX Oararbma
¢daxropamu. IunykoBani EMB immynbcHi nepenanpyru
30aTHI YAHUTH CEPHO3HY HETaTHBHY [if0 Ha EJIEeMEHTH
amaparypu (Tepi 3a Bce BXIOHHX TPUCTPOIB) MPHIOMY
0COONMBO CXWIIBHI O pyHHYBaHHS mij BruimBoM EMB
HamiBIpoBigHUKOBI mpuctpoi [2,3]. Lle moB’s3aHo sk
3 BIIACTUBOCTSIMH DP-n Iepexoay Tak i 31 crenudikoro
TEIJIONPOBITHOCTI  HAMIBIPOBIIHUKOBUX  MaTepiajiB.
Hampyra 3BOPOTHBOTO  3MIIIEHHS  IIEPEXOIy
BUSIBIISIETBCSL  JOCTATHBOIO JUISL peaiiallii JIaBHHHOTO
po0oI0, B MIEPEXOAi MOKE BUAUTUTHCS BEIHKA KUTBKICTh
TEIJIOBOi eHeprii yepe3 Mmporpecyroue HaKOIMUYEHHS SKOi
TeMmIieparypa MO)K€ JOCSraTH 3HaueHb, PIBHUX TOYII

Komm

IUTAaBJTiHHS HAIlIBIIPOBIAHUKOBOTO MaTepiay, [0 BUKIHUKAE
ITyHTYBaHHS p-n iepexoxny [4,5]. 31 3SMEeHIIIeHHAM PO3MipiB
HATIBIPOBINTHUKOBUX TPWIANOBUX CTPYKTyp piBEHb
eHeprii, HeoOXiTHMH AN iX pyHHYBaHHS 3HMXKYETHCS 1
JUIsl IHTErpajbHUX MiKpocxeM cTaHoBUTh Bim 107 Ik mo
107 k.

B Toif ke yac B Cyd4acHiil eneKTpoHili [6,7] aKTHBHO
3aCTOCOBYIOThCS €(DEeKTH PE3HUCTHBHOTO IEePEeMUKAaHHS,
30KpeMa, Ha OCHOBI PE3UCTHBHOTO IIEPEMUKAHHS B OKCHAAX
MepexilHNX MeETajiB 3acHOBaHAa poOOTa MEMPHCTOPIB.
Came Takui eeKT Pe3UCTUBHOTO INEPEMHKAHHS JOCHTH
naBHoO crioctepirascs Takox B CdTe, sik Ha ToBcTHX (Oinblie
100 MKM) MOHOKDHCTATIYHUX MIapax, TaK 1 B TOHKHX
MOJNIIKPUCTANIYHIX IUTiBKaxX. B poboti [8] mpomonyeThcs
BUKOPHCTaHHA €(PEKTY IepeMUKaHHS i ]l BILTHBOM OIITHYHOT

BHCOKouacToTHOI reHepanii. Lle no3Bomsie crmomiBarucs
Ha po3pOOKy Ha OCHOBI IMX IUTIBOK ONTHYHO KEPOBAHUX
Haja wBuiakux TT'n mpuctpois, Takux gk Tl nepemukau
ta TI'm MoamyasaTtop Ains MIKPOXBHIbOBOI (DOTOHIKU
[9,10].
CTPYKTYp 3 e(deKkTaMm TepeMHKaHHS € IepCIeKTHBa
CTBOPCHHS Ha iX OCHOBI ejeMeHTIB 3axucty PEA Bix
IMITyJIbCHOTO  €JICKTPOMAarHiTHOTO BHUIIPOMiHIOBaHHA. B
pobori [11,12] Oyno mOCHIHKEHO ShEKTH MEPEMHUKAHHS
B miiBkax CdTe mig ni€ro enekTpOMarHiTHUX IMITyJbCiB

[HIIMM BaXXITUBUM 3aCTOCYBaHHAM IIPHUIaT0OBUX

1 eKCIepMMEHTANbHO BcTaHOBIeHO, mo mapu CdTe
TOBIIMHOIO Bil 3 10 7 MKM MOXYTh OyTH BHKOPHCTaHI
IUIsl CTBOPCHHS €JIEMEHTIB 3aXHCTY 3 4aCOM MePEMHUKAHHS
Ha piBHI KiJIbKOX HaHOCeKyHJ. Ha BinMiHy Bij icHyIOUMX
€JIEMEHTIB  3aXHCTY, 3aCHOBaHMX MEPEBAXKHO  Ha
BUKOPHUCTaHHI A10/iB, CTPYKTYpH 3 IutiBkoto CdTe He MatoTh
p-n TIepexoxay, TOMy BOHHU € OiNbII HamiHHUMH Ta OibII
JeTIeBUMH TIpH BUTOTOBIEHHI. CTpyKTypH 3 1uiiBkoto CdTe
MOXYTh OyTH JIETKO pealli3oBaHi Ha THyYKHX IiAKIaJKaX.
Kpim Toro, TexHonoris onepkaHHs sikicHUX TuiiBok CdTe
BiJIpallbOBaHa Ha BHCOKOMY IMPOMHUCIIOBOMY DiBHI IpU
BUPOOHMIITBI COHSYHMX eyneMeHTIB Ha ocHoBi CdS/CdTe
[13], o mo3BoIIsIE CLIOAIBATHICS HA IIBHKE BITPOBAKCHHS
HOBUX IIPWJIAIOBUX CTPYKTYp Ha OCHOBI LIUX ILTiBOK.
[Tponecu mepeMUKaHHS MK CTaHAMU 3 HH3BKOIO Ta
BHCOKOIO €JIEKTPOTpoBinHicTIO B miiBkax CdTe 3anmexath
BiJl pi3HMX (akTOpiB, TAaKUX SK TOBIUUHA IUTIBKH, ii
BUXIZIHUI CTPYKTYPHHUIl CTaH, MOTYXHICTh IMIIYJbCY,
SKUH BUKIIMKaE NEPEMHUKaHHS a TaKOXK BiJ BIACTHBOCTEH
3aKOHOMIPHOCTEH  IUX
3aJIe)KHOCTEH JJ03BOUTD JOMIOBHUTH TEOPI0 EPEMHUKAHHS
Ta OictabinpHMx ctaHiB B miiBkax CdTe. JlogaTkoBoro

iHTepecy MHMTAHHIO BILIMBY caMe BJIIACTHBOCTEH (30KpeMa

KOHTAaKTIB. Bceranosienus

TrEOMETPUYHKMX) KOHTAKTIB JOJAa€ Mepexifi y CydacHii
eneKkTpoHiti [14] Bix KOpmycHOr0 BUKOHAHHS AETaNeH 10
IUTAaHAPHOI TEXHOJIOT1i, KOJH BCi IPHIIaH, IO BXOIATH O
ckiany exeMeHTY PEA BUKOHYIOTECS Ha IPpyKOBaHIN TUIATI.
B mpomy BHmajmky MOXIIHMBICTH BUKOHAaHHS KOHTAaKTHOI
MeTasizailii 3a A00pe BiANpanbOBAaHHUMHU MPOMHCIOBUMHU
TEXHOJIOTISIMH OyJie 10JJATKOBOIO MEPEBaroko.

Y 3BMI3Ky 3 OHM, MeTOl gaHoi pobotu Oyio
JOCIIDKCHHST BIUIMBY T€OMETpPii KOHTaKTHOI MeTaji3aril
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Puc. | 3aranpHuii BUIIISL BaKyyMHOT KaMepy () Ta rpadiTOBOTO THIJIS VISl OCaPKEHHS ITIBOK TeIypHILy KaaMito (0).

Fig. 1 General view of the vacuum chamber (a) and the graphite crucible for the deposition of cadmium telluride films

(b).
Ha aMIUTITyJJHO-4acOBI XapaKTepUCTHUKH MEepeMUKaHHS
TOHKOTUTIBKOBHX CTPYKTYp Ha OCHOBiI 0a30BUX IIapiB
TeXypUIy KaIaMiro.

METOJAUKA EKCHEPUMEHTY

B po0Gori Oyau gociikeHi 1Bl rpyny TOHKOIITIBKOBUX
3pasKiB. oyi0
(dbopmyBaHHs 0a30BHX IHApiB TeIypuay Kammiro. Jlis
ocapKeHHs 0a30BHX IIAPIB TETypUIY KaAMIF0 Ha i IKIIaIKH
3 ENEKTPOIIITHYHO BiAMOIIPOBaHOT MOJTIOICHOBOT (POIBIU
po3mipom 10 cM *x 10 cM BHKOPHUCTOBYBABCSI IIPOMHCIIOBA
BaKyyMHa YyCTaHOBKa (puc.la) Ta MeToj TEepMi4HOTO
BaKyyMHOTr0 ocajkeHHs (puc. 10) 3 TOPOIIKY YUCTOTH
99,999% 3 po3mipom gactTrHOK 10 MM. [TouaTkoBuUil BaKyyM
cranoBuB 610 MM. pT.CcT., po6oUMii THCK y BaKyyMHii
KaMepl I dYac OCa[pKeHHS WiATpUMYyiBaBCS Ha piBHI
1-10 MM.pT.CcT. 1715 TEpPMIYHOTO BUTIAPOBYBAHHS TSIy PULY
KaJMil0 BUKOPHCTaHO rpadiTOBUH THIreldb 3 HEHPSIMHM
HarpiBaHHsSM Bl JBOX HarpiBadiB 3 EJEKTPUYHOIO
i3o5srtiero (puc. 16).

Temneparypy  OCaUKeHHA  TEIypuay  KaaMiio
KOHTPOJTIOBAJTM 32 JIOTIOMOTOI0 TEPMOTIApH, BCTAHOBJIEHO]
B 00'eMi HarpiBada, 4ac HarpiBaHHi TUIJIS 10 poOoyoi
temrepatypu (700 + 750) °C cranoBuB Big 260 10 275 cexk.
To4HICTh KOHTPOJIIO pOOOUOT TeMIIEpaTypH TUTIIS OyIa He

3araabHUM c€TaromM BUT'OTOBJICHHA

mermte 5 °C.

ToBmuHAa OCamKEeHUX IMIapiB TEMypUAy KaaMIlo,
BU3HAU€Ha 4YacoM OCaKEHHs, cTaHoBwia 3-10 MKM.
Jns KOHTPOJIO TOBIIMHHU IUTIBOK TENYypUAY KaaMilo
BUKOPUCTAHO KBaploBUi BuMiproBad ToBiuHn KKT-40.

KoHTpoIb M0YaTKOBOTO €IEKTPUYHOI0 OIOPY IUTiBKU
TeXypUAy KaaMito 37ilcHIoBanu npu temmepatypi 20 °C
3a JormoMororo mmdpoBoro ammep-BomsTMeTpa MS8040.

[Mopsin i3 MOYATKOBMM EJIEKTPUYHUM OIIOPOM 3pa3KiB
Ha TOCTIHHOMY CTpyMi, TakKoX OyJl0 JOCTiIKEeHO IiX
SJICKTPUYHY €EMHICTB 3a JOTIOMOT 010 IPHJIA Ly BUMIPIOBaHHS
emuocTti L.2-28 na wacrori 107 I'y i mpu Temmneparypi 20 °C.
3pasku cepiii 1 Ta 2 mpencTaBiIsIM NepexiAHUHA THIT
BiJl KOPITyCHOI KOHCTPYKLII ITOIEPEAHbO IOCIIKEHUX
y [11,12] 3paskiB mo crnpobu peaiizyBaTH IIaHApHY
TEXHOJIOTiI0, SIKa JO3BOJUTH PO3MIIyBaTH €JIEMEHTH
3axucty PEA Ge3mocepenHbo Ha IpyKOBaHHX Iiatax. J{is
3paskiB cepii 1 Ta 2 micast GOpMyBaHHS IIApy TEITypPUIY
KaJMil0  3JIHCHIOBAIOCS HANMWJIEHHS MarHETPOHHHUM
METOJIOM IIApiB KOHTAKTHOI MeTasi3allii TOBIIMHOK 2
MKM. Mertanizamis ¢opMyBanacsi Kpizb MeTaleBy MacKy
i3 OTBOpaMH TaKOTO PO3Mipy, IO JiaMeTp eJIeKTPOIiB
ckiramaB 6 MM (cepis 1) ta 0,5 MM (cepist 2). 30BHIIIHIN
BHIJISIZ 3pa3KiB cepii |1 Ta 2 HaBEACHO HA PUCYHKY 2.

Jlns MiHIMi3aMii mapa3uTHOT EMHOCTI Ta iHTyKTHBHOCTI
OyJio creniajJbHO BUTOTOBJICHO KOHTAaKTHUI NPHUCTpid
NPUTHCKHOTO THUITY C JOBXKHHOIO NMPOBIJIHUKIB HE Oinblie
1-2 cm.

XapakTepUCTHKY TEPEMHUKAHHS 3pa3KiB BHBYAIHM Ha
BUIPOOYBAJILHOMY CTEH/II i3 TeHEpaTOpOM HAaHOCEKYHIHUX
imiyisciB [15-19] 3 HacTynmHUMHM TapaMeTpaMu iIMITYJIbCIB
Hanpyru: amroiityaa Big 100 B mo 1400 B 3 xoedinieHTOM
it 2-107, yac 3pocTaHHS IMIYJIbCY 10 aAMILTITYIHOI
BEJIMYMHY CTAHOBMB 2,5 HAaHOCEKYH[H, IMITYJIbC HAPyIu
cnanas excrioHeHiansHo 10 0,5 3a gwac 100 HaHOCEKYHS.

Hns  ¢dopMyBaHHS  IMIIYIBCIB 13
rapamMeTpamMM Ha OCHOBI CXeMH poOOTH TeHepaTopa
i3 3apsaoBoi JiHiew [20-22], BUTOTOBICHO TE€HEPATOP
HaHOCEKYHITHUX IMITYJIbCIB.

JLi1st mocmiKeHHS TIPOIIECiB TEPEMHUKAHHS Y TECTOBUX
3pa3kax OyJ0 CKOMIIOHOBAHO IOCTIIHUIBKUA CTCHI Y

BKa3saHUMH
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Puc. 2 TocnimxyBani 3pa3ku cepiii 1 Ta 2.

Fig. 2 Research samples of series 1 and 2.

CKJIaJli TEHEPATOPY HAHOCEKYHIHUX IMITYJIbCIB, IH(POBOTO
ocumnorpady Siglent SDS 1202X-E Ta HOyTOYKa, AK 1€
HaBEJICHO Ha PUCYHKY 3.

IMpuknan iMmysnscy KOTpUM — Mae
TPUBAIICTE iMITyJbcy Onu3bko 30 HC, 1m0 0OYMOBIIEHO
JIOBXKHMHOIO 3aps10BO1 JIiHIT (5 M, OJM3bKO 5-6 HC Ha MeTp)
Ta (POHT 3pOCTAHHS IMITYJIbCY CKIIafae 0JIu3bKO 2,2-2,4 Hc,
o0 € JOCTAaTHIM IJIsi MIPOBEACHHS IUTHOBHUX IOCIHIHKEHB,
HaBEJICHO Ha PUCYHKY 4.

Bonbr-cexyHHi XapaKTePUCTUKU npouecy
MEPEMUKAHHS 3pa3KiB BU3HAYAIUCS 3 EKCIICPUMCHTATBHUX
OCLUJIOTpaM, OTPUMaHUX Ha UH(PpoOBOMY ocrmiorpadi
Siglent SDS 1202X-E. ExcriepuMeHTanbH1 BOJIBT-CEKYHIHI
XapaKTEePUCTUKH OllepKaHl 32 BKA3aHOK METOIMKOIO
mepeaaBaiics y BUIVIAI TaONMHIb Ha MiTKIIOYCHAN 10
ocumiorpady HOYTOyK, Iicias 4Oro Ha 3IiHCHIOBAJIOCS
iX aHaJITWYHE OIpALIOBaHHSI 32 JONOMOIOI0 IIaKeTy
Microsoft Excel.

napamMeTpu:

PE3YJIbTATH TA IX OBTOBOPEHHSA

PesynpTaTH JOCHIIKEHHS TPOLECIB NEPEMHUKAHHS Y
IUTIBKAX TEIYPUIY KaJIMifo

TuUroBMi BUIINIAJ OCLMIOIPaMH — BOJIBT-CEKYHIHOT
XapaKTEPUCTHKH, 3a(hiKCOBAHOI ITICIIS MPOXOHKECHHS KPi3hb
JOCITIDKYBaHI  3pa3Kd  €JIeKTPOMArHiTHOTO  iMITYJIbCY,
(opma SKOro NoKa3aHa Ha PUCYHKY 5.

Taki BOJIBT-CEKYHIHI XapaKTePUCTUKH, IIEPEBEICH] Y
mudpoBy Gopmy Oynu BUXITHUMH MacHBaMH JIAHHUX JUIS

Puc. 3 KoMnoHOBKa JOCTITHUIIBKOTO CTCHTY.

Fig. 3 Layout of the research stand.

Puc. 4. Tlpukiag OMUHOYHOTO IMITYIbCY C(OPMOBAHOTO
TeHEePaTOPOM HAHOCEKYHIHHUX IMITYJIbCIB.

Fig. 4 An example of a single pulse generated by a
nanosecond pulse generator.

AQHAJITUYHOTO JOCIIDKEHHS 0COOJIIMBOCTEH MTPOXOPKEHHS
MIPOLIECIB MEPEeMHUKaHHS Yy TOHKHX ILUTIBKax TeypHIY
KaJIMiIo.

Y3arayipHEeHi pe3yiabTaTd aHATI THIHOTO OIPAIIOBAaHHS
eKCHEPUMEHTAJIBHUX JAHHUX U JOCIHIKYBaHHX 3pasKiB
HaBEJICHO Ha PUCYHKY 6.

3a pesyiapTaTaMu
aAMILTITYTHO-4aCOBUX

aHaJi3y eKCIEePUMEHTAIbHUX
XapaKTEepPUCTUK, HABEOCHUX Y
Ha PUCYHKY 6 MOXXHa 0auyuTH, WO ISl JOCIIIDKYBaHUX
3pa3KiB BEIWYMHA HANpPYr'W NEpPEeMUKaHHSA, 110 HE
3aJICKUTH BiJl BEIMYUHU IMITYJIbCY, JOBUTHHO 3MIHIOBAIOCS
31 30UIBIICHHSAM aMIUTITYAN IMITyJIbCY, IPUYOMY Harpyra
CIpalbOBYBaHHS 3HaXoJujacs MPHUOIU3HO Ha MOJIOBHHI
aMIUTITYIM IMITYJIBCY 1 ITPU LIBOMY CIIOCTEPITraiocs: CyTTEBE
3MEHIIIEHHS 3JIMIIKOBOI HalpyTH 110 piBHA 1,5-4 B.
Cynsunm 3 ycboro,  3pOCTaHHA  Hampyru
CTIpalnbOBYBaHHS  OOYMOBJEHO  4YacoM  IPOTiKaHHSA
imkeknidaux mporeciB [11,12] B tenypumi kaamiro i1 ii
3pOCTaHHS 3 POCTOM AaMIUIITYAM IMITyJIbCy BHKJIMKaHO
TUM, IO TiJ Yac EKCICPUMEHTY pPEaji30BaHO IMITyJIbC
3 JQy’)e KpyTuM (poHTOM Ha piBHI 1-2 He. [Ipu mpomy
KPYTH3HA IMITYyJIBCY 3QJIMIIAETHCS HE3MIHHOIO 3 POCTOM
aMIUTITYy¥ 1 TOMY MU CIIOCTEPIraeEMo 3pOCTaHHS Halpyru
CIIpanbOBYBaHHS OCKLIBKH 33 OJIMH 1 TOH ke 4ac OIM3bKO
2 HC IMITYJIbC 3 OLIBLIOI0 aMILTITYJOI0 BCTHI'A€ 3pOCTH 110
OUTBIIIOT BETHUNHH.
Jis  mocmimkeHOi cepil 3pa3kiB BUTOTOBJICHHX Y

Puc. 5. BonbT-ceKyHIHA XapaKTEpUCTHKA IPOLECY
MepeMUKaHHS Y IUTIBI TeTYPUILY KaIMifo.

Fig. 5 Volt-second characteristics of the switching
process in a cadmium telluride film.
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IUTaHAPHIA TEXHOJOTIl MpW SIKIH eNeKTPUYHUKA KOHTAKT
i3 IIapoM TeNypuay KaJMil0 pPeani30BaHO 3a PaxyHOK
HanWJIeHHS MIapy MOJiOIeHy TOBIIMHOI Ha piBHI 2
MKM [JiaMeTpOM KiJbKa MUIIMETpiB, KOHTaKT IO SKOTO
3I1CHIOBABCS Y ClIeHialIbHO BUTOTOBJICHOMY KOHTaKTHOMY
MIPUCTPOT 0 Mae MiHIMaJIbHY
JIOBXKMHY 3’ €THYBILHOTO TIPOBITHUKA OJIM3BKO 1,5 cM Juist
YCYHCHHS IIAPa3UTHOI'O BILUTUBY €EMHOCTI Ta 1HAYKTHBHOCTI
y TIPOBiTHUKY.

JochimkeH s 3pa3KiB 3 AiaMeTpOM KOHTAaKTy 6 MM
i3 3aCTOCYBaHHSAM IONIOHOTO KOHTAaKTHOTO HPHCTPOIO
MOKa3ald 3MCEHIIEHHS 4Yacy IIepeMHUKaHHS [0 3Ha4deHb
6mu3pko 1,8 HC 1 3HAYHE 3HMKCHHS aMILTITYH IMITYJIbCY,
KU BCTUra€ MPOUTH B JIAHLIIOT JO IEPEMUKaHHS.

[lpoBeneHUMH  JeTaJbHUMH  JOCTIIPKCHHMH  Ha
3pa3kax cepii 1 3 eleKTpogoM BEIHNKO] IO, BCTAHOBJICHO
10 BOHU MAaIOTh BEJIbMU MaJIUi{ Yac IepeMHKAHHS TTOPSIIKY
1 Hc, a Hampyra BijAciueHHS, Micas SKOI BiIOyBaeThCs
CIpalbOBYBaHHS JOCHTh HEBEJIMKA 1 3MIHIOETHCS BiX
5B npu nopaui 25 B iMnynbscy no 33-34 B npu nonaui
immysscy B 200 B.

Tak camMo0 BHSBIIEHO, IO 3aJIEKHICTD BiJCIYEHHS BiJl
BEJIMYUHH IMITYJIbCY HOCHUTB JIIHIHHUHA XapakTep.

Bci 3pa3ky 3a BENMYMHOIO HANpyrH BiJICIYEHHS

OPUTHUCKHOI'O THUIY,

Puc. 6. TurmoBi aMIIiTyJHO-4aCOBI XapaKTEPHUCTHKU
NepeMHKaHHI 3paskiB cepiii 1(a) ta 2 (6) mpu 3MmiHI
MaKCHMaJIbHOT aMILIITyIu iMITyJibea Bif 25 1o 200B.

Fig. 6 Typical amplitude-time switching characteristics
of samples of series 1(a) and 2(b) when changing the
maximum pulse amplitude from 25 to 200V.

JIy’e OJM3BKi OIMH JIO 1HIIOTO 1 IEMOHCTPYIOTH XOPOIILY
CTaOUIbHICTh 32 LIMM MapamMeTpoM a TaKoX 3a 4acoM
CHpaIbOByBaHHA (TIEPEMHUKAHH).

Takox At OUX MPUKIAIB XapaKTepHa Iy)Ke Maia
(1-2 B) 3anumkoBa Hampyra Imicis MepeMUKaHHs, SKe 110
TOTO X NPAKTUYHO HE 3AJICKUTH BiJl BEIMYUHU I1OJIAHOTO
IMITyJIBCY .

Jocmimkeni
migknaam (puc. 2) i Uil AOCTIKEHb HE PO3IIISUTACS
Ha OKpPEeMi €JIEMEHTH TPH IbOMY OyIIb-SIKOTO B3a€EMHOTO
BIUIUBY 3pa3KiB BUSBICHO He Oyno. Takok HEOZHOpa30Bi
MIEPECTAaHOBKM 30HJa KOHTAKTHOTO MPHUCTPOIO 3 OJHOTO
3pa3Ka Ha IHIIHH, TX IepeMillleHHs, HaJlaHHs J0/IaTKOBOTO
THCKY Ha 30HJ HE 3aBAaJIM JECTPYKTUBHOIO BIUIMBY Ha 1X
BJIACTHUBOCTI Ta IOMITHOIO JIeTpajallii 3pa3KiB BUSBICHO HE
Oyro.

Ha mactymHOMYy eTarmmi Oymu JOCITiIKeH] 3pa3Ku cepii
2 3 KOHTAaKTHUM eJIeKTpoioM aiamerpom 0,5 MM B iHIIOMY
AHAJIOTIYHI paHille JOCIiHKEHUM 3 EJIEKTPOJIOM JIiaMETPOM
6 MM IJIsl TOYHOTO BCTAHOBJICHHs (DaKkTy HasBHOCTI abo
BIJICYyTHOCTI BIUIUBY BEIMYMHH KOHTAKTHOTO EJIEKTPOIY
HA BIIACTHBOCTI MMOTEHIIIITHOTO eJIeMeHTa 3aXHCTy.

3a pesynapTaTaMu JOCIHIIKEHHS 3pas3KiB cepii 2
BCTaHOBJICHO, IO 3a BJIACTHBOCTSIMH BOHHM aHAJOTI4HI
3pa3KaM 3 eNIEKTPOIOM BEIUKOT TUIONII - Yac NepeMUKaHHS
Ha piBHi 1-2 Hc, aHAJIOTI4HI BENIMYMHH HANIPYTH BiJICIYCHHS
1 Xig 3aJeXHOCTI HANpyTH BiJICIYEHHS Bl aMIUIITYIH
IMITyJIBCY .

TakuM YMHOM MOKa3aHO, IO MPUHIMIIOBO PO3MIp

3pa3kd  BUTOTOBJICHI Ha  €AWHIN

IUIOIIAIKA KOHTAKTHOI MeTaimi3alii HE BIUIMBAE Ha
HapaMeTpy epeMHUKaHHS IPUIIaJIB, IO € TyKe BaXKIUBAM
BHCHOBKOM SIK 3 TOUKH 30pYy ()i3UKH TaK i 1t MaiOyTHBOT
amanTanii moxiOHuX enemeHTiB 3axucty PEA y HasBHY
TEXHOJIOTII0 BHUTOTOBJICHHS CYYaCHHX  €JEKTPOHHHX
IIPUCTPOIB.

HactymHuM KpOKOM y pPO3BHTKY JAOCIIIXYBaHHUX
3pa3KiB Ma€ CTaTH Nepexifl BiJl MOTIOJEHOBOIO €NEKTPOAY,
KM  BHACTIOK OCOOJMBOCTEH Marepially — BaKKoO
MiTa€ThCA MAsSHHIO a00 3BaplOBaHHIO JIO JBOIIAPOBOI
MeTai3allii MoJiOAeH/Mib, IO JTO03BOJIUTH 3IMCHIOBATH
KOMYTAIllI0 eJIeMEHTIB 3aXKCTy y cKiaiai npunaniBs PEA
3a JOMOMOTO0 Maiiki abo0 NPUBApIOBaHHSA KOHTAKTHHUX

MPOBIJHUKIB JI0 ENEKTPOJIIB €IEMEHTY 3aXHCTY.

BUCHOBKHU

1. Y craTTi mocnmijikeHo JBi TPYMH TOHKOTUTIBKOBHX
CTpyKTyp Mo — Tenmypum kaaMmito — Mo mix giero
eTeKTPOMArHITHUX IMITYJIbCIB HAHOCEKYH/IHOI TPHBAIOCTI
SAKi  BHUDPIBHSAIMCS  T€OMETPUYHHMH

KOHTAKTHOI MeTaji3arii.

napameTpamu

2. 3a pesynpTaTamMH AaHATITUYHOTO ONpAIOBAHHS

CKCIICPUMCHTAJIbHUX  TaHUX 6y.]10 BCTAHOBJICHO, MIO
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TOCHiaHi 3pasku i3 miamerpom Meramizamii 0,5 Mm Ta 6
MM BHKOHAHI 3a IUTaHAPHOIO TEXHOJIOTIE MAIOTh OJHM3bKI
HapaMeTpH - Yac IepeMHUKaHHs Ha piBHi 1-2 HC, aHANOT14Hi
BEJIMYMHN HANPYTH BiJICIYEHHS 1 XiJI 3aJI€KHOCT] HAIIPYTH
BIZICIYEHHS BiJl aMILTITY/IH IMITYJIbCY.

