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HWccnenoBadbl TeMIiepaTypHasi M BPEMEHHAST 3aBHCHMOCTH IIPOIECCA CIICKaHWs MaKpOIOPHUCTOTO KPEMHHS B
Ar n Ar+ 3%H,. Onpenesien BKIaJ pa3IMYHBIX MEXaHH3MOB, ONpENEJAIMX 3TOT mpouecc. OcoGeHHOCTH
CIICKaHUS MaKPOIOPHUCTOIO KPEMHHUS U3YYaJIHCh C TIOMOIIBIO H30XPOHHBIX U M30TEPMUYECKUX OTKUIOB Ha oOpasLax
C pEryJSIpHBIMA W CJIy9ailHBIMH Makporopamu B muamasone 1000—1225°C. YcraHOBIEHO, YTO HA CIICKaHHE
MaKpOTIOPHICTOro KPEMHHS TIPH aTMOC()epHOM JaBJICHHHM B TOTOKE HHEPTHOTO Trasa, comepiamero 2 - 1074%0,,
CYILIECTBEHHOE BJIMSHUE OKa3bIBACT TePMHUYECKOe TpapjieHHe. TepMuueckoe TpaBJieHHE KOHKYPHpPYET ¢ HPOLlecCaMu
HepeHoca BEIEeCTBA, XapaKTEPHBIME JUIsl CIICKAHHsI, U IPENSATCTBYET ()OPMUPOBAHHIO HA IIOBEPXHOCTH Ge3nedeKTHOM
Kopku. IIpuumHOM TpaBiieHHs sBjIfeTCS 00pa3oBaHHE Ia3000pa3HOM MOHOOKHCH KPEMHHS, KOTOpas YHOCHTCS
BMECTE C IIOTOKOM rasa. Dddexr TpasiieHus npeodiiagaeT B 00J1aCTH HU3KUX TEMIIEPaTyp M He 3aBHCHUT OT J00aBKU
Bofopona. IlomydeHHble 3HayeHus SHepruM axkTuBaimy Koddéuumenra mupoysm Ei = 2.573B um mnokasarens
cremenn N = 3.31—3.74 B 3aBHCHMOCTH pajyca TOp OT BpeMeHH I ~ t'/" CBHIETETHCTBYIOT O CMEIMaHHOM

MEXaHU3ME IEPEHOCA BEIIECTBA C ITOMOIIbIO HOBCpXHOCTHOfI U 00beMHOM Z[I/Iq)q)y3I/II/I AaTOMOB KPEMHUS.
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1. BBepeHune

WHepTHBI Ta3, make BBICOKOH YHCTOTHI, CONCPIKUT
HEOOJIbIIOE KOJIMYECTBO OKUCIIMTENISI B BHAE KHCIIOpOna
WIM TIapOB BOIbI, KOTOPHIE OKA3BIBAIOT 3aMETHOC BJIMSHHC
Ha TPOUCXONSANIME MPOLECCH PEeopraHU3allii HOPUCTON
cTpykTyphl. Hanbosee mompobHo cpaBHeHHE OTKHUTOB B Ho,
NPOBOIMBIIAXCS B pPEaKkToOpe JJIs SIUTAKCHAIBHOTO Hapa-
[MBaHMSL, C OTXKATaMH B Ar B TEYH C TOPU3OHTAIBLHON
Tpyboit ObuTO MpoBeneHo B paborax [1,2]. OgHako u3ydeHue
CIIEKaHUsI B 3THX PaboTax MPOBOAMIOCH C TOYKH 3PCHHUS
BO3MOKHOCTH copmupoBath mosocTb (SON-CTPYKTYpHI)
Ha OOJIBINOI IUIOIAAM M OrPaHUYUBAJIOCH (DMKCHPOBAH-
HOIl TeMmmepaTypoil. ABTOpH HPHULUIM K BBIBOLY O TOM,
YTO aproH MOXHO HCIOJIb30BaThb BMECTO BONOpOHa MJIs
nosyyeHuss SON-CTpyKTyp Ha oOpasuax ¢ peryspHbIMU
MaKpoIOpaMy, ONHAKO IPU 5TOM IOBEPXHOCTb IUIACTHH
UMeeT 3HAYUTEJIbHO OoJiblliee Yhcio Ae(eKTOoB.

