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OO0masi xapaKTepuCTHKA padoThI

AKTYaJIbHOCTb TeMbI HCCJICIOBAHNS.

CornacHo U3BECTHBIM MPOTHO3aM, B 21 Beke MPOU30HAET «4ETBEPTHII SHEPTONEPEXOIY,
CBSA3aHHBIN C IOMCKOM ITyTE€H CHMIKEHHUS «YIJIEPOIHOTO ciena». BmecTte ¢ HOBOM nmapaaurmou
HHEPreTUKH, OCHOBAHHON HAa MUHUMH3ALUHU MOTPEOJICHUS] SHEPIHMM U 3aMKHYTBIX ChIPbEBBIX
LUKJIaX, He00X0IMMa U CMEHa MOAX0/1a K MPOIeccaM MOJIYYEHUS U UCIIOJIb30BAHUS PA3IUMUHBIX
MaTepUaIoB, OCOOEHHO MPUMEHSEMBIX B IEPCIEKTUBHBIX TEXHOJOTUSAX aJbTEPHATUBHOU
sHepretuku. KapOuapl MeTasioB 1 HEMETAJUIOB Ha MPOTSHKEHUU MpakTudecku Bcero 20 Beka
ABIIJIUCH CHIPHEBOM OCHOBOM ISl CO3JIaHUS TBEPAOCIUIABHOIO HHCTPYMEHTA Pa3IU4HOIO
Ha3HaueHus. lccienmoBaHus MOCIEOHUX JIET IIOKA3bIBAIOT IIUPOKUE BO3MOXKHOCTH
UCIIOJIb30BAHMUSI KapOMIOB B pPa3BUBAIOIIMXCA TEXHOJOTUSAX Kak aJlbTEPHATUBHON W
BO300HOBIIIEMOM, TaK M TPAJAULIMOHHOMN 3HepreTuku. CorjlacCHO COBPEMEHHBIM JINTEPATypPHBIM
JTAHHBIM, MOKHO BBLIEJIUTH TPEH[IbI, CBSI3aHHBIEC C MPOLIECCAaMU MOJIyUYeHUs! KapOUI0B. CUHTE3
MOPOIIKOB KapOUIOB C HCIOJb30BAHMEM HU3KOCOPTHOTO, BO300HOBIISIEMOIO CBIPhSl Kak
UCTOYHUKA YIJIEpPOJa, B YaCTHOCTH, OMOJIOTMYECKOTO MPOUCXOXKACHUS, a TAKKE Pa3IMYHbIX
BUJOB OTXOJOB; CHHTE€3 HOBBIX MAaTEpPUAIOB HAa OCHOBE MHOIOKOMIIOHEHTHBIX
(BBICOKORHTpONHUIHBIX) Kapounos (BOK); cHmkeHHe 3HEproeMKOCTH MpOLECCOB, BPEMEHH,
HEOOXOIUMBIX A1 peanu3auuu cuHTe3a. Ocoboe MeCTO B COBPEMEHHBIX TEXHOJIOTHIX
HOJYYeHHUs] MAaTEepUaJIOB 3aHMUMAIOT MCCIEeNOBaHUS B 00JacTH CHUHTE3a, aHaJU3a CTPYKTYpPHI
BOK, mockoybKy OHH JEMOHCTPUPYIOT BBICOKHE IPOYHOCTHBIE CBOMCTBA IPHU TEMIIEpaTypax
okosio 1000 °C u Beire. Mcrons3oBanue TpaguLUMOHHBIX MOAXOM0B K PEAIM3alHA IPOLIECCOB
KapOu000pa3oBaHusl 3aTPyJHEHO B CBSI3M C HEOJHOPOJHOCTHIO COCTaBa W (pu3UKO-
XMUMUYECKHX XapaKTePUCTHK ChIpbi, MHOrooOpasueM MOpP(}OJIOrHYECKUX THUIIOB OOBEKTOB
OpPraHWYecKOro MpoUucXoxaeHus. Hanbosbiine CI0MKHOCTH CBSA3aHBI C MHOKECTBEHHOCTBIO
TeopeTH4ecKrn TmpeackasaHubix (a3 BOK, coaepxkamux 4-5 MNepexoJHBIX METAUIOB B
pa3NUYHBIX COYETaHUAX, U mpobiemamu nonydeHuss BOK 3amanHOro cocraBa B yCIOBHSIX
MOBBINIAIONUXCS TpeOoBaHUN 3HEProddPeKTUBHOCTH Tpollecca cuHTe3a. B OonbIIMHCTBE
CIy4aeB 3aTPyJHEHHUs CBS3aHbl C JUIMTENIbHBIM BO3ACHCTBHEM BBICOKMX TEMIIEpAaTyp Ha
KOMMEpPUYECKHE HCXOAHBIE KOMIIOHEHTBI MaTepuana B I€4aXx M BBICOKOTEMIIEPATYPHBIX
peakTopax pa3IMnyHON KOHCTPYKIIMU B MHEPTHOM ra30BOM cpejie uiu Bakyyme. Takum oOpazom,
JUIA JalbHEHIIero pa3BUTH JIaHHOTO HAampaBieHHUs TpeOyeTcsl co3JaHHe MpPOCTHIX |
3(p(PEKTUBHBIX METOJOB M YCTPOMCTB i OBICTPOrO TECTHUPOBAHHS YCIOBHM M PEKHMOB
CHUHTE3a, OLIEHKM CBOWCTB TOTO WM HMHOTO MAaTepHalla, MOJYYEHHOTO H3 KOMIIOHEHTOB
Pa3JIMYHOTO MPOUCXOXKICHUS U COCTaBA.

Haubonee nmepcrniekTuBHONH B 0003HauE€HHOW OOJIACTH SBJSIETCS TPYMIA IJIa3MEHHBIX
METOIOB, KOTOpasi 3aHUMAeT Ba)XKHOE MECTO B METOJOJIOTUM CHHTE3a KapOWJ0B METaIOB U
HEMETaJJIOB (M APYTUX MaTepHalioB) BBUY BOBMOXHOCTH TOCTHKEHUS HEOOXOJUMBIX BHICOKUX
TEMIIEpaTyp M BBICOKMX CKOpOCTel mpoTekaHus peakuuil. IIporpecc B 3TOM o00nactu
OrPaHUYMBAETCS OTHOCUTEIIBHOM CJIOKHOCTBIO KOHCTPYKLMHM IUIA3MEHHBIX pEaKTOpPOB U

METOZOB pabOThl C HUMHU (B CPAaBHEHHH C CEPUHHO BBIMTYCKAEMBIMU PE3UCTUBHBIMU MEYaMH, U
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JPYTUMHU THUIIOBBIMH NpUOOpaMM), 3HAYUTENILHOM IEHOM KOMILIEKTYIOIUX (B YacTHOCTH,
CUCTEM BaKyyMMMpOBAHHUs, HEHOPMUPOBAHHBIX Y3JIOB pa3psHOrO KOHTYpa), UX MaccOBO-
rabapuTHBIMH MOKa3aTensaMu. TakuM oOpa3zoM, pa3paboTKa HOBBIX METOAOB U 000PYJOBaHUS
JUId TOJNy4eHHs KapOuJOB METaUIOB M HEMETAUIOB, SBISIETCA aKTyaJdbHOW 3ajadeit
COBPEMEHHOI'0 MaTepHallOBeICHUS.

Crenenb pa3padoTAHHOCTH TEMBbI.

3HAYUTENbHBIA POCT MHTEpECa K 3JIEKTPOAYTrOBBIM METOJAM CHHTE3a IMOPOIIKOBBIX
MaTepuasioB Habmonaaercs eme ¢ 80-x rogoB 20 Beka BBHY IOJIyUYEHHUS psla YIIEpOIHBIX
HaHOCTPYKTYp (B YaCTHOCTH, YIJIEPOIHBIX HAHOTPYOOK) C UCIIOJIb30BAHUEM ILIA3MbI JYTOBOTO
pa3psaa MOCTOSHHOTO TOKAa. 3HAYMTENbHBIM BKJIAJ B pa3BUTHE TEXHOJOIMH MMOJIY4EHUS
HAaHOTPYOOK M CaMUX 3JIEKTPOAYTOBBIX METOJOB BHECIH IpyIIibl aBTopoB u3 Opannuu, CILIA,
Snounun: C. Journet, W. K. Maser, P. Bernier, A. Loisecau, M. Lamy de la Chapelle, S. Lefrant,
P. Deniard, R. Lee, J. E. Fischer, Sumjo Jijima.

[loBBIlLIEHHBI HMHTEpEC K YIJIEPOAHBIM HAHOCTPYKTYpaM MPUBOAUT K HOBBIM
pa3paboTKaM U YCOBEPIIEHCTBOBAHUSAM METO/OB HX IOJYUYEHHUS, B TOM YHCIE U C TOMOUIBIO
UCMOJIb30BaHNS IUIa3Mbl JIyTOBOI'O pa3psiia MOCTOSHHOIO TOKA, KOTOPBI HMHULIUUPYETCS U
CYLIECTBYET KaK B YCJIOBUSIX T€pPMETHYHOIO PEAKTOpPa, 3allOJHEHHOIO aTMOC(HEpHBIM WU
CUHTETHUUYECKHM BO3JYXOM, TaK U B YCJIOBHSIX OTKPBITON BO3AYIIHOW cpenbl. B 3Tol obOnactu
M3BECTHBI HECKOJIBKO MccieaoBaTeneid u3 Kuras: Jiang Zhao, Yanjie Su, Yafei Zhang, Nan Li,
Shukun Xu; rpynmbr aBropoB u3 'epmanun u Muauu: Ravi Joshi, Jorg Engstler, P. Prathap
Haridoss, Jorg J. Schneider, Joseph Berkmans A, Jagannatham M, Rohit Reddy D, Prathap
Haridoss. KoyulekTUBBI MEPEYUCICHHBIX BBIIIE aBTOPOB IO CYTH C(HOPMYITHPOBaIH 0a30BBIA
OpUHIUI O0€3BaKyyMHOI'O 3JIEKTPOAYIOBOI'O METOAA CHUHTE3a YIJIEPOAHBIX HAHOCTPYKTYP,
KOTOPBIN 3aKJII0YAeTCsl B TOM, YTO YIJIEPOJ NMPU OKUCICHUU 00pa3yeT YIIIEKUCIBIN ra3 u/uim
yrapHbIi a3, CBSA3bIBas KUCJIOPOJI, YTO MO3BOJISET MOIYyYaTh yriepoAHble HAHOCTPYKTYphI 0e3
M0JIBOJIa B 30HY peaKIMK MHEPTHBIX ra3oB. KonuuecTBo padoT, B KOTOPBIX PEaM30BaH CUHTE3
YIJIEPOIHBIX HAHOCTPYKTYP C MCIIOJIb30BAaHUEM BO3JlyXa B KauecTBe pabouel ra30BOM cCpelibl,
cocraBisier okoyio 2% (corsmacHo 0a3e JaHHBIX SCOPUS) OT OOIIEro Yucia MmyOJIHKaIlHi,
MOCBSIIICHHBIX peaM3alliu 3JIEKTPOIYTOBOIO CHHTE3a PAa3IMYHBIX MaTepUasIoB; MPAaKTHUECKH
OTCYTCTBYIOT CBEJEHHUS 00 DSKCHEPUMEHTAJIBHBIX MCCIEAOBAHUAX JUHAMUKH H3MEHEHUs
cocTaBa ra3oBO Cpe/ibl B POLIECCE CUHTE3A YIIEPOAHBIX HAHOCTPYKTYP B PE3YyJIbTaTE TOPEHUS
JyTOBOT'O pa3psijia MOCTOSSHHOTO TOKA B BO3AYILIHOW CpeJie.

B obGnactu cuHTe3a kapOWAOB METalIOB M HEMETAJIOB B IUIa3Me€ JyroBOro paspsia
MOCTOSIHHOTO TOKa, PEeau3yeMOM B MHEPTHBIX Ta30BbIX Cpelax CleqyeT OTMETHTh padoThI
rpynmsl aBTopoB u3 SmoHnu moj pykooactBom Yahachi Saito. B oOmactu momyueHus
KapOuaoB 0e3 MPUMEHEHHS CIEIUATbHBIX CPEICTB BAKYYMMHPOBAHHS M MOJBOJIA WHEPTHBIX
ra3oB U3BECTHBI pabOTHI poccuiickux yuyeHnlx: 1.X.H. B.E. Epemsmena, k.x.H. A.C. JleGenena,
KOTOpBIE TPOBENM HCCIAEAOBAHME, MOCBAUICHHOE KapOOTEpPMUYECKOMY CHHTE3y KapOuia
KPEeMHHUS, PEaTM30BaHHOMY B aTMOC(epHBbIX nmeyax. B obnactu cunTe3a kapOua0B METaJIOB, B

YaCTHOCTH BBICOKOBHTpOHHfIHBIX, MECTOAOM MCXAaHOCHHTEC3a B BO3HYHIHOI>’I cpeac M3BCCTHLI
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paboTsl rpymibl poccuiickux aBropos: J1.FO. Kosanes, H.A. Kouetos, .W. Uyes. bimuzkum o
(UBUKO-XMMUYECKUM MIPUHITUTIAM SIBIISIETCSI CHHTE3 KapOHJI0B, B YACTHOCTH, KapOuIa KpEMHUS,
B JIEKTPOTEPMHUUYECKOM PEAKTOPE C IMCEBAO0KHKEHHBIM clioeM. B 3Toil obnactu M3BECTHBI
paspabotku B.A. bopoaynu. OgHako 3TOT METOJ] TaKKe CII0O)KEH B TEXHUYECKOH pealin3aliui,
TpeOyeT HHePTHOM aTMOchephl U CHIEIUATBHBIX HCTOYHUKOB MTUTAHMUS.

BaxnpiM sBisieTcst TOT (DaKT, 4TO HECMOTpPsI HA 3HAYUTEIBHBIC JIOCTHUKEHHUS I10
MCIIOJIb30BAHMIO IIJIa3MEHHBIX METOJOB CHHTE3a KapOWJI0B METAJUIOB M JPYIMX MaTepUajoB,
UCCleI0BaHus PU3NKO-XUMHUECKHX MPOIIECCOB CHHTE3a STUX MATEPUAJIOB B YCIOBHSIX TOPEHHUS
JyTOBOTO pa3psijia B OTKPHITOW BO3AYLIHOW cpele 0e3 MpUMEHEHHUs CIEeNHUaIbHBIX CPE/ICTB
CO3JaHMsI HHEPTHOM aTMoc(epsl paHee HE pacCMaTPUBAJICS.

O0bekThI HccegoBaHusl. MaTepuaiasl Ha OCHOBE KapOUJ0B METANIOB M HEMETAJLIOB,
MOJIyYEHHBIE B IJIa3M€ AYTrOBOTO pa3psiga MOCTOSHHOIO TOKA, MHULIIMMUPOBAHHOTO B OTKPBITOM
BO3YIIHOM cpejie; ra3oBble cMmecH, (OPMHUPYIOIIMECS IPU TOPEHUH IYroBOTO paspsaa
MOCTOSIHHOTO TOKa B OTKPBITOM BO3AYUIHOW cpeje; peryjlupyeMble MHapaMeTpbl TOPEHHS
JIyTOBOTO pa3psiga, 00eCIeYnBaIOIINE MPOILECChl KapOUA000pa3oBaHusl B paccMaTpUBaeMOMn
CUCTEME.

IIpenmer wucciaenoBanusi. KapOuiabl MeTamioB M HEMETAJIOB, OCOOCHHOCTH HX
CTPYKTYpbl 1 MOP(OJIOTUN YaCTHUL, a TAaKKe MapaMeTpbl IpoLecca CHUHTE3a MO JEHCTBUEM
TEIJIOBOTO TMOJIsi AYTOBOTO pa3psiia MOCTOSHHOTO TOKAa, WHULIMHPOBAHHOTO B OTKPBITOU
BO3JIYLIHOM cpeie.

Heanso padoThl sBIsieTcs pa3pabOTKa HAay4YHBIX OCHOB O€3BaKyyMHOTO METOJIa U
000pyA0BaHMs Ul MOJIYYEHHUsS] MAaTEPUAJIOB HA OCHOBE KapOWJIOB pazIMYHOIO0 XMMHUYECKOIO
COCTaBa M YCTAHOBJICHHE 3aKOHOMEPHOCTEH MpoIeccoB Kapou000pa3oBaHusi, MPOUCKOISIIUX
IIPY TOPEHUU AYTOBOTO pa3psja MOCTOSIHHOTO TOKA B OTKPBITON BO3AYILIHOM cpene.

JIjis tocTUKeHUs e ObUIM MOCTABJICHBI CIEAYIOIINE 3aJa4H:

1. Pa3paboTtaTe mToOAXOA K IIJIA3MEHHOM SIEKTPOAYroBOM 00pabOTKE HMCXOIHBIX CMeceu
Pa3IMYHOTO XMUMHYECKOTO COCTaBa, MOP(OJOTUU U TPOUCXOKACHHS, OTIMYAIOIMIUNACI OT
M3BECTHBIX pealiu3alueld B OTKPBITOM BO3AYLIHON (OKHUCIUTEIBHOMN) Cpele ¢ MOJaBICHHEM
OKHCIIUTEIBHBIX PEAKIU.

2. BBINOMHUTE AKCIIEPUMEHTAIIBHOE HCCIEI0BAaHUE MPOLECCOB, MPOTEKAIOIINUX MPU TOPEHUU
JIyTOBOIO paspsja IOCTOSSHHOTO TOKAa B BO3JAYIIHOM Cpelae i OLEHKH YCIOBHH H
BO3MOXKHOCTEH KapOum000pa3oBaHus MPH BO3ACHCTBIH BBICOKUX TEMIIEPATYP.

3. Pa3paboTarth KOHCTPYKIMHU SKCIEPUMEHTANbHBIX PEAKTOPOB M METOJMKH HCCIETOBAaHUS
NPOLIECCOB, B TOM 4Hclie KapOugooOpa3zoBaHus, MOJ JACHCTBHEM IJIa3Mbl JTYTOBOTO pas3psijia
MOCTOSIHHOTO TOKa B BO3AYLIHOU Cpejie.