3. T'eoMeTpiss KOHTaKTHOI MeTamiallii He CIpaBisie
BH3HAYAJBHOIO BIUIMBY HAa TapaMeTpd TepeMHUKaHHS
TOCTIIKEHNX CTPYKTYp Ta IPH BUTOTOBIICHHI Ha X OCHOBI
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INVESTIGATION OF THE INFLUENCE OF CONTACT METALLIZATION GEOMETRY
ON THE PROCESSES OF RAPID SWITCHING IN STRUCTURES WITH A BASE
LAYER OF CADMIUM TELLURIDE
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Ensuring the electromagnetic stability of modern electronic equipment, ie the ability to maintain operating parameters during and
after the action of pulsed electromagnetic radiation of various origins is an important issue of electronic engineering and physics. The
reason for the unstable operation of electronics under the influence of EM pulses is that overvoltage pulses occur in the circuits, which
lead to the destruction of electronic devices based on semiconductor materials usually due to thermal breakdown of the p-n junction
or overheating of base layers of semiconductor materials. Nowadays, the effects of resistive switching are known, which are actively
used in modern electronics, and can be used to create elements to protect electronic equipment from electromagnetic pulses with a rapid
increase in the front. The effect of resistive switching in cadmium telluride was found both in thick (over 100 um) monocrystalline layers
and observed in thin polycrystalline films. This work is aimed at studying the dependences of switching processes between states with
low and high conductivity in CdTe films depend on various factors, such as film thickness, its initial structure, switching pulse power,
contact metallization properties. A series of CdTe-based thin-film structures that differed in the geometric parameters of molybdenum
contact metallization were fabricated by vacuum methods. To study the possible influence of contact metallization geometry on the
processes of rapid switching in the structures Mo - cadmium telluride - Mo, the method of measuring and further analytical processing
of their amplitude-time characteristics was used using a specially developed generator based on a charge line capable of generating
three growth front not more than 2 ns. It was found that for experimental samples with a metallization diameter of 0.5 mm and 6 mm,
similar parameters were observed - switching time at the level of 1-2 ns, identical values of the cut-off voltage and the nature of its
dependence on the pulse amplitude. It is determined that the geometry of contact metallization does not affect the switching parameters
in the structures Mo - cadmium telluride - Mo, so in the development of protection elements against electromagnetic pulses based on
them can use existing industrial technology for forming metal layers.

Keywords: pulse, contact metallization, cadmium telluride.
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V crarTi BUKIIaJIeH] pe3yIabTaTH JOCIIHKEHb, CIPSIMOBAaHUX Ha BCTAHOBJICHHS MEXaHI3MIiB (popMyBaHHS yIbTpaxpiOHO3EpHICTOT
CTPYKTYpH y 3pa3kax ciuiaBiB Supral Al-4,1 mac.% Cu-0,5 mac.% Zr, 1450 ta 1460, 0 MaioTs y CBOEMY CKJIai AUCIICPCHI YaCTHHKHI
QITIOMIHIZIIB IUPKOHIIO Ta CKaHIIIO, sIKi € e()eKTUBHUMH CTab11i3aTOpaMi MiKpOCTPYKTYpH, a TAaKOK Ha BCTAHOBJICHHS 0COOIMBOCTEH
Tl 3MiHM y XOIi HAAIIACTHYHOTO IUIMHY. BCTaHOBIIGHO IO CTaTHYHA PEKPHUCTANi3allisl BiAirpae BaXIUBY poib y (opMmyBaHHI

YIBTPaapiOHO3epHHUCTOT 3epEHHOT CTPYKTYPH i3 CEpEeIHIM PO3MIPOM 3epHa d =5vxvB 3paskax cmasy Al-4,1 mac.% Cu-0,5 mac.% Zr.
Bona 3xilicHrO€ThCS Y X0/ 1X HarpiBaHHs Ha MOBITPi 10 TeMmeparypu BunpoOyBanb T = 773 K. Ocrarouno ¢popMyBaHHS 3epeHHOI
CTPYKTYpH Y 3pa3Kax 3aBepIIyeThCs Ha MOYATKOBUX eTamax iX HaAIUIACTHYHOTO IUIMHY BHACTIJOK NPOXOMKEHHS HelepepBHOI
JUHAMIYHOI peKpHUCcTaIi3aril.

BcraHoBIieHO, 110 MIKpPOCTPYKTypa B po0OouMx dacTWHax 3paskiB cmiaBy Al-4,1 mac.% Cu-0,5 mac.% Zr, HaamIacTUYHO

1poae)OpMOBAHKX 10 3pyHHYBAHHS Ha COTHI BiCOTKIB, € yibrpaapionosepuucroio (d ~10 Mkm) Ta piBHOBicHOIO. Beranosneno
10 PEeKpUCTANI3AIMHIN BiIan 3pa3kiB crutaBy 1450 He TpUBOAUTH 10 (JOPMYBAHHS B HUX OTHOPITHOI APiOHO3EPHUCTOI CTPYKTYpH.

[okazaHo 1m0 Maike OJHOPIAHA MIKPOCTPYKTYpa i3 CepeaHiM pO3MipoM 3epHa d =3+6 Mxm CTBOPIOETHCS Oe3MocepeHbO B XOi iX
HaIIIacTHYHOI Aedopmaltii npu Temmeparypax 753, 763, 773, 778K i nanpyxennsx mwinHy ¢ = 2,0 | 8,0 MIla 1o cryneHiB BiiHOCHOT
nedopmarii €, IO CKIA/AKTh 20-50%, 3aBIsKY 31ifICHEHHs HEMepepBHOI AMHAMIUHOI pekpucTaiizamii. Y Xo/i MoJajibluX eTamniB
HaIIJIACTHYHOTO IUIMHY CepelHii po3mip 3epeH y poboudiit yacTuHi 3paskis crutaBy 1450 3poctae. [TokazaHo, mo B 3pa3kax CIuIaBy
1450, sixi Oynu HapmIacTHYHO mpoaedopMoBaHi 0 3pyHHYBaHHS B ONTUMAaNbHHX YMOBAaX, 3epHa 30epiraroTh piBHOBICHY (opmy,
a ix cepenHiit po3Mmip cranoButh 10 — 15 MxM. BeTaHoBneHo, mo yinbpTpaapiOHO3EpHUCTA 3€PHOBA CTPYKTYpa B POOOUYMX YacTHHAX

3paskis cruiaBy 1460 i3 cepennim posmipom 3epua d =5 MKM 3pocTac B X0 iX HaAIIACTHYHOI AepopMaLtii, siKka 3iHCHIOETbCS TIPK
TeMmmeparypax, 1o Jexarb y intepani T = 753 — 853 K Ta npu HanpyxkeHHsx miuny o, pisaux 3,0 — 6,0 MIla. [Tokaszano o y
3pa3kiB craBy 1460, siki Oymu nponedopmosani o 3pyiHyBanas Ha 1000% mpu T = 823 K i ¢ = 3,5 MIla, cepenHiif po3mip 3epHa
d =15 mxm.

Knrwwuosi cnosa: ynompaopibnozepuucma cmpykmypa, HAORIACmuyHa oegopmayis, CmamuiHa pekpucmanizayis, OUHaMivHa
pexpucmanizayisi.

Ax wuryBaru: Iloiioa B.I1, Ilotioa A.B. ®opMmyBaHHS 3epeHHOI CTPYKTYpH Ta i 3MiHa y X0l HaJIUIacTUYHOI Jedopmarii 3paskiB
crutaBiB Al-4,1 mac.% Cu-0,5 mac.% Zr, 1450 Ta 1460, neroBanux nupkoHiem ta ckanaieM. Bicauk XHY imeni B.H. Kapasina. Cepis
«®izukay, Bum. 36, 2022; 14-24. https://doi.org/10.26565/2222-5617-2022-36-02
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BCTYII

HasBHicTh y  3pa3kiB  0araTOKOMIIOHCHTHHX
QIIOMIHIEBUX CIUIABIB YJIBTPaAPiOHO3EPHUCTOT CTPYKTYPH,
0 OrpyOiHHS TIPU BHCOKHX T'OMOJIOTiYHHX
TeMIeparypax, €, ikBinomo|[ 1-7],01Hi€r013HE00Xi THIX yMOB
IUTsL IPOSIBY HUMH €(EeKTy CTPYKTYpHOI HaIUTaCTUYHOCTI
(CHII) Ta 3nilicHenHst HagmIacTHIHOI popmMoBKH. Binomo,
0 YIBTpapiOHO3EpHHUCTA CTPYKTYpa y aIOMiHI€EBUX
CIulaBax Moxke OyTu cdopmoBaHa ABoMa criocobamu [1-
7]. Hepiuuii croci6 mossirac y ToMy 110 BoHa (OPMY€EThCs
B 3pa3Kax y pe3yNbTari MPOXOKCHHS B HHUX CTaTHYHOI
pekpucramizamii. HoBi 3epHa 3apoKyIOTBCS Y MICIAX
nokamizanii gedopmarii, Mo yTBOPHIMCS y pe3ysbrarTi
TroriepeIHboi TepMoMexaHiyHoi 00poOku criaBy. Bowa,
3a3BHYal, BKIIIOUAE B ceOe TeTeporeHizaliiuuil Bianai, y
XOIIi SIKOTO 13 IEPEeCHIEHOT0 TBEPJOr0 PO3UNHY Ha OCHOBI
AIFOMIHIIO BUAUIMIOTECS YAaCTHHKH HAIUTHIIKOBOI (has3u.
VY mpami [3] mokazaHo mo I TOTO, MO0 i YaCTUHKU
CIIPHSIIM 3apOJDKEHHIO HOBUX 3€peH X po3Mip NMOBHHEH
O6ytu OinpmmM 0,7 MKM. VYHacoiIOK IPOXO/DKEHHS
HacTynHOI Teruiol, abo K XOJIOAHOI MPOKATKU 3aroTOBOK
CIUIaBY, B OTPHMAaHUX JICTOBHUX HamiB(haOpuKaTax HaBKOJIO
TBEPIUX YACTHHOK IHTEPMETANiJiB YTBOPIOIOTECS 30HU
iHTeHCHBHOI nedopmartii. HoBi 3epHa 3apomKyrOThCs Mij
Yac PEeKpUCTANI3AlIHOrO BiANATYy B MICHAX JIOKaJi3aril
nedopmaltii modNMu3y YaCTHHOK, MIO BHUIUIMIKNCH Y XOIi
rereporenisaiii cmiaBy. J[pyruii cmocid 3acTOCOBYIOTH
JO CIUIaBiB, JIETOBAHMX IEPEXIAHUMHU METaJaMu —
nupkoHieM Ta ckaHmiem [1-10]. Lli ememenTtn y ckmaj
0araTOKOMITOHEHTHHX AITFOMiHIEBHX CIIABiB BBOISTH TOMY,
110 B HUX BOHH €(DEKTHBHO MPOSIBISIOTH CBOI MOAN(iKYI0Ui
Ta aHTHPEKPHCTANII3allii{HI BIACTUBOCTI.

BcranoBieHno, 1110
mepeOyBaroTh y TBEPAOMY PO3YMHI Ha OCHOBI aJIFOMIHIIO,
3a0e3MeuyroTh MOAPiIOHEHHS HOTO 3epeH, IO YTBOPIOIOTHCS
Yy 3IUTKYy TpH KpHUCTai3arii
QIIOMiHI€BUX CIUIABIiB, a KOTEPEHTHI 3 MaTPUIICIO AUCIIEPCHI
YACTUHKU aJIOMIHITy IIHPKOHIIO ZrA13, QTFOMIHITY
ckauftito ScAl,, a6o x komnosutHoi daszu Al(Sc Zr ), €
edexTHBHUMHU cTabinizaTopamMun MikpocTpykrypu [1-10]
OCKITbKM BOHH €(EKTHBHO IPOTHIIIOTh IPOXOIKEHHIO
CTaTUYHOI PEKpHUCTANI3allii Mil Yac HarpiBaHHS 3pa3KiB
CIUIaBiB /10 BHCOKMX TOMOJIOTIYHHX  TEMIEparyp.
Bimomo, mo Oe3mocepeiHHO B XONi HAAIIACTUYHOT
nedpopmartii  (HITJI) y 3pa3skax 0araTOKOMIIOHEHTHHX
AJIOMiHIEBUX CIUIaBiB NIPOXOJAUTH HEMIEpepBHA AMHAMIYHA
peKpHcTamizamis, 3aBOSIKH SKiH y HHX YTBOPIOETHCS
yABTpaapiOHO3epHUCTa CTPyKTypa. Ha mpaktani npu
CTBOPEHHI YJIBTPaipiOHO3EPHUCTOT CTPYKTYPH B JESKHX
0araTOKOMIIOHEHTHUX alFOMIHIEBUX CIUIaBaXx oOuaBa I
CIOCO0H MOENHYIOTh MK COOO0I0.

CTiMKOT

IUPKOHIA 1 CKaHMOi#, sKi

0araTOKOMIIOHEHTHHX

VY mparpix [11-16] Oyau BcTaHOBIICHI TeMIepaTypHO-
LIBHJKICHI yMOBH Je(dOpMyBaHHS Ta ONTUMAJbHI
HarpyKeHHsI 3a SIKUX 3pa3ku  MOJEJIBHOTO
caBy tumy Supral Al-4,1 mac.% Cu-0,5 mac.% Zr ta
npomucioBux crasiB 1450 i 1460 nmposBunmm edexr CHIT.
Byno BuBYeHO X CTpyKTypHHI cTaH i (ha30BHH CKIa,
nocimimpkeno wmexanismu HITJl, a Takox 0coOmMBOCTI
MIOPOYTBOPEHHS Ta pyHHYBaHHs 3pa3KiB y 11 XO/i.

MeTroro  OCTiKEHD,
B crTarTi, Oyno BHBYCHHS MeXaHi3MiB (opMyBaHHI
JpiOHO3EPHUCTOI CTPYKTYpH Yy 3pa3kax ciuraBiB Supral Al-
4,1 mac.% Cu-0,5 mac.% Zr, 1450 Ta 1460 i BcTaHOBJICHHS
ocoOiMBoOCTeH 11 3MiHM y X011 HaIJIACTHYHOTO TUTHHY.

IUIVHY,

pe3yNbTaTH  SIKUX OIHKCaHi

METOJAUKA EKCOHEPUMEHTY

3pa3kum I MEXaHIYHHX ~ BHIPOOyBaHb  Ta
CTPYKTypHUX  JOCHi/DKCHh OylM  BHTOTOBIIEHI i3
JUCTOBUX HamiB)aOpHUKaTiB TaKUX CIUIABIB: MOJEIHEHOTO
cruaBy Ty Supral Al-4,1 wmac.% Cu-0,5 mac.% Zr;
npomucioBoro cmiapy 1450 (Al-2,64 wmac.% Cu-
2,2 wmac.% Li-0,12 wmac.% momimku  Ti,
Fe, Si, Na, Be); mpommcioBoro cmiasy 1460 (Al-
2,64 mac.%Cu-2,2 mac.%Li-0,12 mac.%Zr-0,12 mac.%Sc,
maJi gomimkwu Ti, Fe, Si, Na) [4,5].

JomxuHa  poOo4oi  wacTMHM  3pa3KiB  BCIX
JOCII/PKeHNX CIiaBiB gopiBHIoBana 10 mm. [lonepeunuii
nepepi3 3paskiB cmiaBy Al-4,1 mac.% Cu-0,5 mac.% Zr
cranoBuB 2,5x5,00 MM?, a 3paskiB cruiasie 1450 ta 1460
— 3,0x5,00 mm2. Mexaniuni BUIPOOyBaHHs 3pa3KiB, K i
B mparpsix [11-16], Oymu mpoBeneHi Ha HOBITPI B peKUMi
MIOB3y4YOCTI NpPHU IOCTIfHOMY HamnpyXeHHi IUMHY. BoHn
OyJu 3I1MCHEHI B THX TeMIIepaTypHO-IIBUIKICHIX yMOBaX,
B SIKMX CIUIaBH nposBistoTh epext CHIT [11-16].

[ToBepxHIO POOOYOT YACTHHU 3pa3KiB HUTIDyBaIH Ta
MexaHi9HO moipyBany. OcTaTodHe MoTipyBaHHS OBEPXHI
3pa3KiB 3MIHCHIOBANIN 3 BUKOPHCTAHHIM ajMa3HOI MacTH,
3€pPHUCTICTH siKkoi Oyia 1/0. [y Toro 11100 BUSIBUTH IpaHHIL
3epeH  BUKOPHCTOBYBAJIM  YHiBepCallbHUI
TPaBHUK, sKui MaB Takui cknan: 17 ma HNO,, 5 mn HF,
78 mn H,0.

MikpocTpykTypy  3pa3KiB  OOCHiKyBamm 3
BUKOPUCTAaHHSIM  CBITIIOBOTO  Mikpockoma MIM 6,
ocHamieHoro nuppoBor ¢potokameporo Pro-MiscroScan,

Zr, wMami

XIMIYHUN

Cepenniii  posmip 3epHa ¢  BH3HAYAIM METOIOM
BHIAAKOBUX CiYHMX [17] 3a manmumw, ski Oynu omepskaHi
[UITXOM ONPAIFOBAHHS CBITIIMH MIKPOCTPYKTYPH CILIABY.

Po3paxyHOK CEpeqHbOro po3mipy 3epHa d , CEpPEIHBOTO
MMO3IOBKHBOTO (IT0 BIHOMICHHIO 1O HAmpsMKY OCi

pO3TATYBaHHS 3paska) po3mipy 3epHa d | Ta CepeHboro
MEPHEeHAMKYIIPHOro (M0 BIJHOIICHHIO 1O HAmpsMy oOci
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Dopmysans 3epeHHOi cmpykmypu ma it 3mina y xo0i Haoniacmuunoi degpopmayii 3paskise cnaagie Al-4, 1
mac.% Cu-0,5 mac.% Zr, 1450 ma 1460, necosanux yupkoHiem ma CKAHOIEM

pO3TAryBaHHsA 3pas3ka) posmipy 3epHa d | 3AIACHIOBAH
3a pmaHuMH, oxepkanumu i3 100 BumiproBanb. Lle
3abe3meymiio mpu noBipdiid BiporigHOCcTi 0,95 BimHOCHY

NOXHUOKY IIPU BH3HAYE€HHI CEPEIHLOTO PO3MIpy 3epHa
He O6inpmry HiX 10%. Benmunny cepeqHp0ro po3mipy 3epHa

d pospaxosyBaiu 3a GOpMyIOIO

d=3ld-d’ (1)

ae d B
napasesibHOMY i HEpPIeHANKYIISIPHOMY JI0 OC1 PO3TSTYBaHHS
3pasKa, BiIMMOBITHO.

Jns MDK3EpEHHHX  TpaHHIb Ha
MMOBEpXHI po0O0Y0i YAaCTHHHU 3pa3KiB MOPSA i3 XIMIYHUM
TPaBJIEHHSIM BHUKOPUCTOBYBaIH Je(opMaliiHui penbed,
skuil yTBOproetsest y xoni HII/l 3a paxyHOK 3miliCHEHHS
3epHorpanu4yHoro npokosiysanus (3I'I1). [ledopmauiiinuii
penbed OTpUMyBanM 3aBISKH BHUKOPHUCTAHHIO TaKOi
MeTtonukd. Ha BiAmonmipoBaHy 3 BUKOPHUCTaHHSAM ajIMa3HOT
MacTH 3epHHCTICTIO 1/0 moBepxHIO poO0YOi YaCTHHU
BUXIJTHUX 3pa3KiB, 00 5 3pa3KiB, sIKi BXKe OYIIH ONepeHbO
HaJIUIACTUYHO TpoaedOpMOBaHi 10 TEBHOTO CTYMEHs
yMOBHOI BiIHOCHOT aedopmanii €, i3 BUKOPUCTaHHSIM
anMaszHoi macTH, 3epHHUCTicTIO 10/7, HaHOCWIIM MapKepHi
PHUCKH, TEPIEHIUKYISIPHO HAMPSAMKY iX PO3TATYBaHHS.
[Ticns HaHEeCEHHS PerepHUX PUCOK 3pa3Ky HAJIIACTUYHO
nepopmyBain Ha 10 — 15% g0 HEOOXiTHOTO CTyIICHS
YMOBHO{ BiTHOCHOT Aiepopmartii abo x 10 3pyHHyBaHHS.

— cepeqHi pO3MipH 3€peH y HalpsMKax,

BUSABIICHHA

PE3VJIBTATH TA IX OBTOBOPEHHS

I3 miTeparypHUX [Kepen BiJOMO IO HPH BHCOKHX
TOMOJIOTIYHHX TeMIIepaTypax 3pa3KH CIUIaBiB THIy Supral
MaroTh MaTpH4Hy MIKpOCTPYKTYpY. Y HiH YaCTHHKH (azu
CuAl, noxanizosaHi
a mucnepcHi yacTunku (asu ZrAl, 3ocepemkeni sk Ha
TPAHULISAX, TAK 1 B cepenuHi (B TUJIi) 3epeH MaTpUIHOI (azu
— TBEPIOTO PO3YHHY Ha OCHOBI amromisiro [1-3, 9,18-20].

QopmyBaHHS  YIBTPAAPiOHO3EPHUCTOI  3€PHOBOI
CTpYKTYypu B 3paskax cmiasy Al-4,1 wmac.% Cu-
0,5 mac.% Zr Oyno 3xmilicHeHe i3 BpaxyBaHHSM JaHHX
npo #oro ¢a3oBuil CcKiaj, HAaBEAECHHX BHINE, 3aBISKU
MMPOXOKEHHIO CTAaTHYHOI peKpucTamizamii 'y Xomi ix
HarpiBaHHA Ha TIOBITPI IO TeMIlepaTypu BUIpoOyBaHBb
T =773 K 31 mBugkictio 12,5 K/xB.

Byno BcraHOBIIEHO 110 00paHi YMOBH IPOXO/DKEHHS
CTaTHMYHOI peKpUCTai3alii He B TOBHIH Mipi 3a0e31euyIoTh
CTBOPEHHS YJIBTPaAPiOHO3EPHUCTOI CTPYKTYPH B 3pa3kax
crtaBy Al-4,1 mac.% Cu-0,5 mac.% Zr (puc.1, a).

CTpyKTypa, 0 yTBOPHIACS ITPH PEKPUCTAITi3aI[i THOMY
BiJIalTi, XapaKTepU3Y€EThCS 3HAYHOKO PI3HO3EPHHCTICTIO
TIpY HasIBHOCTI JISTHOK npoziepopMoBaHoi MaTpuili, y SKii
peKpucTaNizalis me He moJanacs.

Merasnorpadiuni

MEPEBA)KHO Ha TpaHUAX 3€PCH,

NOCHIIKEHH — IIOKasald 110

nmopsin i3 IpiOHMMH 3epHaMH, CEpedHid po3Mip SKUX
cknanae 7 — 10 MKM, y MIKpPOCTPYKTYypl 3pasKiB CIUIaBY
Al-4,1 mac.% Cu-0,5 mac.% Zr (puc.l, a), HarpiTHX 10
temneparypu T = 773 K, € i Oinbimi 3a po3Mipom 3epHa,
cepemHid po3Mip sSKkuUX ckimamae 15 — 20 MrMm. Ade,
SIK BHSBWJIOCH, LIl OOCTaBMHA CYTTEBO HE BIUIMBAE Ha
3[aTHICTh 3epeH B poOoduill 4acTHHI 3paskiB cruiaBy Al-
4,1 mac.% Cu-0,5 mac.% Zr 3mificHIOBaTH iHTEHCHBHE
B3a€MHE TPOKOB3YBaHHSA IO 0araToOKyTOBHX TPaHMILIX
Ha panHiX etamax ix HIIJ. IIpo me, 30xpema, CBiqUnTH
YTBOPEHHSI 3HaYHUX PO3PHUBIB penepHUX pucok (puc.l,
0, B, T) Ha THX JQUITHKax I'paHMIb 3€peH, Ha SKuUX Oyio
sniticHene 3I'TI. Ocraroune ¢opmyBaHHS YIBTpaapiOHUX
3epeH B poOoUiii yacTrHi 3paskiB ciutaBy Al-4,1 mac.% Cu-
0,5 mac.% Zr, sixe 3aBepIIyeThCS HA TIOYATKOBHX eTamnax ix
HITM, BiporigHO 3miCHIOETBCS BHACIIIOK POXOMKEHHS
HerepepBHOI AMHaMiYHO pekpucTanizamii. OpHuM i3
MoOIYHMX CBimM4eHb Npo ii 31iHICHEHHS € YTBOPEHHS Ha
nedopmariitHoMy penbedi BHACHIIOK Mirpamii TpaHHIb
3€pEeH KUIbKOX CXOAMHOK, MapajeibHUX OJIHA OJHIM.

i cxommuku  Oymu noomu3y
MIPUTPAHNYHUX TTOBEPXOHb NESIKHX 3epeH. BcraHOBICHO,
oo B 3pa3kax, HAAIUIACTHYHO IpoIeGOPMOBAHHUX [0
CTymNeHs BiJHOCHOI nedopmarii g, = 100%, 3epHoBa
CTpYKTypa B IX pOOOYMX YacTHHaxX B OCHOBHOMY €
YIBTPaPiOHO3EPHUCTOIO Ta PIBHOBICHOIO.

Byno BcranoBiaeno [8] mo omTWManbHI YMOBHU
nposy edexry CHII 3paskamu crmaBy Al-4,1 mac.% Cu-
0,5 mac.% Zr, siKi MalOTh OIMCAHI BHIIE XapaKTEPUCTHKU
3€pHOBOI  CTPYKTYypH, Yy JOCIIDKEHOMY IHTepBasi
HarpykeHs o, piBHOMY 3,0 + 6,0 MIla, Taki: Temneparypa
T = 773 K, HanpyxenHsa mwiuHy ¢ = 5,0 MIla, cepenns

JIOKaJTi30BaHi

wBHAKICT, icTHHHOT medopmamii &, = 1,5 107%™
MakcumasbHe BiIHOCHE BHAOBXKCHHS N0 3pyHHYBaHHS
O 3paskiB cmaaBy Al-4,1 wmac.% Cu-0,5 mac.% Zr,
HaJIUTACTUYHO NPoaeOopMOBaHUX B X YMOBAX, CKIIAJIae
900%. (puc.2).

Ha puc.3 y mTOpiBHSHHI 3 BHUXIJHUM 3pa3KoOM
cray Al-4,1 wmac.% Cu-0,5 mac.% Zr mnokasaHuii
3pa3ok, mpoxedopmoBaHUi 10 3pyiHyBaHHA Ha 900%
mpu T = 773 K i 6 = 5,0 MIla. Bugno, mo pyiHyBaHHS
3paska cmuaBy Al-4,1 mac.% Cu-0,5 mac.% Zr, sxuii OyB
npoaeopMoOBaHUil B ONTHMAIbHUX YMOBaX JI0 PO3PHBY,
Ha MaKpOCKOIMIYHOMY PiBHI € KBa3iKpUXKHM.

Bowno Bif0ymoch 6e3 momiTHOT ToKati3aliii qedopmartii
y BUDJIAI UK. Lle cBiquuTh Mpo BHCOKY CTAaOiNBHICTH
HAAIDIACTUYHOTO TUIMHY YIBTPaapiOHO3EPHUCTHX 3pa3KiB
cmay Al-4,1 mac.% Cu-0,5 mac.% Zr.

Ha puc.4. HaBeneHi 3aJeKHOCTI 3MiHH CEpEIHBOTO

posmipy 3epHa d , CepemHBOTO MO3IOBKHBOTO (IO
BITHOIICHHIO [0 HAampsAMKy pO3TATYBaHHSA 3pa3ka)
posmipy 3epHa d | Ta CEPEHBOTO MEPICHMKYIIPHOTO
(0 BiJHOLIEHHIO 10 HANPSMKY PO3TATYBaHHS 3pa3Ka)
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B.I1. Ilowoa, A.B. Ilotioa

Puc. 1. XapakTepHi BUINISLAN MIKPOCTPYKTYpH 3paska ciuiasy Al-4,1 mac.% Cu-0,5 mac.% Zr, Harpitoro 10 TeMneparypu
BunpoOyBans T = 773K (a) Ta nedopmartiitnoro penbedy, SKUi yTBOpHUBCS Ha poOOUili MOBEPXHI 3pa3ka LOTO CILIaBY,
HaamiactnyHo npoaedopmosanoro npu T =773 Ki 6 = 5,0 MIla o crynens BigHocHOi nedopmariii g, =100+ 15%
(6, B, r'). HampsiMOK po3TAryBaHHS 3pa3Ka rOpU30HTAIbHHA.

