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bnazooapa ocobennocmam npo3paunozo aimaznozo UHOEHMOPA-00bEeKMUBA CMaio 603-
MOdCHBIM Uucciedosanue in SitU obnacmei ynpyaux oepopmayuii mamepuaioe noo HaKoHeuHu-
KOM KaK 6 KOHmaKkme, mak u éHe 001acmu KORMaKkma 6e3 Ucnonb308anus CReYUaabHbIX UMMep-
CUOHHBIX dHcuOkocmeil. B ceazu ¢ smum noasunace 603modxcnocms Ihhekmuenozo moueunozo
CKAHUpPOBanusa 0anHvIX odnacmeii 00 1 Mkm ¢ ucnonvzoeanuem cneKmpoCKOnUU KOMOUHAYUOH-
Ho20 pacceanus. B oannoit pabome no cosuzam moo komounayuonnozo pacceauus (LO moo) éaa-
200apsa Konyenuyuu meu3opa gonounvix moo I pwonaitzena ¢ oegpopmuposannom Kpemnuu oviiu
MOYeuHo paccuumansl OMHOCUNETbHbIE UZMEHEHUA 00bEMO8 U COOMBEMCHEYIOUUE UM Oasle-
HUA, AGNAIOWUECA CPEOHUM 3HAUEHUEM 6CeX MPeX COCMAGNAIOUWUX HOPMATbHBIX HANPANCEHUI.
Tem cambim 6b11 NOKA3AH nEPexo0 om Kapmozpaguposanus Onmu4ecKux ceolicme K onpeoee-
HUI0 MeXAHUYECKUX CEOUICHE UCC1e0yeMO20 MAmepuanda ¢ RpOCMpPAHCMEeHHOI RPUBAZKOU NOJTy-
YaemuvIX OAHHBIX C MUKDPOHHOU moYyHocmbio. O0cyrcoaemca 603MOIHCHOCHb U3YYEHUA MUna Oe-
dhopmanuii 6 Kpucmannax (pacmsaicenue uiu cxcamue) 60 8pemsa UHOCHMUPOBAHUA C NPUMEHe-
HUeM CHEeKMpOCKORUU KOMOUHAWUOHHO20 PACCEAHUA 6 2e0MEMPUU OOPAMHO20 pPACCeAHUA.
Taxorce obcyrncoaemea 603M0ICHOCHb OnPedeeHUA HANPABIEHUs Oehopmayuil ¢ npuMeHeHuem
RONAPUIAUUOHHDBIX MEM 0008, UCNOIb308AHUE KOMOPLIX NO360IUM UMEPUmMb npoooashvie 10
Mo0bl. B oannon pabome uccneooeanca odpazey kpemuueeo2o yuna c opuenmavuei (100). Un-
denmupoeanue npoeoounoco npu Hazpyskax 250 u 1500 mH. Ilo noayuennvim Oannvim 01
Hacpysku ¢ 250 mH 01sa 001020 u3 ceKmopoe nod UHOEHmMOPOM Oblila NOCHMPOEHa Kapma pacnpe-
oenenus oasnenuii ¢ wazom 1 mxm obracmu ynpyzoit oechopmayuu ene omneuamka. Ilo xapax-
mepy usMeHeHUss CHeKMPO8 KOMOUHAUUOHHO20 PACCEAHUA ObLIU COeIaHbl 6b1600bL 00 00HOPOO-
HOCmU U HeOOHOpoOHoCcmu Oehopmanuil 6 usmepennvix moukax. Kapmozpaguposanue nanps-
JHCeHUull 0ehopmuposannol 0oaacmu O NPeOIONHCEHHOU MemoouKe IPphekmueno Ha manvix
Hazpy3Kax.

Karwu4eBble ¢JI0Ba: MPO3pavHBIA HHACHTOP, CIEKTPOCKONHS KOMOWHAIIMOHHOTO PACCESTHUS, UHICH-
TUPOBAHUE
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Due to the features of the transparent diamond indenter-objective, it became possible to
study in situ the areas of elastic deformations of materials under the tip both in contact and outside
the contact area, without the use of special immersion liquids. In this regard, it has become possible
to effectively point-scan these regions down to 1 um using Raman spectroscopy. In this work, rela-
tive volume changes and their corresponding pressures, which are the average of all three normal
stress components, were pointwise calculated from Raman mode shifts (LO modes) due to the con-
cept of the Griineisen phonon mode tensor in deformed silicon. The transition from mapping of
optical properties to determination of mechanical properties of the investigated material with spa-
tial referencing of the obtained data with micron precision was demonstrated. The possibility of
studying the type of deformation in crystals (tension or compression) during indentation using Ra-
man spectroscopy in backscattering geometry is discussed. The possibility of determining the strain
direction using polarization techniques is also being discussed the use of which will allow the lon-
gitudinal TO modes to be measured. In this work, a silicon chip sample with orientation (100) was
investigated. Indentation was carried out at loads of 250 and 1500 mN. Using the data obtained for
a load of 250 mN for one of the sectors under the indenter, a pressure distribution map with a step
of 1 um of the elastic deformation region outside the indentation was plotted. Conclusions were
made about the homogeneity and inhomogeneity of deformations at the measured points based on
the character of changes in Raman spectra. Stress mapping of the deformed region using the pro-
posed technique is effective at low loads.

Key words: transparent indenter, Raman spectroscopy, indentation

Jast uuTupoBaHus:
Bortskos C.A., Kynpsmos U.A., Byanu K., Kupuaenko A.H., Ycennos A.C., Cynranosa I'.X. Kaprorpaduposanue Hanps-
KeHui in SitU pu WHICHTUPOBAHMN KPEMHHUS C UCTIOJIBb30BAHUEM CIIEKTPOCKOIIMH KOMOMHAIIMOHHOTO paccesHust. M36. y-
306. Xumus u xum. mexnonoeus. 2024. T. 67. Beim. 10. C. 22-28. DOI: 10.6060/ivkkt.20246710.10y.