Ileap HacTosmell paboThHl 3akiodaeTcd B Oosiee fe-
TAJIbHOM H3YYEHUH IPOLIECCOB CIEKaHHUS MaKpOIIOPHUCTOrO
KpPEeMHHUSI B cpefle MHEPTHOIO ra3a U BBHIIBJIGHHH €r0 0OCO-
OexHocreil. B 3agady BXoomio mpoBeeHHE M30XPOHHBIX U
M30TEPMHYECKHX OTXKHIOB, HAXOXKICHHE TEMIICPATypPHBIX U
BPEMEHHBIX 3aBUCHMOCTEH CPEIHEro pasMmepa Mmop BHYTPU
MOPUCTOrO CJIOST M OTBEPCTHI B MOBEPXHOCTHOU KOpKe, a
TaKKe aHAJIM3a MEXaHM3MOB, ONPENCISIIIX TpaHcdopma-
I[IUIO TIOPUCTON CTPYKTYPHL

2. Metoauka aKcnepuMeHTa

):[JIH IIPOBEACHUA OTXKHUI'OB MCIIOJIb30BAJINCh MaKpPOIIO-
PUCTBIE CJIOM, H3TOTOBJICHHBIC C TIOMOMIBIO 3JICKTPOXH-
MHUYECKOTI'O TpPaBJICHUSA. Ucxogabmm MaTepuajIoM CITYKIUJIN

KpemHueBble iactusbl p-tuna (100) ¢ ymesabHBIM compo-
TuBjieHueM 150M - cm. Ha moBepxnHoctu obpasma SQ4-29
UMEJIUCh 3aTPaBKH, OPraHM30BaHHBIE B KBApPaTHYIO pe-
IIETKy C MepruofoM a = 4 MKM, OCTaJIbHbIC 00pasisl ObuH
6e3 3arpaBok. Ilocie aHomupoBanus B 4% pactBope HF
B AUMETWI(GOpMaMHAE NpPU IUIOTHOCTH TOKa 4mMA/eM® B
obpasne ¢ 3aTpaBKamMH (POPMHPOBAIACH PETYJISApHAs CEeT-
yarasg CTpPyKTypa, B obpasuax p-Si-4, p-Si-6 u p-Si-7
Y TUIOTHOCTH TOKa 15MA/cM® — caMOpPraHH3yIOIascs
penreTka ciy4ailHBIX mop. Bomee monpoOHO TexHOOTHsS
aHonupoBanust P-Si ommcaHa B paGorte [3]. s mposene-
HHSL M30XPOHHBIX M M30TCPMUYECKHAX OTKHIOB 00Opaser] ¢
nopucToit obacTeio qruameTpoM 20 MM paspesasicst Ha 4—6
YacTell, 1 KaKaas 4acTh OTXKMIajgach B cBoeM pexume. [la-
paMeTpsl MOPHUCTOM CTPYKTYPHI H YCIIOBUSI TEPMOOOPAOOTKH
IIpUBENieHHl B TabJ1. 1, rie @ — cpefHee paccTOSHUE MEXIY
nopamy, | — IIyOMHA HOp B MCXONHOI CTPYKType MOCJe
AQHOIMPOBaHUs. M30XpOHHBIE OTKUTH MPOBOAWIIUCH B TeUe-
Hue t = 30MHMH Ipu pasHBIX TemIlepaTypax B [Hala3oHe
1000—1200°C (omkur 13-10) u B granasone 1100—1225°C
(omkur 19-10). M3oTepMudecknii OTKUT TPOBOMUIICS MPU
1125 u 1225°C, nauTenbHOCTb OTXKUra BapbUpPOBaIach
ot 12.5 no 420 muH. B ocTaspHOM MeTOIMKAa MOATOTOBKU
00pasIoB Ui OTXKUIA, CKOPOCTH Ta30BOr0 IIOTOKA, PEXKUM
HarpeBa/oOXJIaXICHUs U IIPUTOTOBJICHHE CKOJIOB ISl IOCJIe-
IYIOIIEero aHajm3a ObUIH TaKUMH e, Kak 1 B pabote [4].
O6paboTka N300pakeHMIT MOBEPXHOCTH 0OPA3IOB C HEpe-
T'YJSPHOH peIeTKON HOp MPOBOAMJIACH C IIOMOIIBIO IIPO-
rpammbl Image J [5]. s mofcyera MIOTHOCTH HE3aKpbIB-
HINXCST MOBEPXHOCTHBIX mop (oTBepcTuit B Kopke) N u
CpelHero 3Ha4yeHWsd MX IUIOmAau S MOAOUpaNuCh ONTH-
MaJIbHBIE METO[bl CEIMEHTAallMM IIOJIyTOHOBBIX H300paske-
HAA C TeM, YTOOBl PErHCTPHPOBATh HOCTATOYHO TIIIy0O-

1213



1214 E.B. ActpoBa, H.E. lNpeobpaxeHckuii, C.W. lNasnos, B.b. BopoHkoB

Initial

1000°C| §

1050°C

1100°C

1150°c|

1200°C

Puc. 1. Uzoxponnsiit omxur obpasia SO4-29. Maciutabuslit otpe3ok: 8 — 10MrM, b 1 ¢ — 1 MM
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Ta6bnuua 1. [Tapamerpsl 06pPa3LOB U PEKUMBI OTHKUIA
Omxur O6pasen a, MKM I, MKM T, °C t, MuH Atmochepa
13-10 1000, 1050, 1100,
H30XPOHHBIHA SQ4-29 4.00 410 1150, 1200 30 Ar
19-10 ) 1100, 1125, 1150,
H30XPOHHBIN p-Si-4 1.95 35.5 1175, 1200, 1225 30 Ar
28-10 ) 12.5, 30, 60,
H30TePMIYECKII p-Si-6 195 486 1125 160, 360 Ar
8-11 ) 12.5, 30, 60,
H30TEPMUYECKUI p-Si-7 195 46.0 1225 160, 420 Ar+H,