Fig.1. Characteristic views of the microstructure of a sample of the Al-4.1 wt.% Cu-0.5 wt.% Zr alloy heated to the
test temperature T = 773K (a) and the deformation relief that formed on the working surface of the sample of this alloy
superplastically deformed at T = 773K and ¢ = 5.0 MPa to the degree of relative deformation erel = 100 + 15% (b, c,

d). The sample strain direction is horizontal.

posmipy 3epHa d | Bill cTymeHro yMmoOBHOI Jedopmanii
g, i 3paskiB cmiaBy Al-4,1 mac.% Cu-0,5 mac.% Zr,
nponedopmMoBaHUX B onTuMansHHX ymosax HII/: mpu
temneparypi 773K i HanpyxeHHi mmHY 6 = 5,0 MIa.
Ananiz iX XoIy Jae MOXIIUBICTH BCTaHOBHTH
KIHETHKY €BOJIOLIT 3epHOBOi CTpykTypu y xomi HITJ]
3pasKiB JOCIIKCHOTo CIuiaBy. Sk Oyiio MMOKa3aHO BHIIE
[IPU HarpiBaHHI 3pa3KiB LbOrO CIUIABY IO TEeMIeparypu
Burpobysanus 773K 3i mBuaxictio 12,5 K/xB. y HBOMY
3a paxyHOK 3MIMCHEHHS CTaTUYHOI peKpucTaiizaii Oyma
chopMoBaHa Maike OJHOpITHA 3CpHOBAa CTPYKTypa i3

cepenHiM posmipom sepra d =5 mMxm . [Ticns mpukmagaHus
110 3pa3kiB Hanpy»xeHHs B xoi HITJI, cepenniii po3mip 3epHa
d 'y pesymbrari 3ilicHeHHs IMHAMIYHOT pekpucTami3amii
3pocrae mpubmuzHo Ha 1,5 - 2,0 mMxm. Y idTepBami

BIJTHOCHHX CTYIICHIB YMOBHUX Jedopmartiii 3paszka Bix 70

110 480% cepenHiit po3mip 3epHa d y HROMY 3MiHIOETBCS
He3nayHo. Te, 10 cepeHili M0310BKHIH posmip sepHa d I

(puc.4, xpuBa 2) y XoAi HaJAIIaCTUYHOIO IUIMHY 3pa3ka
craBy Al-4,1 mac.% Cu-0,5 mac.% Zr 30imbirye cBoi

po3MipH OLIbIIE, HIX CepenHiil MoNepeyHuil po3Mip 3epHa
d | (puc.4, xpusa 3), BIpOTiZHO TOB’A3aHE 3 PO3BUTKOM
y poOouiii wacTuHi 3pa3kiB BHYTPIIIHHO3EPHOBOTO
JCIIOKaIliifHoTO KoB3aHHA. Ha nedopmarniitnomy penbedi,
10 YTBOPHBCS Y XOJ1 HAAIIACTHYHOI nedopmarii 3pa3kiB
cwtaBy Al-4,1 mac.% Cu-0,5 mac.% Zr Ta iHIINX CIUIaBiB
tuny Supral, 3a MeToJaMu ONTUYHOI MeTanorpadii ciigu
KOB3aHHsI He Oynu BusiBiieHi Hi Hamu [11,14], Hi iHIIUMHK
nocuigaukamu [1-4]. YV mpamsax [2, 18-20] Bracmimox
MIPOBEICHHS  EJIEKTPOHHO-MIKPOCKOIIYHUX JTOCIHIPKEHb
TOHKOI CTPYKTYpH 3pas3KiB cIulaBy THry Supral Oyio
HAJIHHO MIATBEP/DKECHO MO0 B 3€PHAX BiNOYBa€ThCS PyX
BHYTPILIHbO3EPHOBHUX JIUCIIOKALi, SKWH NPUBOIUTH
JI0 CTBOPCHHS HEPIBHOBAXHOTO CTaHy 0araToKyTOBHX
rpanunbs 3epeH. CrocTepekeHe HaMH  BUKPHBICHHS
JeSIKUX penepHuX pUCOK (puc.l, T), sk 3a3HaueHO B [2],
€ CBIIYCHHSIM TOTO, IO BHYTPIIIHHO3EPHOBE KOB3aHHS,
mo 3xiiicHioeTbess y xomi HITJ 3paskiB crutaBy Al-
4,1 mac.% Cu-0,5 mac.% Zr, npuBOIUTH 0 HEOAHOPIAHOT
nedopmaliii J0KaIbHUX MIKPOOO’€MIB 3epEH IHOT'0 CILIARY.
BcranoBneHo, 10 3epHOBA CTPYKTypa B poOodiif yacTuHI
3paska cmaBy Al-4,1 mac.% Cu-0,5 mac.% Zr, axuii OyB
Ha[IUIACTUYHO  IpoaeOopMOBaHMN 10  3pyHHYBaHHS
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o, %t
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]
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MAaKCHUMAaJIbHOT'O

0 2.0

Puc.2.
BUJIOBKCHHS

3aexHIiCTh BITHOCHOTO
3pa3KiB  J0 3pyHHYBaHHAA O Bif
NPUKIIAJAEHOTO HAaIpyXEeHHs G Ui 3pas3KiB CIUIaBy
Al-4,1 wmac.% Cu-0,5 mac.%
nponedopmoBanux npu T = 773K.

Zr, HaIIIaCTUIHO

Fig.2. The dependence of the maximum relative
elongation of samples to failure 6 on the applied
stress o for Al-4.1 wt.% Cu-0.5 wt.% Zr alloy samples
superplastically deformed at T = 773K.

Ha 900%, € ymeTpaapidHoseprucTor0 (d =10 MKM) Ta
PiBHOBiCHOIO.

Byno BcraHOBNIEHO, IO BHUXIOHA MIKPOCTPYKTYpa
MPOMHCIIOBUX  HamiBpaOpuKkaTiB  3pa3KiB
craBy 1450 y cTaHi MOCTaBKH € HEPEKPHUCTAII30BAHOIO 1
Ppi3HO3epHUCTOIO (pHC.5, a).

Y 3epHax € BeJMKa KUIBKICTh CKYI4Y€Hb, SKI
CKJIaaloThCA 3 YAaCTHHOK iHTepMeTaunigHux ¢(a3. Borm
30CeperKeHi sIK

JIMCTOBHUX

Puc.3. 3pa3ku cray Al-4,1 mac.% Cu-0,5 mac.% Zr:
1 - BUXinHMH, HenedopMoBaHHi. 2 - mponehOopMOBaHHUI
1o 3pyinyBauHs Ha 900% npu T=773K 1 6=5,0 MIla.

Fig.3. Samples of alloy Al-4.1 wt.% Cu-0.5 wt.% Zr: 1
- original, undeformed. 2 - deformed to failure by 900%
at T=773K and 6=5.0 MPa.

18

y TUI 3epeH, Tak i Ha TPaHMIIX 3epeH. 3a JaHUMH
npanp [4,21-23], y sSKUX JOCHIKEHO (a30BHH CKIan
craBy 1450, y i#oro 3pa3kax y CTaHi IIOCTaBKH Yy
3aJIe)KHOCTI Bi/I YMOB, y SIKHX BOHH HPOWIIUTN TTOTIEPETHIO
TepMOMEXaHIYHy O0OpOOKy, MOXYTh OyTH
iHTepMerainu, 30aradeni atomamu Fe 1 Si, mucnepcoigu
Al.Zr Ta yactuHky inTepMeTammianux ¢as AlLi, Al Cu,
AlLCuLi, AlCuLi,. Ili a3y 3MIUHIOWOTE MaTPULIO —
TBEpAW PO3UYMH HA OCHOBI aiioMiHil0. BcraHoBiieHO
[4,21-23], mo kpymni wactmnkm ¢as AlCu, Al CulLi,
Al CuLi,, a Takox YacTHHKH (a3, sAKi MicTATH aTomu Fe

BHUSBIIEH]

1 Si, BUIUIMIOTBCS TEPEeBaKHO II0 TPAHUIAX 3€peH, a
nucniepcHi yactunky ¢as Al,Zr, Al,Li, Al,CuLi — sk B Tini,
TaK 1 Ha TPAHMIIIX 36PEH MaTPHII.

Byno BcraHOBJIEHO, IO peKpHUCTaTi3alifHAN Bigma
3pa3kiB cmaBy 1450, mpoBeneHuid Ha TTOBITPI P Pi3HUX
TeMIIepaTypax Ta IIBUIKOCTIX HArPiBAHHS, HE MPUBOAUTD
JI0 PO3BUTKY B HUX CTaTWYHOI pEKpHUCTali3alii, METOIO
skoi € (opMyBaHHS B HHX OJHOPIAHOI JpiOHO3EPHUCTOT
cTpykTypu. YUepes 1ie yabTpaapiOHO3epHHUCTA CTPYKTypa
Oyna copmoBana Oesmocepennro B xoxi HIIJ 3paski
crmaBy 1450 3aBosgkm  3OifiCHEHHIO — HemepepBHOL
JUHAMIYHOI peKpucTamizamii. Bymo BcTaHOBIEHO, IO

—
&)
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Q
<_

300
e 0/o

400

0 100 200

L
500
ym?
Puc.4. 3anexHOCTi 3MiHU cepeiHiX pO3MipiB 3epeH d
(xpusa 1), d” (xpuBa 2) i ch (xpuBa 3), BiJ CTyIEHIO

yMOBHOI Jtedpopmartii g, A 3pa3kiB cmiaBy Al-
4,1 mac.% Cu-0,5 mac.% Zr, npogedopMoBaHuX B
ontuManpHuXx ymoax HIIJ.

Fig.4. Dependencies of changes in the average grain

sizes d (curve 1), d | (curve 2) and d (curve 3) on
the degree of conditional deformation for Al-4.1 wt.%
Cu-0.5 wt.% Zr alloy samples deformed under the
optimal conditions of SPD.
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Puc.5. XapaktepHi BHOM MIKPOCTPYKTYPH CILUIaBy
1450: y 3paskax y craHi HocTaBKHM (a); y 3paskax,
HaJIIVIACTUYHO MpoAeOpPMOBaHUX IIPH TEMIEepaTypi
T ="773K Ta HanpyxeHHi muHy 6 = 3,5 MIla 1o crynens
BiTHOCHOI nedopmartii €, 25% (6), 100% (B), 500%
(r). HatipssmMok po3TsryBaHHs 3pa3ka FOPH30HTABHUMA.

Fig.5. Characteristic types of microstructure of alloy
1450: in samples in the state of delivery (a); in samples
superplastically deformed at temperature T = 773K
and flow stress 6 = 3.5 MPa to the degree of relative
deformation erel 25% (b), 100% (c), 500% (d). The
sample strain direction is horizontal.

Maifke OHOpiZHA MIKPOCTPYKTYpa i3 cepenHiM po3MipoM
sepua d =3+6 MkM (puc.5, 6) CTBOPIOETBCS Yy 3pa3Kax,
sSKi OymM HaAIUTACTUYHO TPpoAedOpPMOBaHI B PEXKHAMI
MOB3y4yoCTi TpH Temreparypax 753, 763, 773, 778K i
o =2,0 + 8,0 MIla o crymneHiB BiiHOCHOT nedopmarrii €0
o cknaaarTs 20-50%. (puc.6, B).

Sx BugHO Ha puc.5 (B) i puc.5 (T) y X0l HOAATIBIINX
eTariB HAAIDIACTUYHOTO IUTHHY CEepenHiil po3mip 3epeH y
3paskax craBy 1450 3pocrae. BecraHoBNIEHO, o y 3pa3kiB
craBy 1450, siki Oynu nponeopMoBaHi 10 3pyHHYBaHHS
B ONTHMAJBHUX yMOBaX, 3¢pHA 30€piraroTh PIBHOBICHY
¢bopmy, a ix cepenHiit po3mip ctaHoBUTh 10 — 15 MKM.

Byno Bcramommeno [12,13], mo onTuMaipHI yMOBU
mposiy epexty CHII 3pazkamu crmaBy 1450, siki MaroTh
OIIMCaHI BHUINE XapaKTEePHCTHKH 3€PHOBOi CTPYKTYpPH,
y JIOCH/UKEHOMY IHTEpBali HalpyXeHb G, pPIBHOMY
2,0 + 8,0 MIla raki: remneparypa T = 773K, HanpyxeHHs
= 3,5 MIla, cepeaHs NIBHIKICTh 1CTHHHOI

£, =3,510"¢c".

BiTHOCHE BHJIOBXCHHS 10 3pYHHYBaHHS O 3pa3KiB CILIaBy
1450, sxi OynM HAAIIIACTUYHO TIPOACPOPMOBAHI [0
3pyiHYyBaHHS B IIUX yMOBax, ckianae 650% (puc.6).

Ha puc.7 y nopiBHSIHHI 3 BUXIJIHUM 3pa3KOM CIUIaBY
1450 moka3aHuii 3pa30K, HAAIUTACTUYHO PoiePOPMOBaHHUN
1o 3pyitnyBanus Ha 650% npu T = 773K i 6 = 3,5 MIla.
Buano, mo #oro pyiiHyBaHHS BigOyBaiock 06e3 MOMITHOT
Jokaiizarii redopmarii y BUTIISI ITAHKH.

S, %

IUIMHY ©

nedopmartii MakcuMmaiabHe

600 [ o

400

200

0 2,0 4.0 6,0
o, Mlla

Puc.6. 3anexHicTb BIJHOCHOTO BHIOBXKEHHS 10

3pydHYBaHHS O BiJ TPHKIAJACHOTO HAMPYKCHHS

6 s 1450,
npozaedopmupoBanux 1o 3pyitnyBanus npu T = 773K.

3pa3KiB  CIUIABY HA/IMTACTUYHO

Fig.6. Dependence of the relative elongation to failure
o on the applied stress ¢ for samples of alloy 1450
superplastically deformed to failure at T = 773K.
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Dopmysans 3epeHHOi cmpykmypu ma it 3mina y xo0i Haoniacmuunoi degpopmayii 3paskise cnaagie Al-4, 1
mac.% Cu-0,5 mac.% Zr, 1450 ma 1460, necosanux yupkoHiem ma CKAHOIEM

Puc.7. 3paskum crmiaByl450: 1 -  BuXigHUH,
HenepopMoBaHuid. 2 -  mpomedopMOBaHHN 110

3pyiayBanHs Ha 650% npu T = 773K i 6 = 3,5 MI]a.

Fig.7. Samples of alloy 1450: 1 - original, undeformed.
2 - deformed to failure by 650% at T = 773K and
o= 3.5 MPa.

VibTpagpiOHO3EpHUCTa  3€pHOBA  CIPYKTypa i3
CepemHIM pO3MIpOM 3epHa =5 MKM Yy JHCTOBUX
HamiBpabpukarax cmiaBy 1460 ©Oyma cdopmoBaHa B
MIPOMUCIIOBUX YMOBaxX BHACHIZOK TEPMOMEXaHI4YHO]
00po0OKu, poBeeHol npu ix BUrotosnexHi. Lle, BiporigHo,
BJIAJIOCSI 3AIHCHUTH 3aBJISIKU HAssBHOCTI Y MIKPOCTPYKTYpi
3paskiB crutaBy 1460 nucnepcrnx uacTuHOK Al Zr, Al Sc Ta

Al,(Se Zr ), fKi, K Gy10 BCTaHOBJIEHO B mparsx [4,8,24],

31aTHI 3a0€3MeYNTH TepMiYHy CTaOUIBHICTh iX 3€pHOBOI
CTPYKTYpU TP BHCOKHX TOMOJIOTIYHHMX TeMIIepaTypax
3aBASKH TOMY IO BOHHU € €(DEKTHBHOIO MEPEUIKOIOI0 [UIs
PYXy TpaHUIIb 3epeH y XOIi X Mirpartii.

XapakTepHuil BHJ BHXITHOI 3€pHOBOI CTPYKTYpH
3paskiB cruraBy 1460 moxazanuii Ha puc.8, a.

Ha puc.8 HaBeneHi xapakTepHi BUAN MIKPOCTPYKTYpH
pobovoi yacTuHHM 3paskiB cruiaBy 1460, HaaIACTHYHO
mporeopMOBaHUX A0 pPyWHYBaHHA TpU  PI3HHUX
TEeMIIepaTypax Ta HamnpyKeHHSIX IUHY. CIil 3a3Ha4nuTH
1o B xoni HIT/I 3paskiB crumaBy 1460 npu ix nedopmyBaHHi
IIpu TeMmeparypax BHUIpoOyBaHb, ski Bumi 773K, komn
TIOYMHAE 3iHCHIOBATUCA KOATyJIslis aucnepcoinis AlZr,
Al,SctaAl,(Sc Zr, )[4, 5, 8, 10, 24], i BoHU BKE Y MOBHi
Mipi HE MOXYTh CTPUMYBAaTH MIrpamil0 0araToKyTOBHX
TpaHUIIb, CepeIHiN po3Mip 3epeH B poOOoUdiif YacTHHI 3pa3KiB
MIOYMHA€E 3pOCTAaTH, OIHAK IEepeBakHa OLIBLIICTH 3€peH,
HEe3Ba)KaloYM Ha BHUCOKI CTYIEHI BIIHOCHOI Jedopmarii
3pasKiB, 3aJIMIIAETHCS pIBHOBICHUMH (pHC.8, B, T).

byno BcranosneHo [12,15] mo onTuManibHi yMOBH
mposiBy epexty CHII 3paskamu crmaBy 1460, siki MaioTh
OIIMCaHI BHUINE XapaKTEPHCTHKH 3CPHOBOi CTPYKTYpPH,
y IOOCHDKCHOMY IHTepBaNi HAINpPYyXeHb O, pPIBHOMY
3,0 + 6,0 MIla ra y intepBani Temneparyp T =753 + 853 K

Puc.8. XapakTtepHi BUAU MIKPOCTPYKTypH ciuaBy 1460: y 3pa3kax y craHi HOCTaBKH (a); y 3paskax,
HaJAIUIACTUYHO TpoehOpPMOBaHUX NpH HarpyskeHHi mHy 6 =4,0 MIlai T =773 K (6); 6 =3,5 MIla, T = 793 K (B);
o =3,5Mlla, T=813 K (8); 6 = 3,5 MIla, T = 823 K (1). HarrpssMok po3TsryBaHHs 3pa3ka rOpU30HTAILHHH.

Fig.8. Characteristic types of microstructure of alloy 1460: in samples in the condition of delivery (a); in samples
superplastically deformed at flow stress 6 = 4.0 MPa and T = 773K (b); 0 = 3.5 MPa, T = 793K (c); 6 = 3.5 MPa,
T=813K (c); 6 =3.5 MPa, T = 823K (d). The sample strain direction is horizontal.
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B.I1. Ilowoa, A.B. Ilotioa

taki: T =793 K, nanpy>xenns umny ¢ = 3,5 MIla, cepeans
WBUJKICTH iCTHHHOT feopmarii (C’Ticm =3,5 1074
MakcumasbHe BiTHOCHE BHIOBKCHHS 3pa3KiB, IO
Oynu HaaIIacTUYHO mpoaedopmMoBaHi B LUX yMOBax,
nopiearoe 1000% (puc.9).
Ha puc.10 y mnopiBHSHHI 3 BHUXIZHUM 3pa3KOM
crtaBy 1460 mokazaHui 3pa3okK, SIKHH OyB HaAIUTACTHYHO

3, %

1000
800
600
400

200

nl 1 ]

I

4,0

o, Mla
Puc.9. 3amexHOCTI BIIHOCHOTO BHIOBXEHHS IO
3pyiiHyBaHHS O BiJ NPHUKIAJICHOTO HANPYXEHHS G JUIs
3pa3kiB crutaBy 1460, HaxmiacTHaHO TpoaehOPMOBAHIX
B pexumi mopsydocti npu Temneparypax T = 753 K
(xpuBa 1), 773 K (xpunBa 2), 793 K (xpusa 3), 8§13 K
(xpuBa 4) u 823 K (xpuBa 5).

Fig.9. The dependences of the relative elongation to
failure & on the applied stress ¢ for samples of alloy
1460 superplastically deformed in the creep mode at
temperatures T = 753K (curve 1), 773K (curve 2), 793K
(curve 3), 813K (curve 4) and 823K (curve 5).

Puc.10. 3pazkm cmmaBy 1460: 1 - BuxigH#id,
Hene)OpMOBaHHH. 2 - HAATUIACTHYHO TPoiehpOPMOBAHHUH
1o 3pyrnyBanHs Ha 1000% mpu T = 793K i 6 = 3,5 MI]a.

Fig.10. Samples of alloy 1460: 1 - original, undeformed.
2 - superplastically deformed to failure by 1000% at
T=793K and ¢ = 3.5 MPa.

nponedopmoBanuii 1o 3pyiiHyBanHs Ha 1000% mpm
T=793Kic=23,5MIla. Buaxo, 1110 HaAIIaCTUYHHUH TTHH
3pas3ka OyB cTabLIbHUM, a Horo pyiHyBaHHS BiOyBajoCh
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Puc.11.
3epHa d (kpuBa 1), a TaKoX CEPEAHBHOTO PO3MIPY
3epHa Yy HampsMKy OCI pO3TATYyBaHHS 3pa3ka d I
(xpuBa 2) 1 cepeqHBOTO pO3MIpy 3€pHa B HaIpsMi,
NEPIICHIUKYIIIPHOMY JI0 OCi PO3TATYBaHHS 3pa3Ka d i
(xpuBa 3) Big Temmneparypu BUIPOOyBaHb JUIS 3pa3KiB

cruiaBy 1460, HammiacTHYHO MpoaehOpMOBaHUX 0
pyHHYBaHHSL.

Fig.11. Dependencies of the change in the average

grain size d (curve 1), as well as the average grain
size in the direction parallel to the strain direction of

the sample d I (curve 2) and the average grain size in

the direction perpendicular to the strain direction d i

(curve 3) on the test temperature for samples of alloy
1460, superplastically deformed to failure.

0e3 moMiTHOI JToKamizamii AeopMariii y BUIIISAL ITHAKH.
[MpoBenenHs MeranorpadiqHUX MOCIHIIKEHb a0
MOXJIUBICTh OJICPKATH CKCICPUMCHTANBHI JaHi MO0
BIUIMBY TEMIICpaTypyd BHUIPOOYBaHb Ha PICT 3EpeH Yy
3paskax cruiaBy 1460. Ha puc.11 mokasaHi 3aJIe)KHOCTI

d, a

CEepeHbOTO PO3MIpY 3€pHa y HANPSIMKY OCI PO3TATYBaHHS

3MiHM CEpEeIHBOTO pO3Mipy 3epHa TaKOX

spaska d | 1 Cepe/HBOrO pO3Mipy 3epHa y HANpsIMKY,
TIepIEH/INKY/IAPHOMY 10 OCi PO3TATYBaHHS 3paska d |,
BiJl TeMIlepaTrypH BHITpoOyBaHb JUIsl 3pa3kiB cruiaBy 1460,
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Dopmysans 3epeHHOi cmpykmypu ma it 3mina y xo0i Haoniacmuunoi degpopmayii 3paskise cnaagie Al-4, 1
mac.% Cu-0,5 mac.% Zr, 1450 ma 1460, necosanux yupkoHiem ma CKAHOIEM

Ha/TUIACTUYHO NPoAe(HOPMOBAHUX IO 3pyHHYBaHHS.

Bugno, mo
Burnpodysanb 10 T = 823 K d 36iibmiyerses y Tpu pasu
y TOpIBHSHHI 13 HOro BUXiXHMM 3HadeHHsSM. HaiOinpin

npyu  30UIBLICHHI  TeMIepaTypu

KpymHUH po3mip 3epHa d ~15 MKM € y 3paskiB, ski
Oyim mponedopmoBani 1o 3pyitHyBanas npu T = 823 K i
6 = 3,5 MIla. Menmii 3nauenns d , d I dL y 3pasKisB,
nponeopMOBaHUX TIPH  TeMIleparypax
MeHmmMX Ta Oimpmmx 3a 823 K, BiporimHo moB’s3aHi 3
TAM, IO TPHBAJICTh iX medopMyBaHHS a, 3HAYUTh, 1

BUIIPOOYBaHb

3€PHOBOI CTPYKTYpPH, OyJia 3HAYHO MEHIIIOK, HIXK Y 3pa3KiB,
nedopmoBanux npu 823 K.

BUCHOBKHA
1. BcranoBmneHo, 110 HASBHICT Y CKJIAJIi IO CITiPKEHIX
amrominieBux cmasiB Al-4,1 mac.% Cu-0,5 mac.% Zr,
1450 Ta 1460 nucmepcHHX YACTHHOK aJFOMIHIIIB
LUPKOHII0 Ta CKaHilo, K e(eKkTHBHUX cTralinizaTopiB
MIKpPOCTPYKTYpH, 3a0e3ledye CTBOPEHHS B iX 3paskax
YABTPAaAPIOHO3EPHUCTOI  CTPYKTYpH, CTaOLIBHOI 11O
orpyOiHHS y X0/li HAAIIACTHIHOTO TUTHHY, IO BiTOyBa€ThCA
IIPY BUCOKHMX T'OMOJIOTTYHHX TeMIIeparypax.
2. ®opmyBaHHS YIBTPaAPiOHO3EPHUCTOI 3EpHOBOI
CTPYKTypH i3 cepemHiM po3MipoM 3epHa d =5 wmxum
y 3paskax cmiaBy Al-4,1 mac.% Cu-0,5 mac.% Zr
3MIMCHIOETBCS  3aBISIKM  TIPOXODKEHHS  CTaTUYHOI
pekpucTamizanii mijg gac iX HarpiBaHHS Ha TOBITpi N0
temrneparypu BunpoOyBanb T = 773 K Ta ocrarouHo
3aBepIIy€eTHCS Ha movyaTkoBuX etamax ix HII/I BHacmimox
3IiCHEHHS HeNlepepBHOI AMHAMITHOI peKpUCTalIi3allii, mo
BiIOyBa€THCS 32 HAIBHOCTI B CKJIAMl CIDIABY JUCICPCHHUX
YacTMHOK aJlfoMiHily uupkoHito ZrAl,. Bcranosneno,
IO 3€pHOBa CTPYKTypa B pOOOYMX YACTHHAX 3pasKiB
criaBy Al-4,1 mac.% Cu-0,5 mac.% Zr, HaAIIaCTHYHO
nponeopMOBaHUX 0 3pyHHYBaHHS Ha COTHI BiICOTKIB,
CIIUCOK BUKOPUCTAHOI JITEPATYPH

1. WM. HoBukos,
MCTAJIJIOB n
Mertamnyprus, M. (1981). 168c.

2. O.A. Kaii0prmeB. CBepXIUTACTHYHOCTH IPOMBIIUIEHHBIX

B.K. TIloprHoii. CBepXIIaCTUYHOCTh

CINIABOB  C  YIABTPAMENIKUM  3€PHOM,

cmtaBoB, Metamtyprus, M. (1984). 264c.

3. Caepxmiactudeckast ()OpMOBKA KOHCTPYKIIMOHHBIX CIIJIABOB
/ Tlon pen. H. Ileitrona, K. lamuibrona: Ilep. ¢ aHr,
Mertanmnyprus, M. (1985). 218c.

4. WH. ®pupmaanep, K.B. Uymcros, A.JL. bBepesuna,
H.U. KonoGHeB. AmoMUHUI-THTHEBBIE CIIaBbl. CTpyKTypa
u cBoiictBa, HaykoBa mymka, Kues. (1992). 192c.

5. AmoMuHneBble CIUIaBBl (COCTaB, CBOWCTBA, TEXHOJOTHS,
npumeHenue). CripaBounuk / B.M., benenkwuii, I A. Kpusos.
Iox o6mieii penaknueit 1.H. ®puansunepa, KOMUHTEX,
K. (2005). 365c.

6. KA. Balasivanandha

Padmanabhan, S. Prabu,

€ ynsTpaapioHoseprucToro (d ~10 MKkM Ta piBHOBiCHOIO.

3. BcraHoBieHO, MmO peKpHCTATI3AMIHHUN BiAmmat
3pa3kiB criaBy 1450, mpoBeneHuiA Ha TTOBITPI P Pi3HUX
TeMIepaTypax, HE TPHBOAMTH N0 (OPMYBaHHA B HHX
OJTHOPITHOI APiIOHO3epHUCTOT CTPYKTypH. I[lokazaHo 1o
Maiike OTHOpiZIHa MIKPOCTPYKTYpa i3 cepenHiM po3MipoM
sepua d =3+6 MKM  CTBOPIOEThCS B HHX 3aBJISKH
3I1iiCHEHHS HellepepBHOT AMHAMIYHOT peKpUCTai3allii, sika
BiIOYyBa€THCSI 32 HASBHOCTI y CKJIAJl CILIABY IUCIICPCHUX
YaCTMHOK aJIOMiHily 1upkonito ZrAl,, y xoni HITJ npu
Temneparypax 753, 763, 773, 778K i Hanpy>KeHHAX TUIHHY
0 =2,0+ 8,0 MIla, no crymneHiB BigHOCHOI Aedopmariii €
mo cxiagarTb 20-50%.

4. BcTaHoBiE€HO, IO B XOAl MOJAIBIIMX €TaIliB
HaJIMJIACTUYHOTO IUIMHY CepelHii po3Mip 3epeH y 3pa3kax
crutapy 1450 3poctae. IlokazaHo, 1Mo y 3pa3kiB IIOTO
cruiaBy, ski Oymu mpomedopMmoBaHi 10 3pyHHYBAaHHS B
ONTUMANTFHIX YMOBaX, 3€pHa 30epiraloT piBHOBICHY
¢dopmy, a ix cepenHii po3mip ctaHoBUTH 10 — 15 MKM.

5.  BcraHoBneno, mo  yabTpaapiOHO3epHHUCTA
3epHOBa CTPYKTypa pOOOYMX YACTHH 3pa3KiB CILIaBy

1460 i3 cepenHiM poO3MipoM 3epHa d =5 vxm , 110
Oyna cdopMoBaHa MiJ Yac BHIOTOBJICHHS JIMCTOBOTO
MIPOMUCIIOBOTO HamiB(aOpHKaTy 3aBIsKM HasBHOCTI Y
iX CKJIaai OUCIEPCHHX YAaCTHHOK AIFOMIHINIB ITUPKOHIIO
Ta CKaHJiIo, 3poctae B xomi ix HII/I, ska 3miicHIOETBCS
B iHTepBami temmeparyp T = 753 + 853 K Ta mpm
HarnpykeHHsX ¢ = 3,0 + 6,0 MIla. ¥ 3paskis, cruiaBy 1460,
mo Oymu mpoaedopMoBaHi a0 3pyiHyBaHHs Ha 1000%
mpu T = 823 K i ¢ = 3,5 MIla, cepenniit po3mip 3epHa

67 ~15 MKM.

KOH®JIIKT IHTEPECIB
ABTOpH TOBIJOMJISIFOTH PO BiACYTHICTH KOH(IIIKTY
iHTEpeCiB.
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Dopmysans 3epeHHOi cmpykmypu ma it 3mina y xo0i Haoniacmuunoi degpopmayii 3paskise cnaagie Al-4, 1
mac.% Cu-0,5 mac.% Zr, 1450 ma 1460, necosanux yupkoHiem ma CKAHOIEM

FORMATION OF GRAIN STRUCTURE AND ITS CHANGE DURING THE
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The article presents the results of research aimed at establishing the mechanisms of formation of ultrafine-grained structure
in samples of Supral Al-4.1 wt.% Cu-0.5 wt.% Zr, 1450 and 1460 alloys, containing dispersed particles of zirconium and scandium
aluminides which are effective stabilizers of the microstructure as well as at establishing the peculiarities of its change during
superplastic deformation. It is established that static recrystallization plays an important role in the formation of ultrafine-grained grain

structure with an average grain size d =5 pm in samples of the alloy Al-4.1 wt.% Cu-0.5 wt.% Zr. It takes place during their heating
in air to the test temperature T = 773 K. Finally, the formation of the grain structure in the samples is completed in the initial stages of
their superplastic flow due to the passage of continuous dynamic recrystallization.