For citation:
Votyakov S.A., Kudryashov I.A., Budich C., Kirichenko A.N., Useinov A.S., Sultanova G.Kh. In situ stress mapping during
silicon indentation using Raman spectroscopy. ChemChemTech [lzv. Vyssh. Uchebn. Zaved. Khim. Khim. Tekhnol.]. 2024.
V. 67. N 10. P. 22-28. DOI: 10.6060/ivkkt.20246710.10y.

ChemChemTech. 2024. V. 67. N 10 23



C.A. BoTsikoB u 1ip.

BBEJIEHME

CucremMa KOMOMHHPOBAHHOW KOH(OKAITHHOU
CIEKTPOCKONUY KOMOMHAIIMOHHOTO PACCEsTHHUS C TPO-
3payHbIM aJMa3HbIM HHICHTOPOM-OOBEKTHBOM Jajia
BO3MOYKHOCTh HAOJIFOaTh TMOBEPXHOCTH 0Opasia Kak
JI0 KOHTaKTa, TaK U B TIPOIIECCEe KOHTAKTa WHJICHTOpA C
MaTepuaioM, a TaKKe HM3MEpSATh KOHTAKTHYIO ILIO-
1a]1b TIPU UHJICHTUPOBAHHUH U TIOJTY4aTh MOJTHOIIEHHOE
onruueckoe n3odpakenne [1-3]. Jlanubie ocoGeHHO-
CTHU CHUCTEMBI MO3BOJIMIIA COBMEIIATh MEXaHHYCCKHUES
UCIIBITAHUS CO CIIEKTPOCKOMMYECKUMH METOJJAMHU HC-
CIIeZIOBaHMs TOBEPXHOCTEI [4-6]. B cBsI3u ¢ 3THM, T10-
MHMO XOpOIIO HW3YYEHHBIX METOIOB HCCIICIOBaHHS
OCTAaTOYHBIX OTIEYATKOB[ 7], HOSBHIACH BO3MOKHOCTD
MOCTPOCHUSI KapT pachpenesieHust JegopManuii u
HanpsHKeHui in Situ. TIpu 5ToM It UCCeTOBAHMS 10-
CTYIHBI KaK 00JIaCTH IUTACTUYECKON edopManuy moj
HAKOHCYHUKOM, TaK U Majo M3ydacMble 00JacCTH BHE
HAKOHEYHHWKA C MPEINOJIOKUTEIHLHO YIPYTUM mpodu-
JIeM Tporuoa.

KonmyecTBeHHbII TOUeUHBIH pacueT nedhopMu-
POBaHHBIX 00JACTEN IO MMKaM KOMOWHAIIMOHHOTO pac-
CesTHHMSI CTaJl BO3BMOKEH OJ1aroziapsi KOHICIIIIMY TEH30pa
¢donouubix Moxn ['pronaiizena [8]. Takxe, momumo aod-
COJIFOTHBIX 3HAYECHUH HANpSKEHUU, MOXHO OImpese-
JUTh WX THIT. PACTSHKCHUE WU CHKATHE MO CIBUTY B
CTOPOHY OoJiee HU3KUX WK 00JIee BEICOKMX YacTOT CO-
oTBeTCTBEHHO [9].

Jlnst pacyeToB CIBUTH OIICHUBAIUCH MO MPO-
nmonbHOU onTrueckoi mozae (LO mMoze), koTopoit A0-
CTaTO4YHO JIA BBIYUCJICHHUA OTHOCHUTCIIBHOI'O N3MCHEC-
Hus 00bema B KyOndeckux kpucrauiax[10]. st 60-
Jiee CJIOXHBIX KPUCTALTHYECKUX CHCTEM HEO0XOIUMO
u3MepuTh 6ostee omuoi Moasi[11]. B kauecTBe 00B-
€KTa UCCIICI0OBAHUI ObLT BBIOPAH KPUCTAILIT KPEMHUS.

IMocTpoenue kapT ymnpyrod nedopmanuu
BOJIM3M OTIIEYaTKa BO3MOXKHO IPH MaJIbIX Harpys-
kax. [Ipu OoJbIIMX HArpy3Kax MOJYYCHHE JETATbHBIX
KapT pachpeeneHus aehopManuil oXHIaeTcs 3a-
TPYAHUTEIBHBIM B CBSI3U C TEM, 4TO O0JIbIIas 00JIacTh
BHE OTIe4YaTka OyAeT IuacTudecku jaedopMHupo-
BaHa[12-14]. Oxumaercs TakKe, YTO IS CIOMHBIX
KPUCTAIMYECKUX CHUCTEM JIOTIONHUTEIHLHOE HCIONb-
30BaHUE TOJIIPU3AIMOHHON CIIEKTPOCKONUH KOMOU-
HAIIMOHHOTO PACCESHUSI MO3BOJHUT OTICIBHO PacCUM-
TaTh HOPMAaJIbHBIC M CIBUTOBBIC KOMITOHEHTHI TEH30pa
nehopMaIiy HalTPsDKEHHOTO KPUCTAJLIA.