4. OnpenenuTh XUMUYECKUNA U (Pa30BBIN cocTaB, MOP(HOIOTUIECKHE OCOOCHHOCTH MPOTYKTOB
CUHTE3a, MOJYyYEHHBIX IPU TOPEHUH IyTOBOTO pa3psijia OCTOSHHOTO TOKA B BO3YILIHOM cpeie.
5. UccnenoBaTh BIMSHUE TPYIIbl 3HAYUMBIX (PAKTOpOB (T€OMETPUUECKHX MapaMeTpOB
ANEKTPOJIOB, PEKUMHBIX MApaMETPOB Pa3psIAHOTO KOHTYpPa, XUMUYECKUX COCTABOB MCXOAHBIX

CMecell U COOTHOUIEHMH MX KOMIIOHEHTOB) Ha ()a30BbIM COCTaB U APYTrHU€ XapaKTEPUCTUKU



NoJiyuaeMbIX B aTMoc(epHOW TIUIa3Me MaTepHalioB Ha OCHOBE KapOWIOB METANIOB HU
HEMETAJUIOB; OIpPENeNIUTh MYTH M YCIOBHS obOecriedeHus TpeOyemoro (a3zoBOro cocraBa
IPOJYKTOB CHHTE3A.

6. Pa3paborate MeTONMKYy W OOOpYAOBAaHME [UIsl pealH3alldu 3JIEKTPOJYTOBOrO Ipolecca

MOJIYYECHHUS BHICOKOIHTPOIHUIHBIX (MHOTOKOMITOHEHTHBIX ) KapOUI0B.

7. Pa3paboTtath (u3NyeCKUe OCHOBBI TEXHOJOTUU IMOJYYEHHS] KEpAaMUYECKUX MAaTEpHAIOB Ha

OCHOBE KapOHMJIOB METAJUIOB M HEMETaUIOB B IIpollecce NepepadOTKM HU3ZKOCOPTHOIO

OpraHuyecKkoro (yriepoJcoepKailero) ¥ MHUHEPAIbHOTO CHIPhS, & TAKXKE MPOMBIIUICHHBIX

OTXO/IOB.

Hayuynas wHoBu3Ha. B juccepranmoHHOil pa0oTe BIEpBbIE MPEIOKEH U
HKCIEPUMEHTAIBHO PEAIIM30BaH MOJIXO0J K O€3BAKYyMHOMY CHHTE3y KapOHMJIOB METaJUIOB U
HEMETAJJIOB, OCHOBaHHBIM Ha TEHEpallH IJIa3Mbl JYTOBOTO pa3psjia MOCTOSHHOTO TOKa B
OTKpPBITOM BO3AYIIHOW cpene. Pa3paboTaHHBIA MOAXOM JIET B OCHOBY HOBOT'O Hay4HOTO
HAIPABJICHUA: CUHTE3a OECKUCIOPOJHON KEpaMUKH BO3JEHCTBUEM ILIa3Mbl JYTOBOIO pa3psiia
B BO3AYLIHOW (okuciauTenbHOM) cpenae. 1lo paGore chopMynupoBaHbl CIEIYIOIMIME MYHKTHI
HAy4YHO! HOBU3HBI:

1. DxcnepuMeHTaIbHO YCTAHOBJIEHO, YTO MPHU TOPEHUH JYTrOBOTO pa3psiia MOCTOSSHHOTO TOKA
B OTKPBITOM BO3QYIIHOM cpene Mexay TIpadUTOBBIMU 3JIEKTpoAaMH (opMHUpYeTCs
aBTOHOMHas ra3oBasi cpena, cocrosimas u3 razoB CO u CO2, obecneunBaromas >hdext
CaMOYKpaHUPOBAHUS PEAKIIMOHHOTO 00beMa OT KUCIOPO/Ia BO3/1yXa, BPEMS CYIIIECTBOBAHUS
KOTOpO# 10CTAaTOYHO Jis1 (POPMHUPOBAHUS KapOUJOB U CHUKEHUS TEMIIEpaTyphl MPOTYKTOB
CHUHTE3a HI)KE TeMIIepaTyphl BOCIUIAMEHEHHs B aTMOc(epe Bo3ayxa.

2. OrmpeneneHsl MapaMeTpbl KOHCTPYKIIUU JyTOBOTO pEeaKkTopa, Mpoliecca CUHTE3a, a TAaKKe X
MOPOTOBbIE 3HAYECHHS (BBICOTA CTEHOK IOJIOr0 rpaduToBOro Karoga He meHee 30 MM mpu
JIUMaMeTpe 10 22 MM; CHJIa TOKa pa3psaaHoro kKoHtypa ot 50 A 1o 220 A, npoI0KUTETBHOCTh
ropenust Ayru ot 10 cexyHn no 45 cexyHn), obecneunBaronue GopMupoBaHuEe KapOUI0B
IIPY TOPEHUH AYTOBOIO pa3psja MOCTOSIHHOIO TOKA B OKUCIUTEIbHOM (BO3IYIIHON) cpese ¢
M10/IaBJIECHUEM OKUCIIMTEIBHBIX IIPOLECCOB.

3. YCTaHOBIIEHO, YTO NPENJIOKEHHBI METOJ M JYyroBOW pEaKkTOp AJs €ro OCYIIECTBIICHUS
MO3BOJIAIOT PeaaTnu30BaTh CUHTE3 KapOUIOB KPEMHUS, TUTAHA, [IUPKOHUS, HUOOUS, TadHUS,
TaHTana, MonuOJeHa, BoJb(pamMa Oe3 UCHOIb30BAHHUS BAKYyMHBIX CHCTEM, YTO
o0ecrneuynBaeT CHUYKEHUE MTOTPEOJICHUS SJIEKTPUUIECKON SHEPTUU Ha OPSA0K B CPABHEHHUH C
MPSIMBIMU 3JIEKTPOIYTOBBIMH aHAJIOTaMHU.

4. YcraHOBJIEHBl 3aBUCUMOCTH ()a30BOro, XHUMHUYECKOTO COCTaBa, MOP(OIOrHYecKuX
0CcOOEHHOCTEH MPOAYKTOB CHHTE3a OT MPOIODKUTEIBHOCTH 3JIEKTPOAYTrOBOW 00pabOTKH
(mo 45 cekyHn), CHIIBI TOKA pa3psaAHOTo KOHTYpa (10 220 A), OT cocTaBa KOMIIOHEHTOB M UX
COOTHOILIEHUH B MCXOIHBIX CMECSX, MO3BOJISIONIME OOecreunBaTh yrpapiieHue (a30BbIM
COCTaBOM IMPOJYKTOB CHHTE3a MPHU €ro peam3aiuu B aTMochepHoi mia3me.

5. BmepBble 3KCIIEpUMEHTAIBHO IIOKa3aHA BO3MOYKHOCTb CHHTE3a BBICOKO3HTPOIMUHOIO

kapouma TiZrNbHfTaCs monm peiicTBueM JyroBoro paspsja TOCTOSHHOTO TOKa,



MHUIIMUPOBAHHOTO B OTKPBITOM BO3YIIIHOM Cpejie; yCTaHOBJICHBI HEOOXOAMMbIE TapaMeTphl
CHUHTE3a ¥ IMOJATOTOBKU HMCXOJHBIX KOMIIOHEHTOB (BpeMsi MOMOJIa SKBUMOJISPHBIX CMecen
MOPOIIKOB OKCHJOB METAJJIOB MJIM MOPOIIKOB METAUIOB U YIJIepoja — He MEeHee 6 4acos,
IUIOTHOCTh MOTOKA SHEPrHU He MeHee 29 BT/MMZ, KOMMYECTBO MOABEIEHHON SHEPTHU HE
menee 318 x/Ix), oOecrneunBarone (GOPMHPOBAHKE BBHICOKOIHTPOIMMHOTO KapOuaa
TiZrNbHfTaCs.

6. YcTaHOBIJICHO, UTO B KaYECTBE MCXOJHBIX KOMITOHEHTOB JIJISI PEATU3AINH MPEIIOKECHHOTO
0e3BaKyyMHOT'0 3JIEKTPOAYTOBOI'O METOJa CHUHTE3a KapOWJO0B METAJUIOB M HEMETAJJIOB
IPUTOTHO HU3KOCOPTHOE CHIPhE B BHJIE 30JIOLLIAKOBBIX OTXOJOB, PYJAHBIX KOHIIEHTPATOB,
JPEBECHOTO YTJIA.

TeopeTnueckasi 3HAYUMOCTH PAGOTHI.

Hacrosimmas paboTa OTKpbIBa€T HOBbIE BO3MOKHOCTH peain3aiiil (PU3nKo-XMMHYECKUX
MPEeBpaIllEHU MPU DIIEKTPOAYTOBOM IIa3MEHHOW 00pabOTKe CHIpbS Pa3jIMYHOTO TEHEe3Hca,
UTOTOM KOTOPBIX SIBJISIETCS CUHTE3 0€CKUCIOPOAHON KEPAMUKHU B OKUCITUTEIHHOM (BO3AYIITHOM)
cpene, 4TO BO3MOXKHO Onarogapsi GOpMHUPOBAHUIO KBa3WCTAlIMOHAPHON aBTOHOMHOM Tra30BOM
Cpelbl, B KOTOPO OTCYTCTBYET HECBsi3aHHBIN kuciopoa. [louck u pa3zpaboTka HOBBIX Ooee
3¢ (HEeKTHUBHBIX METOJIOB CHHTE3a KapOWJOB METAJUIOB, B TOM YHCII€ BBICOKOIHTPOIUUHBIX
COCIMHEHUH, SIBISIETCS KpaliHe BaKHOU mpooOsiemoit. [IpoBeneHHbIe HCCleIOBaHUSI TTO3BOIMIIN
MOJIYYUTh HOBBIE 3HAHUSA O (PU3UKO-XUMUYECKUX MPOIIeccax CHHTE3a KapOWJI0B METAIIOB U
HEMETAJJIOB O] IEUCTBUEM IIJIa3Mbl JYTOBOTO pa3psijia MOCTOSIHHOTO TOoKa. [IpeaioxkeHHbIN
MoaXoJ OCHOBaH Ha 3(ddexre caMOodKpaHUPOBAHUS PEAKIIMOHHOTO O0BEMa OT KHUCIOpPOIa
OKPY’KaIOIIET0 BO3/IyXa, YTO MO3BOJIMIO CMECTUTDH HANIPaBJICHUE ABUKEHUS PEAKIIUi B CTOPOHY
KapOumooOpa3oBaHusl. DTU 3HAHUS MOCIY)XHJIM OCHOBaHUEM I MCCIEAOBaHUN B 00JaCTH
MOJIy4YeHHUs KapOUJI0B META/NIOB M HEMETAJUIOB U Ha CIEAYIOIIEeM dTane 0OpuUI0B METAJLIOB C
UCIIOJIb30BaHNEM aTMOC(EPHOTo TyroBoro peakropa. [lomyueHHble pe3yabTaThl MOTYT OBITh
UCIIOJIb30BaHbl JIPYTMMH HAaYYHBIMHU KOJIJIEKTHBAMHU, 3aHUMAIOLIMMHUCS HCCIETOBAHUSIMHU B
JTAHHOM HaIlpaBJICHUH.

[IpakTudeckasi 3HAUUMOCTH PE3YIbTATOB TUCCEPTALMOHHON PabOTHI 3aKITI0YACTCS B!

1. Co3ganuu nabopaTOpHOrO CTEHJIA ISl MPOBEICHUS SKCIIEPUMEHTAIBHBIX UCCIICIOBAHUN B
00J1acT DJIEKTPOJYrOBOIO CHHTE3a MaTepuajoB Ha OCHOBE KapOHWIOB METaUiOB U
HEMETAJUIOB, /IS paOOTHI KOTOPOTo HEe TPeOyeTCs MCIOJIb30BaHHE BAKyYMHOTO U Ta30BOTO
000OpyZIOBaHUS, YTO TIO3BOJSIET CHHU3UTh HSHEPrOEMKOCTh MpOIlecca DIEKTPOIYTrOBOM
o0pabotku B 10 pa3, a TakKe YMEHBIIUTH CHIPHEBYIO EMKOCTh KOHCTPYKIIMH TJIA3MEHHOTO
peakTopa B 2-3 pasza.

2. OmnpeneneHNN PEKUMHBIX MapaMETPOB AIIEKTPOAYTrOBOM OOPaOOTKH CHIPhS PA3IUIHOTO
($ha30BOr0 ¥ XUMHUYECKOTO COCTaBa JJIS MOTYYEHUsSI KapOUI0B KPEMHHUS, TUTaHA, [IUPKOHUS,
HUOOUS, TaHUs, TaHTaIa, MOJIMOIeHA U BOIb(hpama.

3. Pa3paboTke MeTOAMKH, KOHCTPYKIIMI 3JIEMEHTOB M PEKHUMOB pabOThI JyrOBOTO PEaKTOpa,
MO3BOJISIIONINX ~ PEAIM30BaTh CHHTE3 MHOTOKOMIIOHEHTHBIX  (BBICOKOIHTPOITHIAHBIX )

KapOUJOB 1Mo AeiicTBUEM aTMOC(HEPHOH MIa3MBbl.
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4. TlonyyeHun 0ObEeMHON KepaMUKHU HAa OCHOBE KapOuja KpeMHHUS MyTeM MepepadOTKH 3071k
NPUPOTHOTO YIS, KapOuma Boibppama u3 BOJ(PAMOBOTO PYIHOTO KOHIIEHTPATA,
MOPOIIKOB KapOHuaa KpeMHHUS W KapOuja TUTaHA C HCIIOJIb30BAaHHUEM B Kadye€CTBE ChIPbS
JPEBECHOTO YTJIs, SIBJISIIOLIETOCS TIPOYKTOM MepepadOTKU APEBECHBIX OTXOIOB.

5. Peanuzanuu pe3ynbTaToB HSKCHEPUMEHTAIBHBIX HCCIEAOBaHMNA B Yy4eOHOM Ipoliecce
0akanaBpOB U MarucTpoOB, OOyJArOUIUXCS B MHXKEHEpHBIX mikojax TIIY.

CoznanHble pe3yJbTaThl HHTEUIEKTYalIbHOW JAESATENIBHOCTH OQOpPMIIEHBI B BUJE
MaTEeHTOB Ha CIOCOOBI, YCTPOWCTBA, CBUJIETEILCTB perucTpanuu nporpamm OBM: mateHt Ne
2731094 «Cnioco0 morydeHus MOPoIIKa, COIepKaIIEro KapOu KpeMHHS U HUTPHU ATFOMUAHUS
U3 30J161 IPUPOAHOTO yriasi»; nateHT Ne 2731094 «Crniocob noiayyeHus: NopolliKa, CoAepKaIlero
oHO(a3HBIA BRICOKOAHTpONHIHBINA Kapou coctaBa Ti-Nb-Zr-Hf-Ta-C»; marent Ne 2687423
«Crioco6 moydeHus opoITka Ha OCHOBE KapOuaa TuTaHay, maTeHT Ne 2686897 «Y cTpoicTBO
JUTSI TIOJTYy4EHHUS TIOPOIIIKa Ha OCHOBE KapOuaa TuTaHay; naTteHT Ne 2716694 «YcrpoiicTBo st
NOJIyYEHHUs MOPOLIKa, coaepkallero kapoua monudaena»; nareHt Ne 2700596 «YctpoiicTBo
JUISL TIOJTYYeHHSI TIOPOIIKa Ha OCHOBe KapOuma Oopay»; mateHT No 191334 «YcrpoiicTBo mms
MOJIYUYEHUS TIOpPOIIIKAa Ha OCHOBE KapOuja BoJb(ppamay;, CBHUIETEIHCTBO O PETUCTPAINH
nporpammbl  aiis OBM Ne 2018664326 «VYmpaBiaeHue CUCTEMOW MO3UIIMOHUPOBAHUS
AJIEKTPOJOB JAYIOBOI'O IUIA3MOXMMHUYECKOTO PEAKTOPa MOCTOSTHHOTO TOKa»; CBUJIETEIBCTBO O
peructpauuu nporpammsl st 9BM Ne 2018665589 «YnpaBieHue 1 MOHUTOPUHT PEKUMOB
paboThl JIYrOBOTO IJIa3MOXMMHYECKOTO PEaKTOpa IOCTOSHHOTO TOKa»; CBUIETEIBCTBO O
peructpanuu nporpammsl 11t OBM Ne 2021662706 «YpaBiieHHE © MOHUTOPHUHT ITAPAMETPOB
paboyero LHMKIA JABYXOCEBOTO 3JIEKTPOAYrOBOTO PEaKTOpa B aBTOMATUYECKOM M PYYHOM
pexumax». [IpuBeeHHbIE TaHHBIE TOATBEPKIAIOT MPAKTUUECKYI0 3HAUYMMOCTh MOJYYEHHBIX
pE3yJIbTaTOB.

Pesynbratel amcceptraniioHHoro wucciegoBaHus BHenpeHbl B OO0 «Cubupckuit
buoyronby (r. Kanyra) u B TomckoM nonutexHuueckoM yHuBepcurere (T. ToMck).

Pa0ora BbINOJIHEHA NPHM MOAJEP:KKe Psija TOCYIapCTBEHHBIX (POHIOB M MPOrpaMM:
Poccuiickuii Hayunsiit poug (mpoektsl Ne21-79-10030, Nel19-79-00086), CoBeT mo rpaHTam
[Tpesunenta PO (mpoext NeMK-633.2019.8), biiarorBoputenbHbIi (OH]T TOAAEPKKH HAYUHbIX
uzaeit komnanuu British Petroleum, nporpamma I'ocynapcrBennoro 3aganust BY3am (mpoexTsl
Ne FSWW-2020-0022, Ne FZES-2021-0008 (075-03-2021-138/3), Ne 075-00268-20-02 (0718-
2020-0040)).

MeTo10/10THsI AUCCEPTAIMOHHOM PadoTHI.