It was found that the grain structure in the working parts of the samples of the alloy Al-4.1 wt.% Cu-0.5 wt.% Zr, superplastically

deformed to fracture by hundreds of percent, is ultrafine-grained ( d ~10 pm) and equiaxed. It is established that recrystallization
annealing of 1450 alloy samples does not lead to the formation of a homogeneous fine-grained structure in them. It is shown that an

almost homogeneous microstructure with an average grain size d =3+6 um is created directly during their superplastic deformation at
temperatures of 753, 763, 773, 778K and flow stresses ¢ = 2,0 , 8,0 MPa to degrees of relative deformation €, amounting to 20-50%,
due to the implementation of continuous dynamic recrystallization. During the subsequent stages of the superplastic flow, the average
grain size increases in the working part of the samples of alloy 1450. It is shown that in the samples of alloy 1450, which were deformed
to failure under the optimal conditions, the grains retain an equiaxed shape, and their average size is 10 — 15 pum. It is established that

the ultrafine-grained grain structure in the working parts of samples of alloy 1460 with an average grain size d =5 pm increases
during their superplastic deformation, which is carried out at temperatures in the range T = 753+853 K and at flow voltages ¢ equal
to 3.0+6.0 MPa. It is shown that in samples of alloy 1460, which were deformed to failure by 1000% at T = 823 K and s = 3,5 MPa,

average grain size d =15 pwm.
Keywords: ultrafine-grained structure, superplastic deformation, static recrystallization, dynamic recrystallization.
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Calcium phosphate coatings were obtained on Ti,AlC, substrate by sol-gel method. Temperature, holding time, chemical
compositions of reactants are discussed. XRD measurements revealed that initial coatings consists of nanoparticles sized 10-50 nm.
Light and scanning electron microscopy (SEM) were applied to study the morphology of the coatings. It have been shown that the
coatings had thickness in an interval 40-100 um and had homogenous structure. It has been established by X-ray phase identification
that the coating after heating at 1000°C during 1 hour contained B-tricalcium phosphate (3-TCP).

HesBakaroum Ha BHCOKI MeXaHiIYHI XapaKTEPHCTHUKH (TBEPHiCTh, KOMIIPECiiHa MIIHICTB), Kanbliii-hocdaTHi Kepamiku
MEPEeBaKHO BUKOPUCTOBYIOTHCSI B OPTOIEAIl Ta CTOMATOJIOTI] MEPEBAKHO SK HAIIOBHIOBAYl JE(EKTiB KiCTOK, YTBOPEHUX BHACIIIOK
TpaBM, 371aMiB ab0 3aXBOpIOBaHb. BHCOKa KPUXKICTh Ta HU3bKA TPILIMHOCTIHKICTH KajbLii-pocaTHux OiomaTepianiB, HaXKaib, HE
JIO3BOJISIIOTH BUKOPHUCTOBYBATH iX IS 3aMIlLIEHHsI KiCTOK SIKi MAalOTh BUCOKI MeXaHIUHI HaBaHTa)XeHHs! (HANpHKJIIa]] 3aMiHa BIABICHHX
3y0iB, omeparii Ha Ta30CTErHOBOMY Cyrio0i). s BHUpILIEHHsS TakuX 3aBAaHb BHKOPHCTOBYIOTH MeTaieBi imiutantd. Cepen HHX
HaAMOLTBIIOTO 3acTOCYBaHHS HAOyNMW CIDIaBA Ha OCHOBI Ti depe3 HOro BHCOKI MEXaHIYHI XapaKTEPUCTUKH, 010CYMiCHICTh, BHCOKY
KOpO3iliHy cTifikicTh. OCTaHHIM YacoM B JiTeparypi 3 ’SBHINCH NaHi Ipo 3actocyBaHHI MAX (a3 s MEIWYHUX MarepiaiiB.
IIpoBeneHo TOCITIKEHHS MOKIIMBOCTI YIIIILHEHHS KEPAMiKH IiIPOKCHIIATIATUTY 3aBISAKH CTBOPEHHIO KOMIIO3UTY Ha ocHoBi Ti,SiC,.

B mamiii poGoti Bnepmie orpumaHo Kaiblii-pocarni nokpurra ma Ti,AlC, minkmamui metomom 3oib-reno. Jlocnimxeno
BIUIMB XIMIYHOTO CKIIaJy PCaKTHBiB, 4acy HAHECEHHs IOKPHUTTS, TEMIEPaTypH CHHTE3y Ha CKJIaJ] Ta CTPYKTYypy MOKPHTTIB.
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Composition and structure of calcium-phosphate coatings on Ti AIC, produced by sol-gel synthesis

PeHTreHOCTPpYKTYpPHHMH JOCII/KEHHSMH TT0Ka3aHO, IO TOKPHUTTS CKJIAJAIOThCS 3 4acTMHOK po3Mipamu 0.1-1 mMxM. OCHOBHHMH
Kanblif-pocParnumu pazamu, 3 skux ckIanawthes nokpurts € CaHPO, ta B-Ca,(PO,),. Beranosneno mio TomuHa Ta (pasoBuii
CKJIaJl TIOKPHUTTIB 3aJieKaTh BiJ] 4acy HAaHECCHHS MOKPHUTTS y Kalbliii-pocdaTHOMY po3uuHi. BCTaHOBIEHO ONTHMAaNbHI YMOBU

(hopMyBaHHS MTOKPUTTIB.

Keywords: calcium phosphates, coating, MAX phases, Ti AIC,, phase composition.

Incites: Sokol K.1., VovkR.V., RokhmistrovD.V., Boyko Yu.l., GevorkyanE.S., SherbanD. I., Petrushenko S.1. Composition andstructure of
calcium-phosphate coatings on Ti,AIC, produced by sol-gel synthesis. The Journal of V.N. Karazin Kharkiv National University. Series
“Physics”, Iss. 36, 2022; 25-30. https://doi.org/10.26565/2222-5617-2022-36-03

INTRODUCTION

Calcium phosphate (CP) materials are widely used in
medical practice as biomaterials [1-4]. They have excellent
bioactivity and biocompability [5-6]. The bulk CP materials
are produced in form of pelts, granules, cylinders, samples
of rectangular and spherical shapes by sintering of ceramics
at temperatures 1000-1300°C [7-9]. These materials have
high hardness, compressive strength. In the same time,
sintered CP exhibit high brittleness and low fracture
toughness (resistance to crack propagation) [10]. The last
circumstance limits the areas of sintered CP application in
medicine by the sides in hard tissues and tooth which have
low mechanical loads [11]. The use of implants subjected
by high mechanical loads requires applications of metal
and alloys. In this connection Ti alloys such as Ti-6Al-
4V are the most common metal implants for orthopedic
and dental applications [12]. These materials have high
mechanical characteristics and are biocompatible with hard
tissues and body liquids. They are often covered by CP
coatings for good fixation with bones [13]. Recently MAX
phases were applied for biomaterials production [14-16].
MAX phases have excellent mechanical properties, wear
and high temperature resistance [17]. From the majority
of MAX phase structures the study were performed for
hydroxyapatite (HA) reinforcement by Ti,SiC, [18-19].
However the studies of CP coatings on the MAX phase used
as a substrate haven’t been published yet in the literature.

The aim of this work was to study the structure and
composition of calcium phosphate coatings on Ti,AlC,
produced by sol-gel synthesis.

EXPERIMENTAL PROCEDURE

Ti,AIC, samples were produced from TiC and Al
powders at 1350°C and the pressure 10MPa applied for
10 min [20]. Calcium phosphate coatings were covered
on Ti,AIC, substrates by sol-gel synthesis [21]. The
mother solution were prepared by mixing Ca(NO,),
and (NH,),HPO, in quantities necessary to obtain Ca/P
ratio equals 1.67, which corresponds the stoichiometric
composition of HA [22]. pH of the solution was maintained
at value of 10 by addition NH,OH. The process of CP
covering was performed in the bath with CP solution at
19°C. Ti,AlC, samples had rectangular shape with sizes
6mm in with and 4 mm height. The samples were placed
in the bath for 3 h, 24 h and 72 h. After the covering the
samples were extracted from the CP solutions and were

dried at 60°C during 3 days. The microstructure of the CP
coatings was studied by light microscopy MBS-9. The phase
composition of the CP coating was investigated by XRD
analysis. For this purposes the samples were annealed at
1000°C for 1 h at air atmosphere. The XRD spectra from the
samples were recorded by means DRON-2.0 diffractometer
in Cu Ka radiation with U=30kV, [=10mA in 26 range: 25
— 55°. The X-ray phase identification of the samples was
made by comparison of XRD spectra of samples with the
XRD standard data from PDF-2 database ICDD [23]. The
microstructure of the samples after heating studied by SEM
VEGA 3TESCAM. The elemental analysis of the samples
was checked by EDX analysis in the same device.

Table 1

Element Analysis of coatings obtained after
3 h deposition in calcium phosphate solution
calculated from EDX data

. Mass Atomic
Atomic Error,
Element concentration, | concentration,
number %
wt. % at. %
Carbon 6 2,20 4,33 0,50
Oxygen 8 42,35 62,52 5,26
Aluminum 13 7,45 6,52 0,40
Phosphorus 15 6,13 4,67 0,27
Calcium 20 13,58 8,00 0,42
Titanium 22 28,30 13,96 0,80
Table 2

Element Analysis of coatings obtained after
24 h deposition in calcium phosphate solution

calculated from EDX data
. Mass Atomic
Atomic . .
Element concentration, | concentration, | Error, %
number
wt. % at. %

Oxygen 8 4415 63,45 5,57
Aluminum 13 8,18 6,97 0,45
Phosphorus 15 8,89 6,60 0,40

Calcium 20 17,11 9,81 0,54

Titanium 22 11,53 5,54 0,35
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Fig. 1. Light microscopy of the coating on Ti,AlC,
substrate after 3h (a), 24 h (b) and 72 h (¢) deposition
in calcium phosphate solution.

RESULTS AND DISCUSSION
Microstructure of the coatings after different time
of soaking in CP solution has been shown on Fig.1. The
coating which was formed during 3 h in the solution
(Fig.1a) consists of individual particles sizes up to 100 pm.
The increase of induction time of Ti,AlIC, substrate in the
CP solution up to 24 h led to the formation of homogeneous
coating (Fig.1b) with thickness about 50-100 pm. Further
increase of the covering time on the Ti,AlIC, substrate has
an opposite effect (Fig.1c). After the holding of Ti,AlC,
substrate in the CP solution 3 days the coating becomes
thick and begins exfoliate from the substrate. In order to
study the phase composition of the coatings the samples
were annealed at 10000C during 1 h in air atmosphere. The
XRD patterns of the samples recorded after annealing have
been shown on Fig. 2. The coating covered formed after 4
h in the CP solution (Fig. 2) contain four phase: Ca,P,0O,
(PDF Ne 41-0489), Ti,AlC, (PDF Ne 52-0875) and TiO,
(PDF Ne 21-1272). The occurrence of Ca,P,0, related to
the formation of CaHPO, in the initial coating which than
transform to Ca,P,O. at high temperature in accordance to
the reaction:
2CaHPO,—~Ca,P,0.+H,0 1)
Appearance of TiO, in the samples takes place due to
Ti oxidation at annealing. Increase of time of the coating
formation in the CP solution has results in rise of Ca/P
ratio of the coating. The XRD pattern of the sample after
24 h holding in the CP solution (Fig. 2) have shown five
phase: Ca,P,O, (PDF Ne 41-0489), B-Ca,(PO,), (PDF
Ne 9-0169), Ti,AlC, (PDF Ne 52-0875) and TiO, (PDF
Ne 21-1272). This tendency indicates that Ca/P ratio of
the coating rises from 1 (CaHPO,) to 1.5(B-Ca,(PO,),)
with increase of time of holding the samples in the CP
solution from 4 h to 24 h. These data are in good agreement
with the results of elemental analysis obtained by EDX
(table 1, 2). The Ca/P ratios of the coating after holding
the sample in the CP solution during 3 h (Table 1) gives
value about 1.48 which corresponds to CaHPO, which has
this ratio equals 1.0. The Ca/P ratios of the coating after

Fig. 2. XRD patterns of the coatings on Ti,AlC,
substrates after 3h and 24 h deposition in calcium
phosphate solution.
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Fig. 3. SEM of the coating on Ti3AIC2 substrates
after 24 h deposition in calcium phosphate solution.
Magnification corresponds the bar scale 100 um (a),
20 pm (b) and 5 pm (c).

holding the sample in the CP solution during 24 h (Table 1)
gives value about 1.71 which corresponds to the presence
of CaHPO, B-Ca,(PO,), which has this ratio equals 1.5.
The microstructure of the coating after holding in the CP
solution 24 h and further annealing at 1000°C have shown
on Fig. 3. It can be seen that coating contains cracks and
have porous structure (micro- and nanopores). The sizes
of particles after annealing of the coating varies from 0.1

to 1 um. Considering the bioactivity and biocompability
of the obtained coating the presence of both CP phases
(B-TCP and CaHPO*) are satisfactory results because these
compounds have bioactive properties, widely used for
production of CP cements and bioceramics. The further
study are necessary for change the phase composition of
the coatings to biphasic system: HA/ B-TCP .

CONCLUSIONS

For the first time calcium phosphate coatings were
produced on Ti,AlC, substrates by sol-gel method.

It has been shown that the phase composition of the
coating depends on the time of holding of the samples in
the calcium phosphate solution. The phase composition of
the coating changes from CaHPO, after 3 h of holding in
the solution to B-Ca,(PO,), after 24 h.

The time of holding of the samples in the calcium
phosphate solution effects on the thickness of the coating.
It has been established that the optimal condition is 24 h of
coating formation in the calcium phosphate solution.

The coatings have porous structure which should
promote the formation of tight contacts between metal
implants and bones.
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Kansuiii-pocharni Matepiany npoTarom 6araThox poKis MIUPOKO BUKOPUCTOBYIOTHCS B MEIMUHil IIPaKTUIi. [XHiMI 0CHOBHUMH
MepeBaraMy € BUCOKa Oi0aKTHUBHICTh Ta IHTETpaIlisl 3 TBEPIUMH TKAaHWMHAMH JEOAWHU Ta TBapuH. Kanbmiii-hocdarni Giomarepianu
BUTOTOBJISIIOTH Y BUIVISAL ITIIBHOI KepaMiky pi3HOI opMu Ta po3MipiB, IIEMEHTIB, HOPOIIKIB Ta TOJIKOIOAIOHAX KPHUCTANTIB («BYCa»).
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Composition and structure of calcium-phosphate coatings on Ti AIC, produced by sol-gel synthesis

HesBaxcatoun Ha BHCOKI MEXaHIYHI XapaKTEPUCTUKH (TBEPAICTh, KOMIpeCciiHa MIIHICTh), KanbLii-(pocharHi KepaMiki HepeBaKHO
BHKOPHCTOBYIOTHCSI B OPTOIIE/IIT T4 CTOMATOJIOTI] IIepeBakHO SIK HAITOBHIOBAdil Je(eKTiB KiCTOK, yTBOPEHUX BHACIIJIOK TPAaBM, 37aMiB
a00 3axBOpIOBaHb. BUcOKa KPHUXKICTh Ta HHU3bKa TPIIMHOCTIMKICTh Kanblil-pocdarHux OiomarepianiB, Haxkajlb, HE JTO3BOJIOTH
BHKOPHCTOBYBAaTH IX IJIS 3aMIIICHHS KICTOK SKi MAarOTh BHCOKI MEXaHiYHI HaBaHTaKCHHS (HANpHUKIAL 3aMiHa BIABICHHUX 3YOiB,
ormepalii Ha Ta30CTETHOBOMY CyIy1001). [/ BUpillIeHHS TaKUX 3aBIaHb BUKOPUCTOBYIOTh MeTajieBi iMmtanTu. Cepel HUX HAHO1IbIIOTO
3acToCyBaHHs HaOyaM cIutaBu Ha 0cHOBI Ti uepes Horo BUCOKI MexaHiuHi XapaKTepUCTHKH, 010CyMiCHICTh, BUCOKY KOPO3iHHY CTIHKICTB.
OcTtaHHIM YacoM B JiTeparypi 3’sBHINCH JaHi Ipo 3actocyBanHs MAX a3 s meanunux marepianiB. IIpoBeneHo HOCIIDKEHHS
MOKJMBOCTI yIIITbHEHHS KEPAMIKH TiI[POKCHJIANIATATY 3aBISIKH CTBOPEHHIO KOMIO3UTY Ha ocHOBi Ti,SiC,.

B mamiii poGoti Bmepmie orpumaHo Kanblii-pocarni mokpurts Ha Ti,AlC, minkmammi metomom 3omb-remto. Jlocmimkeno
BIUIMB XIMIYHOTO CKJIaJy PEaKTUBIB, 4acy HAaHECEHHsS IOKPHUTTS, TEMIEpaTypd CHHTE3y Ha CKJIaJ Ta CTPYKTYypy NOKPHUTTIB.
PeHTreHOCTPYKTYpHUMH JOCHIIKEHHSAMH MOKa3aHO, L0 MOKPUTTA CKJIAAAlOThCcA 3 4acTHHOK posmipamu 0.1-1 mMxM. OCHOBHHMH
Kanblik-pocharaumu dazamu, 3 axux cknanaroTbes nokpurts € CaHPO, ta B-Ca,(PO,),. BeranopneHo 1o ToBimHa Ta (pasouit
CKJIQJl TOKPHTTIB 3aJeXaThb BiJl Yacy HAHECEHHS HOKPUTTS Yy Kanblil-pocdarHoMy po3umHi. BeraHoBieHo onTuMmaibHi yMOBH
(opMyBaHHS HOKPUTTIB.

Knrouogi cnosa: xanvyiti pocpamu, noxpumms, Ti AIC,, ¢asosuii ckrao.
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Y po6oTi po3mISTHYTO MOKIIMBICTh MOMIMIIEHHAS (QYHKIIIOHAIBHIX XapaKTEPHCTHK (CBITIOBOTO BUXOAY Ta PiBHS MICISACBIYCHHS)
KOMITO3UIIIHHAX CIMHTHJIATOPIB Ha OCHOBi CHHTE30BAHOTO 3a TBEPAO(A3HOI peakuicio Mikponopomky ZnWO, Metomom
reTepoBaICHTHOrO JerysanHs. Jlo cymimi Buximuux okcuais ZnO ta WO, nomasamu LiNO,, Li,SO,, Cs,SO,, Rb,SO, y ximbkocrti 0,003
Mac. %. Cunre3 npoBoxuin Ha moBitpi 3a 950 °C npotsrom 30 roaus. JocmimkeHHs: MOPQOIIOTii 0JiepyKaHUX TOPOIIKIB HPOBOAWIN
METOIOM cKaHyrodoi enekTpoHHoi Mikpockomii (CEM). ITokaszaHno, mo Ha po3Mip 3epeH CHHTE30BaHMX ITOPOIIKIB OLITBIIOI0 MipoIo
BIUIMBA€ PO3MIp KaTiOHa, KWl 3aMilye Zn*, HiX HasBHICT MiHEpali3artopy 3 HU3BKOK TEMIICPATYpOIO IUIaBiIeHHs. JocmimKeHi
aHiOHH He BIUTMBAIOTh HA IPOIIEC CHHTE3Y: TaK IIpH AofaaBaHHi ZnSO, po3Mip OlepKaHUX 3€PEH MOAIOHMH 10 HOMIHAIBHO YHCTOTO
cunresosanoro ZnWO,. TTpu nerysanni Li*, axuit € MeHImM Bif Zn*' Ha 20%, He 3aleXHO Bil aHIOHHOT CKIa10BO1, cepenHiit po3mip
3epHa 30ibIyeThest y 4 pasu. [pu neryBanni Rb™ ta Cs™, siki maibke BaBiui Ginblue Bin Zn*, crioctepiraethesi 3pOCTaHHS 3epeH Y
20 pa3iB, 1110 TOBOPUTH TIPO 3HAYHE PO3IMYLICHHS KPUCTAJYHOI I'PATKU yTBOPEHUMH HYJIBMEPHUMH JiepeKTaMu, 10 CIPHSE Kpariit
mu¢y3ii peareHTIB Ta NPUCKOPEHHIO ITIPOIeCy CHHTEe3y. JloCHimKeHHsS pPEeHTICHOJIOMIHECIEHIi MoKa3ajio IMOAiOHICTh CIIEKTPIB
cuHTe30Banux nopomkis ZnWO,:Me" o ciektpy MoHokpucTana ZnWO,, o BilIMOBiae CBiYEHHIO aBTONIOKATi30BAHOTO EKCUTOHA Ha
OKCi1aHIOHHOM KOMILJIEKCL WO:: [HTEHCHUBHICTP MOJIOC 3pOCTAE BiANOBIAHO 10 301IBIICHHS KaTiOHHOTO PaiyCy JIETYFOYO1 JOMIIIKH:
Li* — Rb" — Cs". MakcumanbHa iHTEHCHBHICTh PEHTIEHOMIOMMHECHEHIIIT crocTepiraeTbes s Mikponopomky ZnWO,:Cs”, sxa
BJBiYi TEpEeBMIIyE iHTCHCHBHICTh HeleroBaHoro Mmikpornopomka ZnWO,. Ile 0OyMOBIIOETBCS JOCTaTHBO BHUCOKHM CTyIHEHEM
nedopmartii cTpykrypu HeHTpy ceivenns WO %, BILUIMBalouM THM CaMHM Ha IIOMiHECHEHTHI BJIaCTUBOCTI Marepiany. Kommosuuiini
3pa3KH Ha OCHOBI CHHTE30BAaHMX IOPOIIKIB BUTOTOBSIM 3 BHKOPHCTAHHAM B SKOCTI 3B’SI3yIO4OTO ONTHYHOTO CHHTETHYHOTO
xayuyky CKTH B xinbkocti 50 mac.%. Pe3ynsraty BUMIpIOBaHHS BIJHOCHOTO CBITJIOBOTO BHXOY KOMIO3HIIHHHMX CIMHTIISITOPIB
Ha 0CcHOBI ZnWO,:Me" KOpenmoIoTh 3 pe3yIbTaTaMi BUMipIOBaHb iHTEHCHBHOCTI PEHTTE€HOMIOMIHECIIEHIII] CHHTE30BaHMX MOPOIIKiB
1 3poCTaloTh 31 30UIBIIEHHAM pajiiyca Jerylouoro kariona. BumipioBaHHs piBHS MiCISCBIYEHHS MOKA3alI0, IO 3aCTOCYBaHHS METOMY
reTepOBaJICHTHOIO JICTYBaHHs, a came Me', € Ti€BUM LUISIXOM MOKpPAIIeHHS CUMHTHIIALIHUX MapaMeTpiB KPUCTaTiYHUX MaTepialis.
Komnosumiini cuuntunstopy Ha ocHoi ZnWO,:Cs* Ta ZnWO,:Rb* 1eMOHCTpYIOTh 3HaY€HHs CBITJIOBOTO BUXOAY Ta MiCIACBI9EHHs
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Komnosuyitini cyunmunamopu na ocnosi mikponopowixie ZnWo,:Me*, ompumanux memooom
meepoogasznoeo cunmesy

Ha PiBHi KOMIIO3MTY 3 PO3MENEHOro MOHOKpHcTany ZnWO,, Ta He Tipiue MOHOKpHCTaiyHoro 3paska ZnWO,. OTpumaHi Matepiany e
MIePCIICKTUBHUMH JUIS 3aCTOCYBAaHHS B CHUHTHIALIIHHUX JETEKTOpax KOMI I0TepHOi ToMorpadii ta nmpuctpois g poBoi pagiorpadii.

Knrwwuoei cnosa: ZnWO4, ZnWO4.'Me*, c8imaoBull uUXi0, NICAACEIUEHHS, KOMROZUYIUHUL CYUHMUTAMOD, CUHME3

penmeenoniominecyenyia Znwo,.

nwo »
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BCTYII

Bonbdpamar nuaky (ZnWO,) —Bigomuii epekrupnmit
TMOMiHOGDOp Ta CHUHTWIATOP, CHUHTHIIALIHI BIaCTHBOCTI
SIKOTO HEOTHOPa30BO JAoCHipKyBanucs [1-5]. ZnWO4 €
MIEPCIIEKTUBHAM MaTepiajloM Al 3aMiHM TOKCHYHOTO
BonbQpamary kaamito (CdWO,) 3apaskm yHiKalbHil
CYKYITHOCTI BEJINKI
(7,84 r/cM®) Ta epEeKTUBHOrO ATOMHOIO
HOMepa (61), Mana paxmiamniiiHa TOBKHHA, a TAKOXK ONHM3BKI
0 TapaMmeTpiB BoIb(ppaMary KaaMif0 CIMHTHIALINAHI
ZnWO,
MOXYTb 3aCTOCOBYBATHCH y JIETEKTOPaX PEHTI€HIBCHKOTO,
raMmMa- Ta HEWTPOHHOTO BHIIPOMIHIOBAHHS JUIl CHCTEM
Oe3mekn Ta HEPyHHIBHOTO KOHTpoiw. Ha choromi
PpO3p0o0IeHO TEXHOIOTIYHI METOIU BUPOIITYBaHHS 00’ €eMHHIX

CBOiX BJIACTUBOCTCH: 3HAUYCHHA

IJIBHOCTI

BrnactuBocTi [6]. CHUHTWIATOPH HA OCHOBI

MoHOKpucTanis ZnWO » IOCIIKEHO JIFOMIHECIIEHIIIO Ta
CIMHTHWJIALINHI BIACTHUBOCTI MaTepially 3 ypaxyBaHHIM
HOro BHUCOKOT 3[JATHOCTI  10HI3YIOUOTO
BUIIPOMIHIOBaHHS Ta CIUHTWIALINHOI e(peKTUBHOCTI [7-
10]. Ocrannim wacom ZnWO, cTaB MPEAMETOM IMHPOKHUX
JIOCTi/DKeHb, CIPSIMOBaHUX HAa ONTHMI3alilo
CIMHTIILIRHIX XapakTepucTuk [11-16].
HemonaBHo mouaBcst pO3BUTOK HOBOTO HAMPSMKY
CIMHTWIALITHOTO Marepialo3HaBCTBa — PO3poOKa
KOMITO3MLIIHHUX MarepiaiiB, sKIi MOXYTb 3 YCIIIXOM

MONIMHAIOYO1

Horo

KOHKYpYyBaTH 3 MOHOKPHCTaJllaMH Y HHM3ILI TEXHIYHUX
ramy3ei, HanmpukiIang, nudpoBoi pamiorpadii Ta iHINX,
Jie 3aCTOCOBYIOTHCSI CHMHTWIIALIIIHI €IeMEHTH HEBEIHUKOi
toBumHu  [17, 18]. CLIMHTWIATOP
SIBISIE COOOI0 TETEPOTeHHY CTPYKTYpY, IO CKIIAIA€ThCS
3 JIMCIIEPCHOTO HANOBHIOBa4a Ta OINTHYHO-IIPO30POrO
CEpeIOBUINA, HAPUKIIAA ONTHYHUX HomiMepi. Ilnsgxom
orrruMizarii
TaKAX MaTepialliB MOXHAa KepyBaTH (QYHKIIOHATHHUMHU
XapaKTepUCTUKaMH TOTOBOTO Hpoaykry. Jlo Toro i
TEXHOJIOTISI OTPUMAaHHS KOMITO3HMILIHHUX CLHUHTHISTOPIB

Kommnosumiiinuit

TEXHOJIOTIYHUX MapaMeTpiB BUTOTOBICHHS

€ OUTBII NMPOCTOI0 Ta MEHII BHTPAaTHOIO y TOPIBHSHHI 3
BHPOIIYBAHHAM MOHOKPHCTAJIIB Ta BUTOTOBJICHHSAM 3 HUX
CIMHTIIALIRHIX eneMeHTiB. OKpiM IIbOT0 KOMITO3HUITiHHI
CUMHTHJIATOPH MAalOTh HHU3KY IepeBar nepei 00’€MHUMHU
BiJICYTHICTh  OOMEXEHB
JHITHAX pO3MIPIiB, BUCOKY OHOPIIHICTS CIIMHTHIIALIHHIX
napamMeTpiB, IO BHUKIIOUAE HEOOXIMHICTh MIKCEIIOBAHHS

MOHOKpHCTaJIaMHU, 30KpcMa

KOMITO3UIIHHOTO CHUHTHISITOPY JUIs OaraToKaHaJIbHUX
(DOTONIETEKTYIOUHX MPHUCTPOIB.

Ha crporopHilHii JeHb iCHY€ BeNMKa KUIBKICTh
KOMIIO3UIIIHHUX Ta TIOPUIHUX CIUHTHIISITOPIB, B SIKOCTI
JMCIIEPCHOTO  JIIOMIHECLIEHTHOTO ~ HAIlOBHIOBaya  SKUX
BUKOPHCTOBYIOTBCSl SIK CHHTE30BaHI HAaHONOPOIIKH [19,
20] Tak i MIKpOIIOPOIIKH, OTPUMaHi METOIOM PO3MEIy
CIMHTWIANIAHNX KpuctamiB [21]. Taki CHMHTHIATOPH
MOXYTh OyTH  3aCTOCOBaHI y MPHCTPOAX UH(PPOBOT
paniorpadii  [22], [23], mnsa
cucTeM peecTpamii HeHTpoHiB [24-26], IA pO3AUICHHS
Ta peecTpamii o-9acTHHOK Ta Y-KBaHTIB [27], Ta HaBiTh
PO3IiSICHHS Y - IPOMEHIB Ta MIBUAKUX HEUTpOHiB [28].

