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HccnenoBanue cTpyKTypHbIX AedekToB KpucTtawios 4H-SiC merogom
PEHTTeHOBCKOM MUKPOTOMOTrpadguu

K. H. Huwes, b. @. Mamun, B. A. Hesepos, P. U. Cudopos, /]. A. Ckéopyos

Memooom penmzeHo8CKOU MUKPOMOMOZPAPUU UCCIe006aHA OeheKmHA CMPYKMypa KPUCHmAiios
4H-SiC, nonyuennvix PVT-cnocooom. Onpedenenvt nuneiinvie XapaKxmepucmuKu nopoeslx 0ehekmos.
Yemanoeneno, umo nosepxmocmu muxponop umerwom @GpaKmaivHuli Xapakmep coO 3HAYEHUAMU
¢dpaxkmansnoit pazmepnocmu 2,20—2,60. Memooom penmzeH08CKOl MUKPOMOMOZpaduu 8 ucciedye-
MBIX KPDUCHANIAX 8blAGIEHbl MAKPOOeheKmpl, umeroujue Gopmy «CHIIOUIEHHBIX) MUKPOMPYOOK ¢ no-
nepeyHbIM ceuenuem, OIUKUM K ITURMUYECKOM).

PACS: 61.72. Dd + 61.72. up

Knrouesvle crosa: xapoun KpeMHHS, CTPYKTYPHBIE HEOAHOPOAHOCTH, (hpaKTabHAs pa3MEPHOCTb.

BBenenue

ObecrieyeHre TEXHOJOTHUYECKOH HE3aBUCHMO-
ctu Poccum cBsi3aHO C MPOMBILIIEHHOW peanu3anuen
MHOTHX OTEUECTBEHHBIX Pa3pabOTOK, B T.4. M 1O BBI-
palrBaHUIO KapOMIOKPEMHHUEBBIX IOMJIOKEK, OIIH-
TaKCHAIBHBIX CTPYKTYP, 0ObEMHBIX KPUCTAIJIOB.

[IMpOKO30HHBIN  MONYNPOBOMHUK  KapOup
KPEMHHSI C €r0 YHUKaJIbHBIMH CBOWCTBAMH MOXKHO
CUYMTATh UJICATBHBIM MaTepUaIOM JUIs CO3JAaHUA TPHU-
0opoB cuioBoi anekrponuku [1]. B mporecce pocra
SMHUTAKCHATILHBIX CIIOEB M 00BEMHBIX KpUCTAILIoB SiC
o0pa3yroTca pa3nudHble JeeKThl KPUCTaTHIeCKON
pEIIETKH, B YAaCTHOCTH, MUKPOTPYOKH, NPEICTaB-
NSIONMEe CO0OW BHITSHYTHIC IWUTMHAPUYECKHUE TOPHI
MEPEeMEHHOTO CEUYeHHs, AUaMeTp KOTOPBIX MOXKET
BapbUpPOBAThCA OT JOJEeH M0 €AMHUL MHUKPOMETPOB
[2—4]. Mexanu3mbl GopMupoBaHUS MOPQOIOTHUE-
CKHX OCOOCHHOCTEH MHUKPOTPYOOK B KpHCTaIIaX Kap-
Omna KpeMHHUsI paccMOTpeHbl B pabote [5]. Kpome
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MUKPOIIOPOBBIX 1€(PEKTOB, BEIPAICHHBIE METOJI0M
CcyONmMMaIui, CINTKH KapOuaa KpEeMHHUS CcoaepIKaT
AOCTAaTOYHO BBICOKYIO KOHIICHTpPALWIO TaKUX CTPYK-
TYPHBIX HEOJHOPOJHOCTEH KakK JUCIOKAIUH, TIOJIH-
TUTHBIE W YTIIEPOAHBIE BKIIIOUCHHUS, MEXK3EPEHHbBIE U
MaJIOyTJIOBBIC TOMEHHBIC TPAHUIIHI [6].

