M A [ITY Ne1(34) 2022
m—— (1 0

YK 620.18:539

WCCJIEJOBAHUE CYBMUKPOHHOM CTPYKTYPBI CTAJIEM B OTOXKEHHOM
COCTOSTHUU METOJAMHU CKAHUPYIOIIEN 30H10BO MUKPOCKOIINA

JI. I1. Apeghvesa, B. B. /[yka, T. b. Cychuna

JloHcKol TocyapcTBEHHBIH TeXHUUECKUH yHuBepcuTeT (. Poctos-Ha-JloHy, Poccuiickas denepanus)

B cBs3u ¢ pocToM NpOM3BOACTBA M3JAENMH M3 CTAIM JUISL PasHbIX OTpAcield MNPOMBIIIJIEHHOCTH U
UCIOJIb30BAaHUEM CTaJled B Pa3IMUYHBIX YCJIOBMSX OJKCIUIyaTallid, B TOM YHCJIE€ IPU BBICOKUX
MEXaHUYECKUX BO3ACHUCTBUAX W/MIM B arpecCUBHBIX Cpelax NpH MOBBIILIEHHBIX TeMIlepaTypax, 3ajada
pa3pabOTKU BBICOKOTEXHOJIOTUYHBIX METOJIMK JWArHOCTUKH COCTOSIHUSI TOBEPXHOCTH BBIXOJIUT Ha
nepennuii miaH. llenpio Hacrosmied paboOTHI SBISIOCH HCCIENOBAaHHE CYOMHUKPOCTPYKTYPHI H
HHEPreTUUECKOI0 CIEKTPa JIEKTPOHOB CTaled B OTOXOKEHHOM COCTOSIHUM METOJAaMU CKaHUPYIOLIEH
TYHHEJIbHOM MHKPOCKOIIMM U CIEKTPOCKONUH. B KadecTBe OOBEKTOB HCCIIEOBAHUS BBHIOpPAHbI
KOHCTPYKLIMOHHAsi cpegHeyriaepoauctas crainb 40 M MHCTpyMEHTaldbHasl JierMpoBaHHas crainb XBI'.
CkaHupylomeid TYHHEJIBHOM MHUKPOCKONMMEH B KOHTAKTHOM pEXUME IIOJIyY€HO H300pakeHue
IOBEPXHOCTEH OOpa3LloB M IPOBEJEH aHAIW3 OCOOCHHOCTEH (BBINYKJIOCTEH M BHaguH). MeTonoM
TYHHEJIbHOM CHEKTPOCKOIUH MOJYYEHbI BOJIBT-aMIIEpHbIE XapaKTEPUCTUKU KOHTAKTa 30H/-IIOBEPXHOCTh
Y YCTAHOBJIEHO B3aMMHOE pacrosioskeHue ypoBHer depmu 00pas3noB 1 BoIb(PPaMoOBOro 30H1a.

Knrouesvie cnoga: cranb, CKaHUPYIOIIas TYHHEJIbHAsE MUKPOCKOIMS, BOJIbT-aMIIEpPHAs XapaKTEPUCTUKA,
CyOMUKPOCTPYKTYpa, paboTa BBIX0/1a JIEKTPOHA, YPOBeHb DepMHU, CIIEKTPOCKOITHS.

STUDY SUBMICRON STRUCTURE OF THE STEEL IN THE ANNEALED CONDITION
USING SCANNING PROBE MICROSCOPY

L. P. Arefeva, V. V. Duka, T. B. Suslina
Dos State Technical University (Rostov-on-Don, Russian Federesion)

The task of developing high-tech methods for diagnosing the state of the surface comes to the fore due to
the growth of steel products production for various industries and the use of steels under various
operating conditions, including under high mechanical stress and/or in corrosive environments at elevated
temperatures. The aim of this work is to study the submicroscopic structure and energy spectrum of
electrons of steels in the annealed state by scanning tunneling microscopy and spectroscopy. Structural
medium-carbon steel 40 and alloy tool steel KhVG were selected as objects of research. Scanning
tunneling microscopy in the contact mode obtained an image of the sample surfaces and analyzed the
features (bulges and depressions). The volt-ampere characteristics of the probe-surface contact have been
obtained by tunneling spectroscopy, and the mutual arrangement of the Fermi levels of the samples and
the tungsten probe has been established.