[lepcrieKTHBHICTS  ILIIBKOBOTO
ocHOBi Mikponopomky ZnWO,, OTPMMaHOTO METOLOM
pO3Melly MOHOKpHCTaly Oyjia MNpOJEMOHCTpOBaHA Yy
poborax [29, 30]. OxHak Taki KOMIO3HUIIHI CHUHTHIISITOPU
MaroTh BaroMMii HEJIONiK — BUCOKA BapTiCTb HAIIOBHIOBAYa
(po3MeNIeHOT0 MOHOKPHCTaly), [0 € CTPUMYIOYHM
(akropoM iX IIMPOKOTO 3acTOCyBaHHS. Tomy moOCTae

MEIWYHOI  Bizyauizartii

CHUHTWIATOPY Ha

MUTaHHS PO3POOKH METOAa OTPUMAaHHS CLUHTHIISLIHHUX
MiKpo- 4u HaHonopouikis ZnWO, 6e3 BHpOIIyBaHHS Ta
MOAAJBLIOTO PO3MEITY MOHOKPHCTAIIB.

Y poborax [31, 32] moka3aHa TEPCIEKTUBHICTH
BUKOPUCTAHHS ~ aJbTEPHATHBHOIO  PO3MEIy  CIOCOOyY
OTpHMaHHs Mikpopo3MipHoronopomky ZnWO,. Csitnosuit
BHXi/l KOMIIO3UTY, Ha 0CHOBI ZnWO,, 01epKaHoro MeTo0M
TBepAo(a3HOro CHHTE3y 3 JOJaBaHHSIM MiHepalizaropa
(0,1 mac. % LiNO,), € Ha piBHi KOMIIO3HUTY 3 PO3MEJIEHOTO
MOHOKpHcTary (Tadm. 1). OgHak 3a piBHEM MiCISACBIYCHHS
e Marepiaj TOCTYNAEThCS €TaJOHy Maibke y 3 pasw,
TOMY METO/INKA OTPHMAaHHS IIOPOLIKY IMOTPeOy€e TOPOOKH.

OnHUM cepell HaWNOMIMPEHINX METO/IB KepyBaHHs
GI3MYHMMH Ta ONTHYHUMH BIIACTHBOCTSIMH MaTepiany €
i30- 9K TeTepoBaJIeHTHE JIeTyBaHHSA. J[JI1 MOHOKpPHCTAIIB
ZnWO, panime Oyno NOKa3aHO TIO3HUTHBHHHA €(EKT
BiJI JomaBaHHS Me, O ta ZnF, no cupoBuHHOI cyMitri
— crocTepiranocst MiJBUIIEHHS CBITJIOBOTO BHXONY,
MOKpAILICHHS. 3HA4YCHHS EHEPreTUYHOro pO3IUICHHS Ta
[33]. V pobori [34] moka3aHa
3aJIEKHICTE ONTHYHUX BJIIACTUBOCTEN BiJ IOMIIIKOBOTO
CKJIJly MOHOKPHCTAITY: TaKi I’ ITUBAJICHTHI 10HH siK Sb’*,
Nb** Ta Ta’* a6o Fe** yTBOpIOIOTh APpH TOUKOBHX Ne(EKTiB

PIBHSI MIiCJISICBIYEHHS
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3 KOMIICHCOBAaHHM 3apsjoM, CHPHUSIOYM 3MEHIICHHIO
LEHTPIB 3a0apBIEeHHS.

VY HanpsMKy CHHTE3y Mikponopomkie ZnWO, Ta
MTOKpAIIeHHS X (QYHKIIOHAJHHUX BIACTHBOCTEH € Oarato
poOiT, y SIKUX MOCIHiIKYBaBCs BIUIMB JICTYIOUOI JOMIIIKA
Ha (QoTomoMiHecHeHIito. Tak, Hampukian, aBTopu [35]
, F-, 1 CI" i3 coneii
AMOHIO JT0 MAaTPHIII IPU3BOAUTH 10 iICTOTHOTO 301IbIIICHHS
IHTEHCUBHOCT] BJIACHOTO OJIAKUTHOTO BHUIPOMIHIOBAHHS
B ZnWO4. Takox BiZOMO, IO JIETYBaHHSA ZnWO4
ionamu Ca?" Moxe 30UIBIIMTH BUXiA CUHUHTUIALIAHOIO
cBimia 3paskiB [36]. Y Bumaaky [omaBaHHS JIY)KHHX
METAJTiB o0 CHOUTBHE JICTYBaHHS
Li,CO,, Sm" i B* 103BO/IMIIO NMOKPAIUTH {HTEHCHBHICTH
¢doromromMiHecHeHITiI. A TPH JeryBaHHI COJIIMH HAaTPilO
(NaCl, Na,=SO,) BinOysaetscs aedopmaiis CTPYKTypH
KOMIUIEKCY W06, o 3MeHIrye cBiTnoBuil Buxix [37]. ¥V
po6ori [38] moka3aHo, 1110 JTy>KHI METAITH 3 BETHKUM 10HHUM
paniycom (K*, Rb*, Cs") mocunroroTs BHIPOMIHIOBaHHS
BJIACHOI1 CIIEKTPY,
0CcOONMMBO Cynb(aTH X €JIEeMEHTIB 3[aTHi 3MiHIOBaTH
JOMIHECIIEHTHY aKTHUBHICTP 3pa3kiB. IIpore mociimkeHHs
JEOMIHECIICHIIIT IPOBOMMIINCS JTUIIE 32 POTO30YIKESHHIM,
OCKUIBKM ~ 3aCTOCYBaHHS ~ CHHTE30BAaHMX  IOpOILKIB
nependadae IX BUKOPUCTAHHS B SIKOCTI (DOTOKaTai3aTopiB
Ut BOJI,
Marepiany Ta onToeneKTpoHHOI TexHiku [39-43]. [Iutanusa
MO0 CHHTE3y nopomkisB ZnWO, 3 mNOKpameHuMH
CIMHTWIL AHIMUA MOXYThb
3aCTOCOBYBaTHCh y Tpuiagax Iudposoi pamiorpadii
Yd B SIKOCTi JETEKTOPIB 10HI3yIOYOTO BHUIIPOMIHIOBAHHS
3aJIMIIAETHCS AKTYAJILHOIO TEXHOJIOTIYHOIO 33/1aUel0.

MOBIIOMUJIM, [0 JOAABaHHS 10HIB

CHOCTGpiFaJ’IOCH,

JIOMiHecueHuil B cuHIA oOnacri

CHUCTEM OYHIICHHSA CTOKOBHX JIa3€pHOTO

XapaKTepUCTUKaMH,  SIKi

METOJAUKA EKCHEPUMEHTY

Mikponopomkn  ZnWO,  oTpuMyBamd — METOIOM
TBepAO0(a3HOTO CHUHTE3y 3  CKBIMOJSPHOI  CcyMili
okcunie ZnO (99,995%) Tta WO, (99,99 %). Jleryroui
nomimku (Lif, Cs*, Rb*) BBogmimm y cxmami cymbgaris:
Li,SO,, Rb,SO,, Cs,SO, y ximpkocti 0,003 wmac. %.
JomaTkoBO IOCHiIKYBadM 3aliekHICTH Mopdoorii Ta
(yHKIIOHANEHUX XapaKTEPUCTHK CHHTe30BaHOro ZnWO,
BiJl aHIOHIB Ta KAaTIOHIB , II0 BBOIWIIUCS, JUJISI YOTO OyIU
BUTOTOBJICHI 3pa3KH 3 T0JaBaHHIM LiNO3 Ta ZnSO, y Tnx
caMuX KOHIEHTpaisx. CHHTE3 MPOBOIMIIH 32 TEMIIEPATYPH
950 °C mporsarom 30 roguH Ha mOBiTpi. HeoOXigHi yMoBH
CHHTE3y 3a0e3redyBany 3a JIONOMOTOI0 KaMepHOi Iedi
turry CHOJI-40/1300, sixa Mae HOMiHaJbHY IOTY)XHICTBH
4,6 kBt Ta Temneparypy B pobouomy mpocropi 1300 °C.

BumiproBanHs
MIPOBOJIIIIN Ha CLIEKTpoMeTpuaHOMY KoMmiTiekci KCBY -23. B
SIKOCT1 BUIIPOMiHIOBa4a BUKOPHUCTOBYBAIIN PEHTTCHIBCHKHUN
anapar tuny PEIC-I (U, < 40 keB, I, < 50 pA). 3pasox
BCTaHOBJIIOBAJIM Oe3rocepeIHbO Ha aHo1 TpyOKu. B sixocTi

CIICKTPIB  PEHTICHOJIFOMIHECICHIIIT

perepHoro 3pa3ka BHKOPHCTOBYBAJIM MOHOKPHCTAJIIYHY
nnactuny ZnWO, posmipom 10x10%2 mm.

Mopdosorito  MIKpOKPUCTATITIB  JOCHIKYyBaJIN
METOIOM CKaHYI09O01 €JIeKTPOHHOI MiKpOCKOTIi{
(CEM) 3a [10moMOror pacTpoBOTO — €JIEKTPOHHOTO

MIKPOCKOITy 3 KaMEpOI0 HU3BKOTO BaKyyMy Ta CHCTEMOIO
eHeproxucrepciitnoro mikpoanainiza PEM-106.

(puc.1)
BHKOPHUCTaHHSIM ONTHYHO Ipo3oporo 3B’ s3ytouoro (CKTH)
Ta CHHTE30BaHUX MIKpPOIIOPOIIKIB B SKOCTi HANOBHIOBada
(50 wmac.%). B’s3ky cymim K€ Ta HalOBHIOBaYa
BWIMBAIM Yy (¢TOporuiacToBi QopMu 3 BHYTPIIIHIM
po3mipoM 30 x 2 MM, MiCJIsl YOTO ITPOBOIMIIA OOPOOKY Yy
BaKyyMHIiH madi i BUJAJICHHS HAUIMIIKOBOTO MOBITPS
y pobouiit Maci. Jlani 3anumanu ¢opmu Ha moBiTpi 24-48
TONMH TS TTOTIMepH3aIlii.

BumiproBaHH:I CBITJIOBOTO BUXOIY 3pa3KiB IPOBOIUIH
y CKaHyI4YOMY PEXHMI 3 KPOKOM 3 MM 3a ONTHYHOIO
cXeMoI0 Ha IpocBiT. PentreniBceke mxepeno IP1 (U=100
kB). IloxubOka BumiptoBanb 12%. MoOHOKpUCTaIIYHHNA
3pa3ok ZnWO, posmipamu 10x10%2 MM BHKOPHCTOBYBaIH
B SIKOCTI €TaJOHY MOPIBHSHHS Ta periepy y KOxHil cepii
BHMIPIOBAHb.

PiBeHp miciSICBIYEHHS BHM3HA4Yald 3a JOTIOMOIOIO
BUMIPIOBAJILHOTO KOMIUIEKCY, IO BKJIIOYAa€ IMITYJIbCHE
penTreniscbke mxepeno RAPAN 200/100 (U, =130-
180 kB, wac ompomiHeHHs 2 ¢), KOHTpoiaep, Si-poTomion
S8594, BompT-amMIIepHHI TIEPETBOPIOBAY, MYIBTHUILIECKCOD,
aHanoro-udpoBuit KOMIT'IOTEp 13
BIJINIOBITHIM TIPOTPaMHUM 3a0e3nedycHHAM. [loxuOka
BuMiptoBaHb craHoBuia 10 %.

KommosuniiiHi  3pa3ku BUTOTOBIISUIA 3

IIepeTBOPIOBAY,

PE3VJIBTATHU
Pagmiyc ioma Bimirpae 3Ha4Hy pOJNb MPH CTBOPEHHI
TBEPIOTO PO3YNHY 3aMillICHHS, SIK Y BUITAIKY 130BaJICHTHOTO
Tak 1 y BHIAJIKy TIeTepoBaJCHTHOro izoMopdizma. B
HAIIAX JTOCIIKCHHSAX KaTIOHU JICTYIOUol JoMiku Me* B
KpucTaniugiii rpari ZnWO, 3amimtyiote Zn*", mpuuomy
KaTioOHHHWIT pamiyc 3pocrae y psay LiT — Zn** — Rb* —

Puc. 1. 3pa3ku KOMITO3UIIHHUX CIUHTHISATOPIB.

Fig. 1. Samples of composite scintillators.
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Cs* (0,68 num, 0,83 nm, 1,49um ta 1,65um Bianosiano). WO, npu cunTesi TBepaOpasHUM METOOM MiKPOTIOPOIIKiB
B wiii poGori Oyno pocnimkeHo BB — JeryBaHHs ZnWO,, XapaKTepu3yIOThCA TEMIEPaTypor IUIABIEHHS
BOJIb()paMaTy LMHKY COJISIMH OJJHOBAJIEHTHMX MeTaliB Ha Maibke na pisni (T (Li,SO,) = 859 °C) abo Bumow
HOTO CIIMHTHILAIIFHI XapaKTePUCTHKH. (T (Rb,SO,) = 1066 °C Ta T (Cs,S0O,) = 1019 °C) Bin

1. Mopgponozis cunmezosanux nopowxie ZnWO,:Me*. ~ Temneparypu cuHTe3y Boib(pamary munky (950 °C) Ta He
Jeski nociipkyBaHi B poOoTi coti, siki fogaBannuck 10 ZnO+  po3kianaroTbes Mg yac TepmoobpoOku. Lle BinpiszHse ix

: 1") ?’

30.00kV  x2.50k

o J - U ¢ :.i_-,
3000V 00k S0um 1,000 10pm 0003 594

_ 2 Q 561 20kv X500 450 ol sf58s
Puc. 2. CEM-300paXeHHs MiKpPOTIOPOILKiB, CHHTE30BaHHX 3: &) eKBiMONApHOi cymimi ZnO+WO,, 6) ZnO+WO,+ZnSO,,
B) ZnO+WO,+LiNO,, r) ZnO+WO,+Li,SO,, r) ZnO+WO,+Rb,SO,, 1) ZnO+WO,+Cs,SO,.

Fig. 2. SEM-image of micropowders synthesized from: a) an equimolar mixture of ZnO+WO,, b) ZnO+WO,+ZnS0O,,
¢) ZnO+WO,+LiNO,, d) ZnO+WO,+Li,SO,, ) ZnO+WO,+Rb,SO,, ) ZnO+WO,+Cs,SO,.
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Big LiNO, ta ZnSO,, sKi mIaBnaThCs 3a TEMIEpaTypamMu
253 °C Ta 680 °C BIiANOBIOHO 3aBASKH YOMY MOXYThb
BiZlirpaBaTé pOJIb MiHEpaJi3aTopy MPOILECY, YTBOPIOIOYU
po31iaB, KU crpusie kpamiit audysii peareHTiB, pocTy
3€peH Ta NpPUCKOPEHHIO NpoTikanHs peakuii. LiNO, Ta
ZnSO, pO3KIaJarThCs 32 peakmismu 1 Ta 2 BIAMOBIIHO
[44, 45]:

4LiNO,—2Li,0+4NO,1+0,1 (1)
27nS0,—2Zn0+280,1+0,1 )

[Tpupo3kitananHi coneii BoOOX BUIaIKaxX yTBOPIOETHCS
OKHCITIOBAJIbHA armocdepa, sIKa MIePEIIKO/KAE
BIZIHOBJICHHIO BOJb(paMa [0 II'SITUBAIEHTHOTO CTaHYy,
SAKAHA XapaKTePU3y€eEThCSI HU3BKOIO PEAKIIMHOIO 3JaTHICTIO
[46].

Pesynprarn  mocmimkeHs Mopdolorii  oTpEMaHUX
MOPOIIKIB HaBeneHO Ha puc. 2. ITokazaHo, 110 MOPOIIKK
ZnWO,, cuHTe30BaHi 3 €KBIMOJIPHOI CyMilli OKCHJIB,
csaratote 2-5 MkMm (puc. 2 a). 3epHa MmoaidbHOro po3Mipy
oTpuMani 3a noxasanHsaM ZnSO, (puc. 2 6). B pesynbrari
meryBaHHA Bonb(pamary mmHKY Li*  BigOyBaeTbcs
30UIBIICHAS CEPEAHBOTO pO3Mipy 3epHa 10 20 MKM,
He3ayexHo Bin Gopmu Horo Beenenns: LiNO, um Li,SO,
(puc. 2 B Ta 2 T BIANMOBIMHO). Y BHIAAKY JONABaHHS
Rb,SO, ta Cs,SO, cnocrepiraeTbcsi 3pOCTaHHsS 3€pEH
npubmuzHo 'y 20 pasis BimHOCcHO umcToro ZnWO,:
cepennii posmip 3epna ZnWO,:Rb™ ckmanae 80-100 Mk,
a ZnWO,:Cs" - 100-120 mxm (puc. 2 1, 1). Lle roBoputs
Ipo Te, II0 HYJIbMEPHI JeEeKTH, IO YTBOPIOIOTHCS, a
caMme 3aMimieHHs Zn* kaTioHoOM Ouibmioro po3mipy (Rb*,
Cs"), po3nyuyioTh Iparky, CTBOPIOIOUM Kpallli yMOBHU
mudy3ii HiX po3IUIaB, IO YTBOPIOETHCA IiJ 9ac CHHTE3Y
3 JonaBaHHAM JierkoraBkux comert (LiNO, ta ZnSO)) i
3MOYY€ MPOIYKTH peakiii. TakuM YMHOM 10aBaHHS COIeH
OJTHOBAJICHTHHUX KATIOHIB BEJIMKOTO PAAiyCy IO BHXITHOL
CHPOBUHHOI CyMillli IPUCKOPIOE MEPETBOPEHHS BUXIJTHUX
KOMIIOHEHTIB Ha TNPOIYKT peakiii, 3pOCTaHHs 3epeH Ta
mporiec TBepAo¢a3zHOro CHHTE3Y B miloMy. Crinparodnch Ha
IIi TaHHI MOYKHA CKa3aTH, IO PO3Mip 3epHa CHHTE30BaHOTO
MIKpOIIOPOLIKY MaiKe He 3aJIe’KUTh BiJl aHIOHHOTO CKJIa Ly
JIETYI040i JOMIMKH. | B 3aJIe)KHOCTI BiJl TOTO, KaTiOHOM
SIKOTO PO3Mipy Oysie 3aminiennit Zn?* y kaTioHHi# miarparii
ZnWO,, Gyne 3MiHIOBAaTMCh i JHMCIEPCis CHHTE30BAaHOTO
MIOPOIIIKY.

2. Penmeenoniominecyenyis MIKPONOPOWIKIG
nwo 4.'Me*. Crnekrpu PEHTTCHOMIOMIHE CIICHITI
OTpMMaHuX Mikponopomkis ZnWO,:Me" neMOHCTPYIOTh
iX TOMIOHICT 70 CBIYEHHS MOHOKPHCTAJIYHOTO 3pa3ka
ZnWO, 3 MNOJOXEHHAM MakcMMyMiB Onusbko 490 HM
(puc. 3), o0 MOB’A3y€ETHCS 3 penakcamiero 30yKeHHS Ha
aBTOJIOKAJII30BAHOMY E€KCHTOHI, a caMe 3 IepeHECEHHSIM
3apsiny Mix 2p-op6itamsimu O 1 mopoxxkHimu 5d-opOiTansimu
W [13,47, 48].

[Momanpmmii aHami3 CHEKTPIB OTPUMaHUX 3pas3KiB
TOBOPHUTH PO T, 10 IHTEHCHBHICTh CBIYCHHS JICTOBAHHUX
spaskiB  ZnWO,:Me" Bume HIK y
ZnWO, i 3pocrae i3 30iMbIIEHHAM pajiycy KaTioHy, IO
BBOAUTECS. Tak MakcHMalbHa iHTCHCHBHICTH CBiYEHHS
criocTepiraeTbess sl 3paskiB, jeropanux Rb* ta Cs',
siKa Maii)ke BJBIYl IEPEBHIIYE IHTCHCHBHICTh CBIYEHHS
HelleropaHoro 3paska. Inrencusnicts ZnWO,:Li* Huxue
Ha 20 % Bim ZnWO,:Cs", ane TakoX BHINA BiIHOCHO
HEJIETOBaHOTO 3pa3ka. L{i pe3ynsraTi MOXKyTh CBITYUTH IPO
Te, mo aedopMalis IpaTku Ipy 3aMilleHHi THHKY Rb* Ta
Cs’, ioHaMU 3 TOCTAaTHBO BEJIMKHUMH pajliycaMH, IPU3BOJE
J0 OumbIl e(pEeKTUBHOTO TEpeTBOpEHHs 30Y/KeHHS B
ceiueHus. Jleski gociimkenus [49, 5S0] MOSICHIOIOTH, 110
(oTomroMiHECLIEHITisI BOTB(PPaMOBOTO KOMIUIEKCY BHHUKIIA
B pe3yJIbTATi BIUIMBY Je(EKTiB, TAKUX SIK KUCHEBI BaKaHCIl
Ta MDKBY3IIOBI atomu. Ha OCHOBI OTpMMaHWX y HaIIid
poOOTi pe3yabTaTiB MOXKHA 3aKIIFOYUTH, IO 10HU JTy)KHUX
MeTaaiB Me*, siki 3amingyioTh Zn**, CTBOPIOIOYN KHUCHEBY
BAKaHCIIO JI1 KOMIICHCAII] 3apsity JIBOX TaKUX IIEHTPIB,
nedopmyrote  ctpyktypy WO, i 3HWKYIOTH CTyIiHB
CTPYKTYpHOI mockoHanocti B ZnWO,, a 1€, B CBOIO 9YepTY,
BIUIMBa€ Ha  JIIOMIHECIICHTHI BJIACTHUBOCTI Marepiaiy.
3rigHO 3 BIAMOBIAHUMHU AOCHIKCHHAMH [51], KucHeBi
BaKaHCii MOXKYTb 3’ SIBJISITUCS B PI3HHUX 3apsIOBUX CTaHAX Y
HEBIOPsIKOBaHil rparui, Takux sk [WO,-V*] i [ZnO,-V ]
a6o [WO,2V*] i [ZnO,2V*]. V Bumanky i30BaJ€HTHOTO
3aMilIeHHS, BaKaHCil MOXXYTh 3aXOIUTIOBATH EJEKTPOHH i
cTBoproBary F-1ieHTpu 3a0apBiieHHs, sKi CTal0Th 3aps10BO-
HEUTpaJbHUMH 32 BIJHOLICHHSM 10 TIPAaTKH. Y BHUIAIKY

CHHTC30BaHOI'O

Puc. 3. CnekTpupeHTIeHOMOMIHe CLICHIi i MOHOKPHCTAITY
ZnWO, (1) Ta cuaTe30BaHMX Mikponopomkis: ZnWO,
(2), ZnWO,Li" (3), ZnWO,Rb" (4), ZnWO,:Cs" (5).

Fig. 3. X-ray luminescence spectra of ZnWO, single
crystal (1) and synthesized micropowders: ZnWO, (2),
ZnWO,Li" (3), ZnWO,:Rb" (4), ZnWO,:Cs" (5).
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TeTepOBAIICHTHOTO 3aMillleHHs], HalpuKiIan Me', BakaHcis
KUCHIO KOMIIGHCYE HEJO0CTadyy MO3UTHBHOTO 3apsiay
Me", . Ta cTBOpro€ cTabinbHuii Komruieke [Me*, | —V -
Me", .1, mo cnpusie ctBopennto F menTpis 3abapBieHns.
Kpim Toro 11i KCHEBI BakaHCii iHAYKYIOTh TEHEPAIli0
HOBUX CHEPreTHYHHMX CTaHIB y 3a00pOHEHiH 30Hi, IO
npunucytoth cTpyktypi [WO,] i [ZnO,]. ¥ pobori [40]
MMOKa3aHo, 10 10HM JIY)KHUX MeTalliB, Taki sk Rb*, Cs”, ski
MaroTh GBI 10HHI pajiycH, HiX Zn?*, MOXKYTh 3MiHUTH
cnmeTpito cTpykTypun WO,, MO BIUIMBAEC Ha ONTHYHHHA
mepexin Mk d- opOitamwmro W 1 p-opOiTaiumro aTomiB
O. Beenmenns karioHy MeHIoro Bix Zn*', kariony Li*,
MIPU3BOJMTH 10 3MEHILICHHS iIHTEHCUBHOCTI JIIOMIHECIICHIII1.
Pesynerary HamMXx TOCHIHKEHb 100pE KOPEIOIOTh 3 IUMHU
JNAHUMU: CIIOCTEPIraeThCs IABHINEHHS JIIOMiHECIICHITIT

MOPOIIKIB, OTPUMAHUX 3 BUKOPUCTAaHHSM cyiabdariB Rb”,
Cs*Ta Li', ocranHil cepen sIKMX, IEMOHCTPYE HalilMeHIIIe
3HA4YCHHsI IHTEHCUBHOCTI PEHTTCHOIIOMIHECIICHITI].

3. Cyunmunayinini napamempu KOMRO3UYIUHUX 3DA3KI6
Ha OCHOGI cunmesoeanux mikponopowrxie ZnWO  Me".
Pesynerarn BUMIpIOBaHb CBITJIOBOTO BHXOLY Ta pIBHSA
MICIISICBIYCHHS KOMITO3UIIITHUX CIIMHTUJISITOPIB HA OCHOBI
cuntesoBanux ZnWO, ta ZnWO,:Me" BilHOCHO eTaJIoHy
— KOMIIO3MTYy 3 PO3MENCHOro MOHOKpuctaixy ZnWO,
HaBemeHi y Tabm. 2. IlokasaHo, IO KOMITO3HIIHHUI
3pa30oK Ha ocHoOBi Hesjerosanoro ZnWO,, omepiaHoro
METOJIOM TBepA0(a3HOTO CUHTE3Y, JAEMOHCTPYE 3HAUCHHS
CBITJIOBOTO BUXOJTy B/IBiYi MEHIIIE Bl eTanony. B pe3ynbrari
JeryBanHs nopoukis ZnWO, crioctepiraerbes 3pocTaHHsA
3HA4YEHHS CBITIIOBOTO BUXOAY KOMITO3HIIIMHMX 3pa3KiB 3i

Tabnuys 1

CUOMHTHISLINHI XapaKTepUCTUKA MOHOKpPHCTaJa Ta KOMITO3MLIHHUX MarepialiB 3 HAlOBHIOBa4YeM, OTPHUMaHUM

pi3HI/IMI/I METOJaMHU

Table 1

Scintillation characteristics of a single crystal and composite materials with a filler obtained by different methods

BignocHuii ITicnsaceiuenns, %
Ne 3pa3ok CBITJIOBUI BUXIJ,
%
3 mc 5 Mmc 20 mc
1 ZnWO, moHOKpHCTal (M- H0XpanbChKoro) 71 0,210 0,130 0,088
2 ZnWO, (po3Men MOHOKPHCTAITY) 100 0,140 0,068 0,045
ZnWO, (tTBepmo-¢asuuii cuntes: ZnO+WO,) 46 0,169 0,0151 0,098
ZnWO, (TBepaodasnuii cuHTes:

4 ZnO+WO,+LiNO, (0,1 mac.% LiNO,) o7 0,361 0,258 0,211
Tabnuys 2

CuvHTHIALIAH] TapaMETPH MOHOKPHUCTANIA Ta KOMITO3HTIB Ha OCHOBI cHHTe30BaHMX ZnWO :Me”

Table 2
Scintillation parameters of single crystal and composites based on synthesized ZnWO,:Me*
HaroBHIOBaY KOMIIO3HTY, BUXiHa [Micnsgceiuenns, % BignocHuii cBiTnoBuii Buxim, %
CHPOBHHA
3 Mmc 5 Mc 20 mc

ZnWO, MOHOKpHCTAI 0,210 0,130 0,088 70
ZnWO, po3MeneHnii MOHOKPHCTAT 0,175 0,159 0,101 100
ZnWO, (ZnO+WO,) 0,169 | 0,0151 0,098 46
ZnWO, (ZnO+WO,+Li,SO,) 0,307 0,233 0,104 66
ZnWO, (ZnO+WO,+Rb,S0,) 0,099 0,089 0,063 86
ZnWO, (ZnO+WO,+Cs,S0,) 0,099 0,091 0,063 103
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30UIBIIEHHSM KaTiOHHOTO pajiycy JIETyIo4oi JOMIIIKA
y Takii nocmigosnocri: Li,SO, > Rb,SO, > Cs SO,
Ocrannii, ZnWO,:Cs’, 3a CBITJIOBUM BHIHMXOM MOXE
OyTH TIOpIBHSAHHUN 3 KOMITO3UTOM Ha OCHOBI pPO3MEJICHOTO
MoHokpuctany ZnWO,.

3HaueHHs CBITJIOBOTO BHUXOLY KOMIIO3MIIIHUX
CUMHTHIIATOPIB Ha OCHOBiI Mikponopomkis ZnWO,:Me*
KOPEJIOIOTh 3 IHTEHCHUBHICTIO PEHTI€HONIOMIHECHEeHIT
1 30UTBIIYIOTBCA 13 3pOCTaHHAM 10HHOTO pafiycy
JIETYI0YOoro KaTioHa. Kpaie 3Ha4eHHS CBITIIOBOTO BUXOAY
cnocTepiraeTbes 1t 3paska ZnWO,:Cs”, sixe cxnano 103%
BIJHOCHO BHIOTOBJIEHOTO 3 PO3MEJICHOIO MOHOKPHCTAIY
3pa3ka Ta Maike BIBIUl IEPEeBHIIYE CBITIOBHH BHXIiX
KOMITO3UTY Ha OCHOBI HOMIHaJIbHO YUCTOI'O CHHTE30BaHOTO
ZnWO,. Jlo TOro 3> 3HAYCHHSA CBITJIOBOIO BHXOMY
KOMITO3HIIIHHUX 3pa3KiB HA OCHOBI JIETOBAHNX MTOPOIIKIB €
HAa piBHIi, 00 IePEeBHUIYIOTh 3HAYCHAS MOHOKPHCTATIYHOTO
3pasKa, 0 00YMOBIIOETHCS PI3HUMHU (pakTOpamu, y TOMY
YHCIIi, yMOBaMH CBIiTII0300py [32].