METOJAUKA SKCIIEPUMEHTA U TEOPUA

B skcnepumeHTe UCTI0NIB30BaIach KOMOUHU-
poBannas cuctema NanoScan (TUCHYM, Poccus)
[15] ¢ xoH(OKANTEHBIM PAMaHOBCKUM MHKPOCKOIIOM
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Nanofinder (Tokyo Instruments Inc., Snonus). Cu-
crema Nanofinder Bkirodana jiasep ¢ JIMHOW BOJHBI
532 HM (MOLIHOCTH M3JIyYeHHsI Ha BXOJE B Mpo3pad-
HEI wHACHTOP 11 MBT), KOH(MOKAaTBEHBEIN paMaHOB-
ckuit moaynb Flex2, cnenmanbubril "freespace” mMuk-
pockomn ¢ 6a30i, NO3BOJISAIONIEH Pa3MECTUTh MO HUM
MOJlyJIb WHIEHTOPA, CHEKTPOMETP € (POKYCHBIM pac-
crosareM 350 MM. BBo mazepHOTO M3IMydeHHUs B pa-
MaHOBCKUH MOJTyJIb OCYIIECTBIISIICS Yepe3 OAHOMO/IO-
BO€E BOJIOKHO. JIJ151 BEIBOJ]a pPaMaHOBCKOTO CHTHaJIa UC-
[10JIb30BaJIOCE MHOTOMOJIOBOE BOJIOKHO C CEPILIEBH-
HOM 50 MkM. IlomydeHume BBICOKOTO CIEKTPAIBHOTO
pasperuenus 1,4 cM™ (mosymMprHa CrieKTpaibLHOM JK-
HHW) 00€CTICUMBAIIOCH HCIIOH30BaHNUEM TH(DPAKITHOH-
Hoit permetkn 1800 I'/mMmMm. TouHOE TO3UITMOHUPOBAHUE
JIa3epHOTo IATHA Ha o0pasue u KapTorpadupoBaHue
ocymecTBsiock XYZ Tbhe30CKaHEpOM O0O0BEKTHBA
MHKPOCKOIIA.

B kauecTBe 0Opasua ObUT BhIOpaH KpeMHUE-
BBI YMII AJIsI aTOMHO-CHUJIOBOTO MUKPOCKOMA JAJIMHOU
160 MxM, mupuHON 45 MKM U TONIIHUHON 4,6 MKM.
Opuenramnus kpuctamwia — (100). IIpenen Texydgectn
oOpasna cocrapisi 5 ['Tla. OOpasenr 3akperuisics
kieeM Crystalbond555 Ha craHmapTHOM JaTyHHOM
nepaxarene. s momyyeHus CHEKTPOB BEICOKOTO Kaye-
CTBa HCCIICAOBAIUCH MAaKCUMAaIBHO TTIaJIKUE YYaCTKU
KPEMHU.

OcHOBHBIE JaHHBIE AJs1 KapTorpadupoBaHUs
ObUTM U3MepeHbl pu Harpyske B 250 MH u 1500 mH,
Bpems akcnosunu — 4 c. [Ipu Harpyske B 250 MH cka-
HUPOBAaHHE O0JACTH JIEBOI'O CEKTOpa HHACHTOpa
(24x24 Ttouek), BKIOHarolIeHd B ceOs Kak 00IacTh
BHYTpPH, TaK U BHE OTIEYaTKa, POU3BOAMWIOCH C LIa-
rom 1mxMm. Jlanee Harpy3ska moBsimanack 10 1500 mH,
Y JAaHHBIH CEKTOP ObLT OTCKAaHUPOBAH C IIAroM 3 MKM
(19x19 Touek). bnaromapsi TaHHOMY CKaHHUPOBaHHIO
OBLIM TIOJTYYEHBI CIIEKTPBI KOMOMHAIIMOHHOTO paccesi-
HUS JUIA KOJIMYECTBEHHBIX pacyeToB 1o LO-nuky.

[Mapamerp ['proHaiizena — Ge3pa3MepHsIid Ma-
paMeTp, KOTOpBIA OMNMUCHIBAECT BIIMSIHUE WU3MEHEHUS
o0beMa KPUCTALIMYECKOH DPELIETKH Ha BUOpaLMOH-
HBIE CBOMCTBA M, KaK CIIEJICTBHE, BIMSHUE HAIpPsKeE-
HUIl Ha pa3Mep Wik AMHaMHUKy peuietkd [16]. Takum
00pa3oM, BOJIHOBOE YHCJIO sBJsIeTcsl (yHKUMEH ne-
(opmannu, KOTOpasi B CBOIO O4Y€pelb 3aBUCUT OT IIPH-
JIO)KEHHBIX HANPSKEHU.

OTHOCHTENEHOE U3MEHEHHE BOTHOBOTO YHCIIA
aKTHUBHOM ()OHOHHOM MOABI M B KpHCTAJUIE NMPH -
bopmManuu ¢ onpeaenseTcs Ten3opom I pronaiizena y™
— CHMMETPHYHBIM TEH30pOM BTOporo panra [8]. s
KPHUCTAJJIOB IPUMEHSIIOTCS OTPaHUYEHHUS CHMMETPHU:
Yi= Vji £ = & B KyOH4YecKkoM KpucTasie y;* = Yyt =
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=yt vt =vd =yd* = 0. KoHeunslit Bua ypaBHe-
HUS 111 KPEMHUS;

_ m

3—0:11:}’?(314'524‘53):]’{,1%' 1)
rae Vo — 00beM HeneopMHUPOBAaHHOM AIIEMEHTAPHON
SYEHKH, W] — BOJIHOBOE YHCIIO MOJIBI KOMOWHAIMOH-
HOTO paccesHus HeaeOpMHUPOBAHHOTO KpHCTAILIA.
Jns nannoro Matepuana wi? = 519,73 em™.