Jns  Busyanmzanuu  e)eKTHOW CTPYKTYpPBI
TUTACTUH U 3MHUTAKCHANBHBIX CIIOEB KapOwa KpeMHUS
MIPUMEHSIOT CEJICKTUBHOE TpaBiieHHe B paciuiae KOH,
ONTHUYECKYI0O MHKPOCKOIUIO, PEHTTeHOTOmorpaguye-
CKUe UcCieoBaHus [7]. YKa3aHHBIMH METOJaMHu 00-
Hapy>KeHbI [6] 1 KiTacCu(UIUPOBAHEI B COOTBETCTBUH
¢ [8, 9] Oa3ucHBIC TUCIIOKAIMH, TPOPACTAIOIINE BHH-
TOBBIC JIUCIIOKAIMU C 3allOJHEHHBIM SIIPOM, MPOpac-
TalONIFie BHHTOBBIE JHCIOKAIMK C TIOJNBIM SIIPOM
(MUKpOTIOPHBI), XapaKTEePU3YIONTHECS SIMKaMH TpaBIIe-
HUS C TMHEWHBIMU pasMepaMu 5—80 MKM.

B Hacrosmieii pabote npeacTaBiIeHbl pe3yibTa-
THl WCCJICNOBAaHUA Ne(PEKTOB B KpHUCTAIaX KapOwmma
KpEMHUS, BbIPpAIICHHLIX METOAOM CY6HI/IM3HI/II/I, C 1e-
JBI0 YIAYYIICHUS WX CTPYKTYPHOTO COBEPIICHCTBA
MyTeM ONTHMH3ALMU YCIOBHU POCTAa M MOHUTOPHHTA
KauecTBa TIOTOBOM NpoAyKUUH. Tomosorus MHKpPO-
pa3MepHbIX Ae(eKTOB M 0COOEHHOCTH HX MOBEPXHO-
CTel M3ydallach METOJOM PEHTI€HOBCKO ToMorpa-

¢hun.

HoaroroBka o0pa3uos

O6pasubl 4H-SiC ObUIM TOMYYEHBI METOJOM
PVT (Physical Vapour Transport) B peaktope ¢ HH-
IOYKIIMOHHBIM HarpeBOM TpaduToBOi pOCTOBOM sueii-
ku. Pabouast Temneparypa BapbupoBaiach B pejenax
2000—2200 °C (pocT OCyIIECTBIISICS B BaKyyMe).
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Temmnepatypsl BepxXHEHl M HWXKHEHl 4YacTh pPOCTOBOM
SAYEHKH U3MEPSUTIUCh MUPOMETPAaMU, IIPUUEM TeMIlepa-
TypHBIE TPaJMEHTHl HAXOIWIHNCh B HWHTEpBalle 5—
20 °C/cm. 3arpaBka W JepiKaTellb paclojlaraluch B
BEpXHEW 4yacTu sSYelKH, a B €€ HUKHEW 4yacTu B He-
CKOJIbKUX MHJUTUMETPAx OT 3aTPaBKW IMOMELIAJICS UC-
TOYHHK Kapbuga kpemuusa. Poct 4H-SiC ocymiecTs-
nsuics Ha obopynoBannn kommannn PVA  TePla
(I'epmanust). B kadecTBe 3aTpaBOK HCIIOIH30BATUCH
KOMMEPUYECKHE MOHOKPUCTAJUTUIECKUE  IOJUIOKKH
muamerpoM 100 mm pupmet SiCrystal AG (I'epmanms).