KUe TIOBEPXHOCTHBIE IIOJIOCTH, MMEIoIe Haubosiee TeMHbIi
IIBET, 1 00ECHEeUYUTb YCJIOBUS, IIPU KOTOPBHIX OHU C OZHOM
CTOPOHBI HE CJIMBAIOTCS C COCEIsIMH, a C JIpyroii — He
HAIOT MOTEPAThCS MAJIBIM HOPaM. YYUTHIBAIUCH TOJBKO TE
HE3aKpbIBIIMECS] TIOPH, IUIOMANb KOTOPHIX OblIa OoJblme
yeM 10% ot cpenHero 3HaueHus1 S B UCCIIeayeMoM obOpasiie.
CpenHuil pajiyc MOBEPXHOCTHBIX OTBEPCTHIl OIpenesIsyiv
kak R = (S/)'/2, nonaras ux gopmy kpyruoit. [Tpeo6paso-
BaHWs BHYTPH IIOPHCTOT'O CJIOS OLICHUBAJIMCH ITyTEM U3Mepe-
HHSL JaMeTpa IMop Ha N300paKCHUHU MONEPEYHOTO CEUCHUS]
B BEpXHEH ero 4acTu IIOf KOPKOH M BBIYMCJICHHUS CPETHEro
panuyca r. ITo TeM e U300paxeHusAM OIPeNesIsid BEICOTY
HOPHCTOro cJios |.

3. Pesynbratbhl n obcyxaeHune

3.1. WMN30XpOHHbIA oTXUr

Ha puc. 1 moxa3ansl pe3yspTaTsl oTxkura oopasua SQ4-29
C YHOPSANOYCHHOM peIleTKoil op pU pa3Hoil Temieparype.
B neBoM cros101ie PUBOAUTCS N300paXKEHHE MOIEPEYHOTO
CCUCHNS, B CPEIHEM — BHJ CBEPXY, a B IPaBOM H300pa-
’KEHHE CKOJIa, TIOJIyYeHHOE IO YIJIOM 25° K MOBEpXHOCTH.
Xoporo BuaHO, uTo npu Temmeparypax 1000—1100°C npo-
HCXOIUT TpaBJICHUE IIOBEPXHOCTH U 0Opa30BaHUE OKUCHOT'O
MOKPBITHSL B BHUIC BaThl WJIM OKHCHBIX INApuKoOB. DddekT
coOCTBEHHO criekanust HaunHaeTcs mexkmy 1100 m 1150°C.

[Tockonpky mcXOmHAsi CTPYKTYpa UMEET BBICOKYIO IOpH-
cTocTh, To nipu 1150°C npouncxonut ciusHue nop u GopMu-
pOBaHME B y3J1aX PELICTKH OTACJIBHO CTOAIMX Si-CTOJIOUKOB
¢ yrosmeHneM HaBepxy. lIpomecc HaumHaeTcs ¢ BepxHeEl
9acTH CTPYKTYPBL Y TONIICHHUS HA N300pa)KEHUN CBEPXY BHI-
IJIARAT KaK KBagpaTHbIC TOJIOBKM C BBHIPAKCHHOW OTPaHKOM.
IIpu 1200°C >Tu yTOJIIEHNS yBEJIUYUBAIOTCS B IUAMETpe
u npuobpetaioT cpepudeckyio popmy. CrnexaHue nopucTon
CTPYKTYpBI COIPOBOXIAETCA YMEHBIICHUEM BBICOTHI IOPU-
croro ciosi |. B Tabn. 2 mpuBeneHbl 3HAYCHUS! BBICOTHI
MOPHUCTOTO CJIOS TTOCTIE OTHKUTA TIPH KAXKION U3 TeMIIepaTyp.