Keywords: steel, scanning tunnel microscopy, volt-ampere characteristics, submicroscopic structure,
electron work function, Fermi level, spectroscopy.

BBenenne. OCHOBHBIM HAIIPaBJICHUEM Pa3BUTHS HAYK O MaTepuajax sBISETCS CO3/IaHHE HOBBIX, B
TOM YHCIIe KOMITO3UIIMOHHBIX M HAHOCTPYKTYPHUPOBAHHBIX, & TAKXKE YIYYIICHHWE TEXHOJIOTUYECKUX H
IKCIITyaTaIMOHHBIX CBOMCTB YK€ UMEIONINXCS MaTepranoB. Kak U3BeCTHO, HAMOOMBIIHNI CETMEHT PhIHKA
MaTepuajoB 3aHUMAIOT JKETE30YyTJIEPOIUCThIC CIUIaBbl U JUHAMHUKU WX MPOU3BOACTBA U MOTPEOJICHUS B
MHUpE HE CHIDKAIOTCS, JaXKe HECMOTps Ha maHaemuio kopoHoupyca COVID-19 [1, 2]. B gonrocpounoit

MEPCICKTUBEC OXKUIAACTCA YBCIMUCHUC TEMIIOB ITPONU3BOJACTBA CTAJIHU U I/IS,Z[eJ'II/Iﬁ M3 HEC, a TaKXKC POCT LICH
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Ha Topsuekaranplii mpokat [2]. CremoBaTenbHO, aKTyaJbHOCTh Pa3paOOTKH, ampoOaIiu U BHEIPEHUU
METO/MK MCCIIETOBAHNS U TUATHOCTUKH COCTOSIHUS CTAJIEM pa3HbIX KJIACCOB TOJIBKO BO3PACTAET.

TpaguIMOHHBIMM METOJAMHU HCCJIEIOBAaHUS CTajed SBIAIOTCA ONTHUYECKass MUKPOCKOIMS,
CKaHUPYIOLAsl U IPOCBEUMBAIOLIAS 3JIEKTPOHHAS MUKPOCKONHMS. YKa3aHHbIE METOJbl HCIOJB3YKOTCS
KOMIUIEKCHO, BBHJY TOTO YTO, HAalpHUMEp, ONTHYECKas MHKPOCKOIHUS HMeeT (pu3nuecKuil mpenen
YBEJIMUEHHUS U TO3BOJISIET M3Y4aTh TOJBKO MHUKPOCTPYKTYpy MeTayioB [3]. IIpu BBICOKOM KauecTBe U
TOYHOCTH TMOJIy4aE€MBIX JIaHHBIX, B TOM YHCIIE€ O CYOMUKPOCTPYKTPE, CKAHUPYIOIIas U MPOCBEUNBAIOIIAS
MUKPOCKOIIUH HE MO3BOJISIIOT MOJIYy4aTh TPEXMEPHBIE XapaKTEPUCTUKHU ITOBEPXHOCTH MaTepHaa.

HccnenoBanust mocineaHero NeCATUIIETUS NOKa3alld, YTO CKAaHUPYHOIIAs 30HA0Bas MUKPOCKOIUS
MOXET MCIIOJIb30BATHCS ISl U3YUCHUS CBOMCTB M COCTOSIHUS IIOBEPXHOCTH CTallel pa3HbIX KiaccoB [4—8]
KaK B COCTOSHHMM IIOCTaBKM, TaK M IIOCIE€ JJIUTENbHOM 3Kcmulyarauuud. OpHako A0 cuUX IOp B
OOJIBIIMHCTBE HCCIICAOBATENILCKUX PA0OT MPUMEHSUIMUCh TOJBKO METOAMKH TIONy4eHHUs penbeda
MOBEPXHOCTH | (a30BOTO CABHra, JArOIIEro HH(PpOPMAIUIO O pacIpeeICHUH YIIPYTHX CBONCTB.