TakuMm oOpazom, A KyOM9eCKHX KPUCTAIUIOB
CABUT KOMOWHAITMOHHOTO PAaCCEsSHUS 3aBUCHUT TOJBKO
oT o0mero u3aMeHeHuss oobema. [l Ooyee CIIOKHBIX
KPUCTAJUIMYECKUX CHCTEM HEOOXOIUMO YUHTHIBATH
Oonpmie ogHoro mapaMeTpa ['pronailizeHa u Ooiblue
OJIHOM MOJIbI KOMOMHAIIMOHHOTO paccesHus. Ho mpu
STOM B CJIOXXHBIX KPHUCTAUIMYECKUX CHCTEMax BO3-
MOXKHO TaKXE M BBIYUCIICHUC OT/ACIHHBIX HE3aBUCH-
MBIX KOMITOHEHT TE€H30pa JehopMalivu JijIsl MOTCHIIU-
ATBHOTO TIOCTPOEHHSI TPEXMEPHBIX KapT pacmlperene-
HYs gedopMaIuil pyu HHASHTUpOBaHuK [17].

B kpeMHMM CYIIECTBYIOT TPH aKTHBHBIX MO/IBI
KOMOHMHAIIMOHHOTO PAacCesHUs: OJHA MPOIOJIbHAS OI-
tryeckass LO u nBe momnepeyHble ONTUYECKUE MOJbI
TO1, TO, [18]. B HeHanpsKEHHOM COCTOSIHHH OTH
MOJIbI BBIpOXKICHBL. B nedopMupoBaHHOM KpEeMHHH
BBIpOXKJIeHHE cHUMaeTcs. [Ipu 3ToM, Kak mokazaHo B
[19], momepeutbie MOIBI IPU AHATOTHYHBIX Iedopma-
LIUSX MOTYT CWJIbHEE MU3MEHSTh CBOM BOJHOBOM BEK-
top. [Ipenrmonaraercs, 4To 10 PaCCTOSIHHIO MEXY MO-
JaMH C WCTIOJIB30BAHHEM MOJIEJIeH, OCHOBAaHHBIX Ha
Teopud (YHKIHMOHAJIa 3JEKTPOHHOW IUIOTHOCTH,
MOJKHO OyJIET aHaTU3UPOBaTh XapakTep aedopmaruii.
LO-moza Bceryia MprCyTCTBYET Ha CIEKTPE KPEeMHHUS,
T. K. CHUIMAETCsl B TEOMETPUU OOpPATHOTO paccesHUsl.
OKcniepuMeHTaNbHBIH Tapamerp ['proHaiizeHa ObLT
B3at u3 [20]: Y19 = 0,98. Pacuer 1aHHBIX TapaMeTpOB
nopoOHo onucad B [21].

B nanpHelmmx nccineoBaHusgX TUIAHUPYIOTCS
noJispu3aloHHble u3Mepenus TO-ukoB, as oOHa-
PYXEHHsT KOTOPHIX HEOOXOAMMO cOONIOJIeHHE IBYX
YCIIOBHI: HENEPIEHANKYISIPHOE TaJICHUE NCTOYHHUKA
W3ITy4YeHHs Ha TOBEPXHOCTh, YTOOBI CYIIIECTBOBAIA CO-
CTaBIISIOIIAS DIICKTPUIECKOTO ITOJIsl BO BCEX HAIpaBJe-
HUSX W HAIMYUE TIOJSIPU3aTopa, TO3BOJISIONIETO pas-
PEIINTh HUKH ITOTIEPEYHBIX MO/,

[on naBneHueM MOHUMAETCS CpelHEE 3HAYE-
HUE BCEX TPEX KOMIIOHEHT HOPMAJIbHBIX HAIPSHKECHHH
JUTSL KJKJIOW OTJIENbHOH oOnacTu. [laBieHue umepse-
MO# 001acTH MOXHO PacCuuTaTh Yepe3 MOAYIh 00b-
E€MHOTO CXKATHSI:

KW) = —vj—s. )
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KoadduimeHtsl ynpyrocta 1 00beMHBIH MO-
OyJ1b M3MEHSIOTCS MPH M3MEHEHUW AABJICHUH B KPH-
crajuie. {7 MOBBILIEHUS TOYHOCTH OOBEMHBIH MO-
Iy7Tb PAcCYUTHIBAETCS W3 MOJENH, OCHOBAaHHOW Ha
KJIACCUYECKOH MOJIEKYJISIPHON AUHAMUKE:

av
K =101,5 + 312,2 (—) +
Vo

+218,6 (“—")2 + 856,5 (“—V)3(3)
Vo Vo
Mopens 0o0beMHOH AedopManuu CIpaBe-
JIUBA B CBSI3U C TEM, YTO CABUTOBBIMH KOMIIOHEHTAMHU
B ypaBHeHHH | mpeHeOperatoT mpu Manbix aedopma-
usiX. 3HaYMMble U3MEHEHHUsI 00BbEMHOIO MOAYJISL BHE
pamok norpentHocteit HaunHarotes ¢ 1 I['Tla, yto cie-

JyeT YYUTBIBATh OCOOCHHO NIl 00JIACTeH, OMU3KHUX K
OTICYATKY.