W3 Tabmuipl BUTHO, YTO BONPEKU BO3MOXHBIM OXKU[aHU-
sM, Haubosbiee usmenenue | coorsercteyer T = 1100°C.
B munanazone 1000—1100°C ymeHblIeHHE BEICOTH OPUCTO-
ro cjosi OOYCJIOBJICHO TEPMHYCCKUM TpPAaBJICHAEM C Yyda-
CTHEM CJICIOB OKHCJIUTENISl. DTOT AMAIa30H COIJIACyeTCs C
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TaHHBIME PAbOTEI [6], COIIACHO KOTOPOMY B HallleM CJIydvae,
Korja mapiumanbHoe faBieHne O, cocrapiser 2 - 107 atm
(1.52- 1073 MM pT.CT.), TemmepaTypa, Bblllle KOTOPOii IO-
BEPXHOCTb KPEMHHSI OCTAeTCS HEOKHUCJICHHOMH, T.e. Mpeod-
JIAHaloT peakluy ¢ oOpa3oBaHHMEM OBICTPO YJICTAIOLIEro
SiO, paBaa 1060°C. O TpaBjieHUM B HA3KOTEMIICPaTypPHOM
IMAIa30HEe CBUICTEIIbCTBYIOT M TJIyOOKHE M3BHJIACTBHIC Ka-
HaJIBl W S3BBl Ha CTEHKAX II0p, KOTOPBIC XOPOLIO BHIIHBI
npu OosbieM yBenudenun (puc. 2,a). Kanansl mosisi-
I0TCS, KOIJa CTCHKM TOpP CTAHOBSITCA HYJICBOM TOJIIIMHBI
U coeuHSATCS ¢ cocelsiMi. OHM NPOHMKAIOT Ha TTyOHHY
OT OTHOW TPETH MO TMOJIOBUHBI IOJHOM BBHICOTHI IMOP (CM.
puc. 1, T = 1050°C, nessiit cronber). [pu 1100°C Gosb-
mast 9acTb oopasoBasmierocst SiO OBICTPO yjeTaeT, 3a cYeT
Yero BHICOTAa IOP CHIKAeTCs elle cuibHee. BmecTo Bathl
00pa3yloTCcsl OKUCHBIE LIapUKH, KOTOPbIE MOKHO BHAETh Kak
Ha He KaHaioB (puC. 2, ), Tak U Ha HoBepxHOCTH (pHC. 1,
T = 1100°C, uentpanbhbii cronben). Ipu T > 1150°C

Ta6bnuua 2. Beicora mopucroro cios B obpasie SQ4-29 B
3aBUCUMOCTH OT TEMIeEpaTypbl OTKHUra B TeueHue 30 MuH

T, °C |, MKM
Wcxonubrit 47
1000 39
1050 39
1100 35
1150 46
1200 37

Tabnuua 3. CpengHee 3HadYeHHE IUIOTHOCTH IIOBEPXHOCTHBIX
oteepcrrii N, nx pagnyca R, pagiyca mop mof KOpKOU I' 1 BEICOTBI
nopucroro ciost | B o6pasue p-Si-4

T, °C N, Mxm 2 R, MKkM I, MKM |, MEM
Wcxonnbiit 0.193 0.628 0.81 355
1100 0.243 0.587 0.82 33.0
1125 0.081 0.999 1.16 25.7
1150 0.076 0.900 1.20 33.0
1175 0.066 0.827 1.32 292
1200 0.044 0.850 1.70 342
1225 0.038 0.998 1.76 28.0




1216 E.B. Actposa, H.E. lNpeobpaxeHckuii, C.U. lNasnos, B.5. BopoHkoB

-
ﬂ — JEOL 12/02/16
m 5.0kV SEI SEM WD _10mm

12/02/16
WD _10mm

Puc. 2. UsbssBrienne creHok mop B o6pasue SQ4-29 mpu 1050°C (a) u 06pa3oBaHne MIAPUKOB OKKC/IA HA THE 00Pa30BaBLIMXCS KaHAIOB

npu 1100°C (b). MacmrabHeIi 0Tpe3ok: 1 MKkM.

CHIDKCHHE BBICOTHI | 0OYCJIOBJICHO YK€ HE TpaBJICHHCM, a
COOCTBEHHO YCajIKOU IOPUCTOrO CJIosl, KOTopas IpeodJiajia-
€T IpH BBICOKUX TeMIlepaTypax.

PesynbTaThl M30XpPOHHOIO OTKUra obpaslia ¢ HeyHnopsd-
IOYCHHBIMHA TIOpaMH TIOKa3aHel Ha puc. 3. B Tadbm 3
CYMMHPYIOTCST pe3yibTaTel 00pabotkn SEM-n3o0paxeHuii.