MeTox u anmapaTypa uccje10BaHu

B nacrosiee Bpems 1715l aHaM3a MAKPOCTPYK-
TYpBI MaTEepHaNoB Bce OONblIee IPUMEHEHHE HaXOIUT
PEHTTEHOBCKasi KOMIIBbIOTEpHAsT MHKpOTOMOTrpadus
[10], ocHoBanHas Ha (HOPMHPOBAHUU TPEXMEPHOTO
M300pakeHUsT O0paslia MyTeM CHHTe3a OOJIBIIOTO
MacCHBa PEHTICHOBCKMUX JIBYMEPHBIX «CEUCHHID»
(cpe3oB). PaccTossHMEe MEXIYy «CEYCHHSIMH» OOBITHO
paBHO pasmepy mukcenst (1—2 Mkwm). [Ipu s3ToM Kax-
J0€ CeYeHHe Xapakrepusyercs 16-Outamu rpagaumit
ceporo (Bapwamuu SIPKOCTH OT «depHOro» — 0 mo
«bemoro» — 65536), KOTOphIE KOPPEITUPYIOTCS CO
3HAYCHUSIMH KO3 PHULIMEHTa MOTIOMEHHUS PEHTICHOB-
CKOTO HM3JIyYEHHUS B OOJIACTH PACIIONOXKECHHUS BOKCEIS,
T.€. DJIeMeHTa 00BEMHOTO M300paKCHMSI, SABIISIONICTO-
Csl aHAJIOTOM ITUKCEISl B IByXMEPHOM IPOCTPAHCTBE.
JlaHHBII METOJ| SABIISETCS HEPa3pyIIAIONINM U HE Tpe-
Oyer crrenuaabHOM MTPOOOTIOITOTOBKH.

HccnenoBanusi TPOBOAWINCH C  TIOMOIIBIO
pentrenoBckoro mukporomorpadga SKYSCAN 1172
[11]. Pexxum cheMKH BBIOHpAIICS TakuM, 9T0ObI o0ec-
MIEYUTh pa3pelieHne aeraieii n300pakeHus neexTon
> 800 uM. Ilpu 3TOM HampsKeHHE Ha aHOJIE PEHTIe-
HOBCKOW TpyOku 60 kB, Tok aHoma okono 170 MKA,
ImIar yriia BpalieHus MPU CKaHUpoBaHUH o0bekTa 0,4°.

ITonyuyeHHBIH SKCIIEpUMEHTANBHBIA MaTepHall
MO3BONMI c()OPMHUPOBATH MACCUBBI JaHHBIX, HEO0XO-
MUMBIX JUIS PEKOHCTPYKIIMH «CPE30B», MEPIICHINKY-
JSIPHBIX OCH BpallleHHs 00pa3ia, a TakKe MOCTPOUTh
3D-mopenu HauboJee XapaKTepPHBIX Ae(EKTOB, MPH-
CYTCTBYIOIIMX BO BCEX BBIPAICHHBIX KpPUCTAIIaX
4H-SiC. Pe3ynbTaThl pEeKOHCTPYKIIMH H300pasKeHUMA
00pabaThIBalOTCs CHCHUAILHBIMEI NPOLIEAYPaMH, BXO-
ISIIAM B TIPOrpaMMHOE 00ecredeHrue MHUKPOTOMO-

rpada.

Pe3yJII)TaTI)I IKCIIEPUMEHTA
U UX o0cyxK/eHne

AHalm3 MHUKPOTOMOTPaMM HYeThIpex 00pas3loB
kpuctamuioB 4H-SiC, mpeacTaBIsSomux co00i TOHKHE
TUTAaCTUHKHU pazmepaMu 50%2x0,5 MM, BbIpe3aHHBIE U3