PE3VIJIBTATBI U UX OBCYXIEHUE

Ha puc. 1 npencraBnena kaprta pacrpenene-
HUS aBJICHUM, pacCYUTAaHHAs C UCIIOJIb30BaHUEM TEO-
puu I'proHaiizeHa 1isi OTHOTO U3 TPEX CErMEHTOB MOJ
WHAEHTOpOM TipH Harpy3ke B 250 MH. UepHas obnacth
COOTBETCTBYET 00JIACTH, KOTOpasi HEAOCTYITHA JIJIsI U3-
MEpEeHUH B paMKax TEKYILEro CerMeHTa HHIEHTOpa
(oHa mocTymHa Il M3MEPEHHUH uepe3 ApYyrue cer-
MEHTBI), MYHKTUPHBIH TpPEyroJbHUK COOTBETCTBYET
obnacTu ornedaTka. Pacuer mpou3BoauiIcs O MHKaM,
MOJIYYEHHBIX ¢ HIOMOUIBIO ['aycCOBOM anmpoKCUMAaIuu
s pexuma LO ¢ XOpouIMM COOTHOIIEHHUEM CHI-
HaJI/IIyM. DTO TO3BOJIWIO YIYUYIIUTH OIpeaesicHHe
MOJIOKEHUSI MAKCUMyMa KaKk MHHAMYM Ha MOPSAIO0K —
no 0,01 cm?. Mcnosnb3oBancs TpaauMIMOHHBIA HEJH-
HEHHBIA aNropuT™M HaUMEHBIIHX KBaaparoB. Omudka
anmIpOKCUMAIMH CIIEKTPOB cocTaBmiia okoiio 3%. Ilpe-
o0nazgany KOMIOHEHTHl C BBICOKHMM BOJIHOBBIM YHC-
JIOM, 4TO CBHJIETEILCTBOBANIO O AeopMaruu cokaTHsl.
Ha puc. 2 npuBeieHb! 3KCIIepUMEHTaIbHbBIE TUKH KOM-
OounanmonHoro paccesiaus (LO Mofpl), BKIFOYArOIINE
obiacth abcde (puc. 2a) 1 obsacTh cripaBa ot e (puc. 20).

4,02
375
3,49
3,22
2,95
2,69
242
2,15
1,89
1,62
1,35
1,09
0,82

P, Ma

2 4 6 8 1012 14 16 18 20 22

X, MKM
Puc. 1. KapTa pacnopeaciieHus JaBJI€HNUA OAHOTO CErMEHTA IO
HWHACHTOPOM IIpH Harpyske B 250 MH
Fig. 1. Pressure distribution map of one segment under the in-
denter at a load of 250 mN
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3HadyeHure TaBJICHUH 00JIaCTH BHE OTIIEYaTKa Ha
puc. 1 BapsupoBaniocs ot 0,82 no 4,02 I'Tla. Hau6onb-
1ee 3HaueHue JOCTUTaIOCh B 00IacTH BOJIU3H OTIIe-
yaTka. [Ipy 3TOM 3HaYCHHS HE JOCTHTANIM Ipeeiia Te-
KYy4YeCTH KPEMHHUS, YTO YKa3bIBaeT HAa YIPYTUH Xapak-
Tep nehopMarum.
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Puc. 2. a) [Tuku KOMOWHAIIMOHHOTO paccesHust obactu abcde.
6) OGsacTu cripaBa OT TOYKHU € C miarom 1 Mkm
Fig. 2. a) Raman peaks of the abcde region. 6) The region to the
right of point e in 1 pm steps

VYimmpsronyecss MUKM Ha pHUC. 2a COOTBET-
CTBYIOT 00nacTu abcd, Ipy 3TOM YIIHPEHHE ITPOUCXO-
JUT TIPU TPUOTIKEHHH K oTnevarky. [Tuku, Brimova-
IOIIME TOYKY € M TOYKH, HaXOJIsIIuecs ClipaBa OT Hee
¢ marom B 1 MKM, pacrojiaratotcsi HpUMEpHO Ha O
HOM YpOBHE MHTCHCUBHOCTEH U HE YIIUPSIOTCS, XOTS
¥ HMEIOT Pa3sHOEe NMUKOBOe 3Hauenue or 528,1 cm?
(Touka €) 10 527,7 cm! (Touka e+3 MKM), 9TO BBIYHC-
nsiercst mocpencTBoM ¢utunra (puc. 20). OrcyrcTBue
VITUPEHHs] MOXET CBUCTEILCTBOBATH 00 OJHOPOJ-
HOM xapaktepe Aedopmanuii. Takum obpazom, ympy-
ryio nedopManuio o0sacTel, HaXOJSIUXCS BAAIN OT
OTIIEYaTKa, MOXKHO TPEJICTABUTH B BUJIE DKBUBAJICHT-
HOT'O OJTHOPOJIHOTO PacTsHKEHUs WK ckaTust. Oonactu
ONMu3KKEe K OTIICYATKy, IOJDKHBI UMETh BCE KOMIIO-
HEHTHI TeH30pa JAeopMaliuy: Kak HOpMaibHbIe, TaK U
caurosbie. [Ipu 3ToM, Kak BHJIHO W3 ypaBHEHHs 1,
cABHUroBbIe AedopManyuy B KyOMUECKHUX KpHUCTaIax

26

[P MajIof ynpyroi aedopMaiiiy He OKa3bIBalOT BIIH-
SIHUSI Ha CMEIICHNE TMKOB KOMOMHAIIMOHHOTO paccesi-
Hus. V3 3TOro MOKHO clenaTh CIEAYIOUINHA BBIBOJ:
W30JIMHMS, JIeKalllasi Ha TOYKe €, OTAeNseT npoduib
BCECTOPOHHHUX JehopMaItiii OT MpoGIIs OTHOPOTHOM
nehopMaIm.