OPdeKT TepMITIECKOro TPaBJICHHUS HAYNHACT MPOSIBIISATE-
cst mpu 1100°C, oH compoBoknaeTcss 0Opa3oBaHUEM POM-
GOBUIHBIX YriIyOsieHMit B CcTeHKax mop (puc. 4), orpaHeH-
HBIX 1w1ockocTsimu (111). DTo cBUmeTeNbCTBYET 00 aHHU30-
TPOITHOM XapakTepe TpaBjieHHs. 3aMeTHas peopraHu3aLys
CTPYKTYpHL 3a cdeT clekaHusi HauuHaeTca mpu 1125°C.
Ho nockosibky Habmomaembiit adekt o0yciIoBJIeH IBYMSsI
pasHBIMU IIPOLIECCAMU: 3aKPLITHEM IOp C 00pa3oBaHUEM
HIOBEPXHOCTHOIl KOPKM U OIXHOBPEMEHHBIM TpaBJICHUEM, TO
Ha IIOBEPXHOCTH 00pa3lia MOSBJIAIOTCS XapaKTepHbIE YIiIy0-
JICHHS B BUJIC YCPBSAKOB, 0[] KOTOPBIMH BUICH HIDKHUM 3TaX
He3akpbiBIIuXcA mop. IlpeobpasoBanue mpu Oosiee BHICOKOI
TeMmIepaType €cTb Pe3y/IbTaT KOHKYPEHLUM 3TUX IIpolec-
COB, CHIDKCHHUSI POJIM TEPMUUYECKOI'O TPABJICHUS U BO3pac-
TaHWs POJIM CIICKAaHMS 3a CYET yCKOpeHHus anddysnoHHO-
ro macconeperoca. C pocToM TeMmmeparypbl HaOJIOfaeTcs
MOHOTOHHOE YMEHbLICHHE YKCJIa OTBEPCTUH Ha eIUHHMILY
[OBEPXHOCTU (pHUC. 5,d), YTO TOBOPHT O 3aKPBHITHU 0OJIb-
muHCTBa 1nop. OfHAKO BUAMMAs IIOBEPXHOCTHAS IOPUCTOCTD
(puc. 5,b) npy HU3KUX TeMIlepaTypax yBEJIMYHMBACTCS IO
CPaBHEHHUIO C MCXOHOM, YTO CBHIETEJILCTBYET O IIpeodia-
JaHUU TPaBJIeHUs, a 10 Mepe pocTa T, KOorja IpeBaupyer
CIIEKaHUe, OBEPXHOCTHAsA MIOPUCTOCTb CHUIKAETCS U CTaHO-
BUTCS1 MeHbIIe, YeM ucxonHad. HaumeHnee nedextHas Kopka
obpazyercst mpu T = 1200°C. IIpu T > 1200°C mnopu-
CTOCTb OIIAATh HECKOJIbKO BO3pacTaeT. V3MeHeHue cpeqHero
paaryca OBEPXHOCTHBIX OTBEPCTUH C TEMIIEpaTypOH IOKa-
3aHO Ha pHcC. 5,¢. DTa 3aBUCUMOCTb TaK)Ke HEMOHOTOHHA:
Habmonaercst peskuii poct R mpu 1125°C, 3aTem maneHue
“ BHOBb Bo3pactanme mpu | > 1175°C. Ilpu nHambonee
BBICOKOH Temmeparype 1225°C BHOBb CHJIBHO BO3pacTaeT
pasMep TOBEPXHOCTHBIX OTBEPCTHIl, OHH KOAryJIHpyloT, H

ux (opma CTaHOBHUTCS BHITAHYTOI. KapTuHa BBIVIAMUT TakK,
Kak OyITO MAeT TpaBJieHHE KOPKH U 4Yepe3 pacIIMpUBILIH-
ecsd OTBEpCTHs ONATh BHUAHBI BHYTpPEHHHE HOpHL. BbicoTa
MIOPUCTOTO CJIOS1 U3MEHsATCA HEMOHOTOHHO, Oymny4H Bcerna
MEHbIIe HCXOTHOM, KaK 3T0 ObLJIO U B IIpedblIyieM obpasie
SQ4-29. AGCOMOTHBIF MUHIMYM | COOTBETCTBYET TeMIiepa-
Type 1125°C, xorma TpaBiieHHe HanbosIee MHTCHCHUBHO.
MacconepeHoc Ipu CIEeKaHUH MOYKET ONpenesIsaThCs pas-
HBIMH MeEXaHH3MaMH [7], Cpegd KOTOPBIX BHYTPH IIO-
PHCTOTO CJIOSl OINpENESIIONIUMA SIBJISIOTCS OObeMHAsi W
noBepxHocTHas aud¢ysus. M3MmeHeHue pasMepa BHYT-
peHHHX Hop [ ompenenseTca AUGGY3NOHHONU UIMHON
L = (Ds; - t)/2, rne Ds; — koabduument muddysun aToMos
kpemuns. Takum obpasom, Dsi~ (r? —r32), tme ro —
HavyaJIbHOE 3HAUCHUE CPEJHEro pajmyca HMIMHAPHYIECKHX
nop. Kak wu3BecTHO, TemiepaTypHasi 3aBUCHMOCTb KO-
s¢duuuenta nuddy3ur HOCUT aKTUBALMOHHBIN XapakTep
Dsi = Do - exp(—Ea/KT), rne Eq — oHeprusi akTHBaIyH.
Ha puc. 5,d npuseneHa 3aBHCUMOCTb BEJIMYMHBI, IIPOIOP-
nuoHabHOM Dsgj, 0T oOpaTHOro 3HaueHHA aOCOJTIOTHOM
Temneparypsl log(r? —r3) = f(1/T). Iomnydennas us Hee
BeymmanHa Ey; = 2.57 3B HECKOJIBKO NMpEBHIIACT W3BECTHHIC
3HAUCHHMS /ISl SHEPTUM aKTHBAIN ITIOBEPXHOCTHOH muddy-
su 221 [8] u 2.33B [9], HO OKa3bIBaCTCS 3HAYHTEIIBHO
HIDKE, 9eM SHEprusl akTWBAIMU oOBbeMHOH camomnddysun
B Si: 4.86 3B [10,11]. DT0 rOBOPHT O CMEIIAHHOM MEXaHH3Me
mah¢y3nn, odecrieunBaoIeil MacCconepeHoC Py CIICKaHU.