BumiproBanHs
MIJTICeKYHIHOMY Aialla30Hi MOKa3ye, M0 3pa3KH, JeTOBaHi
Rb* Ta Cs*, xapakTepu3yloTbcs pPIiBHEM HiCIISICBIYEHHS
TOPIiBHAHMM i3 MOHOKpHMCTaniyauM  ZnWO,, o,
JO TOTO K, € Ha MOPSJIOK Kpalle BiJi CHHTE30BaHOIO
panime Mikporopomky 3 pogasanHam LiNO, B sxocti
MmiHepaiizaropa (3pasok 4, tadn. 1). Lle nos’s3aHo 3i
3MIHOIO CTPYKTYpH TOYKOBUX [e(eKTiB KpUCTaIIYHOI
rpatkn  ZnWO, TIpM  TeTEpOBAIECHTHOMY  3aMillleHHI,
IO TMEepelIKO/DKAE CTBOPEHHIO IEHTPIB 3aXOIUICHHS
HOCITB 3apsimy, sSKi BIANOBIAAaIOTh 3a IMICISICBIYCHHS B
MUTiICeKYHZIHOMY Jiana3oHi. TakumM 4YnHOM, OOpaHHi
HiAXIA  TOKpAlleHHS CIUHTWIALIAHUX —XapaKTePUCTUK
CHHTE30BaHUX MiKponopomkis ZnWO, HoKa3aB MO3UTHBHI
pe3yabTaTé Ta MoTpedye MOAANBIINX AOCHIIKEHD Y IIbOMY
HAaIpsIMKY.
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CUMHTHIIAUIMHKX MapameTpis Mikponopomkis ZnWO,,
OTPUMaHUX METOJOM TBEpAO(hA3HOTO CHUHTE3Y, IUIIXOM
TeTEepPOBAIICHTHOTO JICTYBaHHS.

2. Tloka3zaHo, mI0 aHIOHHA YacCTHHA JOCIIIHKEHHX
cnonyk (NO, ta SO,*), sixa BBOIUTECS, MaiiKe HE BILTMBAE
Ha PO3MIp TpaHyJl CHHTE30BAaHOTO IOPOLIKY (cepenHii
posmip 3epna 3 momasanHaMm LiNO, Ta Li,SO, wmaiixe
onHakoBuii — 20 Mkm). Ilpu 1npoMy crocrepiraerbcs
IHTEHCHUBHE 3pPOCTAHHS 3€pEeH IpPH BBEACHHI KaTiOHIB
Oimpmoro posmipy (mo 100-120 MxM mpm momaBaHHI
Rb,SO, ta Cs,SO,).

3. Iloka3aHa KopessLis MK pajiycoM KaTioHa, IO
BBOJIUTHCSI, T4 IHTCHCHBHICTIO PCHTTCHOIIOMIHECIICHITIT
CHHTE30BaHUX [TOPOIIKIB: IHTEHCHBHICTb CBIYE€HHS 3pOCTa€
31 30LIBIIICHHAM 10HY, SIKHH 3aMilye Zn>", 110 OB A3y EThCS
i3 pi3HUM cTymeHeM nedopmamii IEHTPIiB CBiYCHHS B
pesynbTari nerysanns. ZnWO,:Cs’*  XapaKTepusyeTbCs
HAWBUIOK  IHTCHCUBHICTIO  PCHTTCHOIIOMIHECIICHIIIT
cepel OTPUMAHUX 3pa3KiB, IO € BIBIYI CHIIBHIIIOW Bij
HeneropaHoro ZnWO, Ta BiJi MOHOKPHCTAJIIYHOTO 3pa3Ka.

4. Po3poOieHi KOMITO3WITIHHI CIUHTHISATOPH HA
ocHOBi Mikporopomkie ZnWO,:Rb® ta ZnWO,:Cs”
JEMOHCTPYIOTh CBITJIOBUH BUXiJ Ta IICIACBIYCHHS Ha
PiBHi KOMIIO3HTY 3 pO3MeJIEHOro MoHokpuctany ZnWO,,
Ta HE TIipIIe BiJl MOHOKPHUCTAIIYHOTO 3pa3ka BoJIb(paMary

LIUHKY.
5. Po3po0neHo TEeXHOJOTIYHMHA MigXiA OTpUMaHHS
JFOMiHECIIEHTHHIX mikporopomkie  ZnWO,:Me"™ 3

MTOKPAIICeHUMH CUUHTHIIAIIHHUME XapaKTepPUCTHKAMHU, SIKi
€ TICPCICKTHBHUMHU JUTS 3aCTOCYBAaHHS B CHUHTHIISIIIHHUX
JICTeKTOpax KOMII'toTepHOi ToMorpadii Ta mpUCTPOiB
uudporoi pagiorpadii.
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COMPOSITE SCINTILLATORS BASED ON ZNWO,:ME* MICROPOWDERS
OBTAINED BY SOLID-STATE SYNTHESIS
V. S. Tinkova, I. A. Tupitsyna, A. G. Yakubovskaya,
L. Yu. Sidelnikova, S. O. Tretiyak, O. D. Opolonin
IHcmumym cyuHmunauidHux mamepiarnis, Ykpaina, 61072, m. Xapkis, rp. Hayku, 60

Submitted Febraury 17, 2022; Revised March 25, 2022; Accepted March 27, 2022

The paper considers the possibility of using the method of heterovalent doping to improve the functional characteristics (light
output and afterglow level) of composite scintillators based on ZnWO, micropowder obtained by solid-stase synthesis. LiNO,, Li,SO,,
Cs,SO,, Rb,SO, were added to the mixture of initial ZnO and WO, oxides in the amount of 0.003 wt. %. The synthesis was carried
out in air at a temperature of 950 °C for 30 hours. The study of the morphology of the obtained powders was carried out by scanning
electron microscopy (SEM). It has been shown that the grain size of the synthesized powders dependence on a greater extent by the
radius of the cation replacing Zn** than by the presence of a mineralizer with a low melting point. The studied anions do not affect the
synthesis process, and when ZnSO, is added, the size of the obtained grains is similar to the nominally pure synthesized ZnWO, (2-5
um). When ZnWO, is doped with 20% less Li* relative to Zn*", regardless of the form of introduction (anionic component), the average
grain size increases by 4 times. When ZnWO, doped with Rb* and Cs*, which are twice as large as Zn*', grains increase by a factor
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of 20. It happened because of a significant loosening of the crystal lattice formed by zero-dimensional defects, which contributes to
better diffusion of reagents and acceleration of the synthesis process. The study of X-ray luminescence showed that the spectra of the
synthesized powders coincide in terms of the peak position with the spectrum of the ZnWO, single crystal, which corresponds to the
emission on the WO % oxyanion complex. The intensity of the bands increases with increasing dopant’s cationic radius: Li* — Rb*
— Cs". The maximum X-ray luminescence intensity is observed for the ZnWO,:Cs* micropowder, which is two times higher than the
intensity of the undoped ZnWO, micropowder. This is due to a rather high degree of deformation of the structure of the WO, emission
center, which, in turn, affects the luminescent properties of the material. Composite samples based on the synthesized micropowders
were prepared using SKTN optically transparent rubber as a binder in an amount of 50 wt.%. The results of measurements of the relative
light output of composite scintillators based on ZnWO,:Me" correlate with the results of measurements of the X-ray luminescence
intensity of the synthesized powders. An increase in the value of the light output with an increase in the radius of the dopant cation
is observed. Measurement of the afterglow level showed that the use of the heterovalent doping method, namely Me" in our work,
is an effective way to improve the scintillation parameters of crystalline materials. Composite scintillators based on ZnWO,:Cs* and
ZnWO,:Rb" demonstrate the values of light output and afterglow at the level of a composite from a crushed ZnWO, single crystal,
and no worse than a single crystal ZnWO, sample. The obtained materials are promising for use as scintillation detectors in computed
tomography and digital radiography devices.

Keywords: ZnWO,, ZnWO :Me", relative light output, afierglow, composite scintillator, ZnWO  synthesis, X-ray luminescence of
ZnWo,
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MeTor0 [aHOTO MOCITI/KEHHS € OI[IHKA TEMIIEpaTypH KPHXKO-B’S3KOTO IIEPEXOAy Ta BHBYCHHS MIKPOCTPYKTYpH 3JIOMIB
MiHIaTIOPU30BaHUX KOMIIO3HTIB BOJB(PpaMy METOIOM TPHOXTOYKOBOTO 3rMHY. Boibdpam Ta KOMIO3HTH BOIb(ppamy — Hakpari
TeXHIYHI KaHIUIATH [UIl BUTOTOBJICHHS JiBepTOpy B MaiiOyTHhoMy TepmosgepHomy peakropi ITER (International Thermonuclear
Experimental Reactor). L{i marepiaiu MatoTh HallBHIIy TOYKY IUIABJICHHS B MOPIBHSIHHI 3 IHIIMMH MarepiajaMy, TOMY Ll KaHAUAaTH
MarepiajiB A 30BHINIHBOTO IIApy JiBepTOpy MOBEepHYyTOro jao IuasMu. Ockiureku Temneparypa masmu B ITER cranoButh Bif
150%10° °C mo 300x10° °C, ToMy Ba)KJIHBUM € caMe BUBYCHHSI BILIUBY TEMIIEpaTypy Ha MaTepiajiu.

Brutus Temmeparypu Ha KOMIO3UTH BOJIB(PaMy TOCIiIKyBaBCS METOAOM TPHOXTOUYKOBOTO 3THHY B TEMIIEpaTypHOMY iHTepBai
100-600 °C. Bynu gocnimxeHi Tpu TUIM Martepiaiis: nmepmuii Tun — uyuctuit Bonshpam (W > 99,97%), BUrotoBneHui Ha 3aMOBIICHHIO
€spocoro3y ta Kuraro mis nobynosu Mixknaponsoro Excriepumenrtansioro TepmosinepHoro Peakropy: IGP ta nBa naboparopHux
tun: W - 0.5%ZnC, W - 2%Y,0,. [liana3onu Temreparyp KpHXKO-B’S3KOTO Tepexoily 3ajleikarh Bill THIy MaTepiany, opieHTaii
3epeH Ta npokatku. IGP i W - 0,5% ZnC Oynu npoxartani Ta BHIIpoOyBaHiI y JBOX pi3HUX opieHTamisx 3epeH (L i T): WZC L,
WZC_T, IGP_L, IGP_T. Iloka3zaHo, 10 TeMIIEpaTypHUH MEpexil BiJi KPUXKOTO O IUIACTUYHOTO PyHHYBAaHHS BiZOyBa€THCS pi3KO
st komrosutie WZC L (120-180 °C) i IGP_L (160-180 °C), nosinpHime gt WZC_T (260-380 °C) i (350-500 °C). BcranosieHo,
10 MeXa TeKY4OCTi 3MEHIIY€eThCs JTiHIHHO 3 TeMneparyporo. JlociipkyBani Matepiany 3 L-opieHTami€ero 3epeH MaroTh O1IbII BHCOKY
eJIACTHYHICTD 1 BHILY MeXy MinHocTi. B po6oTi mocmimkeHo Tpu Tumu pyiHyBaHHs: TpaHckpuctamigauii taun (WZC L, WZC T,
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BCTYII
Miniattopr3oBaHa TEXHOJIOT1sI MeXaHIYHUX
BHUIIPOOYBaHb  3pa3KiB, BIiJHOCHUTBCS 10  METOZIB

XapaKTePUCTUKA  MEXaHIgHOI
PO3MIpH SIKMX MEHII, HDK CTaHAapTHI Po3MipH 3pasKiB.
Briepiie 1 MeTonmMka NpHBEpHYNa yBary B aTrOMHIN
MIPOMHICIIOBOCTI Mif4ac BHOOPY MaTepiamiB Ui SACPHHUX
peakTopiB Hampukiami 1970-x pokis. [7]. dis matepianis,
SKi KOHTaKTYIOTh 3 IUIa3MOI0, Tpeba BH3HAYaTH P
TEIUIO(I3UYHUX Ta MEXaHIYHHUX BIIACTHBOCTEH: TBEPIICTH,
MEXY TEKY4YOCTi Ta MII[HOCTI, TEMIIEPATypy KPHUXKO-

MIOBE/IIHKM ~ Marepialis,

B’s13Koro nepexony. l1{o6 orpumary yMOBH OJIM3bKi 10 THX,
AK1 BiIOyBarOThCS B Tapsdill 4aCTHHI pPeaKkTopy, MOTPiOHO
MPOBOAUTH JOCITIDKEHHS B LIMPOKOMY TeMIEPaTypHOMY
IHTepBaNi Ta MPAIIOBaTH 3 ONMPOMIHCHHMH MaTepiaaMu.
AJKe ONpOMIHEHHS B pEaKkTopax IPUBOAWUTH 1O
posmyxanus (irradiation swelling) wmarepiany. IIponec
PO3ITyXaHHs — OCHOBHUH pajiialliiHui 1e(eKT, Mo 3HUKYE
IUIACTHYHICTh MeTairy. {1 3MEeHIIIeHHS 03K ONIPOMiHEHHS
BHKOPHUCTOBYIOTHCS MiHiaTIopu30BaHi 3pa3kud. OCHOBHI
crocoOM MEXaHIYHHX JOCIHIIKeHb, MarepialiB IIo
BUKOPUCTOBYIOTBCSL B SIJICPHUX PpEaKTOpax: OJHOBICHI
BUNIPOOYBaHHS HA PO3TAT, TPHOXTOUKOBHUH TECT Ha 3TMH Ta
tect Ilapmi.

BumnpoOyBaHHS Ha 3TWH TPOBOAATH U MarepialiB
3 Bucokoro TBepaictio —  Bumo 53 HRC. Ilepemara
TMpH BHU3HAYCHHI MIITHOCTI TBEPIUX
IHCTpYMEHTAJIbHUX MaTepiajliB, NOJISATae B TOMY, IO CTaH
HaBaHT@KECHHS MaTepially Npu JOCHIPKEHHSIX ONM3bKHUNA
JI0 HaBaHTaXEHb, SIKi BUHHUKAIOTHh Mia 4yac podoru. [lpm
BHITPOOYBAaHHSAX HA 3THH TBEPIUX MaTepialliB JOCATAETHCS

OBOTO  METO.Y,

OiTBII BHCOKA TOYHICTH BHMIPIOBaHb, YHM IIpH
BUNPOOYBaHHAX Ha po3Tar. [lo-mepiie, 3HUKAaE HENONIK
JIOCHI/PKEHb OJHOBICHOTO HABaHTaXEHHS — IEPEKOCH

(Bil HETOYHOCTI YCTaHOBKHM 3pa3Ka) IpU TPHKIAJCHHI
HaBaHTAXXEHHsI, TO-Apyre, 3a PaxyHOK BHCOKOI TpaHHIl
MIITHOCTI Kpallle BUKOHYBaTH O1JIbII B’s3Ki BUMPOOYBaHHS
Ha 3THH.

[pu GLTBIT BUCOKHUX TEMITEpaTypax MeKa TUIMHHOCTI
3HW)KY€ETbCSA, @ pPYyHHYBaHHS Ma€ OUIbII IUTACTUYHHUN
xapakrep. Ta HaBHmaku rMpu OUTBII HU3BKHUX TEMIIEpaTypax
MeXa IUIMHHOCTI € BHIIOIO,
KPUXKAM 32 CBO€IO0 Tpupozoro. lle criBBiAHOIIEHHS 3
TEMIEpaTypor0 IIOB’si3aHE 3 KONMBAHHAM aroMiB. [lpm
MIBUINEHHI TEMIIEpaTyph aTOMH B MaTepiami BiOpYIOTh
3  BEJMKOI0 YacTOTOI0 Ta amIutiTynor. TemmeparypHa
Jlisl BIUIMBAa€E Ha EHEPTiI0 yTBOPEHHS BaKaHCIH. 3aBasKu
TakoMy 30Yy/UKEHOMY CTaHy KPHCTAJIiYHOi I'paTKu pa3oM
3 MPUKJIAJCHUM HaBaHTAKCHHSM,
PYHHYIOTBCSL M YTBOPIOIOTHCS HOBI 3B’S3KH 3 IHIIMMHU

a pyHHYBaHHS OUIBII

3B’SI3KM MDK aTOMaMu

aromamu  Marepianmy. Takuit gedexr KpucramzigyHOl
CTPYKTYpH TIOpYUIYE pEryjispHe UepryBaHHS aTOMHHUX
IUIOIIMH Ta IMPU3BOAUTH OO IUIACTHYHOI zAedopmarrii
Metamy. [Ipore, Komm Temmeparypa 3HHXKYETHCS 3B S3KH
MDK aroMaMu pyHHYIOTbCS, O3 YTBOpEHHS HOBHX. B
TaKOMy BHIIQJIKy MM MAaeMO KPUXKHH THUI pPyHHYBaHHS
[8]. [nst BUBYEHHS XapakTepy pyHHyBaHHS HOTPiOHO
PO3paxoByBaTH TEMIEPATYPy KPUXKO-B’SI3KOTO MIEPEXOIY —
JBOX TUIIIB pyHHYBaHHS.

BrnactuBicTs mepexomy Marepianmy Big KpPHUXKOTO
JI0 B’SI3KOTO 3 Mi/JBUINEHHSM TEeMIIepaTypH HA3UBA€THCS
e(peKT - KpHUXKO-B’si3Koro mepexoxy. | HaBmaku 3i
3HW)KEHHSIM TEMIIepaTypy IUIACTHYHUN Marepial cTae
Oinbm  kpuxkuMm. Jlanuit edekr cmocrepiraeTbes B
MeTajnax 3 00 €MHO-IIEHTPOBAaHOK KyOi4HOIO TPaTKOIo
(OOK) ta B geskmx MarepialaX 3 TeKCaroHAJIBHOIO
nrinmpHOymakoBaHoto — rparkoro  (I'LY),B
HEMEeTaJIIYHUX KpHcTanax Ta rojimepax. s OGuipmocti
I'IY-MmetaniB BiACYTHS KPUXKICTh, BOHH 3aJHMIIAIOTHCS
IUIACTUYHUMH TIPH  JIOCUTh HHU3BbKHX TeMIleparypax.

6araTrox

BupinransHUM NUTaHHSIM 3IHMIIAETHCS T€, SKE 3HAUYCHHS
MU 3HaleMO Uil KPUTHYHOI TEMIIEparypu KpHUXKO-
B’s13x0ro epexony (Ductile-Brittle Transition Temperature,
DBTT). Jns uucroro 3amiza Ta nmeskux craieir DBTT
HIDKYa KIMHATHOI TemreparypH. SIKIIo B3sTH, HAIIPUKIIa,
KpeMHiii (Si), To MU T0OaYMMO, 110 BiH JOCTATHHO KPUXKUI
mpu  KiMHaTHUX Temmeparypax, DBTT mis kpemHito
6mm3bko 700 °C.

B neskux crarTsax, MPUCBIYEHUX TEMi TeMIeparypu
KPUXKO-B’SI3KOTO TIEpexony, MosicHIoeThes, mo B OLK-
KpHCTaJli MEXaHi3M PyXy AMCIOKAliil € OLIbII CKIIaJHUN
HiX y ['I[Y-kpucranax, OCKiIbKM OCTaHHI MalOTh Oinblie
CHCTEM KOB3aHHSA a00 IHMIMX CHCTEM pPyXy IHUCIIOKAIlii.
Ta mpoGmema momsirae B TOMY, IO PO3MOBCIOKECHHS
mucnokarniit B OLIK-kpucrani motpedye 61160101 TEpMIiTHOT
aktuBanii, unM B ['TIY-kpucranax .

Taxum noeeninka DBTT
pe3yabTaToM TOTO, IO TPOlec MOTpedye MeHIIe eHepril
Juist iioro QyHkiionyBaHHs. EHeprisi 3ajexuTh BiJ JBOX
(hakTOpiB: MPUKIAICHOTO HABAHTAXKEHHSI Ta TEMIIEpaTypH.
JlucnoxaniitHuii mponec BUKOPHCTOBYE OOHMIBA BKIAIH, a
picT TpilMH — TUNBKK HaBaHTaXeHHs. Konu temmeparypa
3HW)KY€EThCS, TEIJIOBa €HEpris, 0 NpUiiMae yd4acTb Y
pycl IucioKamlid, TakoX 3MEHIIYEThCS, TOMY Ml iX
MepeMillleHHss MOTpiOHe Oinblie HaBaHTaxeHHS. [lpu
kputnuHux Temneparypax DBTT HaBaHTaxeHHS He
JIOCTaTHBO BEJHKE, 00 BiAOYBaBCS PICT TPIIIUHM.

Ha cporomgni icHye Oarato poOIT 3 JOCHIIKEHb
MEXaHIYHUX BJIAaCTHBOCTEH MarepialiB Ha OCHOBI
BoJb(pamy. OgHAK MEXaHI4HI BJIACTHBOCTI KOMEPIIHHO

YHUHOM, SIBJIISIETHCA
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JOCTYITHOTO ~ Marepialy —BHBYAIOTBCS 13-3a  BHCOKOI
KPHUXKOCTI MeTally, [0 OOMEXYy€ IX BHKOPHCTAHHS JUIsi
moOyI0OBH OCHOBHOTO €JIEMEHTY PEaKTopy — IiBEpTOpY.
IcHye neximpka MOXOMIB M 3HIDKEHHS KPUXKOCTI:
TOJIMIIEHHST YUCTOTH, APIOHO3EPHUCTICTh, CTBOPEHHS
KOMIIO3UTIB Ta JIeTyBaHHS. BcTaHOBIEHO, 110 TOAAaBaHHS
nesakux eneMeHriB, Takux sk Re, Tc, Ti a6o Co , Moxe
HOJIMIIUTH TUTACTUYHICTh W, 3MEHIIYIOUM TaKUM YHHOM
DBTT cnnaBy. OpgHak fAesiki 3 IUX €JIEMEHTIB CTaloTh
pamioaKTMBHAMH  TIPH  OTNPOMIHEHHI  HEWTPOHAMH,
Hanpukian, Co abo Re, ocraHHil, HaBITh YTBOPIOE KPUXKIi
curma-(asy 3 NEPBUHHUMH TPOAYKTAMH HOTO SIIEPHHUX
peaxitiit (W - Re-Os) [12].

VY poborti [13] oTpuMaHi pe3ysbTaTH TPHOXTOYKOBUX
MEXaHIYHUX BUMPOOYyBaHb MiHIATIOPU30BaHUX OiHAPHUX
cuctreM W-Ta 3 V-momiOnum HazgpizoMm. [eomerpuuHi
po3Mipu 3paskiB craHoBmiu 1,7x1,7x25 Mm®. Po3misiHy Tt
BIUIMB MIKPOCTPYKTYpH Ta XIMIYHOTO CKJaxy Ha
MOBE/IIHKY PYHHYBaHHsS BOJb(ppaM-TaHTATy sIK (QyHKII
temrneparypu. Omxke, pociimkysaBcs cmiaB W-5%Ta
ta KoMmo3uT W-15%Ta, MeTomoM TPHOXTOYKOBOTO
BHIIPOOYBaHHS B TeMIIepaTypHoMy iHTepBami Bix 25 °C 1o
1200 °C. TppoxTOuKOBi BHIPOOYBAaHHS BHKOHYBAJIHCS B
3BHYaliHUX arMoc(epHUX yMoBax Ha moBiTpi (25-1000 °C
) Ta B BakyyMmi (400 -1200 °C). [Ipr BUCOKHX TeMIIepaTypax
6inapHuX crioiayk W-Ta € miuactiuHuM, 3aB/IsSIKH PO3BUTKY
MeXaHi3My pyXy [IUCIOKalii Ta NPUTYIUIEHHS pOCTY
KIHYMKA TPIIIUHHA.

MeTol0 TOCTI/UKEHb, PE3yNIbTaTH SIKMX OIHCaHi B
cTarTi, OyJl0O BUBYCHHS MeEXaHI3MIB pyHHYBaHHS IIpH
TPBbOXTOYKOBOMY BUIIPOOYBaHHI Ha 3TMH MiHIaTIOPH30BaHUX
3paskiB  KoMmmo3uTiB Boiabppamy W - 0.5%ZnC, W -
2%Y,0, Ta eKcIepuMEHTaIBLHO OTPHUMATH TEMIIEPATYPHI
3aJIe)KHOCTI KPHXKO-B’SI3KOTO IIEPEXOY.

METOJUKA TA OF’€EKTH JOCJIAXKXEHHSA

JlaHi Ipo MILHICTE Ha 3TMH Ta TEMIIEPaTypy KPHUXKO-
B’SI3KOTO MEPEXO/ly 3HAXOIMIM METOJOM TPbOXTOYKOBOTO
3TUHY, Ha 3pa3kax (opMHu IPSIMOKYTHOTO Hapaiesemineny
3 po3MipaMH CTOPiH BiAOBiAHO 1 MM X 1 MM X 12 MM.

B  pobori  mocmimkyBamucs ~— MiHIaTFOPU30BaHI
KOMIIO3UTH Ha ocHOBI Bosbppamy W: WZC L, WZC T,
W-YO, IGP L, IGP T (tabmuus 1).

3pa3ok KJIaIeThCsl Ha JIBl OTIOPH 3 CTAJIOK0 BiZICTAHHIO
8,5 MM. 3BepxXy Ha LEHTP POOOYOi YaCTHHH KOMIIO3HTA
Iie pyXoMHH CTepkeHb, 31 mBuuakictio 0,723 MM/xB,
1oro kpait Mae 3aokpyrieHy gopmy (puc.l). Pamiyc xinms
cTepxHs JopisHioe 1. =1,25 Mm. Taki HE3MiHHI BETHYMHH
YMOB  BUIPOOYBaHHs,  IIOKPAallylOTh  BiITBOPEHHS
pe3yabTaTiB MEXaHIYHUX TECTiB. MeXxaHi4Hi BUIIPOOYBaHHS
BOJIB()PAMOBUX KOMIIO3HMTIB TPOBOJAATH JIO IIEBHOTO
3Ha4YeHHS BiTHOCHOT nedopmarii ( max — 25%).

TpBOXTOYKOBI MEXaHIUHI TOCIIIKCHHS TPOBOIMIHCS
Ha yHiBepcanbHid nedopmaniiinii mammui INSTRON

1362, B crienianbHii kamepi SFL it poboTH B 1mpoxomy
TemreparypHomy iHtepBam Bin -190 °C mo +600 °C,
crabimizamist TeMmeparypu
Temmeparypa BUMiproBaiacs 3a JOIOMOTOIO TEPMOIIapH.

PeaspHi excriepuMeHTalbHI KPHBI PO3paxOBYBaJIUCS
3a crangaproM ASTM D790 [15].

Jist po3paxyHKy HaBaHTa)XEHHsS Ha 3THHI B Oylb-
SKOMY MOJIOKEHHI IITOKAa B CEpelHid TouIl, MOTpiOHO
KOpPHUCTYBaTHUCS (HOpMYIIOI0

cranoBwia 20 XBWIMH.

3PL
G = b
2
7 2bd
ne P — cuna HaBanTaxxenHs 3paska [kH], L — Bigcranp Mix
JIBOMa ONOpaMH (JAOBXKHHA poOouoi wyacTuHu) [MMm], b —
mUpHHA 3pa3ka [MM], d — TOBIIMHA 3pa3ka [MM].
Benmuauny nedopmariii 3pazka & IE BCEpEIuHI JIe i€
MaKCcHUMaJIbHE HaIPY>KeHHSI, MO>KHa po3paxyBaTH sl Oy/ib
SIKOTO BIJXHJICHHS

ne D —nepemimmensst mroka [MMm], L — BimcTanp Mixk TBOMa
oropamiu (IoBKUHA po0040i yacTuHU) [mm], d — ToBIIUHA
3paska [MM].

Jns MIKpPOCTPYKTYpH
3]I0My BHMKOPHUCTOBYBABCSl CKaHYBaJbHUU EJIEKTPOHHHN
Mikpockon Tumy JEOL JSM6610LV SEM  [16].
3pa3ku NPHUKPIIUIIOBAINCS HA CHELialbHI yTpHMyBadi,
MaKCUMaJIbHUH po3Mip nociiukyBaHoro Tina 200 mwm.
Bucoka po3ainsHa 3aaTHICTh 3,0 HM nipu 30 kB 3a6e3neuye
Bi3yaJti3alito Jeayiell  CTPYKTypHu
MIKpOOO’€KTIB Ha aTOMHO-MOJIEKYIApHOMY piBHI. OKpim
3BHUAITHOI BizyaJi3alii 3 po3IiTbHOIO 31aTHICTIO B ICKITbKa
COTeHb pa3iB BHUIOI HIK Yy 3BUYAHHOTO ONTHYHOTO

JIOCITIJPKEHHS MOBEPXHI

ocobnmuBocTell 1

a o

Puc.1. 3monenboBaHuii BUIVISIA TPHOXTOUKOBOTO TECTY:
a — Io4aToK Ta 6 — KiHelb BUITPOOyBaHHSI.

Fig.1. Scheme for three-point bending test: a — the start
and b — the end of testing.