Ha puc. 3 npencraBneHo ToueqHoe pacmpese-
JICHHE NTUKOBBIX 3HAYCHUI BOJTHOBOT'O BEKTOPA I Jie-
BOT'O yriia MHAEHTopa npu Harpy3ke B 1500 mH. Pas-
Mep OTIeYaTKa NMpH JAaHHOM HarpysKe YBETHUWIICS
IpUMepHO B 2 pa3za. [Ipu 3ToM nMKOBOE 3HAYEHUE N10-
crurano 543,15 cml, B To Bpems, korga Kak Juis
Harpy3ku B 250 MH MakcumamnbHbIE THKOBBIE 3HAYE-
uus He npepbimany 530 cml. JlanHy0 0COGEHHOCTH
MOJKHO CBSI3aTh C TEM, 4TO 00JIaCTH BHE OTIEYaTKa 10
40 MKkM 10 oc X TOABEPTaIUCH CTPYKTYPHBIM H3Me-
HeHusM (Tutactuaeckoit aedopmarmn) (puc. 3). Takxke
OOJIBIION AT U3MEPEHUH B 3 MKM MOXKET ITPHUBOIUTH
K CyYNEPNO3UIHU CHUMAKOIINUX MW PACTATUBAIOIIUX
KOMIIOHEHT aKTUBHBIX MO/ BOIM3H oTnevarka. Creso-
BaTENIbHO, ITOJIOKCHUE IHKOB BOJIM3HM OTIEYATKA, I10-
JTydeHHOE TaKUM 00pa3oM Mpu OOJNBIIONH HATPY3KE, HE
MOKET OBITh MCHOJB30BAaHO JIsi pacyeToB jaedopma-
UMA M HampsDKEHUHM B paMKax yOpyrod Teopuu
I'pronaiizeHa.
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Puc. 3. ToueuHoe pacnpenenenne MUKOBBIX 3HaYeHNH LO Mombt
OJIHOTO M3 CETMEHTOB IOl HHASHTOPOM Ipu Harpyske B 1500 mH
Fig. 3. Point distribution of peak LO mode values of one of the
segments under the indenter at a load of 1500 mN

BBIBO/IbI

IIpencraBienHble B paboTe METOIBI U PE3YIIb-
TaThl JEMOHCTPUPYIOT DPACHIMPEHHBIE BO3MOXHOCTH
WHCTPYMEHTAJIBHOTO HWHACHTUPOBAHUS, COBMEIICH-
HOTO CO CIIEKTPOCKONHMEH KOMOMHAIIMOHHOTO paccesi-
Hus. B obOpasne kpemuus uepe3 LO-nuku Obutn TO-
YEYHO PAaCCUYMUTAHBI JABJICHUS 00J1aCTH BOJM3HM OJTHOM
13 rpaHel uHAeHropa npu Harpyske 250 mH. Oto no-
Ka3bIBa€T BO3MOXKXHOCTh JUHAMUUYECKOMN KOJIINYECTBEH-
HOM OLIEHKH iN SitU MEXaHWYECKNX U3MEHEHNN B MaTe-
puanax rmpy pa3InIHBIX HAarpy3Kax: Kak MpH Harpyxe-

W3B. By30B. Xumus u xum. TexHosorus. 2024. T. 67. Bem. 10



HUM, TaK ¥ TpU CHATHH Harpy3kd. [Ipu sTom crerm-
(huka MeTo/1a TO3BOJISET JOCTATOYHO OBICTPO MPOBOIUTH
KOJIMYECTBeHHOE KapTtorpaduposanue. TodHOCTh pac-
YETOB OTPAaHIMYNBAETCS MPEAEITIOM TEKYIECTH UCCIIeTY-
eMbIX MarepHayioB. IIpm mocTaToOYHO OOJBITION CHIIC
BJIaBJIMBAaHUS ONmKaiiiias 00JacTh BOKPYT OTIIeYaTKa
MOJIBEPTraeTCs CTPYKTYPHBIM HM3MCHCHHUSIM U HEHIO-
CTYITHA JJI KOJIMYECTBEHHOTO aHaJn3a, OJHAKO JIaH-
Hasi 00JIaCTh XOPOIIIO HICHTHPUIIMPYETCS IO TUKaM U
XapakTepy CHEKTPOB.

Janrnas Meromuka 3¢ dekTrBHO ToKa3anma ceOst
TIpu KapTorpadupoBaHu 001acTel BHE OTHEeUaTKa ISt
MaJbIX Harpy3ok. [Ipu aToM npeamnonaraeTcs BO3MOX-
HOCThH OIPEACIICHUS KPUTHYECKON obmacth (M307IH-
HUW), TAe AehOopMaIins U3 BCECTOPOHHEH MOXKET Iepe-
XOJIUTh K DSKBHBAJIECHTHOMY OJTHOPOJTHOMY CXKATHIO
WM PACTSHKCHHUIO.

JUTEPATYPA

1. Maslenikov I.I., Reshetov V.N., Useinov A.S., Doronin
M.A. In situ surface imaging through a transparent diamond
tip. Instrum. Exp. Tech. 2018. V. 61. N 5. P. 719-724. DOI:
10.1134/5002044121804022X.

2. Maslenikov I.1., Reshetov V.N., Useinov A.S. Raman spec-
troscopy through the indenter working as an optical objec-
tive. Mater. Trans. 2019. V. 60. N 8. P. 1433-1435. DOI:
10.2320/matertrans.MD201902.

3. Maslenikov 1., Useinov A. Combined opto-mechanical
measurements with the transparent indenter’s tip. IOP Conf.
Ser. Mater. Sci. Eng. 2020. V. 758. N 1. P. 12056. DOI:
10.1088/1757-899X/758/1/012056.

4. Maslenikov L.1., Useinov A.S. In-situ Raman mapping dur-
ing indentation. IOP Conf. Ser. Mater. Sci. Eng. 2019. V. 699.
N 1. DOI: 10.1088/1757-899X/699/1/012027.

5. PemetoB B.H., Ycennos A.C., Cynaranosa I'.X., Kynps-
mwoB U.A., Bynuu K. [IpiMmeHeHne nHACHTOPa-00bEKTHBA
JUISL ONITUYECKOM CHEKTPOCKONUU CTPYKTYPBl U CBOMCTB Ma-
TEpHANOB. M36. 8y308. Xumus u xum. mexnonoeus. 2021. V. 64.
Beim. 12. P. 34-40. DOI: 10.6060/ivkkt.20216412.2y.

6. Useinov A., Reshetov V., Gusev A., Gladkih E. Optical
spectroscopy combined in situ with instrumented indenta-
tion. J. Appl. Phys. 2022. V. 132. N 12. P. 121101. DOI:
10.1063/5.0099166.