B xone pa3paborku meTtojga ObUIO BBIIBUHYTO MPEANOJIOXKEHHE O BO3MOKHOCTH
JIOCTIKEeHUsT 3¢ ¢deKTa CcaMONpPOU3BOIBHOIO HSKPAHUPOBAHUS PEAKIMOHHOTO o00beMa OT
KHUCTIOPO/Ia BO3AyXa U CO3/IaHUS JOKAJIBLHON 00JIaCTH, B KOTOPOM OTCYTCTBYET HECBSI3aHHBIN
KHUCJIOPOJI B YCJIOBHSIX T€HEpaly yrapHOro M YIJeKHUCIOro ra3oB NMPU HHULHUHUPOBAHUHM U
TOPEeHUH JyroBOro paspsja IMOCTOSHHOIO TOKa B OTKPBITOM BO3JIYIIHOM cpeie MEXIy
rpa¢uToBBIMU 3JeKTpoaaMu. [Ipeamonaranoch, 4TO MPH OMPEACICHHBIX T'€OMETPUUYECKUX
napaMeTpax 3JeKTPOAOB, & UMEHHO MPH OPTaHM3alMU TOPEHHUs TyroBOrO paspsna B oObeMe



H0JIOTO I'pa)UTOBOrO KaToJla, MOXKHO CMECTUTh HAIpPaBICHHUE JBUKEHUS PEAKIMHU B CTOPOHY

KapOumooOpa3oBaHus, HECMOTPS Ha OTCYTCTBHE CTAIIMOHAPHOW WHEPTHON Ta30BOH CpeIbl B

peakunoHHOU 30He. [InaHupoBaHue, NpoOBEJEHUE CEpU FIKCIIEPUMEHTOB, a TaKKe 00pabdoTKa

NIEPBUYHBIX JAHHBIX MPOBOAMINCH C UCIOJIb30BAaHUEM METOJ0B MAaTEMaTHYECKOW CTATUCTUKH.

[ToBTOpsSIEMOCTh PEXUMOB pPabOTHl YTOBBIX PEAKTOPOB 0OecHeYMBalacCh HCIOIb30BaHHEM

IPOrpaMMHO-aNMNapaTHbIX KOMIUIEKCOB JUIsl YIpPaBlieHUs J1a0OpaTOpHBIM cTeHIoM. B pabote

IOPHUHATHI B KAYECTBE OCHOBHBIX CJIEIYIOUIME METO/bl aHATN3a UCXOJHBIX U CUHTE3UPOBAHHBIX

MaTepUaJioB: PEHTTEHOBCKas AU(PPAKTOMETPHs, pacTpoBasi 3JIEKTPOHHAS MMKPOCKOIHNS,

IIPOCBEUYMBAIOINAs 3JIEKTPOHHAST MUKPOCKOIMS, SJHEPrOJUCIIEPCUOHHBIN aHAJIN3 XUMHUYECKOIO

COCTaBa, PEHTTEHO(IYOPECUEHTHBIM aHAIM3 XUMUYECKOTO COCTaBa, TEPMOTPaBUMETPUSI,

b depeHanbHas CKaHUPYIOILask KaJJOpuMeTpHs, TBepaomMeTpus (MeTor Bukkepca).

Hayunble moJioskeHusi, BBIHOCMMbIe Ha 3aIIUTY

1. Ilpu ropeHuu AyroBoro paspsijia MOCTOSHHOIO TOKa MEXIY I'pa)UTOBBIMHU 3JIEKTPOIaMU B
OTKPBITOW BO3AYIIHON cpejie MPOMCXOAUT OKHCIIEHUE yriepoa ¢ oOpazoBaHueM razos CO
u CO2, ¢hopmupyss aBTOHOMHYIO Ta30BYIO Cpely B JIOKaJbHOM OKPECTHOCTH IYrOBOIO
paspsga, 4TO B COBOKYIIHOCTH € ITapaMEeTPaMH pPacHpelesIeHHs TEIIOBOro MO AYrOBOIO
paspsizia o0ecrieyuBaeT yCJIOBUS CHHTE3a KapOUI0B METAIJIOB U HEMETAJUIOB.

2. CrernmanpHasi KOHQUTYpaIus IKCIIEPUMEHTATBFHOTO JIEKTPOIYTOBOTO PEAKTOpa, I/Ie KaTo.
umeet popMy IrpapUTOBOTO CTaKaHa C 3alaHHBIM COOTHOILIEHUEM BBICOTHI M IMAMETPA, aHOT
UCIIOJIB3YETCS B BUJE CIUIOUIHOIO LMJIMHIPUYECKOTO CTEP)KHSA, U PEKUMHBIE IapaMeTphbl
paspsanHoro koHrypa (cuia Toka oT 50 A 1o 220 A, mpOIODKUTENBHOCTh MOACPKAHUS
nyroBoro paszpsaa ot 10 cexyHa 1m0 45 CeKyHH) — MO3BOJAIOT JIOCTUTaTh Temmeparyp (B
nuama3zone 1000 °C — 2700 °C) B aBTOHOMHOM 3allIUTHOM Ta30BOM cpejie, COCTOSIICH U3
razoB CO u CO2, 4TO COOTBETCTBYET YCIOBUAM (POPMUPOBAHMS KapOHWJIOB METAIOB U
HEMETaJJIOB.

3. COBOKYIHOCTh MapaMETPOB HCXOJHBIX cMeced (COCTaB M COOTHOILIEHHWE KOMIIOHEHTOB:
METaJUIbl, HEMETAJUIbl, UX OKCUIBI, MOP(OJOTUSI: MOPOLIKK DPA3IUYHON JAUCIEPCHOCTH,
YIJIEPOAHBIE BOJOKHA), a TAK)XKE PEryJUPYEMbIX MAapaMeTpPOB MpOLEcca IEKTPOAYTOBOM
o0OpaboTku (cuna Toka 10 220 A, NpoAOKUTENBLHOCTD MOAJIEPKAHUS IyTU 10 45 cekyH[,
IUIOTHOCTh MOTOKA SHEPTUH 10 ~29 BT/MM?) 103BONSIOT BAUATH Ha (Pa30BbIi M XUMHYECKHIA
COCTaBbI IPOAYKTOB CUHTE3a, U 00ECIIEUNBAIOT CUHTE3 KapOu0B METAJIIOB M HEMETAILIIOB B
BHUJI€ TIOPOIIKOB, COAECPKAIIUX MUKPOHHYIO U HAHOPAa3MEPHYIO (Ppakiiny, 4TO MOKa3aHO Ha
npUMepe CHHTe3a KapOWJOB KpEMHHUS, THUTaHA, LUPKOHMS, HUOOUA, radHMs, TaHTaua,
MonbIeHa 1 BoJbPpama.

4. TlpennoKeHHbI HSKCIIEPUMEHTAIbHBIM  0e3BaKyyMHBIH  JJIEKTPOIYroBOW METOA U
YCTPOWCTBA Ui €0 pealin3aliy MO3BOJIIOT 00ecreunBaTh YCIOBUS i (popMHUpOBaHUs
0/1HO(a3HOTO MHOTOKOMIIOHEHTHOTO (BBICOKOAHTPONHMITHOTO) TBEpPAOTO0 pacTBOpa C
KyOH4eCKO# rpaHelleHTpUpOBaHHOM perietkoit cocraBa TIZINbHfTaCs.

5. Ilpemnoxxennsie MeToq 1 000pyIOBaHHUE Ul CHHTE3a KapOMIOB METAUIOB U HEMETAJUIOB,
MO3BOJISIIOT MCHOJb30BaTh HU3KOCOPTHOE HCXOJHOE ChIpbE [UIsl TMOJy4YyeHUs Kapounaa
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BOJIb()paMa 13 pyJAHOTO KOHIIEHTpaTa, KapOUJOB KPEMHHUS U TUTaHA U3 TTUPOJIU3UPOBAHHBIX
JPEBECHBIX OMWIOK C peanu3anueil ucxoaHoro ceipbsi Ha 100 %, a Takke Ha mpumepe
MMOJIYUCHUA MaTcprajlia Ha OCHOBC Kap6Hz[a KPpECMHHUA W3 30JOLIIAKOBBIX OTXOIAOB
IPUPOIHOTO YTJIs, C CoAepxKaHUEM UcKOoMoi (a3el 10 75 % (00.).

ﬂOCTOBepHOCTL PE3YyJAbLTATOB NUHCCEPTANMOHHOIO HCCJICA0OBAHUA obecrneunBaeTcs
OTCYTCTBHUCM HpOTI/IBopqu/Iﬁ C MH3BCCTHBIMH JIMTCPATYPHBIMU W OSKCIICPUMCHTAJIbHBIMU
JaHHBIMH, HUCIIOJIB30BAHHUCM B pa60Te CTaHAaPTHBIX O6H_[CI/I3BCCTHBIX MCTOOOB PErucTpanuu
mapaMCTpoB IIponccca CHHTC3a WM MCTOIOB aHAJIM3a IIOJYUCHHBLIX IIPOJAYKTOB CHHTC3A,
HCIIOJIb30BAHUCM MCTPOJIOTUYCCKH aTTEeCTOBAHHOM KOHTpOHBHO-HBMepHTeHBHOﬁ arIapaTyphnl,
MOBTOPSACMOCTBIO 3KCIICPUMCHTOB, HCIIOJB30BAHHUCM JBJICMCHTOB MCTOAOB CTATUCTHYCCKOIO
aHaju3a Pe3yJbTAaTOB, OLEHKOW MOTPEIIHOCTEM, COBIAJCHUSAMHU OTAEIBHBIX PE3YJIbTATOB C
JaHHBIMH, ITIOJIYYCHHBIMU APYTUMU UCCICAOBATCIIAMMU.

Amnpooanusi pe3yJbTaToB padoThl. Pe3ynbTaThl paboThl, BKIFOYCHHBIC B IUCCEPTAIIHIO,
JIOJIOKEHBI aBTOPOM M 00CYkIeHbI Ha psie koHbepeniuii: 13th International Conference on
Surfaces, Coatings and Nanostructured Materials (Nanosmat 2018), 11-14 September 2018
Gdansk, Poland; 14th International Conference Gas discharge plasmas and their applications
(GDP 2019), 15-21 September 2019, Tomsk, Russia; 21st International Conference on Surface
Modification of Materials by lon Beams (SMMIB - 2019), 25 - 30 August 2019, Tomsk, Russia;
International Conference on Modern Trends in Manufacturing Technologies and Equipment
2019 (ICMTMTE 2019), 9-13 September 2019, Sevastopol, Russia; Young Professional Forum
— 2019 (YPF — 2019), Seoul, Republic of Korea; 14th International Forum on Strategic
Technology (IFOST-2019), 14-17 of October, Tomsk; XXXVI Cubupckuii Termopu3nvecKuii
ceMuHap, nocBaméHabI 7/0-neturo akagemuka PAH Anekceenko C.B., 19-21 aprycra 2020,
HoBocubupck, Poccust; 7th International Congress on Energy Fluxes and Radiation Effects
(EFRE 2020), 14-26 September, 2020, Tomck, Poccusi; XX roOuseiHas MexIyHapoIHAsS
KoH(pepeHnus no Hayke u texHosnorusiMm Poccusi-Kopes-CHI', 19-21 oktsa6ps 2020, Mockaa,
Poccus; International Conference on Modern Trends in Manufacturing Technologies and
Equipment 2020 (ICMTMTE - 2020), 7-11 September 2020, Sevastopol, Russia; Association
des Scientifiques Coréens en France (ASCoF) General Assembly and Fall Conference — 2020,
30 October — 1 November 2020, France (on-line event); International Conference on Modern
Trends in Manufacturing Technologies and Equipment 2021 (ICMTMTE - 2021), 6-10
September 2021, Sevastopol, Russia; ll-as Bcepoccuiickas HaydHO-TIpaKTHUECKast
KoH(pepeHus ¢ MexAayHapoAaHeiM yuactueM «Bomopon. Texuonoruu. bymymeew, 25-27
okTs0ps 2021 roxa.

JInunblii BKJIaa aBTOpa. Pe3ynbrarel, mpeacTaBieHHbIE B padoTe, MOMYYEHbI JTHYHO
ABTOPOM MJIHN ITPH €TO HCTTOCPCACTBCHHOM YHYAaCTHH, B paMKaXx pAda IPOCKTOB B COTPYAHUYCCTBC
C KOJIJICKTUBaAMU O6paBOBaTeHBHHX N HAYYHbIX nonpaszleneHHﬁ ToMckoro moIUTEXHUUECKOTO
YHUBEPCHUTETA. ABTOD JIHUUHO CHOPMYITHPOBAT HAYUHYIO MPOOIEMY KaK TEMY IUCCEPTALIMOHHOMN
pa60TbI, MnoCTaBui IMCJiib, 3ada4u HCCICAOBAHUA, TPOBOAUII CCPHU ISKCIICPUMCHTOB,

o0OpabaTbIBai SKCIEPUMEHTAJIbHbIC AAHHBIC, NMPOBOAMI aHATU3bl MOJTYYCHHBIX PE3YJIbTaTOB,
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dbopMynupoBa 3HaYUMbIE HAy4YHbIE MMOJIOKEHHSI U BBIBOJIbI, MPUHUMANl HEMOCPEJACTBEHHOE
ydacTHE€ B HANHMCAHWW BCeX NyONMKAanWi; JUYHO CHOPMYIUPOBAT OCHOBHBIC HPUHIIUIIBI
0€3BaKyyMHOI'0 3JIEKTPOAYIOBOI'O METOJA, JUYHO IMOATOTOBHJI OCHOBHBIE YAaCTHU 3asBOK Ha
n300peTeHus, B YaCTHOCTH BBIMOJHEHHBIE 0e3 coaBTOpoB. B Xone ampobamuu pe3yinbTaToB
UCCJIEIOBAaHUM TOKJIAAbl Ha HAYYHBIX KOH(EepeHIUsIX ObUTN MPEACTABICHBI JUYHO aBTOpOM. B
XO/JI€ BBIMOJIHEHUS MCCIEA0BAHMS aBTOPOM OBLIM C(POPMUPOBAHBI JIBE MOJIOJECKHbIE HAyYHBIE
Ipynnbl, BEOyLIME HCCIEI0BaHUS B OOJACTHM CO3JaHHOTO B paMKax JaHHOW paboThI
0e3BaKyyMHOT0 JJIEKTpoyroBoro cuHTe3a (Ha 6a3ze HUL[ «Dxosnepreruka» u Ha 6aze HUJI
«udposoit 1u3aitH HHKEHEPHO-PUINIECKUX CUCTEM).

IMyoaukanuu. [To Teme qucceprannonHoOM paboTh omyonmkoBano 70 padot, u3 Hux 10
MaTEHTOB U aBTOPCKUX CBUJIETENLCTB (3 maTeHTa Ha CIIOCOObI MOIyYeHUs: KapOu10B, 4 maTeHTa
Ha YCTPOMCTBA JIJIs MOTYYEHUS KapOUIOB), S PELIEH3UPYEMBIX ITYOIUKAIUH, PEKOMEH/I0BaHHbIX
BAK, 20 nybnukanuii, HHIAEKCUpYyeMbIX 0azamu gaHHBIX Scopus uinu Web of Science (B ToM
grcne 18 crarelr ypoBHs MEpPBOTO M BTOPOTO KBapTwie, omnpenensieMbix mo SJR Scopus), 35
nyOJIMKaluy B COOpPHUKAX TPYAOB KOH(DEepeHInH.

Ctpykrypa m o0bem auccepramum. J[uccepramus uznoxkeHa Ha 340 cTpaHumax
OCHOBHOTO TEKCTa, COCTOUT U3 BBEACHUS, MISITU IJ1aB, OCHOBHBIX BBIBOJOB, 3aKJIIOUEHHUS, CITUCKA
UCIIOJIb3YEMOI JIUTEpaTyphl, 2 NMPUIOXKEHUH; padoTa coaepxkuT 128 pucynkon, 13 Tabnui;
CIIUCOK JIUTEepaTyphl cocTouT U3 440 HauMeHOBaHUIA.

BbaarogapuaocTu.

ABTOp BBIpa)KaeT MPU3HATENBHOCTh U OJaroAapHOCTh HAYYHOMY KOHCYJIBTAHTY H.(.-
M.H., pod. MamonToBy I'. ., a Takke KOJUIEKTUBY Hay4HO-HCCIIEOBATEIbCKOTO LEHTpa
«9JkosHepretuka 4.0», HMHxkeHEepHOUl MIKOJIe HSHEPreTHKH TOMCKOro MOJIUTEXHUYECKOTO
yHHUBepcHuTeTa, L{eHTpy KOJIEKTUBHOTO MOJb30BaHHS HAy4dHBIM 000pyaoBaHHEM TOMCKOTO
MOJIMTEXHUYECKOTO0 YHHUBEPCUTETa 3a OKA3aHHYI0 IOMOIIb, PEKOMEHJALMU, JOMYyCK K
JIOPOTOCTOAIIEMY aHATTUTUYECKOMY 000pYAOBAHHMIO.

Coneprxanue quccepranuu

Bo BBeieHMH Ipe/ICTaBICHBI CBEICHUS 00 aKTyaJbHOCTH MPOBOJAUMOTO MCCIIEIOBAHUS
B 00J1aCTH pa3pabOTKU 3IEKTPOAYTrOBBIX METO/IOB CUHTE3a KapOUJ0B METAJIJIOB M HEMETAJLJIOB,
O CTENeHW MpopadOTaHHOCTH TEMATUKHM CHHTE€3a M  MCIOJb30BaHUA  KapOWIOB,
chopMyaMpoBaHbl Ieb M 3a7auyd  pabOThl, OMUCaHa METOJOJOTHS IMPOBOAUMBIX
IKCIEPUMEHTAIIBHBIX HMCCIIEIOBAaHUI, OMMCAHA TEOPETHYECKass M MPAKTUUYECKAss 3HAYUMOCTb
paboThl, chopMynrpoBaHa HayyHas HOBU3HA U OCHOBHBIE MOJ0KEHUS, BBIHOCUMbBIE Ha 3aIIUTY.