JInst BBISABIIEHUSI POJIM T€OMETPUM CTPYKTYp B IMPOLECCaX, MPOUCXOASIIUX MPU KCIUTyaTaluu
netaned (M3HOC, KOppo3us, oOpa3oBaHHE TPEIIMH U pa3pylIeHHe), HEOOXOAMMO HCCIEeIOBaHHE
apamMeTpoB CTPYKTYpPhl NOBEPXHOCTEH cCTajiel, B TOM 4YHCIIE€ B COCTOSIHUM IMOCTaBkU. CkaHUpyroIias
30HI0Basi MUKPOCKOTIIHS MPECTABIIAET COO0M KOMILIEKC B3aMMOOIOIHSIOIIUX METO0B UCCIIEIOBAHUS U
JUArHOCTUKU MaTepHUajoB, IMO3BOJIAIOIIMX IOJYYUTh JaHHBIE O CTPOEHUHU, CBOMCTBAX M COCTOSIHUM
MOBEpXHOCTH [9].

Lenp manHOW pabOTBI COCTOSUIA B HMCCIEJOBAHUU OCOOCHHOCTEH CYOMHUKPOCTPYKTYPHI H
XapaKTEPUCTUK SHEPreTUUECKOIro CIEKTpa 3JIEKTPOHOB CTaJIE B OTOMOGKEHHOM COCTOSHUHU C IOMOIIBIO
CKaHupyrolei TyHHenbHol Mukpockonuu (CTM).

JI1st TOCTHKEHUS LEIN CTAaBUIMCh U PELIAINCh CIECIYIOLIUE 3a/1a4uu:

— uccnenoBats Mopdonoruio o0pas3ios ctanu 40 u XBI' B 0TOXKEHHOM COCTOSHUU C TIOMOIIIbIO
CTM;

— YCTAHOBUTh XapaKTEPUCTUKU TOBEPXHOCTH (HapaMeTpbl LIEPOXOBATOCTH, BOJHHUCTOCTU U
TEKCTYpbl) 000MX 00pa3lloB U MPOBECTH CPAaBHUTEIILHBIN aHATIN3;

— MOJIYYUTh 3HAYEHUS PPaKTAIBHON pa3MEPHOCTH TOBEPXHOCTH;

— METOJIOM CKaHHUPYIOIIEH TYHHEIbHOU CIEKTPOCKOIUHU MOIYYUTh U MIPOAHAIU3UPOBATH BOJIBT-
amrnepHble xapakrepuctuku (BAX) moepxHocTi 06pa3ios.

OObexTamMM ucclieoBaHUs OBLIM BBIOpaHbBI CPEIHEYTIIEPOANCTasT KOHCTPYKIMOHHAs cTaib 40 c
beppuTo-TIepaUTHON CTPYKTYypoi (puc. 1 a) u nerupoBaHHas MHCTpYMEHTalbHas ctainb Mapku XBI' co
CTPYKTYypO#l mepiuta M u30bITOYHONW KapOugHoi ¢aszoit (puc. 16). Obe cranmu umeroT Oosbloe
IPOMBINIEHHOE 3HaueHue. JloaprekTougHas crainb 40 mnpuUMeHsieTcs MJii W3TOTOBJIEHUS OCEH,
KOJIEHYATHIX BaJiOB, IITOKOB, BaJOB-NIECTepHEH, AeTane TypOowH u T.A. JlerupoBanHas crtans XBI
OPUMEHSIETCS JUIsl M3TOTOBJIICHHUS M3MEPUTENBHOIO U PEeXKYIIEro HWHCTPYMEHTa, Ui KOTOPOro

HEJIOIYCTUMO TOBBIIIEHHOE KopobieHue npu 3akanke [10].
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Puc. 1. Mukpoctpyktypa cranu 40 (a) u cranu XBI (6)