7. Liu M., LinJ.Y,, LuC., Tieu K.A,, Zhou K., Koseki T.
Progress in indentation study of materials via both experi-
mental and numerical methods. Crystals. 2017. V. 7. N 10.
DOI: 10.3390/cryst7100258.

8. Angel R.J., Murri M., Mihailova B., Alvaro M. Stress,
strain and Raman shifts. Zeitschrift fiir Krist. - Cryst. Ma-
ter. 2018. V. 234. N 2. P. 129-140. DOI: 10.1515/zkri-
2018-2112.

9. Tuschel D. Stress, strain, and Raman spectroscopy. Spec-
troscopy. 2019. V. 34. N 9. P. 10-21.

10. Khanolkar A., Wang Y., Dennett C.A., Hua Z., Mann
J.M., Khafizov M., Hurley D.H. Temperature-dependent
elastic constants of thorium dioxide probed using time-do-
main Brillouin scattering. J. Appl. Phys. 2023. V. 133. N 19.
P. 195101. DOI: 10.1063/5.0148866.

ChemChemTech. 2024. V. 67.N 10

S.A. Votyakov et al.

Hccnedosanue 8bInonHeHo Ha KOMOUHUPOBAH-
not cucmeme NanoScan (THCHYM, Poccus) / Nano-
finder (Tokyo Instruments Inc., nonus) ¢ ucnonvsosa-
Huem 060opyoosanus Llenmpa KoanexmueHo2o noivb30-
eanuss PIPHY THCHYM «Hccredosanus namo-
CMPYKMYPHBIX, YeIepOOHbIX U CEEPXMBEPObIX Mame-
puanosy.

Aemopul  3asensiom 00 OMCYMCMEUU KOH-
@auxma unmepecos, mpedyrue2o packpoimus 8 0aH-
Hol cmampve.

The study was carried out using the equipment
of the Center for Collective Use of the Federal State
Budgetary Scientific Institution TISNUM “Research of
nanostructured, carbon and superhard materials”.

The authors declare the absence a conflict of
interest warranting disclosure in this article.

REFERENCES

1. Maslenikov L.1., Reshetov V.N., Useinov A.S., Doronin
M.A. In situ surface imaging through a transparent diamond
tip. Instrum. Exp. Tech. 2018. V. 61. N 5. P. 719-724. DOI:
10.1134/5002044121804022X.

2. Maslenikov L.1., Reshetov V.N., Useinov A.S. Raman spec-
troscopy through the indenter working as an optical objec-
tive. Mater. Trans. 2019. V. 60. N 8. P. 1433-1435. DOI:
10.2320/matertrans.MD201902.

3. Maslenikov 1., Useinov A. Combined opto-mechanical
measurements with the transparent indenter’s tip. IOP Conf.
Ser. Mater. Sci. Eng. 2020. V. 758. N 1. P. 12056. DOI:
10.1088/1757-899X/758/1/012056.

4. Maslenikov L.1., Useinov A.S. In-situ Raman mapping dur-
ing indentation. IOP Conf. Ser. Mater. Sci. Eng. 2019. V. 699.
N 1. DOI: 10.1088/1757-899X/699/1/012027.

5. Reshetov V.N., Useinov A.S., Sultanova G.Kh., Kudryashov
LA, Budich K. Application of an indenter-objective for optical
spectroscopy of the structure and properties of materials. Chem-
ChemTech [lzv. Vyssh. Uchebn.Zaved. Khim. Khim. Tekhnol.].
2021. V. 64. N 12. P. 3440 (in Russian). DOI:
10.6060/ivkkt.20216412.2y.

6. Useinov A., Reshetov V., Gusev A., Gladkih E. Optical
spectroscopy combined in situ with instrumented indenta-
tion. J. Appl. Phys. 2022. V. 132. N 12. P. 121101. DOI:
10.1063/5.0099166.

7. Liu M, LinJY. LuC,, Tieu K.A., Zhou K., Koseki T.
Progress in indentation study of materials via both experi-
mental and numerical methods. Crystals. 2017. V. 7. N 10.
DOI: 10.3390/cryst7100258.

8. Angel R.J., Murri M., Mihailova B., Alvaro M. Stress, strain
and Raman shifts. Zeitschrift fiir Krist. - Cryst. Mater. 2018.
V. 234.N 2. P. 129-140. DOI: 10.1515/zkri-2018-2112.

9. Tuschel D. Stress, strain, and Raman spectroscopy. Spec-
troscopy. 2019. V. 34. N 9. P. 10-21.

10. Khanolkar A., Wang Y., Dennett C.A., Hua Z., Mann
J.M., Khafizov M., Hurley D.H. Temperature-dependent
elastic constants of thorium dioxide probed using time-do-
main Brillouin scattering. J. Appl. Phys. 2023. V. 133. N 19.
P. 195101. DOI: 10.1063/5.0148866.

27



C.A.

11.

12.

13.

14.

15.

16.

17.

18.

19.

20.

21.

28

BotskoB u ap.

Nance J., Subhash G., Sankar B., Haftka R., Kim N.H.,
Deck C., Oswald S. Measurement of residual stress in sili-
con carbide fibers of tubular composites using Raman spec-
troscopy. Acta Mater. 2021. V. 217. P. 117164. DOI:
10.1016/j.actamat.2021.117164.

Guo H.J, Ling C., Busso E.P., Zhong Z., Li D.F. Crystal
plasticity based investigation of micro-void evolution under
multi-axial loading conditions. Int. J. Plast. 2020. V. 129.
P. 102673. DOI: 10.1016/j.ijplas.2020.102673.

Broitman E. Indentation hardness measurements at macro-,
micro-, and nanoscale: Acritical overview. Tribol. Lett. 2017.
V. 65. N 1. DOI: 10.1007/s11249-016-0805-5.