LHEHTpAIbHOM 4YacTu MiacTuH auamerpoMm 100 MM,
MTO3BOJIWJ BBISIBUTH PAJl CTPYKTYPHBIX HEOIHOPOIHO-
cTei, cOpPMHPOBABIIMXCS B MpPOIECCe pPOCTa U
AMEIONINX JIMHCHHBIE MAaCIITa0bl €IUHUIIBI-ICCATKA
MHKpPOMETPOB (JIOCTYHHBIE IS PEHTT€HOBCKON MHK-
potomorpadun) — 3aKpbIThIE MUKPOTIOPHI; OTKPBITHIC
MUKPOIIOPBI; BKIIOYCHHS CTOpPOHHUX (a3 (da3sl) ¢
KOA(UIIMEHTOM MOTIIONICHUST PEHTTE€HOBCKOTO U3Jy-
YeHUS, OTIMYHBIM OT TakoBOro i SiC-MaTpHITHL.
B pabote [5] Ha OCHOBE AKCIIEPUMEHTAILHBIX PE3YJib-
TaTOB, TIOJyYEHHBIX METOJIOM PEHTTCHOBCKOH (a3oBO-
KOHTPAaCTHOW MHUKPOCKOTHH (Ha MCTOYHUKE BBICOKO-
KOTEPEHTHOTO CHHXPOTPOHHOTO H3IyUYEHUS), UMEIO-
IIETO 3aMETHO JYYINYH0 pa3pemaroniyto criocoOHOCTh
M0 CPAaBHEHHIO C PEHTT€HOBCKOM ToMOrpaduei, moka-
3aHO, 4TO HWIMHApHYecKas GopmMa MUKPOTPyOOK He-
YCTOMYMBA, @ UMEHHO, JUHENWHBIE pa3MeEpbl CEUYEHUH,
OTIpe/IeTICHHBIE TP ITOMOIIN KOMITBIOTEPHOTO MOJIe-
JIMPOBaHUSI, U3MEHSIOTCS BIOJb UX ocedd. Ilpu atom
HAOJIIOZaeTCs TCHICHIIUS Mepexoia IMINHAPUICCKON
(hOpMBI B DIUTMNITUYECKYIO: 3HAUYESHUS MaKCUMAaIIbHBIX
JTUHEHHBIX pa3MepoOB CEUCHUH, NCCICIOBAHHEBIX B [5]
«CILTIOIICHHBIX» MHUKPOTPYOOK, JIe)KAaT B HMHTEpBaJie
D = 1,76—5,32 MxkM; MUHMMAIbHBIX Dy = 1,52—
1,84 MxMm; otHomenue D/Dy = 1,06—4,03; miomann
CedeHMH MHKPOTPYOOK 6 = 8,04—22,0 MKM”. ABTOPBI
[5] momuepkuBaroT, 4TO AT MHOTUX MHUKPOTPYOOK,
oOHapyXeHHBIX B kpuctamnax 4H-SiC, a Takxke B
kpuctamiax 6H-SiC ¢ BKIIOYCHUSIMH TTOIUTHIIOB 15R
U 4H HaOMIOIA0TCS YKa3aHHBIC BBIIIE MOPQOJIOorHye-
cKkue 0coOeHHOCTU. AHanoruyHele AedeKTsl oOHapy-
JKEHbl W B HCCIICIOBAaHHBIX HaMU oOpasmax kapOumma
KpeMHus. B xadectBe mpumepa Ha puc. 1 mpeacras-
JICHO PEKOHCTPYUPOBAHHOE TOMOTpaUuecKoe H30-
OpakeHHe OJTHOTO M3 «CPE30B» IMOMEPEYHOTO CEUSHUS
JIOCTATOYHO KPYITHOTO JedeKTa B BHIE CIUITFOCHYTOH
MUKpPOIIOphI AnHON ~ 200 MxM. JIuHeiHbIe pa3Mephl
npuBelleHHOTO cedeHus d = 25 MkMm; dy = 13 MKM;
didy=1,9; 6 = 225 MKkM’.

100 Mxm

Puc. 1. Penmzenomomozpagpuueckoe uzoopasricenue nonepeuHo-
20 ceueHus CnoWeHHOol MUKPONOPbL.
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JleTanbHbll aHAW3 CTPOCHMSI TMOBEPXHOCTEH
MOpoBEIX nedexToB pocTta KpuctamioB 4H-SiC moka-
3aJ1, 9YTO TPAHHUIBI pa3zena «KpPUCTAII—IIOpa» HE SB-
JISIIOTCSI TUTOCKUMU (CM. puC. 2).

L

160 1
120 1

80 1

Hanpasienne pocta

40

Puc. 2. Penmeenomomozpagpuueckan peKoOHCMpPYKyuus u3zoopa-
JHcenusn KpynHozo noposozo deghexma.