3.2. NsotepmmnyecKuin oTXur

OTXHUI' TPOBOOWJICS HA HEYMOPSIOYCHHBIX CTPYKTYpax
pSi-6 u pSi-7, U3TOTOBJICHHBIX B OOMHAKOBOM pExXnMe. BbI-
60p TemriepaTypsl OblJ1 0OYCIIOBIICH YKeJITaHUEM TTPOCIICOUTD
3a KMHETHKOM OT)KHUIa IPH HanboJiee HU3KOM TeMIepaType,
IIPU KOTOPOIi Y)KEe CTaHOBSITCSI 3aMETHBI M3MEHEHHsT MOP(O-
JIOTHH TIOp, W TP MaKCUMaJIbHOM TeMIlepaType HCCIIemye-
MOT'O JTMara3oHa.
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Initial
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Puc. 3. U3oxponnsiit oskur obpasua P-Si-4. MacitaGuelit otpe3ok: a — 10 MM, b, ¢ — 1 MEMm.
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Puc. 4. AHU30TPONHBIC SIMKH TEPMHUYECKOTO TPABJICHHUS, MOSIBUB-
niecst B cTeHax obpasia P-Si-4 moce omkura mpu 1100°C.

Prc. 6 n 7 mO3BOJISIIOT CPaBHATh N3MEHEHHUSI, TPOMCXONS-
mue B pe3yibrate omikura npu 1125 m 1225°C coortsert-
CTBEHHO. 3apacTaHHe IIOp Ha IIOBEPXHOCTH U HOSIBICHHE
kopku npu 1125°C cTaHOBUTCSI 3aMETHBIM TOJIBKO IIOCIIE
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omxwura B TedeHne 60 muH, a pu 1225°C perucrpupyercs
yxe depe3 12.5MuH, T.e€. 32 MUHUMAJIbHOE BpeMsl OT/KUra B
IIPOBEICHHOM 3KCIepUMeHTe. BuiHo, 4To mo mepe yBenu-
YeHHsl BPEMEHU OTXKUIA OTBEPCTUSl B KOPKE YKPYIHSIOTCH.
Ha pmc. 8§ mpuBeneHBl 3aBUCHMOCTH CPENHETO pajimyca
MIOBEPXHOCTHBIX OTBepcTHiA R oT BpeMeHm s obenx
TeMIIepaTyp M30TEPMHUYECKOrO0 OTXHHIa. OTH 3aBUCHUMOCTH
aMIpPOKCUMUPYIOTCS IPSAMBIME C ITPAKTHYESCKH OIMHAKOBBIM
HAKJIOHOM, T.€. CKOPOCTb HM3MEHEHHs OuameTpa vV He 3a-
BUCHT OT Temmeparypst npu T = 1125°C v = 2.3 am/MuH,
mpu T = 1225°C v = 2.4 am/muH. Takoe cTpaHHOE MOBerie-
HHE HUKAK HEJIb3s1 OOBsICHUTH (P y3NOHHBIME ITPOIIeCCaMy
MaccoIepeHoca U cjefyeT MpPedrosIoKUTh, YTO OHH OIpe-
OEJIAI0TCA OPYruM MexaHusMoM. Peakmusd, mo-BuauMmomy,
MPOTEKAET MO MEPUMETPYy OTBEPCTHS W HPUBOTUT K €ro
paspacranmio. Takoit mpomecc mpesparierust Si0O; B SiO
npu B3aumopeiictBur ¢ Si Halsmopmasnicst aBropamu [12,13].
Ho peakiuu, npuBomsimme K oOpasoBanuio SiO, Takxe
IOJDKHBI 3aBHUCEThb OT TeMmmepaTypbl. [loaTomy Ham mpen-
CTaBJIECTCS, YTO IPOLECC JIUMUTHPYETCH KaKMM-TO IPYTUM
MEXaHN3MOM, HE3aBHCSIIMM OT TEMIEpaTyphl, HallpuMmep
CKOPOCTBIO OCTYIUICHHST OKUCJIUTEJIS.