Larsson P.L., Olsson E. Plastic zone size at sharp indenta-
tion contact of classical elastic-plastic materials: Behavior at
linear strain hardening. J. Test. Eval. 2017. V. 45. N 5. DOI:
10.1520/JTE20160140.

Imapkux E.B., KpaBuyk K.C., YceunoB A.C., Hukutun
A.A., Poroxkun C.B. CpaBHenne 3¢pdexToB ynpodHeHHS
craneii Eurofer97 u ODSEurofer, BosHukaromux moj aei-
CTBHEM HOHHOTO 00Iy4eHUs. H36. 8y306. Xumus u Xum. mex-
nonozus. 2020. V. 63. Bemm. 12. P. 57-62. DOI: 10.6060/
ivkkt.20206312.2y.

Zhang X., Sun S., Xu T., Zhang T. Temperature dependent
Griineisen parameter. Sci. China Technol. Sci. 2019. V. 62.
N 9. P. 1565-1576. DOI: 10.1007/s11431-019-9526-3.
Seehaus M., Lee S.H., Stollenwerk T., Wheeler J.M.,
Korte-Kerzel S. Estimation of directional single crystal elas-
tic properties from nano-indentation by correlation with
EBSD and first-principle calculations. Mater. Des. 2023. V. 234.
P. 112296. DOI: 10.1016/j.matdes.2023.112296.

Kumar R., Tanwar M. Effect of some physical perturba-
tions and their interplay on Raman spectral line shapes in sil-
icon: A brief review. J. Raman Spectrosc. 2021. V. 52. N 12.
P. 2100-2118. DOI: 10.1002/jrs.6272.

Roisin N., Colla M.S., Raskin J.P., Flandre D. Raman
strain—shift measurements and prediction from first-princi-
ples in highly strained silicon. J. Mater. Sci. Mater. Electron.
2023.V.34.N 5. P. 373. DOI: 10.1007/510854-022-09769-3.
Wu B.R. Vibrational properties of Si and Ge under high pres-
sures. Chinese J. Phys. 2006. V. 44. P. 454-466.

Mayer A.P., Wehner R.K. Calculation of Griineisen constants
in Si. Phys. Status Solidi. 1984. V. 126. N 1. P. 91-103. DOI:
10.1002/pssh.2221260112.

11.

12.

13.

14.

15.

16.

17.

18.

19.

20.

21

Nance J., Subhash G., Sankar B., Haftka R., Kim N.H.,
Deck C., Oswald S. Measurement of residual stress in sili-
con carbide fibers of tubular composites using Raman spec-
troscopy. Acta Mater. 2021. V. 217. P. 117164. DOI:
10.1016/j.actamat.2021.117164.

GuoH.J., Ling C., Busso E.P., Zhong Z., Li D.F. Crystal plas-
ticity based investigation of micro-void evolution under multi-
axial loading conditions. Int. J. Plast. 2020. V. 129. P. 102673.
DOI: 10.1016/j.ijplas.2020.102673.

Broitman E. Indentation hardness measurements at macro-,
micro-, and nanoscale: Acritical overview. Tribol. Lett. 2017.
V. 65. N 1. DOI: 10.1007/s11249-016-0805-5.

Larsson P.L., Olsson E. Plastic zone size at sharp indenta-
tion contact of classical elastic-plastic materials: Behavior at
linear strain hardening. J. Test. Eval. 2017. V. 45. N 5. DOI:
10.1520/JTE20160140.

Gladkikh E.V., Kravchuk K.S., Useinov A.S., Nikitin
A.A., Rogozhkin S.V. Comparison of hardening effects of
Eurofer97 and ODS Eurofer steels under ion irradiation.
ChemChemTech [lzv. Vyssh. Uchebn.Zaved. Khim. Khim.
Tekhnol.]. 2020. V. 63. N 12. P. 57-62 (in Russian). DOI:
10.6060/ivkkt.20206312.2y.

Zhang X., Sun S., Xu T., Zhang T. Temperature dependent
Griineisen parameter. Sci. China Technol. Sci. 2019. V. 62.
N 9. P. 1565-1576. DOI: 10.1007/s11431-019-9526-3.
Seehaus M., Lee S.H., Stollenwerk T., Wheeler J.M.,
Korte-Kerzel S. Estimation of directional single crystal elas-
tic properties from nano-indentation by correlation with
EBSD and first-principle calculations. Mater. Des. 2023. V. 234.
P. 112296. DOI: 10.1016/j.matdes.2023.112296.

Kumar R., Tanwar M. Effect of some physical perturba-
tions and their interplay on Raman spectral line shapes in sil-
icon: A brief review. J. Raman Spectrosc. 2021. V. 52. N 12.
P. 2100-2118. DOI: 10.1002/jrs.6272.

Roisin N., Colla M.S., Raskin J.P., Flandre D. Raman
strain—shift measurements and prediction from first-principles
in highly strained silicon. J. Mater. Sci. Mater. Electron. 2023.
V. 34. N 5. P. 373. DOI: 10.1007/s10854-022-09769-3.

Wau B.R. Vibrational properties of Si and Ge under high pres-
sures. Chinese J. Phys. 2006. V. 44. P. 454-466.

Mayer A.P., Wehner R.K. Calculation of Griineisen con-
stants in Si. Phys. Status Solidi. 1984. V. 126. N 1. P. 91-103.
DOI: 10.1002/pssh.2221260112.

IHocmynuna ¢ pedaxyuio 24.04.2024
Ipunsma x onybnuxosanuro 13.06.2024

Received 24.04.2024
Accepted 13.06.2024

W3B. By30B. Xumus u xum. TexHosorus. 2024. T. 67. Bem. 10