B nepBoii riaBe mpeacTaBieHbl PE3yNbTAaThl aHAIMW3a JIMUTEPATYpPHBIX HCTOUYHHUKOB B
00JaCTH M3BECTHBIX METOJIOB CHHTE3a MAaTEpPHUAJIOB, B YaCTHOCTH, PACCMOTPEHBI OCHOBHBIE
METOJI0JIOTMYECKHE OCHOBBI 3JIEKTPOJYIOBBIX METOJOB CHUHTE3a U YCTPOMCTBA IJIA3MEHHBIX
peaktopoB. OOOCHOBaHBI BO3MOXHOCTH M 11€JIeCOOOPA3HOCTh YIPOIIEHUS METOJO0B U
YCTPOMCTB Ui peaju3allid CHHTE3a KapOMJIOB METallIOB M HEMETaJUIOB, MOBBIIICHUS
9HEProdPGeKTUBHOCTH TporeccoB. [IpoBeeHHBIN aHaIM3 JUTEPATypHBIX HCTOYHHUKOB

IMMO3BOJINJI BBISABUTH IEPCUCHB OCHOBHBIX KPUCTAJINIMICCKUX (1)33, CHUHTC3 KOTOPbIX OBLI YCIICITHO
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OCYIIECTBJICH MO/ ACHCTBUEM I1a3MbI AYTOBOT'O pa3ps/ia MOCTOSTHHOT'O TOKA. Y CTAHOBJIEHO, UTO
CpeIy CTaTei, OMHCHIBAIOIINX 3JIEKTPOIYTOBbIE MeTOoAbl cuHTe3a, /0 % OmyOIUKOBaHHBIX
paboOT TOCBSIIEHBI CHUHTE3Y YIJIEPOAHBIX HAHOCTPYKTYp, 11 % mOCBSIIEHBI NOJYYEHHIO
MOPOIIKOB METAIJIOB W HeMeTaioB, 9 % MocBAlleHbl CHUHTE3y KapOUIO0B METalIOB U
HEMETAJJIOB; Ha JOJI0 NPOYMX MaTepHalioB (OKCHIOB, CHIIMLUIOB, OOpHUIOB, HUTPHUIOB,
kapOoonutTpuaoB) npuxoautcs 10 %. Ilpencrasnena kinaccupukaiys U3BECTHBIX KOHCTPYKIIUH
AJNIEKTPOIYTOBBIX IIJIA3MEHHBIX PEAKTOPOB M HMX paboumx MapaMeTpoB. BrisBieHa
MaJIOYHMCJICHHAs TPYINa HaAYYHbIX cTaTel (~2,6 % oT o6beMa npoaHaIu3UpOBaHHBIN padoT), B
KOTOPBIX TPEJCTaBICHBl pPe3yJabTaThl, CBUACTEILCTBYIONIME O BO3MOXKHOCTH CHHTE3a
YIJIEPOHBIX HAHOCTPYKTYp B IIPOLIECCE TOPEHHUS OYrOoBOrO pa3psiga IMOCTOSHHOTO TOKAa B
BO3AYIIIHOU CpeJie.

[Io pesynpTaTaM aHaiM3a JUTEPATYPHBIX MCTOYHUKOB MOXKHO C(HOPMYIHPOBATH
HECKOJIbKO BBIBOJIOB: (1) aieKTpoayroBeie METOABI CHHTE3a Hauboyiee pa3BUTHI B 00JacTH
CHHTE3a YIJICPOJHBIX HAHOCTPYKTYp; (2) mocnemnue 5-8 JseT GopMHUpYETCS HaydHOE
HaIlpaBJieHWE, CBSI3aHHOE C CHHTE30M YIVIEPOAHBIX HAHOCTYKTYpP C UCIOJIb30BaHUEM
aTMOoc(epHOT0 WIJIM CHHTETHYECKOTO BO3AyXa B KayecTBe pabouell ra3oBOMl cpeibl, 4TO
CYIIECTBEHHO TMIOBBIIIAET XapaKTePUCTHKU TUIA3MEHHOTO PEaKTopa, YIPOILIAeT €ro
KOHCTPYKIIUIO W METOJAUKY paboThl; (3) OTCYTCTBYIOT CHCTEMAaTHYECKHE HCCIIeI0BaHUS
poreccoB (QOPMUPOBAHMS Ta30BOM Cpenbl, KaK M BO3MOXKHOCTEH CHHTE3a KaKHUX-JIHOO
MaTEepUaIoOB, KPOME YIIIEPOIHBIX HAHOCTPYKTYP, MPU TOPEHUH JyTOBOTO pa3psiga MOCTOSHHOTO
TOKa B BO3YIIHOM Cpeae.

Bo BToOpoii riaBe mpeACTaBICHBI METOJOJOTHS peaM3alldd CHUHTE3a, PE3yJIbTaThl
HKCIIEPUMEHTAIIBHBIX HCCIEAOBAHUNA (PU3UKO-XMMHUECKHX MPOILIECCOB, MPOTEKAIOIIUX MPH
TOPEHUU JYTOBOrO pa3psiia MOCTOSHHOTO TOKa B OTKPBITOM BO3QYIIHOW cpele AJisl OLEHKHU
BO3MOXKHOCTEH, YCJIOBUH KapOUI000pa30oBaHUs W OMNPEACICHUS OCHOBHBIX 3HAUYMMBIX
XapaKTEePUCTUK pa3pabaThIBAEMOT0 METO/Ia U YCTPOUCTB €ro peaan3aiuu.

TunudHble pe3ynbTaThl aHANIM3a COCTaBa ra30BOM Cpebl B 0OJACTH TOPEHHSI TyTOBOTO
paspsia B BO3IYIIHOM cpejie C MCTOIb30BaHUEM IPaUTOBBIX JIEKTPOJIOB MPEICTABICHBI Ha
puc. 1. BumHo, 4TO KOHIIEHTpAIUsl KUCIOPOJa B TMPOIECCe TOPEHUs] TYTM CHUXKACTCS C
HOpMaJIbHOM aTMocdepHOit 10 ~7-8 % (00.) (puc. 1la), aHamOru4HO, B 3TO ke BPEMsI TPOUCXOTUT
BoiziesieHne razoB CO u CO2, KOHIIEHTPAIMOHHBIE MAKCUMYMbI KOTOPBIX JIOCTUTAIOT BEJIUYUH
0 ~2,5 % (06.) m 1o ~5,0 % (00.) cooTBeTcTBeHHO. JlaHHBIC BETWYMHBI 3HAYMTEIIHHO
MPEBBIMIAIOT HOPMaJIbHBIE aTMOC(hEpHBbIE KOHIIEHTpAIMU dJTHX Ta30B. OYEeBHUIHO, YTO
ra303a00pHUK YaCTUYHO 3aXBaThIBAET BMECTE C Ta30BOM cpejoil pabodero o0beMa U BO3AYX,
KpOME TOTr0, BHYTPH T'a30BOI0 TPAKTa ra3 ABUKETCS C 3aJaHHOM CKOPOCTHIO M CMEILIUBAETCS MPU
TOM C aTMOC(EPHBIM BO3JyXOM, IMOATOMY CIIEyeT CYUTAaTh, UYTO IOJYYCHHBIC JTaHHBIC
XapaKTEePU3YITCS MHEPLIUOHHOCTHIO, a TakKe 3aHkeHueM conaeprxkanus razoB CO u CO», a
TaK)Ke 3aBBIIMICHUEM COJICpKaHUSA KHCIOpPOJa B pPEaKIMOHHOM oObeme. Tem He MeHee,
HAOJII0/1aeTCsl CHIDKEHUE KOHIIGHTPAIIMU KHCIIOpOa U TMOBBIIMIEHUE cojepkaHus razoB CO u
COz2 B mporiecce TOpeHHs JyroBoro paspsna. Takum oOpa3om, oNpeaesieHHbI COCTaB Ta30BoU
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Cpe/ibl DKCIEPUMEHTAIBHO IMOJATBEPXKIACT, YTO B PEAKIIMOHHOW 30HE IMPOMCXOIMT IMPOIECC
OKHUCJICHHS yriiepoJia ¢ oopazoBanuem razos CO u COz:
2C+02=2CO (1)
2CO+02=2CO02 (2).

a) HEO, ¢« CO, aACO eNO HEO, «CO; a4 CO eNO
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Puc. 1. Pe3ynbpTaThl aHanu3a ra3oBoi cpejbl B MOJOCTH T'paUTOBOTO KaTOJIa: a) 3aBUCUMOCTh
KkoHleHTpanuii razoB Oz, CO2, CO, NO ot Bpemenu (ripu cuiie Toka 220 A); 6) 3aBUCUMOCTh
KoHIeHTpanuii razoB Oz, CO2, CO, NO oT cwiibl ToKa (Ipy MPOAOJKUTEIHLHOCTH OAACPKaHUS
JyTOBOTO paspsa B TeueHue 10 cex).

Ha puc. 16 BuHO, 9TO Ka4eCTBEHHO COCTAB ra30BOM Cpe/ibl MPAKTUYECKU HE OTIIMYAETCS
IIpU Pa3IMyHON CUJIe TOKa pa3psAHOro KoHTypa Ha uHTepBaie oT 50 A mo 220 A. Cunenyet
OTMETUTH, YTO IPH CUie TOKa ~20 A KOHIEHTpauus KUCIOpPOAA CHUKACTCS HECYIIECTBEHHO
OTHOCHUTEIIbHO HOpMaJIbHOM atMocdepHoid, a coaepxkanue razoB CO u CO2 6mm3ko k Hymnto. Ha
OCHOBAaHUU TOJIYYEHHBIX JKCIIEPUMEHTANBHBIX AHHBIX MOXKHO MPEIINOJIOXKUThH, 4TO d(PdeKT
HKPAHUPOBAHUS PEAKIMOHHOTO 00BEMa OT KUCJIOPOZa BO3AyXa BO3MOXKEH INPH JOCTHXKEHUU
OTpe/IeIEHHON MHTEHCUBHOCTH IIPOLECcca, 3aBUCSIIEN OT CHIlbl TOKa. B qaHHOM ciryuae npoiecc
CUHTE3a MOPOIIKOBBIX HEOKCHJIHBIX MaTe€pHalIOB peaiu3yeTcsi B OTKPBITOM BO3AYIIHON cpene
npu cuiie Toka He meHee ~50 A. IIpencraBieHHble JaHHBIE CBUAETEIBCTBYIOT O BO3MOKHOCTH
co3/1aHus 6€3BaKyyMHOTO JIEKTPOIyTOBOIO METO/Ia CUHTE3a KapOuI0B.

[IpousBeneHa olieHKa HapaMeTPOB TEIIOBOTO MOJISI JYTOBOTO pa3psiia MOCTOSHHOTO TOKa
pelIeHNEM TEIJIOBOM 3aJlayd METOJOM KOHEYHBIX PAa3sHOCTEH. B pesynpraTre yCTaHOBIIEHBI
JMana3oHbl padoyux TeMIepaTyp, JOCTUTaeMbIX Ha TTOBEPXHOCTHU 3JIEKTPOIOB, HEOOXOIUMBIE
JUISL pealiu3allid CHHTe3a OOJBIIMHCTBA H3BECTHBIX KapOWJOB METAIJIOB W HEMETAJIOB
(1500 °C - 2700 °C) B 3aBUCUMOCTH OT MapaMeTpoB (HYHKIIMOHUPOBAHHUS Pa3psIIHOTO KOHTYpa
(cuna Toka ot 50 A 10 220 A, poAOKUTENHHOCTH TOAJIEPKAHUS TyroBoro paspsaa ot 10 mo
45 cexkyH[), a TaKXe OT paJuaJbHOM KOOPJIMHATHl B LMWIMHAPUYECKON cucTeMe. Pe3ynbraTel
pacueToB, BEpU(PHUIMPOBAHHBIE MUPOMETPUUECKUMH HW3MEPEHHUSIMH, CBUACTEIBCTBYIOT O
COOTBETCTBUHU JOCTUTAEMBIX TAPAMETPOB MpoIecca YCIOBHUIM KapOu1000pa3oBaHusl.

[TonydyeHHble TEOpETHUUECKHE U AKCIIEPUMEHTAIbHbBIE JTaHHBIE MO3BOJMIN MPOU3BECTH
NEPBUYHYIO OIIEHKY JMaNa30HOB pabo4nx mapaMeTpoB U CO3AaTh 1a00paTOpHBINA aTMOChepHBIN
IUTa3MEHHBIM PEaKTop, YNPOIIeHHas CXeMa KOTOpOro u3o0paxeHa Ha puc. 2. B kadectse
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UCTOYHMKA MUTAHUS HCIOJIb30BAJICA BBIIPSIMUTEILHO-UHBEPTOPHBIM IpeoOpa3zoBaTenb ¢
nacmopTHOi cwiioil Toka 70 220 A. K MCTOYHHMKY NHTaHUS MOAKIIOYAINCH Tpa(uTOBBIC
AJIEKTPOABI: aHOA OBLI BHIIIOJHEH B BUJE HUIMHAPUYECKOTO ITpa)UTOBOTO CTEPKHSA, a KaTOd —
B BHUJI€ BEPTUKAIBHO PACIIOJIOKEHHOTO I'paUTOBOrO CTakaHa (TUIJIA), B MOJOCTH KOTOPOIO
pacnonarajioch HMCXOJHOE ChIpb€, M IODKUTANCA AYroBoil paspsa. B xoxme mpoBeneHus
HECKOJIbKUX CEpUI MOMCKOBBIX 3KCIEPUMEHTOB Obljla OTpabOTaHa CXeMa MO3ULIHMOHUPOBAHHUS
JJIEKTPOJOB Pa3psOHOrO KOHTypa, CO3JaHbl CpEACTBA ABTOMATH3alUM, YIPABIsEMBbIC
IIPOTPaMMHBIM 00€CTIEUECHHEM.

CUNOBOW UCTOYHWK NUTAHWA CucTema nepemelleHmns
:EE@@@E;_Emﬁsfuﬁ____y.rﬁpﬁa?ﬁeﬁam |r _________ r777777
| JacToTel TpaWwcdopMmaTop HI:IFIPHMHHEHI:: | E:‘ = = V] :
| £ | s 2 |
{EZNN 2 :
| ! | |
be———— - ————— I |

: |
|
] !_;___ _r_____|
| o I I i | raigBkIn
AHaNN3IaTop

KOMNEKTED nn::u,unnarpadp AaTHHE Toka nupomMeTp

Puc. 2. YopormienHas npuHIMIHAIbHAS cXeMa JJabopaTopHOTO CTeHIa

[IpoBeneHa orieHKa MaKCUMaJIbHOTO KOJMYECTBA MOABEICHHOM SHEPTUH TIPH PA3TUYHON
AIIEKTPUYECKOI MOLTHOCTH AYroBOro paspsaa. OnpenenaeHsl npeeiabHble paboune napameTpsl,
TaKHe KaK MPOJOJKUTEIBHOCTD MOIEPKAHUS TyTOBOro paspsna 45—-60 cexyH mpu cuiie TOKa
10 220 A, IIOTHOCTH MOTOKA 3HEpruu 10 ~29-30 Br/MM2. [Ipy Takux mapameTpax B CHCTEME
Bbiiensiercss 10 ~340 xJlx sHepruu, a TeMmrepaTypa BHEIIHEW CTEHKH rpadUTOBOTO Karoaa
nocturaetr 1600-1800 °C. C ogHOU CTOpOHBI, Takas TemIepaTypa SBISETCS HUHAUKATOPOM
rapaHTUPOBAHHOIO JOCTHXKEHHUS OoJiee BBICOKMX TEMIIEpaTyp B PEaKIMOHHOH 30HE, TO €CTb
TEMIIEPATyp, MOIXOJAIINX HJs CHUHTE3a KapOWJIOB METaUIOB M HEMETAJJIOB, a C JIPYrou
CTOPOHBI TaKUE PEXUMBI pa0OTHI TPUBOJAT K MOBPEKICHUIO TOKOBEIYILIUX KJIEMM 3JIEKTPOIO0B
pa3psaHOro KOHTypa. B xone kaapupoBaHHON ChEMKH, B TOM YHUCJIE C YCTAHOBKOM MPO3payHOM
BCTaBKM B CTEHKE THUIJS — KaTOJa OLEHEHbl T€OMETPUUECKHE MapamMeTpbl 00JAaCTH BBICOKUX
TEMIIEPATYpP, B KOTOPOH B MOCIEAYIOLIUX IKCIIEPUMEHTAX PacIoyiaraloch UCXOAHOE Chipbe. B
CepUM  OKCIIEPUMEHTOB  OLIEHEHAa CKOpPOCTb  pacxoja aHojJa, OIpejenseMas B
AIIEKTPOIPO3UOHHBIMU TPOLIECCAMHU, YTO TO3BOJWIIO OLEHUTH JOJTOBEYHOCTH 3JIEKTPOIOB
pazpsaHoro  KoHTypa. Ilo  COBOKYMHOCTM  TEOPETHYECKHMX  JIaHHBIX, Pe3yJbTaToOB
MOJICTUPOBAHUS, a TaKKe OKCICPUMEHTAIbHBIX MJaHHBIX CEPUU DKCIEPUMEHTOB OBLIO
YCTaHOBJIEHO, YTO YCIOBUsA (OPMHpPOBAHUS KapOWIOB METAUIOB W HEMETAUIOB B
paccMaTpuBaeMoOl CUCTEME MOTYT OBITh JOCTUTHYTHI.
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[Ipn peanuzanuu M TNIAHUPOBAHUU CEPUN SKCIIEPUMEHTOB, MOCBSIICHHBIX CHUHTE3Y
KapOHMJI0B METa/NIOB M HEMETAJIOB, HEKOTOPbIE XapaKTEPUCTUKH Ipollecca BO3JAEHUCTBUS
AJIEKTPOAYTOBOM IJIa3Mbl Ha MCXOJHOE ChIPbE ONPEIEIICHbl KAaK YIPABIISIIONINE NapaMeTphl
(reoMeTpuUYecKUe MapaMeTpbl D3JEKTPOJIOB, CHUJa TOKa pa3psgHOTO KOHTYpa, BEJIMYMHA
pa3psIHOTO MPOMEXKYTKA, Macca, COCTaB U COOTHOILIEHHE KOMIIOHEHTOB HMCXOJHBIX CMeEceH,
IPOJOJKUTENBHOCTh MPOLIECCA CUHTE3a). DTH MapaMeTphl SIBISIOTCS ONPEIEISIOUIMMU IS
psaa Apyrux 3HaYUMBIX (PAKTOPOB, TAKUX KaK IUIOTHOCTh TOKA, INIOTHOCTH IOTOKA YHEPTUH,
KOJIMYECTBO TOJIBEICHHON SHEPrUM, HaNpsHKeHHE U MOIIHOCTh  AYTH, IapaMeTphl
pacnpeeneH s TEMIEPaTypPHOIo MOJsl, CKOPOCTh PAcX0/a aHO/1a, BEPOSITHOCTD CYIIIECTBOBAHUS
IyrOBOr0 paspsAja B TEUYEHUE 3aJaHHOrO0 BpeMeHH U Jp.). Ilpu peanuzanuum cepuii
HKCIEPUMEHTOB PEIIAJTUCh 33Jaud MO ONTHUMH3AIMM OOO3HAUEHHBIX BBIIIE HapaMeTpoB. B
HAcTOAIIEH paboTe UCHOJB30BAIOCH TPHU  OCHOBHBIX  KPHUTEpPHUS  ONTUMHU3AIMH  C
COOTBETCTBYIOIIMMH YIPABJSIFOIIMMHU TIapaMeTpaMH, KOTOpbIe JOJDKHBI oOecneunBath (1)
paboTOCIOCOOHOCTh ~ 0€3BaKyyMHOTO — 3JCKTPOAYrOBOro  Meroaa; (2) MOBTOPSIEMOCTb
pe3ysibTara, BBIPAKEHHYIO B TIOBTOPSIEMOCTH PEXUMOB pPa3psIHOIO KOHTYpa, a TaKxKe
Oe3aBapuiiHyt0 paboTy J1abOpaTOPHOTO CTEHJIA, BHIPAXKEHHYIO B JIONMYCTUMBIX TeMIEpaTypax
9JIEKTPOJIOB U KOHCTPYKTHBHBIX AJICMEHTOB pa3psimHOro KoHTypa; (3) TpeOyemblii (ha3oBbIi
COCTaB MPOJYKTa CUHTE3A.