W3 puc. 7 BugHO, YTO NOA KOPKOW BHYTPH IOPHUCTOrO
CJIOSl CPelHMI paguyc I IUIMHAPUYECKUX IOP BO3PACTaeT,
UX BepXHHE U HIDKHUE KOHIIBI IPHOOpeTaloT chepuyueckyro

o
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Pwuc. 5. BisiHue M30XpOHHOTO OT)KUI'a HA CTPYKTYPY HOPHCTOrO cjiosi B oOpasie P-Si-4: @ — TeMneparypHasi 3aBUCUMOCTb IUIOTHOCTH
TIOBEPXHOCTHBIX OTBEPCTHi, b — IOBEPXHOCTHOI IOPUCTOCTH, C — CPEIHEro pajmyca OTBEPCTUH Ha MOBEPXHOCTH U d — W3MEHEHHe
KBajpara paamyca BHyTPEHHUX IOp IO KOPKOU OT 0OpaTHOI TeMIepaTypsl B MOTyIOrapuMUIeckoM mMacmraoe.
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OcobeHHocTU npouecca crekaHWUsi MakpornopucToro KPEMHUSI B aTMOCGhEPe aproHa

1219
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Puc. 6. M3orepmudeckuii oTxur oopasios p-Si-6 u p-Si-7, Bua cBepxy. MaciuTaOHbI 0Tpe3oK: 1 MKM.
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min 1125°C 1225°C min
Initial Initial
\) l)n( (}fTW ‘A“*(
‘, r‘ ' =
12.5 12.5
30.0 30.0
60.0 60.0
160.0 160.0
360.0 420.0

Puc. 7. U3orepmudeckuii oTxkur o6pasuos p-Si-6 u p-Si-7, Bux cBepxy. MaciuTabHbiil oTpe3ok: 10 MKM.
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OcobeHHoCTY npolecca CrekaHus MakKpornopucToro KPeMHUs B aTMocghepe aproHa 1221
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Puc. 8. 3aBucuMmocTb cpemHero pagmyca MOBEPXHOCTHBIX OTBEp-
CTHii OT BpEMEHH OTXKHra npu temmneparypax 1125 u 1225°C.
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Puc. 9. UsmeHenue pamuyca IOp BHYTPH HOPHUCTOrO CJIOSL B
3aBHCHMOCTH OT BpeMeHu oTxura ipu T = 1125 u 1225°C.

¢opmy, a obOmas BbICOTa MOPHCTOrO CJIOSI yMEHBIIACT-
csi. OcoberHO 3(¢eKTHBHO yBenMMUEHHWE pasMepa Iop U
ycagka mporekaior mpu | = 1225°C. MHTepecHo, dTO
qyepe3 420 MUH IPOHUCXONUT HE TOJIBKO MPAKTHYECKU IOJI-
HOE HCYE3HOBEHHE LWIMHAPUYECKUX IOp, HO U 00pas3oBa-
HUE CIUIOLIHOM IIOJIOCTH, OTAEJISAIONIECH IMOPHUCTHIA CI0H OT
NOMJIOKKU. M3BECTHO, YTO KMHETHMKA H3MEHEHHs pa3Mepa
OTZEJIbHBIX TIOP ONWCBHIBACTCSI CTEIICHHONW 3aBUCHMOCTBIO
r ~t/" rme n=4 nn1a MexaHW3Ma TOBEPXHOCTHOH UG-
¢y3un u N=3 i obvemuoii [14]. Ilpu sTom mo Mepe
YBEJIMYECHUS] pa3Mepa Iop W TEeMIIEPaTypsl POJib 0ObEMHOM
map¢y3nn Bo3pacTaeT B CHIIy Oosiee BBICOKOH SHEprum
akTuBaiMu Kod¢p¢urmenta muddysun. B Hamem ciyuae
CTpPEMJICHHE K MHHHMAJIbHOU IIOBEPXHOCTH IPHUBOIUT K
BO3PACTAHUIO AWAMETPa LIUIMHAPUYECKUX MOP M YMEHbIIe-
HUIO WX BBICOTH (mponecc chepommusanuu). Ha puc. 9
MPUBEACHEl 3aBUCUMOCTH OT BPEMEHM CpPEIHEro pajuyca
Iop B ABOIHOM JiorapudmideckoM Macmrabe. M3 HaksoHa
ANMPOKCUMUPYIOIMX WX TPSMBIX OIPEACICHB 3HAYCHHUS

®Dusnka 1 TEXHUKa NonynpoBogHUKoB, 2017, Tom 51, Bbin. 9

N=374 mm T =1125°C u n=3.31 mma T = 1225°C.
Otcroga MOXHO 3aKJTIOUHTh, YTO MEXaHH3M MaccOlepeHoca
HOCUT CMEIIAaHHBI XapakTep € YBEJIMYCHHEM N0 00b-
€MHOro TPaHCIOpTa MPH BBICOKOH Temmeparype. ABTOpHI
npenuiectBylommx pabor [1,15-18] cunranm Mexanusm mud-
(y3uH IPEIMYIIECTBEHHO TOBEPXHOCTHEIM.