MiKpPOCKOIIa, Ha CKaHYBaJIbHOMY €JIEKTPOHHOMY MiKPOCKOTI1
MOXKHA TIPOBOIUTH TPHOXBUMIpPHI JOCIIKESHHS 3pa3Ka.
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Tabnuys 1

Bimomocti mpo  XiMiuHHH 3paskiB  Ta

Opi€HTAIIiI0 3epeH

CKJIan

Table 1
Information on the chemical composition of the

samples and grain orientation

Hazpa OpieHTamisg 3epeH Marepian

Bomeppam W —
99,5%

Meraniuauii  kapOin
ZnC - 0,05%

Tun

WZC L MEXaHIYHOTO
BIUIUBY — IPOKaTKa
Posmip 3eprna B
HampaBineHHi L -

6,66 MKM
Bonedhpam

99,5%
Mertaniuauii  kapOis
ZnC - 0,05%

Tun

W —

WZC T MeXaHI9HOTO
BIUTHBY — IIPOKATKa
Po3mip 3epHa B
HampasieHHi L -

6,66 MKM
Boasdpam W - 98%

Oxcup iTpiro YZO3 —
0,05%

Po3mip 3epna — 4,17
MKM.

W-YO

Yuctuit  Bonmb(pam
W >99.97%

Tum  MexaHIYHOTO
IGP L BILIUBY — KOBKa
Po3mip 3epHa B
HampasineHHi L -

87,44 MKM
Uuctuit  Bonmb(pam

W >99,97%
Tun

MEXaHIYHOTO
IGP. T BILIUBY — KOBKa

Po3mip 3epHa B
Hampaienni L -

87,44 MM

PE3VJIBTATH TA IX OBTOBOPEHHS

ExcniepimenTanbHi naHi Oynu OTpUMaHi B PIi3HUX
Jiarma3oHax TeMIIepaTyp B 3aJIeKHOCTI Bill THIY 3pas3KiB,
JUIL  TIOJIBIIOTO BH3HAYEHHS TEMIEpaTypu KPHXKO-
B’SI3KOTO MIEPEXOJTY Ta MOJYJIS IIPY>KHOCTI.

Ockinbku  Bigomuii  ¢akt, 1O  KpPHCTAII4HI
3epHa  1e(pOpMYIOTBCS  HEPIBHOMIPHO B DI3HHX
KpHCTAIOrpaQiyHNX HaNMpsSMKaX, B IESKUX TOYKAax 3epHa
BUHUKAIOTh CHJIM INPYXKHOCTI, IO 3HAYHO IMEPEBUINYIOTH

44

CBOE CepeTHE 3HAUCHHSI, SIKe i IPU3BOANTD JI0 PyWHYBaHHS
MeTady. BHKIIOYHO NpakTUUHMI IHTEpeC MpeACTaBisie
MUTAaHHS ~ 3aJ€XKHOCTI  MEXaHIYHHUX  BJIACTUBOCTEH
Bil TEKCTYpH, TOOTO Opi€HTamii 3epeH KpUCTAIIYHOI
rpatku. Y BIZICYyTHOCTI CTPYKTypH B Marepiaii
W-YO, 3epHa He MaroTh oOpieHTalii (KBa3ii3oTponHa
CTPYKTypa) — Horo (i3u4Hi Ta MeXaHIuHI BIaCTHBOCTI HE
3ale)KaTh Bil Opi€HTAIlll, HE JUBISYKUCH HA TE IO KOXKHE
3€pHO Ma€ aHi30TPOIHI BIACTHBOCTI.

Marepiany OTpUMaHI MIiCIII MEXaHIYHOI MPOKATKU
WZC Tta IGP wMaloTh MakpOCKOMIYHY aHi30TpOIiI0
BlacTHBOCTEH.  MexaHiuHi

MeXa TPYKHOCTI, MII[HOCTI Ta TEMIIEpPaTypa KPHXKO-

BJIACTHBOCTi, Taki  SK

B'si3koro  mepexomy.  B3gomk  (L-opienTamis)  Ta
Brioniepek (T-opieHTaris]) KpUCTaIi4HOI TPaTKH 3HAYHO
BiZIPiI3HSIOTHCS.

3 3amexHOCTel MakcMManbHOI nedopmamii  Bix
TeMIlepaTypu 3pa3KiB OTPUMaHi KpHBI KPHXKO-B’SI3KOTO
Mepexony 3 CepeJHbOKBAIPATUYHOI0 MOXHOKOI (pHC.2).
BusiBneno, mo marepianu 3 L-opientamiero (puc.2a, B)
MalTh 3HAYHO HIDKYY TEMIIepaTypy KpPHXKO-B S3KOTO
mepexony Hik Marepiamu 3 T-opieHramieto (puc.2 0, T).
[lepexin Bif TaMKOTO CTaHy B IUIACTHYHHNA BiIOYyBa€THCS
JOCTaTHBO pi3ko B kommnosurax WZC L( 120-180 °C) ta
IGP_L (160-180 °C) Bignocuo WZC T ( 260-380 °C) ta
IGP_T (350-500 °C). lns marepiany W-YO temmeparypa
KPHUXKO-B’SI3KOTO TIEPEXOAy CTAHOBHUTD IIMPOKHA [iama3oH
350-600 C (puc. 2 n).

Ha puc. 3 300pakeHi eKcIiepruMeHTabHI 3a71eKHOCTI
MOAYJISL TIPY>KHOCTI BiJ| TEMIIEpaTypH Ul KOMIIO3HTIB
: WZC L, WZC T, W-YO, IGP_L, IGP T, na sxomy
CIIOCTEPIraeThCs MaAiHHI MEXKI IPY)KHOCTI 3 IMiABUIICHHIM
TeMIepaTypu. PesynsraTd IOCHiIKEHb IOBOAATH, IO
Marepiaiu MpoTeCcToBaHi B L-opieHTaIlii 3epeH MatoTh BUIILY
MEXY IPYKHOCTI Ta Kpalli MilHICTHI XapaKTepPHUCTHKH.

PosrisiHeMO  THOBepXHI  3JIOMIB  3pasKiB  MicJis
BUNIPOOYBaHHs Ha 3rWH, [3-3a pi3HOT CTPYKTYpH 3pa3KiB:
opieHTalil 3epeH, BKpaIUIeHb KOMIIO3MUTHHX MarepialiB,
BiZIMIHHICTIO I€()EKTIB Ha TPAHMIISIX 3E€PEH; a TAKOXK Pi3HUX
YMOB TIPOBEJICHHS TOCIIPKEHb B iHTEpBaJi TeMIeparyp —
BHIJISII 37IOMIB BiJIPi3HAETHCS.

Takox 1i3-3a pi3HOT MIKPOCTPYKTYpH 3pa3KiB, B
JMAHUX JOCTDKCHHSAX BIUIMB JC(EKTIB Ha TPaHHIIIX
3epeH, ICHy€ TpPaHCKPHCTaliuyHa, IHTEPKPHUCTATiYHA Ta
3MilllaHa MOBEPXHS 37I0MYy. B 3a1exuTh Bix TOrO 5K
PO3MOBCIOKYETHCS TPIIIMHA: TI0 TLUTYy 3€pHA Y 1O HOTO
ITOBEPXHOCTI.

TpaHckpucTaigiuHe pyHHYBaHHS yTBOPIOETHCS IIpU
po3koui 3epeH. Ha 300paxkennsx orpumanux s IGP L
CIIOCTEPIraroThCs MOJIOCH KOB3aHHS JIUCIIOKALH, 10 SKUX
MOYKHa 3PO3YMITH HAMpPSIMOK PO3MOBCIOMKEHHS TPIIINH
(puc. 4).

IHTepKkpuCcTaNiuHe PYHHYBaHHS YTBOPIOETHCS IIPH
PO3IIOBCIO/KEHHI TPILIMHY 110 TPAHULSIM 3epeH. Takuii ThI
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Fig.2. The DBTT ranges, which were evaluated from the
tensile test results, of composites: : WZC L (a), WZC_T

(6), IGP_L (), IGP_T (r) and W-YO ().
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Fig.3. The temperature dependence of the yield stress for
WZC L, WZC T, IGP_L,IGP_T and W-YO .
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Puc.4. Tparckpucraniune pyiHyBanHs 3paskis IGP_L Puc.5. Iarepkpucramiuee  pyHHyBaHHS  3pa3KiB
(CTpLIKOFO TTOKAa3aHO HANIPSIMOK HABaHTAKCHHS). W-2%Y,0, (cTpinkoro MOKa3aHO HaIpsMOK
HABaHTAXXCHH ).
Fig.4. Transgranular fracture of IGP_L (the arrow shows
the load direction). Fig.5. Intergranular fracture of W-2%Y,0, (the arrow
37I0MY 3aJIEXHTh BiJl CErperallii IOMIIIKiB Ha Mi>K3epPHOBUX shows the load direction).
IPaHULX, BHACIITOK 3MEHIICHHS 36pHOTPAaHUYHOT HEprii. IcHye TepMiH 3MINIAHOTO THUMY pYHHYBaHHS — I

B nmaHiii po6OTi Takuii BHA 3JI0MY JIEMOHCTPYEThCS Ha MOEMHAHHS PYHHYBAHHSI MIKPOCTPYKTYPH MOBEPXHi 370MY
noeepxHi 3paskiB W-2% Y,0,. Ha Mi3epHOBUX I'PaHUIAX  JIBOX BHJIiB: iHTEPKPUCTAIIYHOIO Ta TPAHCKPUCTAITIYHOTO.
OKCHJI ITpit0 BUIVIAAE SIK chepuyHi mycToTH (pHc. 5). 3MiliaHe pyHHYBaHHS CIIOCTEPIra€ThCs B IOCIIKYBaHUX
St ) v f B
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Puc.6. 3mimannii Tvn pyliHyBanHs 3paskiB: a — WZC L npu Temneparypi Bunpodysanb 175 °C, b — WZC T npu
temneparypi BunpoOyBanb 375 °C, ¢ — IGP_T npu temneparypi BunpoOysans 600 °C.

Fig. 6. Combination of transgranular and intergranular fracture: a — WZC L at the test temperature 175 °C, b —
WZC T at the test temperature 375 °C, ¢ — IGP_T at the test temperature 600 °C.
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3pazkax: WZC L, WZC T,IGP_T.

WZC L crocrepiratoTbcsi BTOPUHHI MIiKPOTPIIINHH,
AKI PO3MOBCIOUKYIOTECSI TIEPIIEHIUKYIISIPHO BiJi OCHOBHUX
— mepBUHHHX (puc. 6a). BiporigHo, mo MiKpOTpiluHA
3’SBUJIMCS BHACIHiNOK 3YNMHKM Ha TPAHUIIX 3€peH.
XapakrepHuit 370My  3MIIIAHWH: TEPEBaKHO
IHTEpPKPUCTANIYHUI 3 JIOKAJbHUMH TPaHKPHCTATIYHUMU
3JI0MaMH.

THII

WZC T s3wmimanmii Ton pyiHyBaHHA (puc. 60).
MokeMo GauWTH, IO TEepPeBaXKa€ IHTEPKPUCTATITHUH Xif
TPILMHY 3 JIOKAJIbHAMH PO3KOJIAMH 3€pPeH.

IGP_T pyiiHyBaHHS 3 BifCIOIOBaHHSIM Ha T'PAaHMIIX
3epeH Ta OOKOBHMH po3KosiaMH (puc. 6B). 3MilIaHUHA THT,
CIIOCTEPIraroThCs CIIAN PYXy MIKPOTPILHH.
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STUDY OF MECHANISMS OF CRACK FORMATION ON TUNGSTEN COMPOSITES
USING THE THREE-POINT METHOD
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3 Institute of Radiophysics and Electronics. A. Ya. Usikova NAS of Ukraine, 12, Ac.
Proskura st., Kharkov, 61085, Ukraine

Submitted March 25, 2022; Revised April 18, 2022; Accepted April 20, 2022

The aim of this study was evaluated the ductile-to-brittle transition temperature (DBTT) and microstructure of miniaturized
tungsten composites by three point bending method. Tungsten and tungsten composites are the best technical materials candidates for
the manufacture of a diverter in the future fusion reactor ITER (International Thermonuclear Experimental Reactor). Because tungsten
has the highest melting point off all metals, it is candidate for plasma-facing materials. The ITER plasma temperatures to between 150
and 300 million °C, so it is important to study the effect of temperature on materials.

The effect of temperature on the mechanical properties of tungsten composites was studied by performing a number of three point
bending tests at different temperatures (100-600 C). Three different types of materials were assessed: first one — IGP commercial pure
tungsten (W > 99,97%), grades produced according to International Thermonuclear Experimental Reactor specifications in Europe
and China and two laboratory types W - 0.5%ZnC, W - 2%Y,0,. The resulting DBTT ranges depending on the type of material,
grain orientation affects and rolled. The IGP and W - 0.5%ZnC were rolled and tested in two different orientations of grains (L and
T): WZC_L, WZC_T, IGP_L, IGP_T. It is shown that the temperature transition from brittle to plastic fracture occurs sharply for
composites WZC L (120-180 ° C) and IGP_L (160-180 ° C), slower for WZC T (260-380 ° C) and (350-500 °C). The yield stress
decrease linearly with temperature. The materials tested in the L- orientation of the grains have a higher elasticity and better strength
characteristics. There are two types of fracture researched in work. After the crack has initiated in a metal it grows through the grains,
which is called transgranular fracture (WZC L, WZC T, IGP_L, IGP_T), or along the grain boundaries, known as intergranular
fracture (W-YO), or by a combination of transgranular and intergranular fracture (WZC L, WZC T, IGP_T).

Keywords: three-point bending test, ductile to brittle transition, miniaturization, composites.
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VY nmaniif poOoTi mpeacTaBiIeHi pe3ynbTaTH TOCIIUKEHHS MEXaHIYHHMX BIACTHBOCTEH KOMIIO3HTIB Ha OCHOBI BOJb(pamy HpHu
nedopmanii oHOBICHEM pO3TATOM. Y SIKOCTI BUKOPHCTOBYBAaHMX 3pa3KiB OyiM B3sTi APOTH i3 Pi3HHM IMONEPEYHHM Iepepi3oM Ta
BOJNB(PAMOBI JUKI'YTH, CTBOPEHI METOZIOM CKPY4yBaHHS ITOOAUHOKUX JKHII.

[lokazano, mo a1 BodbdpamoBoro Apory aiamerpoMm 150um i3 pocToM TemmepaTypu BigOyBaeThCs €BOJNIOIIOHYBAaHHS
ractuuHol aedopmarnii. Tak, 1 KIMHATHOI TeMOepaTypH BinOyBaeTbCsi KpUXKE PyHHYBaHHS 3pasKiB, MPO IO CBIAYUTH BEJHKa
KIJIBKICTh Xa0THYHO PO3TAIIOBAaHUX MIKPOTPILIMH Ta IUTacka moBepxHs po3pusy. [Ipu temmneparypi 300 °C MiKpOTPILIMHH TOCTYIIOBO
37IMBAIOTHCS y pajialibHi TPIIIMHU Ta BinOyBaeThCs OUIBIN BeJMKA INIACTHYHA JedopMallis, a IpH Temieparypi Bunpooysans 500 °C
BifOyBa€ThCSI CHaj] MEXaHIYHUX BJIACTHBOCTEH 3pa3KiB 10 BEIMYMH, MEHIINX HiX HaBITh IPH KIMHATHUX yMOBaxX TecTyBaHHs. Lle
MATBEPIIKYE, IO i3 POCTOM TeMIepaTypH BiIOyBaeThCs MOCTYIIOBA TEPMiYHA aKTHBAIisd BHYTPINIHIX MpoleciB Aedopmarii, a mpu
Temmepatypi 6mu3pkii 10 500 °C BigOyBaeThcs 3MiHa MeXaHi3MiB e opmartii.

3pa3ku BOJIb(PPAMOBOrO JUKIYTa MOKA3yIOTh aHAJOTiYHy TCHJCHINIO: MPU KIMHATHIiM Temmeparypi BigOyBaeTbCsi KpUXKe
pyiHYBaHH i3 yTBOPEHHSIM BEJIMKOI KITBKOCTI MiKpOTPIiIlIMH Ha noBepxHi po3puBy. [Ipu 300 °C 3pa3zku nedopMyroThes i3 301IbIICHOI0
TUTACTUYHICTIO Ta 3HAYHUM YTBOPEHHSM IIMIKH y MicCIli PO3pHBY, K 1 Uit ApoTy aiamerpoM 150pm, npote npu temmeparypi 500 °C
BifOyBa€eThCsI 3MiHA MOP(OIIOTIT MOBEPXHI PO3PHUBY, IO Y CBOIO YEPry CBIIYUTH IIPO 3MiHY MEXaHi3MiB AeopMalrlii 3pa3KiB.

OTpuMaHi TaHHI MiATBEPIKYIOTH i7I€10, M0 Y BOIb(paMi i3 pOCTOM TeMIepaTypy MOYHHAIOT AKTUBYBATUCS KPaHOBi TUCTIOKAIIii,
a npu Temneparypi Omusbkii g0 500 °C (487 °C mna Bonbdpamy seisge coboro 0.206T ) ta Buule BifOyBA€THCS MEPEXiA 10
MEXaHi3MiB pyiHYBaHHS Ha OCHOBI FBUHTOBHX JMCIIOKALiii.

OKpiM 11bOT0, 32 JJOTIOMOTOF0 CKaHYIOYOTO €JIEKTPOHHOIO MiKpOCKOIy Oy/iM OTpHUMaHi Ta IpoaHanizoBaHi ¢pororpadii moBepxoHb
Ppo3puBy 1poaeOpMOBaHHX 3Pa3KiB.

Kntouogi cnosa: mexaniuni eunpobysanns, 0OHOGICHUL pO3MA2 BONbHPAMOSULL OpiMm, 8OTbOPAMOBULL OXC2YM, KOMNOZUMU.
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Mexanizmu pylinysanis 601bppamosux 3pasxie y euensioi Opomis pizHoi ceomempii, n1acCmMu4Ho
Oeopmosanux npu 00HOGICHOMY HABAHMANHCEHHT

BCTYII

B mimomy, momepenHi pe3ymbTaTd i3 JOCHIIIB
BOJIb()PAMOBHX BOJIOKOH MOXKJIMBO PO3IUIUTH HA JSKiJIbKa
TPyl 3a METOI0 Jociipkenb. [lepia rpyna BuB4Yae BIUIMB
30BHIIIHIX YMHHUKIB HA MEXaHIYHI BIaCTUBOCTI MaTepiary
[1, 2]. Apyra rpyna cTaBUTh 3a LJIb MOPIBHSIHHS THIIIB
TEXHOJIOTIYHUX TPOIECIB BUTOTOBICHHS BOJb(PPaMOBUX
BOJIOKOH Ta 1X MEXaHIYHNX BIACTHBOCTEH.

Tak, depe3 cnenuiky y TEXHOIOTii BHUTOTOBJICHHS
Ta eKCIUTyaTallilo IPU BHCOKHX TEMIIEpaTypax MeXaHi4Hi
BJIACTUBOCTI BOJIb()PaMOBUX BOJIOKOH JIOMIHOBAHUX KaJIiEM
i3 YacoM MNpUTrHIYyOThCs. [IJis BUBYCHHS MEXaHIYHOTO
3MIiIHEHHS APOTiB Oyia MpoOBeACHA Cepist eKCIIEPUMEHTIB
[1] i3 Bimmamenumu mpu 2300 °C BoONOKHAMH, SKi Y
NOJANBIIOMY OylM TPOTECTOBaHI Yy TeMIEPaTypHOMY
inTepBai 22 °C — 600 °C.

BukopucToByroun MIKpOCKOMIYHHI aHaii3 oOnacti
MUK OyJaM OTpPUMaHi ICTUHHI KPHMBI HaBaHTa)KEHH:I-
nedpopmarii. Takox Oyro MOKa3aHO, IO JIOKAJIbHA
nedopmartiss y obmacti mmiiku Moxe csratn 50%, a
3arajpHe MOJOBXKEHHS 30UIBLIYEThCSA 13 TEMIIEPATypoIo.
BpaxoByroun, 1o Boib(paM Mae 3Ha4HI HaBaHTAKECHHIM
[aiiepca 1 TBUHTOBUX AMCIIOKAIIiH, Jy’Ke BipOTiIHO, 10
KpaloBi JMCIIOKalil BHOCWIIM BKIal y Jedopmariio mpu
temneparypi amxge 300 °C.

TakoXk OKpeMO BHBYAIMCS TOTOBI KOMIIO3UTH Ha
OCHOBi Bonb(paMy i3 moBrumu aporamu [3]. YV poborti

Oymu OTpHMaHI MEXaHIYHI BIIACTUBOCTI KOMIIO3HTY,
MpoaHalizoBaHl  WMOBIpHI  MeXaHI3MH  pyHHYBaHHs
Marepialy Ta  CIOCTEpirajgocs  ICEBAOILUIACTHYHA

MIOBEIiHKA KOMITO3HTY, 3aBIISIKH YOMY XapaKTepHO 3pOcTaja
CIIPOMOXKHICTh Marepially BHTPHUMYBAaTH HABaHTAXKCHHS
ITOTIPH HAasIBHICTH BEJIMKOI KUTBKOCTI MiKPOTPIIINH Y 3pa3Ky
Ta YMHUTH OIIP 10 CTBOPEHHS BEJMKHUX TPILIMH Y MaTPHIl
KOMIIO3UTY, 5IKi O y CBOIO 4epry 3a HOPMaJbHUX YMOB
npu3Besy O 0 3MEHIIEHHs TONIEPEYHOro Mnepepizy 3paska
Ta HOro MBHIKOTO pyiHYBaHHA. Lle mokasye, mo ixes i3
BUKOPHCTaHHA BOJb(PAMOBOI MaTpumi Uil apMyBaHHS
BoJb(GpaMy Tpalioe, a[pKe OCHOBHA METOK TAaKOro
METOJY SIBISIEThCS 301IbLICHHS] MEXaHIYHOI BUTPHUBAJIOCTI
Marepiany npu po3TpiCKyBaHHI.

Oxpim Oynu
JOCTi/DKeHHS KOMIIO3UTY BOJNb(paMy i3 BHKOPHUCTAHHSIM
KOpOTKHX 1poTiB [4]. 3paskm Oynm nedopmoBaHi 3a
JIOTIOMOTOI0 TPHOXTOYKOBOTO Meroxay. Cami 3pasku Manu
JiHiKHHI po3Mmipu 3 X 2 X 27MM.

Ha pnanmii MOMEHT ofHOIO 3 imeil CTBOpeHHs
JOCUTh BUTPHUBAJIOTO 332 MEXaHIYHMMH HaBaHTKCHHSIMHU
KOMITO3HTY, SIBIAETHCS 3aMiHA MOHOXWIIH 13 JiaMeTpoM
150pm Ha gpotm OUMBII MaloOro IiaMeTpy Ta MOoOyIOBH
i3 HAX JKTYTiB [5] 4yepe3 Te, IO MEHIII 3a AiaMETPOM
JpOTH OUIBII THYYKI Ta MOXYTh BHTPUMYBartu Oinblie
I[lpu «iMHaATHIA TeMIepaTypi Oyiu
MOPIBHSIHI MEXaHIYHI BJIACTHBOCTI JPOTIB 13 AiaMETpOM

1IBOTO, MpOBeACHI  MeXaHiuHi

HaBaHTaXCHHA.

150 pm, 50 pm Ta 16 pm, a TakoX BOJILGPAMOBOTO JUKTYTA.

Y pobori [6] Oya0 MmoOKa3aHO, II0 BHKOPUCTOBYIOUU
JIPiT i3 MeHImUM aiamMeTpoM (16 pum), MOXKITUBO OTpUMATH
OinpIre pyHHYBaHHS, TIPOTE
3MEHIIUTUCH IUIACTUYHA 30HA. 30UIBLIMTH MaKCUMalbHe

HaBaHTAXECHHS MOXeE
HABAaHTAXCHHS, KE MOXE BUTPUMATH MaTepiai, MOXKIHBO
3a PaxyHOK BUTOTOBJICHHS JDKTYTa i3 MOOJAWHOKHX JIPOTIB
3a JIOTIOMOIOK0 CKpy4YyBaHHS iX MK co0or. IIpu mpomy,

OKpiM  HaBaHTAXXCHHA  30UIBINYETBCS  IUIACTHYHICTH
KOMITO3HTY.
Takox, 'y poboTi 3HOBy  crmocrepiramacs

NICEBJOIUIACTUYHA 30HA, KOJIM Yy JOKTYTI HOOAMHOKO
PO3pHBaIOThCS APOTH. Sk Oyno ckazaHO paHillle, TaKUM
YMHOM KOMIIO3UT MOYKE YHHUTH OIiP YTBOPEHHIO TPIllKH.

Y poborti [4] Oyi0 3arponOHOBaHO BUKOPHCTOBYBATH
s mobymosu W-Cu TpyOKH TEIUIOOOMIHHHKA 3aMiCTh
3BHYAMHHX poTiB i3 150um, mpotis i3 giamerpom 50um.

Takox, okpeMo Oynu MpoBeeHI NoCiKeHHs [7] Ha
BIUIUB KUJIBKOCTI CKpy4yBaHb Ha MEXaHIYHI BJIACTHUBOCTI.
Byno BurorosneHo mxrytH i3 19 BosokoH, giamerpom 16
pm. I3 kpokom ckpyuyBanus y 200, 400, 600, 800 Ta 1000
CKpy4yBaHb Ha MeTp. Ta CTBOpEHHH IKTYT i3 16 BOIOKOH
TOTO X CaMOro JAiaMeTpy, METOIOM 3aKpydyBaHHS y [Ba
HamnpsIMKH, SIIPO Y TAKOMY BHIIAAKY BiICYTHE. A TaKoX,
TaKWH ke JPKTYT 13 IBOMa HalpsiIMKaMH CKpydyBaHHA 3 16
JIPOTaMH Ta SAPOM IO IIEHTPY i3 7 APOTIB.

Byno mokasano, 1mo MKTyTH, SKi ckiagamucs i3 19
ckpyueHux napotiB (ENW) maroTe He3Ha4HI 3HIDKCHHS
MaKCHMaJIbHOTO HABAaHTAXCHHS PO3PHBY Y IOPIBHSHHI
J0 ogHoro ToHkoro 16 pum gpory. Ta He3HauHuUil BIIUB
CKpy4YyBaHHS Ha MeXaHi4Hi Jbxryr i3
16 nmpotiB i3 sagpom Ta 0e3, MOKasald 3HAYHHU CIaj
HAaBaHTaXCHHA,  Ta
IUTACTHYHOTO Je(h)OpPMYBaHHS.

Buxonsiun 3 ychoro BHILE HaBEICHOTO, BBAXKAEMO
JOUUTBHAM JOCTIIUTH MEXaHi3MHU OJHOBICHOI AedopMariii
OAMHUYHOTO JIPOTY
niamerpoM 150 um, 20 pm Ta JKryTa, Mo CKIAAEThCS 3
MEBHO1 KiJTbKOCTi TAKHX JPOTIB.

BJIACTHUBOCTI.

MaKCHMaabHOIO 301JbIIEHHS

B YMOBax pIi3HHX TEMIICPaTyp:

METOJUKA TA OB’€EKTH JOCJJIAXKXEHHSA

V skocrti 3pa3KiB OyJau BUKOPUCTaHI BiZpi3KU JIPOTiB
i3 pI3HOI0 TEOMETPIEI0 BHIOTOBJICHHS: 3pa3Ku JPOTy Y
BUIISIL HMTIHAPY 13 Aiamerpom 150um i 20pm Ta mKryT
BUTOTOBJICHHH METOZOM CKPY4yBaHHS 13 SAPOM.

BombpamoBi apoTH OymM BHTOTOBIEHI METOIOM
raps4oi ekcTpysii 3a JOMOMOro MOTY)XHOCTEH KOMIaHii
OSRAM AG, Mironxen, Himeyunna. JIxrytn Oymn
BUTOTOBJIEHI 3a JIOTMIOMOTOI0 METOAY CKpY4YyBaHHS i3
BUKOpUCTaHHAM 14 poTiB, siKi Oy CKpy4eHi y rpynax no
7 WTYyK, a MOTIM CKPYYEHi MiXK CO0OO0 JIBi TPpyNH. Yci IpOTH
Oy giamerpom 20um (puc. 1).

JlopxwHa poO0Y0i YaCTHHU 3pa3KiB y BCIX BHUITaKaX
CTaHOBUTH |5MM, a MOBHA JOBXHMHA 3pa3KiB Oyna piBHa

The Journal of V.N. Karazin Kharkiv National University. Series “Physics”, Iss. 36, 2022
50 BicHuk XHY imeHi B.H. KapasiHa. Cepis «®i3uka», sun. 36, 2022



C.B. Jlebeoes, A.O. llanyysa, /{. Tepenmes

31mMm. Cami ApOTH BHKOPHCTOBYBJIUCS Y TOMY CTaHi, y
sskoMy Oynin BurotosiieHi (as produced ), 6e3 monepeaHbol
MiATOTOBKH. BHIIpOOOBYBaHHS NPOBONMIXA B iHTEpBai
temneparyp Big 20 °C go 500 °C Ha gporax, sKi HaBeeHO1
BUIIIE.

Enextpyunmuii  curHanm i3 TOBHOTO  MOCTa
TEH30€JIEMEHTa BUMIPIOBaBCS 3a JOIIOMOTOIO IUIaTH 300py
nmaranx DAQ NI-PCI-6221 Ta 610Ky y3ropkeHHS CUTHATY
SCC-SG24 2 ch, Full Bridge ta 3ammcyBaBca y ¢aitn B
koopauHatax Hampyra-Yac. TeH3oenemeHT nae 3Mory
JHIITHO BUMIPIOBAaTH HaBaHTaKEHHS 13 4y TimBicTio y 0,1 H.
[IBuaKicTh NEpeMillieHHsI HIPKHBOTO IITOKA CTajla i piBHA
0.3 MM/XB.34NTyBaHHS BEJIMYMHHU HaNpyrd BinOyBasocs
i3 yacrororo 1T, [aii ¢aitn 0OpoOIsIBCS 32 JOMOMOTO0
cepemoBuIna mporpamyBanHs Labview Ta nepeTBoproBaBcs
Y KpHUBY y KOOpIMHATaX HaBaHTaKEHHsI-IePOopMaItis.