MeTtoabl M METOAUKHM HCCJIeA0BaHHA. B ocHOBe pabOThl CKaHUPYIOLIETO TYHHEIBHOTO
MHUKPOCKOIIa, KOTOPBIN sBJs€TCA BecbMa 3((EKTUBHBIM U PACIpPOCTPAHEHHBIM MHCTPYMEHTOM (DU3HUKH
TBEPJIOTO TeNa, JEKUT KBAHTOBBIN 3PPEeKT TYHHETUPOBAHUS JIEKTPOHOB Yepe3 NOTEHIMAIbHBIN Oapbep.
B CTM Takum OaprepoM SIBISIETCS BaKyyMHBIH 3a30p MEXIy HUIiod u oOpasmom. Tak kak uria u
oOpasel BBIIIOJIHEHbI U3 PAa3HOPOJIHBIX METAJUIOB, TO NpU COMMKEHWHM Ha BEIUMYMHY 3a30pa 3a CyeT
TYHHEJIUPOBAaHUS MPOMCXOAUT HE3HAUUTEIbHOE IepepaclpeieieHue 3JIEKTPOHOB O MOMEHTa
BBIPABHUBAHMS YpOoBHEH PepMM M BO3HMKHOBEHHUS KOHTAaKTHOW pa3HOCTM NOTeHuuanos. [locie storo
TOK IIEPECTAET T€Yb B CBS3U C BbINOJHEHHEM npuHuuna [laynu. Eciau npuiioXuTe JONOIHUTENBHYIO
BHEIIIHIOIO pa3HOCTh NOTeHuManoB U, cucrema BBIHAET W3 PaBHOBECHUS, M SHEPrHsl 3JEKTPOHOB Ha
HOJIOKHUTEIBHOM 3JIeKTpose NoHu3urcs Ha — eU, rne €>0. IlosBUTCS BO3MOXKHOCTB IEpexoja C
OTPHULATENIBHOTO JIEKTPO/Aa HA MOJIOKUTEIbHBIN.

B pexxume nocrosinnoro toka Ha CTM «YMKA» nosydeHa TOmojiorusi TOBEPXHOCTH 00pa3IoB
cramn 40 u XBI'. O6pasusr umenn pasmepsl 10x10%4 MM, mpeaBapUTenbHO ObLIM OTHUTA(GOBAHBI U
OTIIOJIMPOBAHBI.

CkaHMpyIOINUNA TYHHEIbHBIH MHUKPOCKOI MO3BOJsSeT monydarb BAX TyHHEIBbHOro KOHTaKTa
30H/I-TIOBEPXHOCTh B JI000I TOUKE MOBEPXHOCTH M HCCIEN0BATh JIOKAJIbHbBIE AJIEKTPUUYECKHE CBOWCTBA
oOpa3ua. [ xapakTepHbIX HANpsDKEHUH Ha TyHHEIbHOM KoHTakTe nopsaka 0,1+1 B u TyHHeIbHBIX
ToKOB Ha ypoBHe 0,1+1 HA conmpoTHBIIeHHE TYHHEIBHOIO KOHTaKTa R1 MO MOpSAAKY BETHMUUH COCTaBIISIET
108+-10%° Om. Kax mpasuiio, conpotusinenue uccuenyembix B CTM 06pa3ioB Rs CylecTBEHHO MeHbIITE
Rt n xapaktep BAX omnpeznensercs, B OCHOBHOM, CBOMCTBaMHU HeOOJbIION 00sacTH oOpa3ua BOIH3U
TYHHEJIEHOTO KOHTakTa. Ha puc. 2 mpuBenens! cxembl BAX TyHHENBHOTO TOKa JUIsl KOHTAKTa METaJlI-
MeTaJll ¥ METaJUI-MoNynpoBoAHMK [10].

LuA" I, uA*
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Puc. 2. Bua BonbT-aMIepHBIX XapaKTEPUCTHK TYHHETBHOTO KOHTAKTa
METaJIJI-METaIT ¥ METAJI-IOIYIPOBOIHUK [11]
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PesyabTarel W uMX o0cyxknenue. [lo pesynbraTaM CKaHUPOBaHHS IOBEPXHOCTH ObLIa
cMoenupoBaHa (popma ucrmoap30BaHHOTO 30HAa (puc. 3). Kak BUIHO, TEXHHYECKHE TPEOOBAaHMS K 30HIY
BBIMOJIHSIOTCS. TIOJMHOCTBIO. ClIe/IOBaTeNIbHO, PE3yJIbTaThl CKAHUPOBAaHUS JIOCTOBEPHBI M HE HMEIOT
aptedakToB, CBSA3aHHBIX ¢ (POPMOI M T€OMETPUICCKIMH Pa3MepPaMH HUTJIbIL.