CUHTE3MpOBAaHHBIE TMOPOIIKOBBIE OOpa3lbl W KMCXOJHOE ChIPbE HCCIEI0BAIUCH
KOMIUIEKCOM COBPEMEHHBIX aHAJIUTHUYECKMX METOJUK: PEHTICHOBCKas IU(PPaKTOMETpUs
(Shimadzu XRD 7000s (CuKa-uziaydenune)), pactpoBas 3iaekTpoHHass mMukpockonus (Hitachi
TM3000, JEOL JSM 7500 FA, Tescan Vega3SBU ¢ mpuctaBkoit EDS Oxford X-Max-50),
npocBeunBatomas siekrponHas mukpockonus (JEOL JEM 2100F), muddepenumanbHbiii
tepmuaeckuii ananus (Netzsch STA 449 F3 Jupiter). [lopomiku KOHCOTUANPOBATHCH METOJIOM
uckpoBoro riasmenHoro crekanus (Advanced Technologies SPS 10-4); mans peanuzanuu
TEPMHUUYECKHX BO3JCHCTBUI HAa HCXOJHOE ChIpb€ M MPOAYKTHl CHHTE3a HCIOJIb30BaJIach
atmocepnas neus (OKCII-10 CHOJI 0,4). B xone moAroTOBKM MCXOJHBIX KOMIIOHEHTOB K
1a3MeHHOM 00paboTKe, a TaKKe /IS MOATOTOBKHU MPOTYKTOB CUHTE3a K IPOBEJICHUIO aHATTU30B
UCITOJIb30Baach mapoBas MmenbHuia (Sample Spec Mixer Mill 8000M), s B3BEIIMBaHUS
UCXOJHOTO ChIpbSi M MPOJYKTOB HCIOJIb30BAIMCh aHaimuTHueckue Bechl (BJI-124U - C,
I'OCMETP).

B Tperbel riiaBe NpeACTaBICHBI PE3YJIbTATHl AKCIEPUMEHTAIBHBIX HCCIEIOBAHUMN
(UBUKO-XMMUYECKUX TPOIIECCOB AJEKTPOAYTrOBOTO CHMHTE3a KapOumoB MetamioB VI rpymmbl
(W, Mo). Beibop kapOumoB BoJb(ppama U MOJUOICHA Ul peau3aluid CHHTE3a 00YCIIOBJICH
AKTUBHBIM OOCYXXJCHHEM MAaTEepPHAJIOB HAa MX OCHOBE B PSJE COBPEMEHHBIX DHEPreTHUYECKHUX
TEXHOJIOTHI, B YaCTHOCTH, B IIpolleccax YIJIEKUCIOTHOM KOHBEpPCUM METaHa, a Takke
OOLIMPHBIM O0BEMOM 3HAHUM 00 HMX CTPYKType M YCIOBHSX CHUHTE3a, YTO I[O3BOJSET
OJIHO3HAYHO WJEHTU(HHUIUPOBATH OCOOEHHOCTH (Pa30BOro cOCTaBa MPOIYKTOB CUHTE3A.

B xoze uccnenoBanus BO3MOXHOCTH CHHTE3a KapOuaa Boib(pama B IIa3mMe JyroBOTO
pa3psa MOCTOSIHHOIO TOKA, MHULMHUPOBAHHOTO B OTKPBITOM BO3IYIIHOM Cpele, IPOBEIEHO
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HECKOJIBKO CepUil SKCIIEPUMEHTOB, U MOCTPOCHBI 3aBUCUMOCTH (Da30BOTO COCTaBa MPOAYKTOB
CHHTE3a OT KaXJOro M3 PEryjJupyeMbIX 3HAUMMbBIX MapaMeTpoB (BHICOTA CTEHOK MOJIOCTH
KaToJa, IUaMeTp MOJIOCTU KaToJa, COOTHOIIEHUE Macc BoJibppama U yriepoja B UCXOIHOU
CMeCH, CHJIa TOKA Pa3psIHOTO KOHTYpa, BpeMs MOAIepKaHUs JyroBOro pa3psaa). B pesynsrare
YCTaHOBJICHO, YTO BBICOTA CTCHKU KaTo/1a omnpeeiseT (a3oBblil COCTaB MPOIYKTa CHHTE3a MPHU
W3MEHEHUU 3TOW BenMM4MHBI OT 5 10 50 MM, cMm. puc. 3a. MOXKHO BBIICIHTH JIBa THIA
mudpakTorpaMM IMpOAYyKTOB cuHTe3a. /[udpakrorpamma ¢ momerkoil «3oHa 1» (puc. 30)
TUMUYHA JJI SKCIEPUMEHTOB, B KOTOPBIX MPOMCXOJMUIIO AKTUBHOE OKHUCIICHUE MPOIYKTOB
CHUHTE3a KUCIIOPOJIOM BO3]lyXa.
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Puc. 3. Conepxanne KpucTtaiindeckux (a3 B MPOAYKTaX CHHTE3a B CHUCTEME «BOJIbPpaM —
YIAEpOI» U TUMUYHBIE TUPPAKTOTpaMMBbl B 3aBUCHUMOCTH OT BBICOTHI CTEHOK KaTojna (a, 0) u
JTMaMeTpa MoJIOCTH Katoja (B, T).

B pesynpraTe OKHUCIHMTEIBHBIX IPOLECCOB, B TMPOAYKTaX pPEAKIUH HAOII01aI0Ch
3HAYUTEIbHOE cojepkaHue okcuaa Bombppama WOs. [l Bcex momoOHBIX NPOTYKTOB
XapaKTEepHO CoJep)KaHue TATH KpucTamnaeckux ¢az: rpadur gC, kyondeckuii Bombppam W,
rekcaroHainpHbie kKapouasl Bonbppama WC u W2C, MOHOKIMHHBIN Ookcu Bodbppama WOs.
Hannune ¢a3pl kyOnmdeckoro BojbppaMa MOXKET OBITh CIEACTBUEM HEMOJHON nepepadoTKu
MCXO/IHBIX MaTE€PHAaJIOB B AJIEKTPOYroBoi miua3me. [IpucyrcTBue rpadura MOXKeT OOBSICHATHCS
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KaK ero KpucTajiu3anuei u3 oobemMa UCXOJHBIX MAaTEPUAJIOB, TaK U B CJIEACTBHE MOMAJaHUs B
OPOAYKT 3poaupoBaHHOTO yriaepoaa. Ob6paszoBanue (a3 kapoumoB Bombhpama WC u W2C
IPEJICTABISETCS HOPMaJIbHBIM SIBIICHUEM, OCHOBBIBAsCh Ha JUarpaMMe COCTOSSHUN CHCTEMBI
«BONb(paM — YIIEpol», paHee OIMYyOJUKOBAHHBIX PAOOT MO AJIEKTPOIYrOBOMY CHHTE3Y
KapounoB Bojb(ppama. Ilpu BwicoTe cTeHKM Kartoja Oosiee 30 MM peaju3yIOTCS YCJIOBHS
(dbopMHpOBaHUsI aBTOHOMHOWM Ta30BOM Cpelpl, B pPeE3yJbTaTe€ 4YEro B MNPOAYKTE CHUHTE3a
orcyrcTByeT ¢haza okcuna Bosibppama WOs. Tunuunas audpaxrorpamMma «30HBI  2»
npeacTarieHa Ha puc. 30. Uaentudunupyrorcs ¢dassl rpadura gC, KyOnueckoro BoJibppama
W, rekcaronanbHbix kap6umoB Boibppama WC u W2C. OGpa3oBanue okcuia Boibppama
HEBO3MOXXHO B pPacCMaTpUBAaeMOil CHCTEME IpH BBICOTE CTEHOK KaTtojga Oonee 30 MM
(BHYTpEHHHI AMaMETp KaToja B 3TOM CEpUU 3KCIEPUMEHTOB ObLT 22 MM) Onarogapst 3ppekty
HKpPAHUPOBAHUS PEAKIIMOHHOTO 00beMa OT KHCIOpOAa BO3yXa MOHOOKCHUIOM U JTMOKCHUIOM
yriaepoja, KoTopbie GOpMUPYIOTCS MIPU TOPEHUH TYTOBOTO pas3psijia B BO3IyXe.

JlanpHeWMe 3KCIepUMEHThI TPOBOAWINCH C LIETBI0 ONTHUMH3ALMHU MIPOLIECCOB CUHTE3a
JUISI TIOBBIIIIEHUS BBIX0/1a HICKOMBIX (ha3 kapOuaa Bosbhpama. OCHOBHOM 00BHEM IKCIIEPUMEHTOB
ObUT HamNpaBJICH HAa W3MEHEHHE IUIOTHOCTH IOTOKA SHEPTUU M KOJIUYECTBA IMOABEIACHHOU
HHEPruM, a TAaK)Ke M3MEHEHHS COOTHOIICHHS MacC MCXOIHBIX KOMIIOHEHTOB. B pesynbrare
yaJoCh peaju30BaTh IpOIECC, B KOTOPOM MPOUCXOAUT TOJHAs MepepadoTKa HCXOTHOTrO
BoJIb(ppama B KapOu Boibdpama, cM. puc. 3 B,I. B kaduecTBe nmprumMepa MOKHO TPEJICTABUTH
NaHHBIE PEHTTEHOBCKOW audpakToMeTpuu (puc. 3 B,I), HA KOTOPHIX BHJHO, YTO MPHU
HEU3MEHHBIX MapaMeTpax pa3psaHoro KoHtypa (cuma Toka 200 A, BbICOTa CTEHOK KaToja
30 mm, MmaccoBoe coortHomenne W:C=4:1, maurenpHOCTH mporecca 11 CeKyHO) MOXKHO
OTIpPEICNIUTh TAKOW AMaMETp MOJOCTH KaToJlla, MPU KOTOPOM IUIOTHOCTH TOTOKAa JHEPTrUH
JIOCTATOYHA IS IEPEX0/1a BCETO UCXOAHOTO BOJIb(ppama B KapOu/I.

CornacHo pe3ysbTaTaM pacTpOBON 3JIEKTPOHHOW MUKPOCKONHH, B MPOAYKTAX CUHTE3a,
coJiep Kalux OOJbIIOE KOJIMYECTBO KapOua Bojb(ppamMa MOKHO BBIIETUTh 3 OCHOBHBIX THIIA
00bekTOB (puc. 4). [To maHHBIM pacTpOBOW 3JIEKTPOHHOW MHKPOCKOMHH (B COBOKYITHOCTH C
JTAHHBIMH PEHTT€HOBCKOM TU(PPAKTOMETPUH) MOKHO UACHTU(UIIUPOBATH B COCTaBE MPOTYKTOB
CHHTE3a MHUKPOpa3MEpHbIE€ KpHUCTaUIBl KapOuaa Bodbppama (00BEKTHI 1), a Takxke
CyOMUKpPOHHBIE KpUCTaIbl (OOBEKTHI 2), BHEJIPEHHBIE B YIIEPOAHYIO MAaTpully (0OBEKTHI 3),
Kak 3TO BUAHO Ha puc. 4a-B. B o00bekrax, I/Je COMIaCHO JaHHBIM PEHTTEHOBCKOU
TU(PPaKTOMETPUHN UICHTH(PHUIUPYETCS B COCTABE MOJTYYEHHBIX TOPOLIKOBBIX IMTPOTYKTOB OKCH]L
BoJIb(Ppama, BCTpeuaroTcs yacTuilbl Thna 4 (puc. 4 r-e), 00bIYHO arsioMeprpoBaHHbie. B MecTax
CKOIUICHMSI TaKMX 4YacTull oOpaszell COIEpKHUT Boibdpam, YriaepoJ U KHCIOPOA, MpHUeM
COOTHOIIIEHHE Macc Boib(ppama u kucimopomga W/O cocraBusieT ~3,78, 4TO COOTBETCTBYET
okcuny Bonb(pama WO3. Takum 006pa3om, 0 JaHHBIM PACTPOBOI IJIEKTPOHHON MUKPOCKOTIUN
MOKHO BBIJICIUTh B COCTaB€ MPOAYKTOB CHHTE3a MUKPOHHYIO U CYOMUKPOHHYIO (hpakuuu
KapOuia BoJib(ppaMa, 4TO XapaKTepHO AJIs AYTOBBIX METONOB cuHTe3a. [Ipu aToM B 0Opasnax,
MOJYYCHHBIX C TIOCTHKEHHEM YCIOBUN (HOPMHUPOBAHUSI aBTOHOMHOM Ta30BOM CPEbl, YaCTHUIIBI

OKcHJIa BoJb(pamMa HE OOHAPYKEHBI.
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Puc. 4. Mopdonorust yacTuil NpoayKTOB 3JEKTPOIYrOBOrO CHUHTE3a U COOTBETCTBYIOIINE
SHEProAMCIEPCUOHHBIE CIIEKTPBI MOJYYEHHBIX B ycJIoBHAX (a, 0, B) JocTikeHus 3ddexra
caMOdKpaHHpoBaHHUs 1a3Mbl razooopazueiMu CO u CO2 U mojiaBIeHUEM OKCHI000pa30BaHuUs
u (T, 11, €) OJIy4YEHHbIE B COCTABE MPOJIYKTOB, COIEPKAIMX 3HAUNTEIHHOE KOJTMYECTBO OKCH/IOB
BoJIb(pama.

CornacHo TaHHBIM KapTHH 3JeKTpoHHON audpakiuu (SAED) nmonyueHHbIX 00pa3iios,
CTPYKTYpa YACTHL[ XapaKTepH3yeTcs MEKIUIOCKOCTHBIMU pacCTosHuAMU ~2,53+0,02 A,
~1,26£0,02 A, a mo cHMMKaM B peXUMe MPSIMOrO paspelieHus HAeHTUDHIUPYIOTCS
MEKIIOCKOCTHBIE paccTosHus ~2,53+0,03 A. Takoii HaGOp MEKIIIOCKOCTHBIX PACCTOSHHIA
COOTBETCTBYET TeKcaroHajapbHOU (aze kapbuna Bonbpama WC. B cTpykType yriepoaHoin
MAaTpHIIBl TIPOCMATPUBAIOTCS MEKILIOCKOCTHBIE PACCTOSHHUA C pazMepoM ~3,76+0,05 A, uro
npumepHo Ha 0,2-0,3 A Gonblle TUMIMYHOrO MEXIJIOCKOCTHOTO PACCTOSHHUS YIIEpPOIHBIX
rpaduTononoOHeiXx ¢a3. [logoOHbIe pe3ynbTaThl B BHJE H3MEPEHHBIX MEXKIUIOCKOCTHBIX
paccTosiHui 10 ~3,8 A monmydensl aBTopamu paboT, B KOTOPBIX NPOCIEKUBAETCSA TECHACHIMS K
YBEIIMYCHUIO MEXIIJIOCKOCTHBIX ~ PAaCCTOSHUN  OTHOCUTENBHO THUIHWYHBIX TpadUTOBBIX
uaeHTUPUKauui «2Dy cTpyKTyphl yriiepoiHo# (a3bl. AHAJOTUYHO UIEHTU(UIMPOBAHBI TAKKE
HaHOpa3MepHble dYacTHibl KapOuma Bombppama W2C. Takum o00pazom, coOriacHO
IPEICTAaBICHHBIM BBIIIE JAaHHBIM MOJHO CJEJlaTh BBIBOJ O BO3MOXXHOCTM CHHTE3a
MHUKPOPa3MEpHOT0 U HAaHOpa3MepHOro KapOuaa Boib(dpama pa3padaTeiBaeMbIM 0€3BaKyyMHBIM
3JIEKTPOYTOBBIM METOOM.

AHaJIOTUYHbIE CEPUU IKCTIEPUMEHTOB C U3MEHEHHEM KOJINYECTBA MIOIBEACHHOMN YHEPTUU
U Ipyrux pabourx mapamMeTpoB MPOBEACHBI C HCIOIb30BAHUEM B KaUYECTBE MCXOJHOTO CHIPbS
KOMMEpYeCcKoro okcuaa Boib(ppama (u yriepoma). IIpoBenmeHbl cepuy KCIEPUMEHTOB, B
KOTOPBIX B Ka4eCTBE MCTOYHMKA BOJIb(paMa HCIOJIb30BAJICS OKCU BOIb(pama, MOJTy4EeHHBINH
IPU CKUTAHUU OTXO/JI0B TBEPJOCIUIABHOI'O HHCTPYMEHTA Ha OCHOBE KapOuia Bosb(pama, TaKxe
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B CEpUU DKCIIEPUMEHTOB UCIOIB30BAJICS BOJIb(MPAMOBBINA pYAHBIA KOHIIEHTpAT. Takum 00pazom
1oKa3aHa BO3MOYKHOCTh NEpepabOTKH Pa3iIuyHOro BOIb(paM COIEpIKaIIero MaTepuayia oOT
PYJBI 1 KOMMEPUYECKOI0 BOJIb(hpaMa 10 OTXOI0B TBEPAOCIIABHOTO MHCTPYMEHTA C ITOTYyYEHUEM
MopoIlka, cojaepxamiero kapOug Boidb(pama. B pe3ynbrare MPOBENEHHBIX CEPHid
HKCIIEPUMEHTOB yIaJIOCh OMPEEIUTh ONTUMAIIbHBIE C TOYKU 3PEHHUS] MAKCUMAIBHOT'O BBIXOAA
¢da3bl kapObuaa BosibpamMa U Macchl IPOYKTa M CHHTE3UPOBATh MaTepual, cojaepxkauuit 10 ~90
% (00.) xapouna Bobdppama WC. [TomydeHHbII MaTepral anmpoOUPOBaH Ka4eCTBE HOCUTEIS
HUKEJIEBOTO KaTalu3aTopa JJisl IPOLECCOB YIIEKUCIOTHON KOHBEPCUH METaHa.