Jns HarpiBaHHA IIPOTY Ta TpUMadiB
BUKOPUCTOBYBajacsi TpPyOKOIOAiOHa eNeKTpUYHa IIid.
3BepxXy Ta 3HU3Y Ha LITOKH, 4epe3 SKi IepenaBaocs
HaBaHTAXXEHHsI Ha 3pa30K OZSTAINCS IUTACTHHH 13 CKJIOBATH
JUTA 3aTI00iraHHs TPaJieHTy TeMIeparyp Ta PiBHOMiIpHOTO
HarpiBy 3paska. BuMipioBaHHS TeMIlepaTypH BiIOyBasocs
3a JJONIOMOT'OI0 XPOMEIIb-aTFOMEIIEBOI TEPMOTIApH, KiHEelb
sIKO1 IMOMIIIABCsI HA PiBHI EHTPY 3pa3ka Ta BHCIB Yy IOBITPi,
TaKoXX BiNOyBaBCS 3aMip TeMmeparypu Ha TMOBEpXHIi
Tpumaua 3pas3ky. [Ipu mocsiranHi 3amaHoi TeMmmeparypu
3pa3ok BUTpuUMyBaBcs Bix 30 mo 60 xBwimH 11 OLIBII
PIBHOMIPHOTO  TEMIIEPaTypHOTO  pO3MOnLTy  (pi3HHIIA

Puc. 1. CxemarnyHe 300pakeHHS
nepepisy BoJb()PaMOBOro JKryTa (a), Boib(ppaMoBoro

Ipoty i3 miamerpom 150um (6) Ta 20pum (B).

monepeyHoro

Fig. 1. Schematical view of cross section of tungsten
yarn (a) and tungsten wire with 150pm (6) and 20um (B)
diameters respectively.

Temmeparyp carana npudmmnsso 1o 2 C).

PE3YJIbTATH TA OBTOBOPEHHS

Temneparypu TecTyBaHb OOMpaiHcsi i3 MipKyBaHb,
0 KiMHaTHa TeMmieparypa Oyae y SIKOCTI 3arajbHOro
pedepency, 500 °C Oyae TrpaHUYHOK TEMIIEPATYPOIO
BUKOPHCTaHHA KOMIIO3HTY, SK CKJIQJOBOi YacTHHH Y
CTIHIII TEIUTOOOMiHHUKA TEPMOSAEPHOTO peaktopa, a 300
°C, SIK HW)KHS TeMIleparypa IJIsl TeIZIOOOMIHHOTO OJOKY
Ta K BIIHOCHA CEpEIHs TeMIleparypa MiK KiIMHATHOIO i

MaKCHUMAaJIbHOIO TEMITEpaTypaMHu.

3arajibHUi  BHIVIAI
KOOpIMHATaX BiHOCHE TIOAOBXKEHHS 10 naedopmarrii
OIHOBICHOTO PO3TSTY IUIA 3pa3KiB BOIB(PPaAMOBOTO IPOTYy

3 miametpom 20pum, 150pm Ta mKryTa, SIKUi CKIagaeThCs

KPUBHUX HABaHTaXCHHA Yy

i3 2 mo 7 nporiB giamerpy 20um rokasaHuii Ha puc. 2, puc.
3 ta puc. 4..

Apir
mpu Ttemmeparypi 20 °C mns BUKOPHCTaHHA y SIKOCTI
pedepeHcy, TOMy IO Taki IPOTH SBISIOTHCS CKJIaIOBOIO
JU1sl BONB(GPaMOBOTO JKTyTa.

Bonbdpamouii xryT y gociigax OyB BUKOPUCTaHUN
JUISL TIEPEBIPKH 171el, IO JDKTYT i3 MEHIIMX 32 IUIOUICI0
MOTIEPEYHOT0 Iepepi3y JAPOTiB, SIKI MOXYTh BUTPUMATH
OinpIle HaBaHTAKEHHA, OyJe MaTh Kpamli MeXaHIdHi
BJIACTHUBOCTI IIPH OIHOBICHOMY PO3TATY, HIK HITBHAN APIT
(y HamoMmy BUMAIKY i3 miamerpoM 150um).

Takox mpu Temneparypi, Omuspkiii mo 500 °C
3MIHIOIOTECSI MEXaHI3MH pyHHYBaHHs Marepiany [8]. Amxe
Temneparypa piBaa 487 °C € KJIIOYOBOKO IS TEPMIYHOT
aKTUBAaIlii TBUHTOBHX quciokaiii (487 °C = 0.206Tmmem
s Bonb(pamy). o miei TemmepaTypu mpH TUTacTHYHIH
nedopmarii Bonbdpamy, sk gt OLIK merany, kimodoBy
poNb BiZirparoTh Kpaioi auciokamii. Ilicist mepexomy
Ha3BaHOI BHWIIE TEMIIEPaTypHOI TOYKH Jedopmaris
BinOyBa€eThCcs y BHUNIAAI KOMOiHAIlT
KpailoBHX TUCIIOKAIIiH, a TPH 3HAYHO BHUIIIX TEMIIEPATypax
(mpubmmsnao Bix 900 °C) KIIOYOBY poiib y 3HAYHIA Mipi
BiJIITpArOTh TBHHTOBI JUCIIOKAILII].

Ha rpadixy mNODOBXEHHS Yy 3aJIeKHOCTI BiX
Temreparypu (puc. 5) MOXKHa 1MOOAYWTH, IO HalMEHIe
MIOZIOBKEHHS MaTepialiB Oyze npy KIMHATHIN TemIieparypi,

i3 piamerpom 20pum OyB mHpoOTEeCTOBaHHN

IT'BUHTOBHUX Ta

Puc. 2. Jlebopmariiini KpuBi BoJb(ppaMoBOTO ApOTy
nmiamerpy 20um B KOOpAMHATaX HaBaHTaKCHHS-

nedopmaris s remneparypu 20 °C.

Fig. 2. Deformation curves tungsten wires with
20um diameter in stress vs strain coordinates at 20 °C
temperature.
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Puc. 3. Jlepopmariitii KpuBi BOJBGPAMOBOTO IPOTY
miamerpoM 1500 y KoopAMHAaTax —HaBaHTAXKCHHSI-
nedopmaris npu temneparypax 20 °C (a), 300 °C (6)
ta 500 °C (B).

Fig. 3. Deformation curves / Curves of deformation for
tungsten wires with 150um diameter in stress vs strain
coordinates at 20 °C (a), 300 °C, (6) and 500 °C (B)
respectively.

Puc. 4. [ledopmauiiini xpuBi 11 Bodb(ppaMoBHX
JUKTYTIB 3 KITBKIiCTIO 2 X 7 ApOTiB i3 20um giameTpom
KOXXHOTO y KOOpAWHATAaX HaBaHTaXCHHSA-IehopMaris
mpu Temrieparypax 20 °C (a), 300 °C (6) ta 500 °C (B).

Fig. 4. Deformation curves / Curves of deformation for
tungsten yarns with 2 x 7 wires with 20um diameter for
every wire in stress vs strain coordinates at 20 °C (a),
300 °C, (6) and 500 °C (B) respectively.
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Puc. 5. Tpadix  3aiexHOCTI  yCEpPEIHEHOIo
MaKCHMaJIbHOTO TIOJOBXKEHHS 3pa3KiB BOIL(PAMOBOTO

ZIPOTY BiJl TEMIIEPaTypH.

Fig. 5. Plot of dependence of averaged maximum strain
to temperature for sample of tungsten wire.

gepe3 T€ M0 caM MO co0i MPH HU3BKHAX TEMIIEpaTypax
BOJIb(paM € KPUXKHM.

ITpu Temneparypi 300 °C MokHA TOOAYNTH 3pOCTAHHS
IUTAaCTUYHOCTI  BOJILPAMOBOrO JIPOTY Ta JOKIyTa 'y
3B’5I3Ky 13 3HAUHMM TEMIIEpPaTypHHM BIUIMBOM Ha KpanoBi
JUCITIOKaIii y Marepiali.

IIpu 500 °C momoBXeHHS MaTepianxy 3MEHIIYEThCS
i me Moxe OyTH TOB’s3aHE 13 3MIHOIO MEXaHI3MiB
nedopmyBaHHS camoro Marepiany. Ciij 3ayBaXuTH, IO
TIpY TUIACTHYHINA Aedopmarii JUKryTa MOXKYTh HOCTYIIOBO
pyHHYyBaTHCs MOOIUHOKI JpoTH (puc. 6), WO Yy CBOHO
yepry 30UIbIlye HaBaHTKEHHS HA I[Nl JPOTH, IO SIK
pe3yibTaT MpHU3BOAWUTE A0 Oimbmmioi medopmariii ycroro
okryta. Ha puc. 6 mobpe BumHO HMOBipHI pyHHYBaHHS
MTOOJMHOKHX APOTIB (TI03HAYEHO CTPIIKAMH) Ta 3TIIA/KEHY
KpuBY (BWAIJIEHA JKUPHHM), TOTOBY JJIsI IOJAJIBILIO]
00poOku. OKpIM IIOTO CJTiJ] 3ayBaXKUTH, [0 caMe 1o cobi
pYHHYBaHHS IpOTIB MPU3BOAHUTH 1O 3MiHU KOH}iryparii
JDKTYTa, IHIIMMHE CJIOBAMH MOXKE 3MIHIOBATHCH KyT HaXHITy
JIPOTy BITHOCHO oci medopmarii, 0 MOXe MPHU3BOAUTH
J0 3MIHM IUIOLII Iiepepidy IpOTy, Ha SIKy IepenaeTbes
nedopmartis. Takox, “nepekodyBaHHs” OKPEMHX JIPOTIiB U1
IpyI y Cepe/inHi JUKTyTa MOXKE CEpPHO3HO CIIOTBOPIOBATH
BEIMYUHY IUTaCTHYHOI nedopmamii, amke BUBLIbHEHE
MiCIIe PO3ipBAaHOTO NIPOTY MOXKE Yepe3 3MEHIICHHS KyTa
HAXWJTY JPOTY “BUBUIBFHIOBATH  HONATKOBY AOBXKUHY IPOTY
LUISIXOM HOTO TIOBOPOTY Ta 3MEHIICHHS HaBaHTAKCHHS
Ha HBOTO TOPIBHSAHO 13 IHIIMMH JpPOTaMH, SKi He
noBepTanucs. Tox MEHIIa KUIbKICTh JAPOTIB y caMoMy
JDKTYTI, sIKa AeopMyBaiacsi MaKCUMalIbHO AedopmoBaHa
y 3Ha4HINA Mipi OinmbIe, HiX iHmI ApoTH. ToMy 3aranbHa,
abo ycepenHeHa gedopMariist MiXk APOTAMH y JKTYTI MOXKE
OyTH 3HaYHO MEHILOIO, HiK Ha rpadiky Ta Mard OiLnpLIy

Puc. 6. Jlebopmaniiina KpuBa Ui 3pa3ka DKIyTa y
KOOpIMHATaX HAaBaHTAXCHHs — TIEPEMIIICHHs] Ha eTarti
TOTOBKH Ta 00paxyBaHHS OTPUMAHUX JaHUX.

Fig. 6. Deformation curves / Curves of deformation for
yarns sample in force vs displacement coordinates in a

preparation and calculation stage from received data.
CTaTHCTHYHY PO30IKHICTb.

Ha rpadiky MakcuManbHOTO HaBaHTaXXEHHS BiX
Temreparypu (puc. 7) MOXIHMBO TMOOaYUTH PO30O1KHICTH
JUISl HABAaHTA)KEHHS 715l BOJIb()PAMOBOTO APOTY JiaMeTPOM
20pm. IIpm migroroBmi 10 €KCIIEPUMEHTIB, OUiKyBaslacs
Kopemsriss i3 poboramm [4, 5, 6]. OuikyBamocs
MaKCHMallbHE HABAaHTAXKCHHS, SIKE MOXKE BUTPHMATH OIMH
apit y aianazoni 4500-5000 MPa. Ilpore, mist kparioro
PO3yMiHHS Takoi po30iX»HOCTI Tpeda OKPEMO TOCII Ky BaTH
JIpOTH BOJb(GPaMy Majoro AiaMeTpy, Ta OUIbII IHOOKO
BHUBYATH BIUIMB IIPOLECIB BHUTOTOBIICHHS MIKPOAPOTIB a

Puc. 7. Tpadik  3ameXHOCTI  ycepemHEHOTO
MaKCHUMaJIbHOTO HaBaHTA)KEHHS 3pa3KiB BOJIb()pPaMoBOro
JPOTY BiJ TEMIIEpaTypH.

Fig. 7. Plot of dependence of averaged maximum stress
to temperature for sample of tungsten wire.
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SEl  15kV
W wire 84

SEl  15kV
W wire 139

TaKOXX PO3MIpiB 3epHA HA MEXaHIYHI BIACTHBOCTI, IO HE
SIBJISIETHCS. METOJI JaHOT poOOTH.

Jlng  OinbIn  JeTaJbHOrO BHBYCHHS MEXaHI3MiB

WD11mm  $S42 x500

S0UM  e—

WD20mm S$S50 x500

SOUM — e—

8
Puc. 8. 3oBHIMHIA BUIIAA TOBEPXHI PO3PUBY 3pa3KiB

BONB(GPaMOBOTO  IpOTy miameTpoMm 150um  mis
temmeparyp 20 °C (a), 300 °C (6) ta 500 °C (B).

Fig. 8. Appearance of rupture surfaces for samples of
tungsten wire with diameter 150pm at 20 °C (a), 300 °C,
(6) and 500 °C (B) respectively.

pyiHyBaHHs Oy npoaHaiizoBasi Gororpadii moBepXxoHb
PO3pHUBIB OKPEeMHX 3pa3KiB, SIK THUIIOBUX MPEACTABHHUKIB
npoaehOpPMOBAHUX IPOTIB.

SElI  15kV
W yarn RT #1

wD26mm x1,300 10pm  —

x1,600 10pm

SElI  15kV WD21mm
W yarn T=500C #6

8
Puc. 9. 30BHIIHIN BUITISI TOBEPXHI PO3PUBY OKPEMHX

OpOTiB s 3pa3KiB  BOIB(PPAMOBOTO [UKTyTa LIS
temmeparyp 20 °C (a), 300 °C (6) ta 500 °C (B).

Fig. 9. Appearance of rupture surfaces of separate wires
for tungsten yarn samples at 20 °C (a), 300 °C, (6) and
500 °C (B) respectively.
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Just 150um (puc. 8) 3aranbHOI0 XapaKTEPHCTHKOO
SIBJISAETbCSL 30UNBIICHHS IUIACTUYHOCTI MaTepialy Ipu
TEMIIEpaTypy MPOBEACHHS TECTYBaHHS.
e moxHa MOOAYUTH TPW TMOPIBHSAHHI IUIOMII TOBEPXHI
pyWHYBaHHS APOTIB, aJKE i3 PUCYHKIB IIyxKe T00pe BHIHO
3MEHIIICHHS Ii€1 IIOMIi i3 POCTOM TeMIIEPaTYPH.

Takox, i3 pOCTOM TeMIeparypyd BHIHO JOBOJI
yiTke (HOpMYyBaHHs IIUHKH Yy Micli pyHHYBaHHS 3pa3KiB,
0 MOXKE CBIIYUTH Yy CBOIO YEpry INpO [IyKe BUCOKY
3aNIeXKHICTH JepopMaltii MaTepiary BiJf TepMidHOT aKTHBAITi1
BHYTPIMIHIX MpoOIeciB mepedynoBu 00’emy 3paska. [Ipu
TIOPiBHSIHHI IOBEPXOHB PYHHYBaHHS, YiTKO BUIHO, L0 ITPH
KiMHaTHi# TeMneparypi (puc. 8a) 3pa3ok 31edopMoBaHHI
KPUXKHM MEXaHI3MOM pYyiHYyBaHHs, HpO WIO CBIAYUTH
BEJIMKA KiJIbKiCTh MiKPOTPIIIUH, pO3TAIIIOBAHUX XaOTHYHO
Ta MIacka MOBEPXHS IIUHKH.

ITpu 300 °C 4iTKO BUIHO MPOTPECiI0 Yy IIACTHYHIN
nedopmarii sKa BUPAKAETBCS y 3JIUTTI
MikpoTpinme (puc. 80) y J0BOJI BeNUKI paziajibHi
TPIlMHK y 00JacTi MIUMHKH, 110 y CBOI YEpry MOXKeE
CBITYMTH TIPO JIOTiYHE 3OUTBIICHHS HABAHTAXCHHS TNPH
3MEHIICHH] IJIOM y TOW XK€ MOMEHT 1 fK pe3ylbrar
KBa3IKpHXKe PyHHYBaHHS.

IMpn kiMHartHii Temmeparypi (puc. 9a), BUIHO
HE3HaYHE YTBOPEHHS INWHKM Ta KPUXKUH pO3pHUB i3
IUIACKOIO TIOBEPXHEIO Ta JESIKOI KUIBKICTIO MIKPOTPILMH
Ha noBepxHi po3pusy. [Ipu 300 °C, Ak i y BUIIAAKY IpOTY
i3 miamerpoMm 150um, BigOyBaeTbcs TOMipHA IUTACTHYHA
nedpopmaris (puc. 90) okpeMux ApOTIiB i3 OLIBII TapHO
MIOMITHUM IIMHKOYTBOPEHHSM Ta BifOyBa€ThCS 3IUTTS
MIKpOTPILIMH y JOCTaTHBO BENUKI pajianbHi Tpimuau. [Ipn
500 °C oKkpiM YiTKO BHPa)XCHOI MIMIKH, Y 3pyHHOBaHOMY
3pa3Ky MOXIIUBO IMOOAYNTH 3MiHy MOBEpXHI pyHHYBaHHSI
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Marepiainy,

(puc. 98). IIpu GinbII peTETHLHOMY OINISIAI BUSBUIIOCS, IO
Taka IMOBEPXHs SBJIAE COOOI 3arajbHO BiJJOME SIMKOBE
(B’s13Ke) TpaHCKPUCTAIITHE PyHHYBaHHS MaTepiaiy.

[Ipote Takuii THN pyHHYBaHHS MOBUHEH BigOyBaTHCS
y pe3yiabraTi 3HAYHOI IUTACTHYHOI nedopmarii. Aure
Ha puc. 5 mis 500 °C BimOyBaeThCcs cHaa CEPeaHBOT
BEJIMYMHM MaKCHMaJIbHOI IUIaCTH4YHOI Jedopmarii, a Ha
puc. 7 HaBIakd BiOyBAa€TbCS 3POCTAHHS CEPEIHBOIO
MaKCUMAaJIbHOTO HaBaHTA)KCHHS JUISA JAXKTyTa.

Le moxe BimOyBaTuCs y 3B’ 513Ky i3 HASBHICTIO BEIUKO1
KUTBKOCTI Te()eKTIB y KPUCTATIUHIN CTPYKTYpi Marepiaiy,
SIK pe3yJIbTaTy MEHILIOTO PO3Mipy 3epeH y Matepiaii. Takox
MOJKe BiJJOyBaTHCs IPUXOBaHa Ta OiIbIIIa 32 BETMYHHOIO Ta
HaBaHTKEHHM Jieopmaltisi OKpeMHX JpPOTIB.

BUCHOBKHA

1. Orpumano, mo MexaHi3Mu xaedopmarii 3paskiB
3ajexarb BiJl TeMIIepaTypd BHIIpOOyBaHb, a came
npu Temneparypi 300 °C npaitoe MexaHi3M KpaeBUX
JuciIoKanid, Ttomi sk mpu  Temmneparypi 500 °C
MEXaHI3M I'BUHTOBHUX IUCIOKALIN.

2. TloxazaHO, IO HaBaHTAXEHHA y IKIYTIB CYTTEBO
HE 3MCHIIYETHCS Yy 3alEXKHOCTI Bl 3pOCTaHHSA
TeMIIepaTypH HiX y ApoTiB 150 mm miameTpom.

3. IIpoananizoBaHo MOpQOIIOTiIO MOBEPXHI PyHHYBaHHS
Ta BHABIEHO 1o s Temneparypu 500 °C y
BONB(PAMOBHUX APOTIB y JKTYTI 3MIHIOETHCS THII
pyWHYBaHHS, WO J00pe BHUAHO Y 30BHIIIHBOMY
BHIJISIII TIOBEPXHI.

KOH®JIIKT IHTEPECIB
ABTOpH TOBIIOMIISIOTH MPO BIACYTHICTH KOHQIIKTY
iHTEpeCiB.
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MECHANISMS OF DESTRUCTION OF MONOCORE TUNGSTEN WIRE AND
TUNGSTEN HARNESS PLASTICALLY DEFORMED UNDER UNIAXIAL LOADING
A.O. Paputsia’, S.V. Lebediev’, D. Terentyev?

'V.N. Karazin Kharkiv National University, 4 Svobody Sq., 61022 Kharkiv, Ukraine
2SCK-CEN Belgium nuclear centre, Boeretang 200, 2400 Mol
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In the paper the results of studying of mechanical behaviors of tungsten based composites under uniaxial tension deformation
are presented. As samples were used wires with different square of cross section and tungsten yarns which were produced by screwing
tungsten wires between each other.

It is showed that for tungsten wires with 150 pm diameter with increasing of temperature occur evolution of plastic deformation.
Thus, for a room temperature happened brittle type of ruining of sample. This are indicated by high quantity of micro cracks which
are chaotically placed on a flat surface of rupture. At 300 °C degree microcracks are gradually united to a radial cracks and occur
bigger plastic deformation. And at 500 °C of testing digressing mechanical properties of sample to range which are lower that same at
room temperature testing. Those results are proved that with increasing of temperature of testing occurs thermal activation of internal
processes of deformation and at temperature closed to 500 °C types of mechanisms of deformation are changed.

Samples of tungsten yarns are showed the same trends. At room temperature samples are breaking with high value of micro cracks
in a surface of rupture. At 300 °C sample are deformed with increased plasticity and larger necking at rupture as for 150 pm wires. But
at temperature which is very closed to 500 °C morphology of surface of rupture are changed. And it evidences about changing type of
mechanisms of deformation of sample.

Information which was got by mechanical testing are proved that in tungsten with increasing of temperature occurs activation
of edge dislocations and at temperature which is very close to 500 °C (487 °C for tungsten is 0.206 of melting point temperature) and
above proceed changing to mechanisms of destruction based on screw dislocations.

Also, using SEM were got and analyzed photos of rupture surfaces of tested samples.

Keywords: mechanical test, uniaxial tension, tungsten wire, tungsten rope composites.
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IHOOPMALIIA JIJISI ABTOPIB CTATEN
xypHairy "BicHuk XapkiBchKoro HanioHasnsHOTo yHiBepcuteTy iMeHi B.H. Kapasina. Cepist "®izuka"

VY KypHai JPYKYIOThCS CTAaTTI Ta CTHCII 3a 3MICTOM ITOBIJIOMJICHHS, B SIKHX HaBEJCHI OPHUTIHANBHI Pe3yJbTaTH
TEOPETHYHHX Ta €KCEPHUMEHTAIBHUX JAOCIIIKEHb, a TAKOXK aHAIITHYHI OIVISI JIITEPAaTyPHHUX JUKEPEN 3 PI3HOMaHITHUX
aKTyaJIbHUX Ipo0sieM (i3UKH 32 TEMATUKOIO BUIAHHS.

Moga craTeii — yKpaiHChKa Ta aHIJIICHKA.

TEMATUKA XXYPHAITY

1. Teopetnyna dizuka.

2. di3uka TBEPAOTO Tija.

3. ®i3uKa HU3BKUX TEMIIeparyp.

4. dizuKa MarHITHUX SBUII.

5. OnTrka Ta CHeKTPOCKOITis.

6. 3arampHi muTaHHA (I3WKH 1 cepel HHUX: METOHONOTISA Ta icTopid (pi3MKH, MareMaTHdHi MeTomu (i3mgHIX
JIOCITI/PKeHb, METO/IMKA BUKJIQAaHHS (Di3UKH y BUILIHN IIKOJI, TEXHIKA Ta METOANKA (DI3NIHOTO EKCIIEPUMEHTY TOIIIO.

BUMOI'M IO OPOPMJIEHHS PYKOITMCIB CTATEM

3aranpHui 00CAT TEKCTY PYKOMHUCY CTATTI MOBHHEH 3aiiMaTH HE OLIbINE HIXK 15 CTOPIHOK.

PyKkomuc CTarTi CKIIaAaeThCsl 3 TUTYJIBHOI CTOPIHKHM, Ha SIKil BKa3aHi: Ha3Ba CTATTI, iHilianu, npizsuina, ORCID,
mocasia i HayKOBHUH CTYIIHb aBTOPIB, IIOIITOBA aipeca YCTaHOBH, B sIKil Oylia BUKOHaHA po0oTa, KiaacuikamiiHi iHAeKcH
3a cuctemamu PACS Tta V/IK; aHoTamiii Ha oKkpeMOMy apKymIi 3 MPi3BUIIEM Ta iHilialaMH aBTOPIiB i Ha3BOKO CTATTi,
BUKJIAJICHUMH YKPaiHCHKOIO Ta aHIIiMICHKOI0 MOBaMH; OCHOBHOTO TEKCTY CTAaTTi; CITMCKY JITEpaTypH 3 MOCHIAHHAM Ha
doi, K110 BiH MPUCBOEHMH; MIANUCIB ITiJl PUCYHKaMH; TaOJINIb; PUCYHKIB: rpadikiB, GOTO3HIMKIB.

B yKkpaiHOMOBHMX CTaTTSAX MiAMUCH 10 PUCYHKIB 1 TaOMUIb TyOIIOIOTHCS aHTIIHCHKOIO MOBOKO. 3a HasBHOCTI B
TEKCTI KUPUIIMYHKX IIUTYBaHb HAJAAOTHCS CHCOK JiTeparyp i po3ait REFERENCES. 3a ix BiACyTHOCTI — TUIBKH PO3ILIT
REFERENCES.

[puodopmnerni y REFERENCES kupuinIHAX IIUTYBaHb BKa3yEThCS aBTOPChKUH (0D iliHIIA) aHTITIHCHKUH BapiaHT
Ha3BM poOOTH Ta iMEH aBTOPIB. 3a HOTO BiJICyTHOCTI HABOAWTHCS IEpEKiIa]] aHIIIIHCHKOI0 MOBOIO (3arajbHOBXHBAHUN
y JliTeparypi, SIKIIO BiH icHye). HampukiHIi mocuianHs HEOOXiZHO BKa3aTW MOBY MEpIIOPKEpeNia, 3 SIKOTO 3pOo0JIeHO
nepeknan — Hanpuknaz, (In Ukrainian).

Amnorarrist Mae OyTu 3a o6csirom He MeHIT Hik 1800 cumBosiB. CtarTs Mae OyTH CTPYKTypOBaHa. BUCHOBKH MOTPiOHO
MPOHYMEpPOBATH i B HUX HABECTH caMe BUCHOBKH, a HE IOBTOPIOBATH aHOTALIIIO.

EnexkTpoHHHI BapiaHT PYKOIMCY CTaTTi NMOBHHEH BiANOBIJATH TaKMM BHMOTaM: TEKCT PYKOIHCY CTaTTi Mae
Oytu HaOpanuii y dopmari MicrosoftWord Bepcii 2013; BUpiBHIOBAaHHSI TEKCTY 3IiHCHEHO 3a JIBUM KpaeM; TapHITypa
TimesNewRoman; Ha3Ba crarti HabpaHa MPONUCHUMHU JITEpaMK; HOJIS JIIBOPYY MPaBoOpyY, 3BEpXy 1 3HU3Y 1O 2,5 cM;
(dopmynu Marote OyTu HabpaHni B MathType (He Hikye Bepcii 6,5), y popMysiax KHPHIMILS HE JIOMYCKAETHCSI, CHMBOIIN
3 HIOKHIMH 1 BEPXHIMH IHAEeKcaMu ciIix Habupatu B MicrosoftWord, mupuna Gopmysiu He Oinbine 70 MM; rpadiku Ta
¢dororpacdii HeoOximHO TIOmaBaTH y Tpadignomy dhopmari, pospizHeHHs He MeHIIe 300 dpi, mommpenHs ¢aiiniB mae OyTH
* jpg, mmpuHA 300paXKeHb IS ONHieT a00 TBOX KOJMOHOK 8 cM Ta 16 cM BigmoBigHo. MacmTad Ha MikpodoTorpadisx
HEOoOXiTHO HaJaBaTH y BUIVIAI MacTaOHOI JTiHIHKH.

BUMOI'M 1O O®OPMIJIEHH 'PA®IKIB

Topuuna niHii He OibmIe 0,5 MM, ase He merie 0,18 Mmm. BennunHa iTep Ha mianucax 10 pUCYHKIB He Outbine 14
pt , ane He Mmenire 10 pt, rapHiTypa Arial.
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3. A.D. Ashby. Phys.Rev., A19, 213 (1985).

4. D.V. Vert. In Progress in Metals, ed. by R. Speer, USA, New York (1976), v.4, p.17.
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2. EnextpoHHa Bepcist pyKOITUCY Ta AaHi MO0 KOHTAKTIB /IS CIUTKYBaHHS 3 11 aBTopamu. Marepiaiu citiji Ha{iclIaTH
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