15 um

0 um
y: 15 nm

Puc. 3. ®opma Bosb(ppamMoBOro 30H/1a, BOCCTAHOBICHHAS IO PE3yJIbTaTaM
CKaHUPOBAHUSI TOBEPXHOCTH

TpeXMepHHe CTM'I/I306pa)KeHI/IH MOKa3bIBAKOT, UYTO ITOBEPXHOCTU oboux 06pa3u013 OIHOPOJAHBI U
HC HMCHOT 3HaA4YUTCJIbHBIX OCO6CHHOCT61>1, a TaKXcC HCK&)KCHPIIZ, BBI3BAHHBIX HOTI'PCHIHOCTIAMU
CKaHHUPOBaHMUA.

0,29 MKM

0,00 MM

0,41MxM

6)

Puc. 4. Tpexmepusie CTM-u300pakeHust penbeda NOBEPXHOCTH 00pa3LOB:
a— cranp XBI', 6 — crans 40
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Jlis  aHanmm3a TEOMETPUYECKUX U CTAaTUCTHYECKUX XapaKTEPUCTHK MOIYYHIH NPOPUIH
MOBEPXHOCTEH 10 HANpaBJICHUAM JUAaroHajled M NepHIeHIUKYIAPOB, IPOBEICHHBIX dYepe3 LEHTP
n300pakeHust. X0Ts CTPYKTypa 00erX MOBEPXHOCTEH SIBHO aHM30TPOIHA, CTPYKTYPHBIE COCTABIISIONINE
HE WMEIOT YeTKO BBIPQXEHHOW OpPUEHTALMH, YTO COIJIACYeTCS C M3BECTHBIMH JIAHHBIMHU
MUKpPOCTPYKTYPHOI'O aHaJln3a JaHHbIX cTaneld. CpeaHss 1epoXoBaToCTh cocTaBisdeT 25,6 HM u 16,9 HMm,
cpenHekBaaparuyHas mepoxoBatoctsh — 39,0 aM u 24,6 HM 11 ctanu XBI u cranu 40 COOTBETCTBEHHO.

OmnpeneneHbl CTaTUCTUYECKHE BEJIUYUHBI U (PpakTajgbHash pa3MEpHOCTb OOOUX OOpPasIoB.
@paKTanbHyI0 Pa3MEPHOCTh MOBEPXHOCTU OIpPENesuId MEeToAoM cueTa KyooB (2<Df<3) ¢ momoIipio
cBOOOIHO-pacpocTpaHseMoro mporpaMmmuoro makera Gwiddyon. Peised 06oux 00pa3ioB HE CIUIIKOM
pa3BuT (2<D¢<2,5), yTOo M cienoBa’O OXHIATh MOCIE NMPUMEHEHHS IOCIEAO0BaTeNIbHOW 00paboTKU
NOBEPXHOCTH HUTM(pOBaHWEM U ToJupoBaHueM 0Oe3 tpaminenus. Cranme XBIT umeer O6onbiryio
HIEPOXOBATOCTh M BOJHHUCTOCTh, 4eM cTajb 40. PpakranbHble pa3MEpPHOCTH OOPA3LOB OTIMYAIOTCS B
npezenax COThIX J0JIEH, T.€. JOBEPUTEIHHOTO HHTEPBAJa, B CBSA3U C YEM MX MOXHO CUUTATh MPAKTUYECKH
pPaBHBIMHU.

CpaBuuM uaeanbHbiil B BAX ¢ Moay4eHHBIM 9KCIIEPUMEHTAIBHO (puc. 5). VI3 pUCYHKOB BHIHO,
yto BAX cnabo HenuHeliHa U cummeTpudHa. [Ipu Hanpsokenusx nopsaka —0,7 ... —0,6 B (a) u —0,8...—
0,5 B (0) TyHHenbHBIA TOK BBIXOJIUT Ha HacklmeHue. Jlanueiii Bung BAX TyHHENTbHOTO KOHTaKTa UMEET
HE3HAUUTEIIbHOE OTKJIOHEHHE OT Kiaccmiyeckoii BAX KoHTakTa MeTayI-MeTalll, BBI3BAHHOE, BEPOSITHO,
HAJIMYMEM Ha MOBEPXHOCTH BOJIB(PPAMOBOTO 30HA M CTAJM MOHOCJIOEB OKCHJIOB JTHOO MPHCYTCTBUEM B