Takxum oOpa3oM B paMKax NMEpBOM YaCTH TPEThEH IIaBbl I0KA3aHO, YTO B XOJI€ TyTOBOTO
BO3JICUCTBUSL B OTKPBITOM BO3IYIIHOW cpele 0Oe3 HCMOIb30BaHUsl CIEHHAIBHBIX CPEACTB
BaKyyMMHUPOBAHUSI W/UIW TIOABOJA B PEAKIMOHHYIO 30HY HWHEPTHBIX Ta30B W3 BHEIIHUX
HUCTOYHUKOB Ha cojepxaliee BoibdpamM M YIJIEPOJd ChIpbE Pa3IUYHOTO MPOUCXOKIACHUS
dbopMuUpYIOTCS KpUcTaIndecKkue Ga3bl KapOoua0B BoJIbPpama, 4TO BOZMOKHO MPHU TOCTHKEHUN
s dexTa sKpaHUPOBAHUS PEAKITMOHHOTO 00BbeMa:

W+C=WC (3)
2WO3+5C=2WC+3CO: (4)
2C+02=2CO0 (5)
2CO+02=2CO0O> (6).

Bo BTOpoOii WacTu TpeThel TIaBbl MPEICTABICHBI PE3YIbTATHl SKCIIEPUMEHTATBHBIX
UCCIICIOBAaHUN, B KOTOPBIX IIOKa3aHa BO3MOXXHOCTh CHHTE3a KapOuma MoiuOjeHa
0€3BaKyyMHBIM  DJICKTPOAYTOBBIM  METOJOM. bBBIJIO  TpPOBEACHO  HECKOJIBKO  CEpHil
HKCIEPUMEHTOB, B KOTOPBIX U3MEHSJIOCh COOTHOIIEHHE MAacC MOJINOAEHA U YTIIepO/ia B COCTaBe
MCXOIHOM CMEeCH, U3MEHSIIUCH MapaMeTphl pa3psIHOTO KOHTYpa U ero paboure peskuMbl (cuiia
TOKa, NPOJOJDKUTEIBHOCTh TOpeHUsi AyroBoro paspsna). Ilpu 3ToM B KayecTBE MCXOJHOIO
CBIPbsl HUCIIOJIH30BAJICSA TMOPOIIOK MOJMOJEHA JIBYX THUIIOB: MHUKpOpa3MepHOW (pakiuu u
HAaHOPa3MEpHbIN (MOJYyYCHHBIH METOJOM JJIEKTPOB3pPHIBA MPOBOJHHKOB), a B KadyeCTBE
HCTOYHUKA YTJIEpOoJia HapsAy C MOPOIIKOM TpaduTa TakKe WCIMOJIb30BAINCH U YTIEPOIHBIC
BOJIOKHA (C IpOJ0JIbHBIMU pa3zmepamu nopsiaka 100 Mkm).

Ha nudpakrorpamMmmax npoiyKToB, MOJIYYEHHBIX B CHCTEME C MOJIMOJICHOM H YTIEPOIOM,
UICHTUDUIIMPYETCS MHOXXECTBO MAaKCHUMYMOB, COOTBETCTBYIOIIUX CHHTE3UPOBAHHBIM
KpHUCTaUInYecKuM (azam (cM. puc. 5).

Cyas 1o TONOXKEHHSIM  U(PAKIMOHHBIX MAKCUMYMOB  COOTHOIICHHUSIM  UX
WHTEHCUBHOCTEH, MOXXHO HUJCHTU(PHUIIMPOBATH B COCTaBe NpPOAyKTa 1Be (a3bl KapOuaa
Moo ieHa: pombuueckas daza Mo2C u rekcaronanbuas Mo1.2Cog. JlanHbIM hazam B ipeaenax
BO3MOYKHBIX OTPEIHOCTEH COOTBETCTBYIOT 3Tanonsl ICDD Ne04-016-3695 (a=4.7572 A, b=
6.0169 A, ¢ = 5.2127 A), u ICDD Ne04-006-2272 (a = 3.0160 A, ¢ = 14.6400 A). Dranons
JAHHBIX  KPUCTAIUIMYECKUX (a3  TO3BOJAIT  HUJICHTUPHUIMPOBATH BCE  OCHOBHBIC
nudpakimoHHbie MakcuMyMbl. Ha audpakrorpamMmax mpoayKTOB CHHTE3a, MOJYYCHHBIX MPHU
sHepruu 1o 40 k/[x (peryiupyeMoi nNpoIoJKUTENbHOCTBIO TOPEHMS JYTOBOTO pa3psiia) sIBHO
BBIP2KEHBI BBICOKOMHTCHCHBHBIC ITU(PPAKIIMOHHBIE MAKCHUMYMBI HCXOJIHOTO MOJHUOJCHA U
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rpadura. B ciydae uCHosib30BaHHMS MHUKPOPA3MEPHOTO IMOpPOIIKAa MOJHOJEHAa B COCTaBe
UCXOJHOW CMECH, OTHOCUTEIIbHAass WHTEHCHUBHOCTH TJIABHOTO AM(PPAKIIMOHHOTO MaKCHMyMa
MOJIHOJIEHa CHUXKAETCA J0 cBoero MuHUMyMa (okosio 15-20%) mpu koyinuecTBe MOoABEICHHON
sHeprun ~80 k/[x. IIpu mcnonb30BaHMKM HAHOPA3MEPHOI'O MOPOIIKA WCXOJHOTO MOJUO/IECHA
JIOCTATOYHO MOABECTH B cucTeMy 55 — 60 k/[ sHEpruu 1js NpakTUYECKU MOJTHON epepaboTKu
HCXOJIHOTO MOJIMOJIeHa B €ro KapOuasl (IpH IJIOTHOCTU MOTOKa sHepruu ~10,9 B1/MM?,
COOTHOIIEHUHU Macc yriieposa u MoiubieHa 1:3 B ucXoqHOM cMecu). AHAJIOTHYHO, KOJTUYECTBO
MOBEJCHHOMN SHEPTUH, PEryIUpyeMOe CHIION ToKa paspsaHoro koHtypa (ot 90 A mo 220 A),
BIIUSIET Ha (Da30BBIN COCTaB MPOIYKTOB CUHTE3a. TakuM 00pa3oMm, C yBEJIMUYEHUEM KOJIUYECTBA
MOABEACHHON YHEPTUM MOXKHO JOOUTHCS MOJTHOM MEepepadOTKU MCXOTHOTO MOJIUOAEHA B €ro0
KapOuUIbl, MPU 3TOM 3PO3UsI aHO/A SIBISAETCS NPUUYUHON IOMUHUPOBAHUS B MMPOAYKTAX CUHTE3a

da3sl rpaduTa.
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Puc. 5. TunuusHble aUpaKTOrpaMMbl MPOJYKTOB CHHTE3a, IOJYyYEHHBIX U3 (a)

MHUKpOpa3MepHOro MojubdaeHa u (6) HaHopa3MepHOro MoIMOJieHa, ¢ MUHUMAaJIbHOM SHepruen
cuntesa (1, 3) u HaubombIIel SHEprUei cuHTe3a (2, 4) B cepuu SKCIIEPUMEHTOB.

B pamkax naHHOW pabOThl OBLIO MOJYYEHO HECKOIbKO MOPQOJIOTMYECKUX THIIOB,
NPEJICTABISAIONUX pa3iuuHble ¢a3bl. B 4acTHOCTH, MHTEpECHBIM pe3yabTaT MOJYYEH MpHU
UCTOJIb30BAHUN B KAaueCTBE MCXOJHOTO ChIPbsS YIJIEPOJHBIX BOJIOKOH (cM. puc. 6). B stom
cllydae B IPOAYKTE CHHTE3a TIOMUMO CXOIHBIX BOJIOKOH (1), HACHTUDUIMPOBAHBI arIOMEPaThI
YyacTHIl KapOu10B MOJIMOIeHa WITH YMUCTOTr0 MoInbeHa (2), yriaepoaHble BOJOKHA, TOBEPXHOCTh
KOTOPBIX MOAU(UIIMPOBaHA BKIIIOUEHUAMHU KapOuaa monudaeHa (3).
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PI/IC 6. SEM -CHUMKH IIPOJYKTOB CHHTE3a (a, O, B) Y DHEPrOJICIIEPCUOHHBIN CIEKTp (T).
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[Ipy wucnonb30BaHMKM B KA4eCTBE  HCXOJHOTO  CBIPbS  YIBTPAAUCIEPCHOTO
peHTreHoaMoppHOro yriepona BO BCeX 00pa3lax NPUCYTCTBYET YIJIEPOIHAs MaTpHIla,
UICHTU(UIIMPOBAHHAS U paHee B APYruX oOpasliax MpOBOAMMBIX CEpUil SKCIIepuMeHTOB (1),
KOTOpasi Ha MHOTHX CHHMMKaX COJEPKUT CYOMHUKPOHHbIE W MUKPOHHBIE YAaCTUYKU KapOuaa
moaubaeHa (2) (puc. 7). MOXHO 3aMETHTh CKOIUIEHHS KPHCTAIOB C PasMEpoOM IOpsIKa
HECKOJIbKO MUKPOMETPOB, UACHTU(PUIIMPOBAHHBIX paHee KaK CKOIUIEHHs YacTul (a3 KapOua0B
MonnbaeHa (3). CneurpUUHbIM TUIIOM YacTHL], PaHEEe HE MIACHTU(ULHUPOBAHHBIX, SBISIOTCS
cKoruieHus (4), coaepxamime >ene30. DTOT TUI 4YacTUIl OOHapyKEeH TOJIbKO B 00paslax,
coOpaHHBIX €O CTEHOK KaTojna. BeposiTHo, B Xoae TOpeHHs paspsia Iula3Ma JIyTu
B3aMMO/JICHCTBYET C TOKOBEAYIIUMHU METAJUIMYECKUMHU JAEPKATEISIMHU aHO/IA, PACIIOJI0KEHHOTO
HENOCPEACTBEHHO HAJl KaTOJIOM, B PE3YJIHTATE YEro, B 00JIaCTH TOPJIOBUHBI TUIJISI MOTYT OBITh
oOHapy>KeHbl COeIMHEHHUs kele3a. Panee He MACHTUPUIMPOBAHHBIMU OOBEKTaAMH SBIISIOTCS
gacTuibl (5), COCTOSAIIME MPAKTUYECKU TMOJHOCTHIO W3 MONIUOAECHA, CyIsS MO JaHHBIM
HHEProJIMCIIEPCUOHHOIO aHajdn3a. DTU YacCTHULbl XapaKTEPU3YIOTCS OIUIABJIEHHBIMHU (hOpMaMHU
(5), B HEKOTOpBIX clydasx Onu3kuMHu K chepuyeckuMm (6). Pazmepsl MOTydyEHHBIX YaCTHUIL
nocturator 100 Mxm. BeposiTHO, 3TO "acTuiibl MoIubIeHa, 00pa30BaBIIMecs U3 paciliaBa, ux
MPUCYTCTBUE XaPAKTEPHO ISl 00pa31oB, COOPAHHBIX CO JHA THUTJIS, KaK B 00JaCTH KaTOJAHOTO
ISITHA, TaK U 32 €€ MpeesiaMu.

SEMHV:200kV | WO:ts00mm | ||| vecastescanll semmvi200kv  wo:s00mem | | | (] SEMHV: 200KV
View flekd: 75.9 pm Det: BSE View feld: 229 ym Det: BSE View fled; 385 ym Oet: 8SE
SEM MAG: 4.5 kx _ Date(midy): 072619 SEM MAG: 1.51 kx _ Date(midiy): 0772619 SEM MAG: 973 x _ Date{midy): 07126119

60 r) ’660 'D'),JGO- o e)
o 77 8 8
£ = =z
X X X
g40 %;40 QSJ.40 m
Z z z =
ES X 3 |
20 $20 %201 i , 1
: x .
o o o i }
0 § 0 1] S .0 J i L X
C Mo O Fe [pouue C Mo O Fe lpoune C Mo O Fe Tlpoyne
XUMUYecKkne anemeHTbl XuMnyeckune anemeHTbI XUMUYECKUe 3n1eMeHTbI

Puc. 7. Tunwuyaeie SEM-caumkum mnpoayktoB cunTe3a (a, 0, B), U Ppe3yJIbTaThl
HHEProJIMCIIEPCHOHHOTO aHalIKu3a MPOAYKTOB, COOpPaHHBIX C Pa3IUYHBIX YYACTKOB THUIJS —
KaToJla: T) C BEpXHEH 4acTu, 1) ¢ CEpPEUHBI, €) CO JHA MOJOCTU KaTo/a.

XapakTepHbIMU OOBEKTAMHU, COCTOSIIIIUMHU U3 YTIIEPOIa U MOJHOIEHA U COIEPIKAIIUMUCS
MPEUMYIIIECTBEHHO B ITPOJIYKTAaX, COOPAHHBIX ¢ OOJACTH KATOJAHOTO MATHA SIBIISIOTCS YaCTUIIBI
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(7) ¢ pazmepamu a0 100 Mkm, oGnajaroliue MIOCKUMH POBHBIMU TpaHAMHM M MpU3HAKAMU
ckojioB. CorjacHO ycpelHEHHbIM AaHHBIM (1o 18-20 m3MmepeHHsIM Ha KaxkIoM o0pasle),
IPOAYKTHI COIEPKAT MOJHOCH, YIIIEPOI, KUCIOPOI, JKeJe30 (B HEKOTOPHIE IPYTHE AIEMEHTHI:
AMIOMUHUM, KpeMHUH, Kanblui, cepa). [Ipu »aToM monst kene3a u KuciIopoia B oOpasliax,
coOpaHHBIX CO CTEHOK KaToJla, 3HAUMTENbHA: COJEpKaHue skene3a aocturaer 6 % (Macc), a
kuciopoga — 11 % (macc). B obOpa3nax, coOpaHHBIX CO JHA Karoia 3a MpelelaMd 30HbI
KaTOJIHOTO TISITHA, COJIEPIKAHUE Kejle3a HHTErpaibHO cHUXKaeTces 1o 1,7 % (macc), kuciopoaa —
1o 4,7 % (macc). s o0pa31ioB, coOpaHHBIX € 30HBI KATOJHOTO TSITHA, XapaKTEPHO COJIepKaHHe
Kkuciaopona He Oonee 2 % (Macc) M ONM3KOrO K HYIIO COAEpXkKaHUS jkene3a (B mpenenax
MOTPEITHOCTEH METO/la M3MEPEHHS XMMHUYECKOTO cocTaBa). Hammume kucimoponma ¢ OJHOU
CTOPOHBI XapaKTEPHO IS BCEX IMOPOIIKOBBIX MATEPHUAJIOB BBUIY BO3MOXKHOTO COICpPIKAHUS
a7copOMPOBAaHHOTO KUCIOPOJa BO3AyXa, a C APYroid CTOPOHBI — B COBOKYITHOCTH C JaHHBIMU
PEHTI€HOBCKOU TU(PPaKTOMETPUH, U HACHTU(PHUKAIIUEH 3HAUUTETFHOTO COIepKAHUS KeJle3a B
POJyKTaX, COOpaHHBIX CO CTCHOK KaTOJIa, MOKHO CJIEJIaTh BBIBOJI O BJIUSHUU BHEITHEH, B TOM
YHCJIC BO3AYIIHOW CPEIbl, Ha TIPOAYKT B OOJACTH TOPIOBUHBI ITOJIOCTH TUTIISA — Katoja. Takum
00pa3oM SKCIEPUMEHTAJIbHO OMPECICHbl TeOMETPUUYECKHUE MapaMeTphl 30HBI B 0OBEMe
MOJIOCTH TpapUTOBOTO KaTojla, B KOTOpOW ¢opMupyeTcs aBTOHOMHas Ta3oBas cpeja,
TIPe0TBpAIIAONIasi OKUCICHUE IPOTYKTOB.

TunuuHaele pe3ynbTaThl MPOCBEYMBAIONIEH SIEKTPOHHOW MHKPOCKOIHMHU BBICOKOTO
paspenieHus MPOyKTOB AJIEKTPOIYrOBOTO CUHTE3a, MOJYUYEHHBIX B CUCTEME C MOJIUOJCHOM U

yTIEpOAOM, IIPEICTAaBIEHbI HA pUC. 8.
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<3 35 5-7 7-9 9-1011-1313-15 >15
Pasmep yactuy, Hm

Puc. 8. Pe3ynbTarsl MpocBeUnBaONIEe JIEKTPOHHON MUKPOCKOIIUU BBICOKOTO pa3pelleHus: a)
HRTEM-cuuMok yriepoaHoi MaTpullbl C BKpalUIeHHbIMM B HEE€ 4YacTHIAaMH KapOuJOB
monubaena; 6) SAED, B) CHUMOK OT/A€NTEHOM YacTHIIBI KapOua MO0/ IeHa B PEKUME TIPSIMOTO
paspelieHus, T) pacipeneieHue 4acTull kKapouaa Moaub ieHa 1o pa3Mepam.