[IpakTrueckn MopoBbie Ae()EKTH MPEACTABIIS-
10T COOOH MIEPOXOBATYI0 MOBEPXHOCTh, penbed KOTO-
pOii, BEpOSITHO, ONpeAesieTcs Kak mapaMeTpamMmu poc-
Ta KOHKPETHOTO KpHCTaUla, TaK ¥ COCTaBOM
CyOJIMMAIMOHHOTO MaTepualia M ra3oBoi aTMocepbl
B poctoBoii suciike. Illepoxomatas, pembedHas I0-
BEPXHOCTh MOXET UMETh 3HAUUTEIHHYIO IUIOIMIAIb H,
Kak ToadyepkuBaercs B pabore [12], HeoOxommuma
OIIEHKAa CBOWCTB peallbHOW TOBEPXHOCTU Ne(EKTOB C
Pa3BUTBIM peabeoM ISl BOZMOKHOM KOPPEISALNN C
AIEKTPUUECKUMH TTapaMeTpaMy IOIYIPOBOTHUKOBO-
ro Matepuana. [ 3ot nenu Hanbolee MepCreKTHB-
HBIM TIPEJICTABISIETCS HCIOIB30BaHUE (PPaKTaATHHOTO
MOIX0/1a, TO3BOJISIIOIIETO UCCIIENOBATh OPOYHOBCKHUE
(peasibHBIE) TOBEPXHOCTH CO CIyYaiHBIM pacrpeje-
neHueM HepoBHOCTeH. CyIIecTBYyeT HECKOJBKO CIO-
co0O0B ompesiesicHUs] (ppakTanbHON Pa3MEPHOCTH Iiie-
poxoBaTeix moBepxHoctedt [12, 13]. Ogun U3 HUX —
aHaIM3 MPOQUIIS MOBEPXHOCTH — OCHOBAH Ha aHAIN-
3¢ CEYEHHUS! MOBEPXHOCTH MOPBI IUNIOCKOCTBIO, B pe-
3yJBTaTe YEro MOydaeTCsl KPUBasi, BOCIIPOU3BO A
penbed MOBEPXHOCTU B MECTE CEUEHUS C TOYHOCTHIO
W3MEpHUTEIbHOTO Macimraba. l3MeHeHWe 3HaueHUS
M3MEpPUTEIBHOTO MaciiTada, €CTECTBEHHO, BEAET K
W3MEHEHMIO JUIMHbl L kpuBoil. Ecnm uccnegyemas
MOBEPXHOCTh ()pPaKTaIbHA, TO BHIMOJHSACTCS CTEICH-
HOM 3aKOH 3aBHCHUMOCTH JUIMHBI L OT TMapaMeTpa u3-
MepHTeIbHOTrO MacmTaba € [12]:

L(g)=Lye"™), (1)

rae Ly — npoekuus KpuBoil L Ha och ceueHusd; D) —
(dpakTampHas pPa3MEpHOCTh MPOQWIS TOBEPXHOCTH,

KOTOpasi OMPENeNsAeTCs MO YIiy HAKIOHA JIMHEHHOTO
yuactka log (L/Lo) — log €. Ilpu sToM mys ompenere-
HUsSL (pakTaTbHOH Pa3MEPHOCTH HCCIENyeMOU II0-
BEPXHOCTHU UCTOIB3YIOT COOTHOIICHHE:

S=D, +1 )

JUTS TIEJIOTO psifia CeUSHU, a pe3yIbTaThl yCPETHIIOTCS.

OnucaHHas TpoIeaypa 3ajJ0XKeHa B IMPOTpPaMM-
HOM o0Oecnieuennn Mukporomorpaga SKYSCAN
1172 u Oblna ucronb3oBaHa [yisl onpeneneHus (pak-
TaNbHBIX Pa3MEPHOCTEH MOBEPXHOCTEH psfa MHUKPO-
nedeKTOoB B BUIE 3aKPBITHIX U OTKPBITHIX MOpP B HC-
cinenyeMbix oOpasmax. Hampumep, ans mopoBoro
o0pa3oBaHUs, PEKOHCTPYHPOBAaHHOE W300pakeHue
KOTOpPOTO TIOKAa3aHO Ha pHC. 2, CpelHee 3HadeHHe
(pakTanbHON pa3MEpHOCTH KOHTYPa CEYEHHUS COCTaB-
nser D; = 1,55. Torna, cornacuo (2), ¢ppakranbHas
pa3MepHOCTh TOBEPXHOCTU pasziena «SiC—Mukpo-
nedekT» uMmeer 3HadeHue Ds = 2,55, 9TO COOTBETCT-
BYeT HETJAJKOH, TOCTAaTOYHO LIEPOXOBATOM MOBEPX-
HOCTH.