CTPYKType KapOHTHOM COCTABIISIOIICH.
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Puc. 5. Bonbr-amnepHslie xapaktepuctuku ctanu XBI (a) u cranu 40 (0)
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Hampspkenne cmemieHust s KoHTakTa Bodbdpam-ctans 40 paBro —1,25 B. Hampsbkenue
cMemieHus1 Uil KoHTakTta BoJibppam-ctams Mapku XBI' paBHo —1 B. To ects B 00omx cimyuasx
HabOmo1aeTcsi oOpaTHOE CMEIeHWE W TYHHENBHBIM TOK HampaBjieH C MOBEPXHOCTH oOpas3la Ha 30H.
CrnenoBarenbHO, ypoBeHb PepMu 00pa3lioB B MECTE€ KOHTAKTa BbllIe YpoBHS PepMu Marepuaia 30H7a, a
JoKallbHas paboTa BbIxoaa dnekTpoHa (PBD) o0pasioB mensbIne nokanpHol PBD 30H1a. PaboTa BhIXO/M
ctamu XBI' 6ompme cramu 40 (ypoBeHb DepMu HUXKE), UYTO OOBSCHSICTCS OOJBIIMM KOJIUYSCTBOM
yriepojla ¥ Halu4ueM B CTPYKType HE TOJBKO IIEMEHTHUTAa B COCTaBE IMEpJIUTa, HO U CETKU
METAJIJIONOA00HBIX KapOUAOB, a TAKKE MPUCYTCTBUEM JIETHPYIOIIUX 3JIEMEHTOB.

3akiaouenue. MeToJIOM CKaHUPYIOUIEH TYHHEIbHOW MHUKPOCKONMU B KOHTAKTHOM PEXUME
MOJTYYCHBI HM300pakeHusi ToBepxHocTel oOpasmoB ctamum 40 m XBIT B OTOXKEHHOM COCTOSHUH,
MOJABEPTHYTHIX omepanuu noaupoanus. TpexmepHbie CTM-n300paxeHust MOBEPXHOCTH 00EHX CcTajlel 1
npodunn penbeda MOKA3bIBAIOT HAIWYUME B CYOCTPYKTYpe aHHU30TPOINUU. TekcTypa Ha YpOBHE
CyOMUKPOCTPYKTYpPBI B 00pasiiax OTCYTCTBYET, YTO COTJIACYETCS C JAHHBIMU ONTHYECKONH MUKPOCKOTIUH.
Tomonorust moBepxHoctu ctanu 40 Oonee ogHOponmHa, 4em cramu XBI, 4To CBS3aHO ¢ MEHBIIUM
KOJINYECTBOM KapOUTHOH (a3bl.

[TosrydeHHBIE TEOMETPHYECKHE W CTATHCTUYCCKUE JTaHHBIC pelibe()a MOBEPXHOCTH TOKA3BIBAOT,
yto cranb XBI' umeer Ooublyl0 IIEPOXOBATOCTh WM BOJHHUCTOCTh, 4eM crTainb 40. DpakTaibHble
pa3MepHOCTH 00pa30B B MpeJeIax UCCIeI0BAHHOIO y4acTKa MPAKTUUYECKH OJIMHAKOBBI, YTO MOKET OBITh
pPE3yJIbTATOM MOJUPOBAHUS TTOBEPXHOCTH.

[TonydyeHHble METOAOM TYyHHENbHOU crekTpockonmnu BAX o6oux 00pa3ioB COOTBETCTBYIOT
KOHTaKkTy Meraul-MeTal. AHanu3 BAX 30HBI KOHTakTa MO3BOJIMI CYAUTh 00 OCOOEHHOCTSIX
HYHEPTreTUYECKOr0 CIEKTpa 3JEKTPOHOB (YpoBHS DepMH) U YCTAaHOBUTH BETUUYMHBI JIOKAJIHHON pabOTHI
BBIXOJIa  OOpa3lOB  OTHOCUTEIBHO  PEKOMEHJOBAHHBIX  CIPAaBOYHBIX  JaHHBIX 0  PBD
HOJMKPUCTAIUTMYECKOTO BOJIb(pama.
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