Cyns 1o JaHHBIM AJIEKTPOHHOU TU(PPAKIINU, YTIIEPOAHAS MATPHUIIA IPEJCTABISAECT CO00M
rpauTOno00HYI0 CTPYKTYPY, KOTOPOM COOTBETCTBYIOT TPHU SIBHO BBIPAKEHHBIX Pa3MBITBIX
KonbIa (MEKIUIOCKOCTHBIE paccTosHus ~3,42, ~248 u ~2,14 A). B pexume npsmoro
pa3pelieHns yCTaHOBJIEHO, YTO YIJIEPOJHAs MAaTPHIA XapaKTEPU3YETCS MEKIIJIOCKOCTHBIMU
paccrosnusmu  ~3,47 A. DTu  JaHHBIE HO3BOJAIOT  NPAKTUYECKH  OJHO3HAYHO
UACHTUQUIMPOBATH YIJIEPOJHYIO MATpHIly Kak TpaduTonoJo0HYIO0 CTPYKTypy. Takxke Mo
JAHHBIM JIEKTPOHHOU Au(pakiui UACHTU(HUIUPOBAHO MHOKECTBO OTJIEIBHBIX MAKCHMYMOB.

BugHo, 4T0 MHOXECTBO HIACHTU(DUIIMPOBAHHBIX MEXKIUIOCKOCTHBIX PACCTOSHUN MOTYT OBITH
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oTHeceHbI K (hazam kapOuaoB monubaena Mo2C u Mo1.2Cog. CornacHo TUMMMYHOMY CHUMKY B
pEeXUME IPSIMOTO Pa3pelIeHHs, B YaCTUIaX KapOUI0B MOTUOIeHA MOKHO HACHTH(PUIINPOBATD
MEKITIOCKOCTHBIE paccTosiHus paBHble 1,89 u 1,41 A, koTophle Takxke B mpeenax BO3MOKHBIX
MOTPEIIHOCTENl MOTYT COOTBETCTBOBaTh Kak (aze Mo2C, Tak u ¢aze Mo01.2Cos. Cornacho
MOCTPOCHHOMY paCIpeIe/IEHUI0 YacTHIl 10 pa3MepaM, OCHOBHash Macca 4YacTUIl KapOHa0B
MoiubaeHa  Xxapakrepusyercss pasmepamMu g0 10 HM. Takum o0Opa3oM, corjacHo
IPEICTaBICHHBIM JAHHBIM MOXHO C/I€JIaTh BBIBOJ] O BOBMOXHOCTH CHHTE3a YJIbTPAAUCIIEPCHBIX
Kpuctamiyeckux (a3 kapbuga MonuOjeHa Oe3BaKyyMHBIM METOJIOM C HCIHOJIB30BAHHEM
MOPOIIIKOB MOJHMO/IEHA U YIJIepo/ia B KAUeCTBE UCXOTHOTO ChIPhSI.

B yerBepTOH ri1aBe IPEICTABICHBI PE3YJbTATHI SKCIEPUMEHTAIBHBIX HUCCIEIOBAaHUN,
MOCBSIIIICHHBIX TOJIy4eHHIO KyOumyeckux kapOumoB MeramwioB |V u V rpynm, a Ttakxke
BeICOKOHTponuitHeIX KapoumaoB (HEC, High Entropy Carbide), T.e. xapOumoB, B cocraB
KOTOPBIX BXOJMT OJJHOBPEMEHHO HECKOJIBbKO (4-5) MeTaiios. [Iporecc cuHTe3a MOKHO OIMCATh
cepueii peakiuii  (7-14), mNpeACTaBICHHBIX HI)KE, B KOTOPHIX OKCHIbI META/lJIOB
BOCCTAHABJIMBAIOTCS 1O COOTBETCTBYIOLIUX KapOWUIOB MOJ JIEUCTBUEM BBICOKHX TEMIIEPATYP.
Kucnopon, BeIIETSAIOMIMICSA NPU Pa3I0KEHUH OKCUIOB, U KUCIOPOJ BO3AyXa COEIUHSAETCS C
yraepogom u obpasyet raz CO. I'az CO 3arem pookucnsercs ¢ oopazoBanuem CO». Takum
obpazom cuHTe3 poxoaut B atMochepe cmecu razoB CO u CO2 B HE3aBUCUMOCTH OT COCTaBa
UCXOJIHOM Ta30BOM cCpenbl, B KOTOPOM HWHULMUHUPOBAJICA AYroBOM pa3psa. OTO SIBICHUE
MO3BOJISIET peaTn30BaTh CUHTE3 KapOUIOB METAIJIOB, B TOM YHWCJIE€ M BBICOKOIHTPOMUNHBIX
KapOHI0B, IPY MHUIIMMPOBAHUU U TOPEHUU JYTOBOTO pa3psia B OTKPHITOM BO3AYIIHOU cpee.
B ciyuae ucnosnab30BaHus B KAU€CTBE UCXOHOTO ChIPhSl YUCTHIX METAJIOB, CEPHUSI XUMUYECKUX
peaknwmii mpumet Bua (15-22). [Ipu 3TOM HCTOYHUKOM KUCIIOpoaa s oOpa3oBanus razoB CO
1 CO2 sBisieTCS TOJIBKO aTMOC(HEPHBIN BO3TYX.

Ti0,+3C=TiC+2CO (7) Ti+C=TiC (15)
Zr0,+3C=2ZrC+2CO (8) Zr+C=2rC (16)
0.5Nb,05+3.5C=NbC+2.5CO (9) Nb+C=NbC (17)
HfO,+3C=HfC+2CO (10) Hf+C=HfC (18)
0.5Ta,05+3.5C=TaC+2.5CO (11) Ta+C=TaC (19)
2C+0,=2CO (12) 2C+0,=2CO (20)
2C0+0,=2C0; (13) 2C0+0,=2CO0; (21)

TiC+ZrC+NbC+HfC+TaC=TiZrNbHfTaCs (14) TiC+ZrC+NbC+HfC+TaC=TiZrNbHfTaCs (22)
[TpoBeneHHEe HECKOIBKUX CEPUH DKCIEPUMEHTOB [0 ONTHMHU3AIUM I[1apaMeTPOB
mpolecca  CHHTe3a  TO3BOJIMJIM  HAaWTH  yClIOBHS ~ 0OOpa3oBaHHS  OJHO(A3HOTO
BeICOKORHTpOTMitHOTO Kapouma TIZrNbHfTaCs. Otpaborka pexuMoB pabOTHI IYroBOTO
peakTopa Uil CHHTE3a BBICOKOIHTPOIMIHOIrO KapOuja NpOBOAMIACH Ha NpUMEpEe CHUHTE3a
KyOmuyeckoit (aszel kapOunma tuTaHa. CHHTE3 MPOBOAWIICS C HCIIOJNB30BAHUEM DPa3IHMYHOTO
UCXOJHOTO ChIphsi (MOPOIIOK THTaHA, MOPOIIOK THOKCHAA THTaHA, TCXHHUYCCKUH YrIIepoj,
JPEBECHBIA Yroib, MOJYYCHHBIH METOJOM IHPOJIM3a U3 OTXOJOB JIEPEBOOOPaOATHIBAIOIIECTO
NPEANPHUATHS). BB yCTaHOBJICHBI OCHOBHBIE 3aBHCUMOCTH (Da30BOr0 COCTaBa OT pabodmx

nmapamMEeTpoB, TaAKUX KaK IINIOTHOCTH ITOTOKA JSHEPrUu U KOJIHUYCCTBO HOHBGHGHHOﬁ OHEPIuy,
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HeoOXOoIMMbIe JJI peaju3allui cuHTe3a. B pesynbpTaTe Oblia mokazaHa BO3MOXKHOCTh CHUHTE3a
KyOndeckoi ¢a3pl KapOuaa TUTaHA U3 TOPOIIKOB TUTAHA, TUOKCHIA TUTAHA, B TOM YHCJE TaK
Ha3bIBaeMoro OnomopdHoro kapbujaa THTaHa, T.€. MaTEpHaja Ha OCHOBE KapOWaa TUTaHA C
MOP(}OTOrHYECKUMHU MPU3HAKAMH, XAPAKTEPHBIMU JUIsI OMOJIOTHYECKUX OOBEKTOB, JAHHOM
ciydae — apeBecuHbl. C ydyeToM OTpaOOTaHHBIX Ha MpHUMepe KapOuaa TUTaHa PeryIupyeMbIX
napaMeTpoB Mpolecca CHHTE3a ObUIO TPOBENEHO HECKOJIbKO CEpUll 3KCIIEPUMEHTOB,
MOCBSIICHHBIX MOJYYEHHUIO OT/IEIbHBIX KapOUI0B METANIOB U BBICOKOSHTPOIIMHHOTO KapOouaa
C HCIOJIb30BaHUEM 0€3BaKyyMHOTo MeToja. ONTUMU3UPOBAHHBIE MapaMeTphbl SKCIEPUMEHTA
3aTeM OBbUIM HKCIIOJIb30BaHBI NIl CHHTE3a KapOWIOB TUTaHa, IUPKOHHUSA, HUOOWS, TadHwUs,
TaHTaJla U BBICOKOAHTpONMUitHOro kapOuaa. Ilo naHHBIM pPEHTreHOBCKON AH(paKTOMETPUU
YCTAHOBJIEHBI MapaMeTpPbl CTPYKTYpPhl CHHTE3MPOBAHHBIX KPHUCTAIUIMYECKHX (ha3, KOTOpHIE
COOTBETCTBYIOT H3BECTHBIM IPEACTABICHUAM O COOTBETCTBYIOIIMX KapOuax MepexoJIHbIX
MeTaiyioB. [lo JaHHBIM MPOCBEUYHMBAIOMIEH AJIEKTPOHHOM MHUKPOCKONHH yCTAHOBIIEHBI
0CcO0eHHOCTH MOP(OJIOTHH CUHTE3UPOBAHHOW HAHOpa3MepHOW (pakiuu, 3aKII0YarolInecs B
HAJIMYUU CTPYKTYPbI THIIA «000JI0UKa-SAPO» (SAPO COCTOUT U3 KapOuaa MeTasuia, 000I04Ka U3
rpadura).

OnpeneneHHble  MapaMeTpbl  AKCHEPUMEHTAa TO3BOJIMIM  OCYIIECTBUTH  CHHTE3
MHOTOKOMIOHEHTHBIX (BhICOKOAHTponuitHbIX) Kapouao (HEC). Haubonee uzsectasim HEC
(Ha MOMEHT HamucaHusi paboThl) SBISIETCS KyOMYECKHMI MHOTOKOMIIOHEHTHBIM KapOun
TiZrNbHfTaCs. B mensx ero cuHTe3a MPOBEJCHBI CEPUU SKCIICPUMEHTOB, B paMKaX KOTOPBIX
AIIEKTPOAYTOBOM MIa3MOi 00pabaThIBaJIUCh CMECH OKCHAOB METAIOB M Yriepoia, a TaKXKe
YUCTBIX METAJIJIOB U yriepoza. B cepusix s3kCriepuMeHTOB U3MEHSIIOCH KOJIMYECTBO IJIA3MEHHBIX
BO3JICHCTBUI Ha KaXK[bIi 00pa3el], COOTHOIIEHHE MacC OKCHUIOB METAJIOB U YTIEpoa, MacChl
UCXOHOTO ChIpbs. [TonpobHble nanHble mpuBeneHsl B Tabmune 1. Ha puc. 9 npencrasieHs! B
KayecTBE MpHUMepa TUIHYHBIE PEHTIC€HOBCKUE AU(PPAKTOTPAMMBI TMOTYYEHHBIX MPOIYKTOB,
coaepxkamux kpucramindeckue (aszsr HEC. Bo Bcex oOpasmax rinaBHOU (a3zoi sBisieTcs
rpadut, OJHAKO TaKKe MOKHO OJHO3HAYHO UACHTHPHUIIMPOBATH Ga3bl kapoumoB. Ha pucynke
9 BuaHo, uyto mus obOpasma HECOO xapakrtepHO Hanmu4ue OJIHOBPEMEHHO MHOMXECTBA
KyOnueckux (a3 kapObuaoB, 4yTo roBoput o0 orcyrcTBuu oaHodasHoro HEC. D10 cBs3aHo
HEJIOCTAaTOYHOM TOMOT€HHOCTBIO UCXOJHOTO ChIPhs, CMEIIMBAEMOTO B araTOBOM CTYNKE; B 3TON
CBS3M B JIaJIbHEHMIINE dKCIIEPUMEHTHI IPOBOIMUIIUCH C MPEABAPUTEIBHO IOMOJIOTHIM B IIAPOBOM
MENbHHIIE ChIpheM (6 4YacoB, mocyla W Iapbl U3 auokcunaa nupkonus). Ob6pasust HECOI,
HECO02, HEC03 o6paboTansi 1o 1, mo 2 u 1o 3 pasza COOTBETCTBEHHO. BUIHO, 4TO mOCIie BTOpOH
u Tperbell o0paboTku Makcumymbl ¢azsl HEC 0Gonee cuMMeTpuUyHBI, YTO MOMKET OBITh
CBHUJIETENILCTBOM 00pa3oBaHusi ogHodasHoro TBepaoro pacrsopa T1ZrNbHfTaCs. Ocranbable
KapTUHBI PEHTI€HOBCKOM AM(pakiuy KayeCTBEHHO HE OTIMYAIOTCA OT XapaKTepHBIX IS
obpasia HECO03, mpu 5ToM ¢ yBeTUYEHUEM JI0JU OKCUIOB METAJIJIOB M OOIIEH MacChl HCXOTHOM
CMECH YJIaloCh MOBBICUTh OTHOCHTEIbHYI) WHTEHCUBHOCTH JU(PPAKIMOHHBIX MaKCHMYMOB
HEC, npu 3ToMm Bce ke ri1aBHOM (pa3oit ocraeTcs rpadur.
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Tabmuma 1. OcHOBHBIE TapamMeTphl cepuil IKcrepuMeHToB mo monydeHuto HEC: Homep
JKCHIepUMeHTa, mudp obpasua, cuia toka (1), Bpems myrooir oOpadboTku (), KOIHMUECTBO
nyroBeix BozaewctBuid (N), cymmapnas moxaBeneHHas SHeprust (W), COOTHOIICHHE Macc

yriaepoia ¥ OKCUAO0B METAILIOB (M¢ / Mokeuza), MACCA UCXOIHOTO CHIPBA (Mycx)

Ne | upp | I, A | t,c | N, pa3 W, Hcxomuslii cocras Mc / Moxeuna Mycx, T
1 | HECOO | 200 | 25 1 160 Ti, Zr, Nb, Hf, Ta, C, O 1/1 0,5
1 | HECO1 | 200 | 25 1 160 Ti, Zr, Nb, Hf, Ta, C, O 1/1 0,5
2 | HEC02 | 200 | 25 1 160 Ti, Zr, Nb, Hf, Ta, C, O 1/1 0,5
3 | HEC03 | 200 | 25 2 320 Ti, Zr, Nb, Hf, Ta, C, O 1/1 0,5
4 | HEC04 | 200 | 25 3 480 Ti, Zr, Nb, Hf, Ta, C, O 1/1 0,5
5 | HECO05 | 200 | 25 3 480 Ti, Zr, Nb, Hf, Ta, C, O 1/1 0,5
6 | HEC06 | 200 | 25 3 480 Ti, Zr, Nb, Hf, Ta, C, O 1/3 0,5
7 | HECO7 | 200 | 25 3 480 Ti, Zr, Nb, Hf, Ta, C, O 1/4 0,5
8 | HEC08 | 200 | 25 3 480 Ti, Zr, Nb, Hf, Ta, O 0 0,5
9 | HEC09 | 200 | 25 3 480 Ti, Zr, Nb, Hf, Ta, O 0 1,0
10 | HEC10 | 200 | 25 3 480 Ti, Zr, Nb, Hf, Ta, C, O 1/4 0,5
11 | HEC11 | 200 | 25 3 480 Ti, Zr, Nb, Hf, Ta, C, O 1/4 1,0
12 | HEC12 | 200 | 25 3 480 Ti, Zr, Nb, Hf, Ta, C, O 1/4 2,0

Ilo maHHBIM pacTpOBOM AJIEKTPOHHOW MHMKPOCKOIMM B COCTaBE MPOAYKTOB CHUHTE3a
MOKHO HACHTU(PUIMPOBATH MHOTOYHCIEHHBIE OOBEKTHI C pa3MepaMu MOpsAIKA JECATKOB
MHUKPOMETPOB, NPEACTABIAIONMX COO0H OTHeNbHbIE KPUCTAIBI WIM HMX arjomepatsbl. Ilo
JAHHBIM DHEPTOMCIIEPCUOHHOTO aHajM3a JaHHbIe 0OBEKTHI COJEepPKAT OAHOBpEeMEeHHO T1, ZI,
Nb, Hf, Ta, C. Kpome TOr0, BHIHO, Y4TO DJIEMEHTHI (METaJLIbI) PABHOMEPHO PACHpPE/ICICHEI B
o0beMe KpUCTAIIJIOB, YTO CBUJETENBCTBYET O (POPMUPOBAHUU BBICOKOIHTPONMMHOIO KapOuaa
TiZrNbHfTaCs (puc. 10).

a) 6)

I
m
(@]
o
@

HHTEHCHBHOCTE 0.€.
I
m
0
o
—
HurencHBHOCTE 0.€.

JLA_A“ HEC00 HEC00

. NbC I [ | (I NOC 1 |

TiC | I I o TiC | |
71 Lo | o e | [

TaC b | Lo “Ta | |

lec N I

20 30 40 50 60 20, rpaj 32 34 36 38 20, rpax

Puc. 9. Tunuunsie qudpakTorpaMMbl IPOTYKTOB CHHTE3a, MOJIYYCHHBIX B CHCTEME XUMHUUECKUX
anemeHToB Ti-Zr-Nb-Hf-Ta-C-O. IIpeacrasiensr mudpakrorpammsl B quamnazone a) 20 — 80
rpamaycoB u 0) 32 — 42 rpaaycos.
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Puc. 10. a) ®ororpadus ornensHo# yactuibl cuntesupoanHoro HEC. Kapter pacnipenenenus
XUMHUYECKUX 3JIEMEHTOB B COCTaBE MUKPOHHBIX KPUCTAVIOB U UX arjoOMepaToB B MPOIYKTaxX

cunresa 0) Ti, B) Zr, r) Nb, ) Hf, ¢) Ta.