OmuH U3 METONOB ONpeeieHrs (PpaKTaTbHOMH
Pa3MEpHOCTH ILIEPOXOBATHIX TOBEPXHOCTEH 0a3upy-
eTcs Ha pa30MeHMU WCCIeAyeMON IUIOCKOCTH Ha
KBaJIpaThl (Tak Ha3bBaeMbI box-counting method)
[13], mpu >TOM pa3MEepHOCTH MHOXKECTBa JJIEMEHTOB
ompeJeIsieTcs CKOPOCThIO BO3pacTaHusl yucia boxes,
COJIEpIKaIIUX BCE AIEMEHTHl MHOXECTBA. DTOT METO/I
TaK)ke BKJIIOYCH B IaKET MPOrpaMM 0O0pabOTKH dKC-
MEPUMEHTANILHBIX  JTAHHBIX MUKpoToMorpada s
3D-peKOHCTPYKIIMM W BU3yaIM3alliul W300pakeHui
HCCIENyEeMBIX O00BEKTOB. [IpmMeHeHHe 3TOH OmIMu
Uil pacueta (QpakTalbHOW Pa3MEPHOCTH HEperyJisip-
HOH moBepxHOcTH Aedekra kpucramia 4H-SiC, npen-
CTaBJICHHOTO Ha puc. 2, najno 3HaueHue Dg = 2,47, uro
JIOCTATOYHO OJIM3KO K 3HAUEHHUIO (DpaKTaJIbHOUM pas-
MEPHOCTH, TOJIyYCHHOW M3 aHaiu3a npoduieit coot-
BeTCTByrOmuXx ceueHnit (Ds = 2,55). IlpoBeneHnbie
WCCIIENOBAaHUS IPYTUX MUKPOIIOp MacimTada > 10 Mkm
YKa3aHHbIMA METOJaMH MO3BOJWINA 3a()UKCHPOBATH
3HaYeHUs (PpaKTaIbHONH Pa3MEpHOCTH WX TOBEPXHO-
cti Dg=2,20—2,60.

3akjIoueHne

[IpoBenennbie B paboTe MHUKpOTOMOrpaduye-
CKUE HCCIEIOBaHMs ACPEKTHONW CTPYKTYpPBI KpHCTas-
noB 4H-SiC, BelpamerHsix PVT-meTonom, mo3Bonwm
0OHApYXHUTh (DPaKTATBHBIN XapakTep ITOBEPXHOCTEH
paszena «mopsl—TBEPA0e TEI0», KOTOPBIEC MPEACTaB-
JSIOT COOON CIIOXKHBIE, MEePapXUUYECKH OpPraHU30BaH-
HBIE€ CTPYKTYpPhI CO 3HAYUTEIHHON yJEIbHOU MOBEPX-
HOCTBIO, BO3MOJKHO, OKa3BIBAIOIIHNE OIPEIACICHHOE
BIMSHHE Ha TPaHCHOPTHBIE MPOIECCHl B MakKpo- U
MHUKPOCKOITUYECKA HEOJHOPOJHBIX CTPYKTypax —
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MOJTYTIPOBOJHUKAX U (PYHKIIHMOHAIBHBIX MaTepHaliax.
[TomyuenHbIe pe3yiabTaThHl MOTYT CIIOCOOCTBOBATH CO-
BEPIIICHCTBOBAHUIO TEXHOJIOTHYECKUX IIPUEMOB POCTa
MaIoAe(PEKTHBIX KPHUCTALTUYECKUX CTPYKTYP IIHPO-
KO30HHBIX MTOJTyIPOBOJHUKOB.
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X-ray microtomography method in practice of the structural defects study
in the 4H-SiC crystals
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We investigated by the X-ray microtomography a defect structure of the 4H-SiC crystals obtained PVT
method. We have identified the linear characteristics of pore defects. It was found that the surface of
the micropores have a fractal nature with values of the fractal dimension of 2.20—2.60. The X-ray mic-
rotomography allowed to identify in crystals the existence of so-called "oblate" micropores with cross-

sectional shape similar to elliptical.

PACS: 61.72.Dd + 61.72.up

Keywords: silicon carbide, the structural inhomogeneity, the fractal dimension.
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