CrefyeT OTMETHTb, YTO HH B OJHOM U3 IIPOBENEHHBIX
HaMH 3KCIIEPUMEHTOB HE YAABaJIOCh HOCTHTHYTbH IIOJHOTO
3apalliBaHus MOpP Ha IOBEPXHOCTH, T.€. MOTy4uTb Oesfe-
(eKTHYIO KOPKY, KaK IpH OTXKure B ynctoM Bogopoxe [1,19].
JebekTsl B KOpKe MPEACTABIISIOT COOON OTBEpPCTHS, KOTO-
pHIe IIPOUCXOAAT OT He3aKpeBIUXcs mop. Mx mpucyrcrsre
CBUJIETEJIbCTBYET O KOHKYPEHIIMH MEXaHH3MOB COOCTBEHHO
CTIeKaHUs, NMPUBOJASAIIETO CO BPEMEHEM K 3apacTaHUIO IOp
Ha TIOBEPXHOCTH, W PACTPABJIMBAHMASA, IPUBOASAIIETO K yBe-
JINYCHUIO pasMepa OTBEPCTUM.

4. 3akniouyeHue

[IpoBeneHHBIE SKCIICPMMEHTHl MOKa3aJId, YTO CIICKAaHUCE
MaKpOIOPUCTOr0 KPEeMHHUsI B aTMoc(epe aproHa BBHICOKOU
YACTOTHl WJIM aproHa ¢ HeOOJbINOi N00aBKOi Bomopona
UMeeT 0COOEHHOCTH, OOYCJIOBJICHHbIE CJISNaMH OKUCJIUTEJIS
B ras3oBoii cpenie. [IpucyrcTBre ciienoB OKUCIUTENS SBIIACT-
sl IPUYMHOM TEPMHUYECKOTo TpaBJIeHHUs yepe3 oOpa3oBaHue
razoodpasHoro SiO. KoHKypeHIs mponeccoB TpaBjICHUS 1
1A Qy3HOHHOTO MacCOIepPeHOCca NPUBOIUT K TOMY, YTO TIPH
HU3KHX TeMIepaTypax Ha IOBEPXHOCTU oOpasyeTcs Kopka
¢ OOJIBIIMM KOJIMYECTBOM JIe()eKTOB M IOPUCTOCTHIO, Ipe-
BOCXOJSIIIE MOPUCTOCTh MCXOTHOM CTPYKTYpPBL D(deKThl
TpaBJICHHSI MCHEE BBIPAXKEHBI IPU BBICOKUX TEMIICPaTypax,
KOTJ]a MaccolepeHoc IponcxomutT OvicTpee. Temmeparypras
3aBHCHMOCTb ¥ KHHETHKa H3MEHCHHUST Pa3sMEpPOB BHYTPEHHUX
IIOP CBUAETEJILCTBYIOT O TOM, YTO TPAHCIIOPT aTOMOB KpeM-
HUA NIPU CIIEKaHUM IIPOUCXOIUT 32 CUET ITOBEPXHOCTHOU U
0o0beMHOM Tuddy3un, ¢ Oosplell Hoiei MOBEPXHOCTHOIO
MeXaHu3Ma.

Pabora BemosnHeHa nmpu (uHaHCOBOI nonaepxke POOU
(rpant Ne 15-08-02805), ¢ ucmosnb3oBaHieM 00OpYIOBaHHS
LEeHTPa KOJUIEKTHMBHOTO TOJIb30BaHUs ,MarepuaioBecHue
1 AWArHOCTHKA B TIEPEIOBBIX TEXHOIOTHAX ‘.
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Peoaxmop ['A. Ozanecan

Characteristic properties of macroporous
silicon sintering in argon atmosphere

E.V. Astrova, N.E. Preobrazhenskiy, S.I. Paviov,
V.B. Voronkov

loffe Institute,
194021 St. Petersburg, Russia

Abstract Temperature and time dependences of macroporous
silicon annealed in Ar or Ar+ 3%H; has been studied. We
found contribution of different mechanisms which determine this
process. Special features of macroporous silicon annealing were
investigated by means of isochronous and isothermal sintering
on samples with ordered and random macropores in the tem-
perature range 1000—1225°C. It has been found, that sintering
of macroporous silicon at atmospheric pressure in inert gas flow
containing 2 - 1074%0, strongly depends on thermal etching. It
competes with processes of the material transport which are
relevant for sintering and blocks formation of a defect-free surface
crust. The cause of etching is generation of gaseous silicon
monoxide, which is removed with gas flow. The etching effect
dominates in low temperature range and does not depend on
H, addition. We found the activation energy of silicon diffusion
coefficient E; =2.57¢V and index in the power low of the
average pore radius on the annealing duration r ~ t'/" n=3.74
for T=1125°C and n=3.31 for T = 1225°C. These values
indicate a mixed mechanism of material transport by surface and
volume diffusion of Si atoms.
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