Pesynprarel mpocBedMBaIOMIEd 3JIEKTPOHHOW MHUKPOCKOIIMHM IOATBEPKIAIOT JaHHBIE
pacTpoBOM 3JIEKTPOHHOW MHUKPOCKONMU M PEHTTEHOBCKOM AM(PPAKTOMETPUU O HAIUYUM B
MPOJYKTE CHHTE3a KPUCTAILIIOB C KyOUYECKOM CTPYKTYpOi, cofiepkaux onqnoBpemeHHo Ti, Zr,
Nb, Hf, Ta. Ha puc. 11a-u npencraBieHsl THIHYHBIN TeMHONIONIBbHBIH STEM-CHUMOK U KapThl
pacIpeacieHus] XUMHUYECKUX AJIEMEHTOB, 110 KOTOPBIM BUJHO, YTO B ITPOAYKTE IMIPUCYTCTBYIOT
OTHOCHUTEJIHHO TUIOTHBIE OTpaHeHHbIE 00BEKTHI ¢ pazmepamu meree 100 HM.

CK c=50nm OK ™—m50nm
e) )

NbL c=50nm HfFM — 50 nm

50 Hv PRI

Puc. 11. Temuononsusiit STEM-cHIUMOK (2) 1 KapThl pacrpene’leHuss XUMUIECKUX JIEMEHTOB
B COCTaBE HAHOPAa3MEPHBIX KPUCTAIUIOB B mpoaykrax cunresa: (0) C, () O, (r) Ti, (m) Zr, (e)
Nb, (k) Hf, (3) Ta; cernmomonbHblii TEM-cHUMOK M KapTHHA AUGPAKIMUA SJICKTPOHOB
rpa¢uTtoBoi mMaTpuusl (4, k), HRTEM-caumok yactuniet HEC u cooTBeTcTByIOmAs KapTHHA
TU(PPaKINU IIEKTPOHOB (1, M).
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KoHTypsl 00beKkTa MOBTOPSIIOT KapThl paclpeesieHnss XUMUUeCKUX 35ieMeHToB Ti, Zr, Nb, Hf,
Ta. IIpu 3TOM MO KapTe pacnpenesieHnus KUCIOpOoJa BUAHO, YTO OH HE KOHTPACTUPYET HU C
KakKMMH OOBEKTaMHM Ha CHHMMKax. PaccmaTpuBaemble KpHCTaJUIbl, KaK MPaBUIIO, HAXOAATCS B
00J1aCTH MOBBIIIICHHOW KOHIIEHTPAIUH YTIEPOIHBIX YaCTUIl UM B TeJIE YIIEPOIHON MaTpPHUIIbI,
UMEIOIIHX rpaduTONoA00HYIO CTPYKTYPY (pHc. 11k-m).

[lo naHHBIM PJIEKTPOHHOU TU(PAKLINU, CHATHIM HENOCPEICTBEHHO C KpHUCTAUIA, ObLIN
HIeHTU(UIUPOBAHEl MEXKIUIOCKOCTHBIE paccTosiHus d=2.64 A, d=1.34 A, d=1.08 A, a
pacCuMTaHHBII MapaMeTp penieTKH B0k HanpapieHus <111> ¢asst HEC cocrasnser 4,57 A.
Takoli mapameTp peHIeTKA C Y4ETOM BO3MOXKHBIX OTPEITHOCTEN COOTBETCTBYET pe3yJibTaTam
PEHTT€HOBCKOM AU(PPAKTOMETPUU M U3BECTHBIM JAaHHBIM O BBICOKOHTPOIMUHBIX KapOuaax
TiZrNbHfTaCs. BaxxHbIM pe3yiabTaTOM CIEIYET CUUTATh, YTO B MOJYyYaE€MbIX YaCTUYKax HE

CTPYKTYP,
pacCMaTpruBaCMbIC O6’I)GKTBI HC ABJIAIOTCA IIOJIMKPUCTANIAMM, COCTOAIMIMMH M3 OTACIIbHBIX

00HaApYKEHO COOTBETCTBYIOIIMX  KapOWgaM OTHCIBHBIX METAlIOB, T.C.
KapOUJ0B TMEPEXOIHBIX METAIOB. JlaHHBIE KPHCTAUIBI XapaKTEPHU3YIOTCSA OTHOPOIHOU
CTPYKTYpPOH, PaBHOMEPHBIM pACIpPEICICHUEM BCEX BXOMSIIUX B HX COCTAB XHMHYCCKHX
DIIEMEHTOB.

OCHOBHBIM HEJOCTATKOM B peajM3aldd pa3padOTaHHONH METOIUKH  SBJISCTCS
NpUCyTCTBUE TrpaduTa B MPOAYKTaX CHHTE3a B KadyecTBE IIaBHOH (asbl, T.e. MaTepuaia
SIIEKTPOJOB. [ JTABHBIMH HCTOYHMKAMH H30BITOYHOrO YIJIEpoda SBISCTCS 3POAMPOBAHHAS C
aHoOa Macca, a TakKe M30bITOYHOEC KOJIUYECTBO YIIIEpPO[a B COCTaBE€ MCXOMHBIX cMecel. Jlis
JMKBUAALNN JAHHOTO HEIOCTATKA MPOBEJACHBI CEPUU IKCIICPUMEHTOB, IIPHU KOTOPBIX HCXOIHOE
CBIPbE OTACISIOCH OT aHoAa rpadUTOBOM MHIICHBIO, HAXOAIICHCS IMOJ OTPUIATEIbLHBIM
noTeHIranIoM. JlaHHas MUIIEHb yIaIsuIach M3 IPOJYKTa CHHTE3a KaK 00bEMHOE TEJIO BMECTE C
KaTOJHBIM JICTO3UTOM. [IpH 3TOM MCXOJHAs CMeCh MOTOBUJIACh B COOTBETCTBUHU C JKEJIACMbIM
CTEXHOMETPHUYECKUM COCTaBOM. B Xo0j1e mpoBecH s HCCICIOBaHMIA YAaI0Ch MOJYUYUTh CEPUIO
00pa3IioB, B KOTOPBIX JOMHHHPYIOT HCKOMbIE KyOMUYECKHE TpaHEIEHTPUPOBAaHHBbIC (ha3bl
tyromiaBkux kapoumos: TIC, ZrC, NbC, HfC, TaC, TiZrNbHfTaCs (o6pazenr HEC), urto

MIOJITBEPIKAACTCS JAHHBIMH PEHTTEHOBCKOM audpakromerpun (puc. 12).
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Puc. 12. Tunuunbele pe3yibTaThl PEHTICHOBCKON TU(PPAKTOMETPUU IOPOIIKOB, B KOTOPBIX

JOMHHHUPYIOT UCKOMBIE (pa3bl KapOUJA0B METAJIOB U BEICOKOIHTPOIUMHOTO Kapouia
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JlanHbie 00pa3ibl MOTYUYEHBI C KUCIIOJIB30BAHMEM B KAYECTBE MCXOJHOTO ChIPbS MEPEXOIHBIX
metayuioB (Ti, Zr, Nb, Hf, Ta) u penrrenoamopdHoro yriepoma. Cmecu o0pabaThIBAIKHChH
AJIEKTPOIYTOBOM TIa3Moi B TeueHue 45 cexkyHha (A yero Oblia MpOBEIeHAa MOACPHHU3ALIMS
TOKOBEIYIIMX 4YacTeld C MOJIKIIYEHWEM K HHUM KOHTYpa BOJSHOTO OXJIXKJICHHUS IS
MPEIOTBPAILICHHUS PACTIIIABICHHS METAUNTMYECKUX KOHTAKTHBIX 3JIEMEHTORB), B TEUEHUE KOTOPHIX
noaseneHo ~318 k> 3HEpruu Npu OTHOKPATHOM BO3JICUCTBUH.

Jlns MarepuanioB Ha OCHOBE OOO3HAUEHHBIX BBHIIIE KApOUIOB OJHUM U3 Ba)KHBIX
aCIEKTOB, ONPEACIISIIOLIUM UX BO3MOXHOCTH IPUMEHEHUS, ABJISIIOTCS MapaMeTPhl IIpoliecca uxX
ropeHust (okucieHus). B 3Toil  CcBSA3M AN MOJYYEHHBIX MaTepUaioB  IPOBEJICH
i depeHMaNbHBIA TEPMUYECKUI aHanu3. B cepum SKCIIEPUMEHTOB PETUCTPUPOBAIHCH
KpuBble u3MeHeHuss Macchl (TT-kpuBble), KpUBBIE, XapaKTEpU3YIOIIUE TEIUIOBBIE TOTOKH,
BO3HHUKarOIIKE B Iporecce cheMku 00pasnos (JICK-kpuBsie), a Tak:ke KpUBbIe HOHHBIX TOKOB,
cooTBeTCTBYIONIMX BhiAeneHuto raza CO2. Ha TI'-kpuBbIX MpH IBUYKEHUU BIOJIL OCH abciuce B
CTOPOHY YBEJIMYEHHS] TEMIEpaTypbl TMEPBBIM SIBJICHUEM HUIACHTUDUIIUPYETCS pe3Koe
YBEJIUYEHUE MACChI, KOTOPOE COMPOBOXKIAETCS IK30TepMUUECKUM d(PHEKTOM, a TAaKKEe pOCTOM
KoHIeHTpauu ra3za COz. DTOT mporecc CcleayeT CUMTaTh OKHUCICHHEM KapOuIOB C
oOpa3zoBanueM okcuaoB. [Ipomecc MoxkeT ObITh OmUcaH OOIIEH3BECTHHIMH YpaBHEHUSMU
DK30TEPMHUYECKUX PEAKIINN:

TiC+C+30,=Ti0x+2CO, (23)
ZrC+C+30,=Zr02+2CO> (24)
ANbC+C+100,=2Nb,05+5CO, (25)
HFC+C+30,=Hf0,+2CO, (26)
ATaC+C+100,=2Ta,05+5CO; 7)

2C+0,=2CO (28)

2C0+0,=2CO; (29)
2TiZINbHfTaCs+C+140,= 2TiO2+ 2ZrO,+Nb,0s+2HfO,+Ta,05+6CO; (30)

Taxoke cienyer OTMETUTh, YTO MpPH JANbHEHIIEM IBMKCHUU B CTOPOHY YBEIHMUYEHUS
TEMIIEPATYPhl MOXHO HACHTH(PHUIIMPOBATH IK30TEpMUUYECKUN dPPEKT, XapaKTepU3yrIIHics
cnajoM Macchl 00pasnoB M moBblleHHEeM KoHIeHTpauuu COz. 3ToT 3P¢heKT MOKHO
XapaKkTepu30BaTh Kak TOpEeHHWe TpapuTra B COCTaBe TNPOAYKTOB cuHTe3a. Hecmorps Ha
JIOMUHUPOBAaHUE B HCCIEAYEMBIX MPOAYKTAaX CHHTe3a KapOHIHBIX (a3, BCe K€ HEKOTOpOe
KOJINYECTBO HECBSI3aHHOIO yTIJIepo/ia MOXKET MPUCYTCTBOBATh B 00pa3Iiax, FopeHHe KOTOPOro U
HaOmronaeTcs B untreppaie temneparyp 600 — 700 °C.

OCHOBHBIE XapaKTEPUCTUKHU TPOIECCa TOPSHHSI B CPABHEHHH C COOTBETCTBYIOIIMMU
JUTEPATypHBIMHU JaHHBIMU TIPEJICTaBICHBI B Tabmuie 2. BuaHo, 94T0 Bce 00pa3isl HAOUPAOT
Maccy B IIPOIECCEe OKUCICHUSA, TPUYEM, U3MEHEHNE MaCChl JJIsl IOJTYYEHHBIX 00pa3oB OJIM3KO
B TIpejiesiaX BO3MOKHBIX TIOTPEITHOCTEH K JINTEPATYPHBIM JaHHBIM. DTOT (haKT JOMOTHUTEIHHO
TIOJITBEPKAACT, YTO TOJTYUYCHHBIC MaTepUaibl SBISIOTCS KapOuIamMH MEPEeXOIHBIX METAIIOB.
[Tpu 5TOM BHIHO, YTO TEMIIEpATypa Havaja Mpolecca OKUCICHNUS MOJTyYeHHBIX B JaHHOH padoTe
MaTepHaJioB B CPeIHEM HUKE, a TeMIepaTypa OKOHYaHMS mpolecca Bbime B padote (Tabnuma
2) MO CpaBHEHUWIO C TMOJNyYCHHBIMH JaHHBIMH. M3BECTHO, YTO Ha TPOIECCH OKUCICHUS
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CYILECTBEHHO OKa3bIBAIOT BIMSHUE AUCIEPCHOCTH MOPOILKA, cOcTaB, mpuMmeceid u ap. Kpome
TOTO, Ha Pe3yabTaThl JUPPEPEHIINATEHOTO TEPMUISCKOTO aHATN3a MOTYT BIUSATH MapaMeTPhI
CBEMKH, B YaCTHOCTU CKOPOCTh HarpeBa 1 COCTaB OKUCIUTENIbHOU cpefibl. Bee 3T0 MOXkeT ObITh
OPUYMHON OTIWYMM, MOMYyYEHHBIX SKCIEPUMEHTAJIbHBIX NAHHBIX OT JUTepaTypHbIX. Kpome
TOTO, BBUJY OTCYTCTBHS JIaHHBIX O MapaMmeTpax IMpolecca OKUCICHUS BBICOKOIHTPOIUUHBIX
kapougoB coctaBa (TiZrNbHfTa)C, B Tabmume 2 mpeAcTaBiCHbl JaHHBIE  JUIsS
BBICOKO3HTpoIuiHOT0 Kapouaa cocrapa (HfTaZrNb)C, otnnuaromerocs ot 3KkCnepuMeHTalIbHO
MOJIYYEHHOTO OTCYTCTBUEM B CTPYKTYpPE TUTAHA.

Tabnuna 2. OcHOBHBIE TapaMeTpPhI MpoIecca OKUCICHHs KapOUI0B METAILJIOB, ty — Temneparypa
Hayaja mpoiiecca OKHCICHHs, ty — TeMIepaTypa, Ipu KOTOpol HaOIogaeTcss MakCUMalibHas
CKOPOCTh HabOpa Macchl, t, — TeMIepaTypa OKOHYaHUs MpoIecca OKUCICHUs (KapOUI0B), qm —
MAaKCUMAJIbHBINA TEIIJIOBOU MTOTOK

O6p. tu, °C tw, °C to, °C Am, % Om, MBT/Mr
IKCI [*] aken.. | [*] IKCI [*] sken. | [*]

TiC 474 - 817 - 1010 | - 27 - 9,62

ZrC 519 660 609 700 937 750 18,5 18,4 14,24

NbC 510 540 591 610 772 700 28,0 25,9 14,42
HfC 490 732 718 800 973 960 6,9 9,6 4,55
TaC 684 742 774 790 843 900 12,0 13,9 3,51
HEC 386 785* | 629 850* | 835 1000* | 21,0 15,5* | 7,79
*Y. Wang, M. J. Michael // Scripta Materialia. — 2021. — V. 193. — P. 86-90

Takxum 06pa3om, MOKHO CJIENIaTh BBIBOJI O pean3allii CHHTE3a U3BECTHBIX TYTOIUIABKUX
kapoumoB TIC, ZrC, NbC, HfC, TaC, a Ttaxke mpeacTaBUTels HOBOIO Kjacca
yIBTPATyroIJIaBKUX  MaTepuajioB B BHUAE  OMHOGA3HOTO  TBEPAOTO  pacTBoOpa
BbICOKO3HTponuitHOro Kapouma TIZINbHfTaCs Ge3BakyyMHBIM 3JIEKTPOIYTrOBBIM METOJIOM C
JTOMHUHHUPOBAHUEM B MPOJYKTaX CHHTE3a UCKOMBIX KyOnueckux (a3. [lomydeHHble MaTepraibl
XapaKTepU3yITCs MapamMeTpaMy Mpollecca OKHUCICHHS, COOTBETCTBYIONIUMHU B TIpeaenax
BO3MOXXHBIX MOTPEITHOCTEH JTUTEPATYPHBIM JaHHBIM, YTO SBJISICTCS OJHUM W3 JIOKA3aTEIILCTB
COCTOSITEIBHOCTH CUHTE3a, 0003HAYCHHBIX BBINIC KAPOWIOB MPEITI0KCHHBIM METOJIOM.

B nsToi riiaBe npeacTaBiICHbl PE3YJIbTATHI SKCIIEPUMEHTAIBHBIX UCCIIECIOBAHUM, B XO/I€
KOTOPBIX OBLI pealin30BaH CHHTE3 KyOuWdeckoi ¢asbl kapOuja KpeMHHs B BHJIE MHOXXECTBA
MHUKpPO- 1 HAHOPA3MEPHBIX KPUCTAIUTMYECKUX 0OBEKTOB C paznu4yHoi Mopdonorueil. [Ipu aTom
B KayeCTBE HCXOJIHOTO CBHIPbS  HCIIOJNB30BAIMCH KAK  KOMMEPYECKHE  TOPOIIKH
(penTrenoaMopHbBIN MOPOIIOK YTIAEPOa, YIIIePOHbIE BOJIOKHA, TOPOIIKH KPEMHUS, TUOKCUAA
KPEMHUS), TaK U OTXOJbl PA3JIMYHOTO MPOUCXOXKICHUS (30712 MPUPOTHOTO YTJIsl, JPEBECHBIN
yroyib, SBISIOIIMKACS  TMPOJYKTOM  THPOJIM3a  OTXOJOB  JepeBOIepepadaThIBAIOIICTO
npou3BojacTBa). [IpoBeneHbl CepUH DKCIEPUMEHTOB, B KOTOPBIX HM3MEHSUIUCH IMMapamMeTphl
MPOIecCa CUHTE3a M UCXOTHOTO CHIPhS: CHJIa TOKA, MPOIOKUTEILHOCTD BO3JICHCTBUS, TUAMET]
karoma (oOpabaTpiBaeMOW IJIa3MOM  TUIOMIA/IN), KOJMYECTBO TIOBTOPCHHUM TUIA3MEHHOTO
BO3JICHCTBUS Ha MCXOJHOE CBIPhE, COOTHOIICHUE MAacC KOMIIOHCHTOB MCXOJHOTO CHIPhS, €ro

KOJINYECTBO, 00pabaTeIiBaeMoe 3a OJMH pabounii MUK paboThl AYTOBOIl YCTAHOBKH.
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CornacHo pe3yabpTaTaM peHTI€HOBCKOH AudpakToMeTprn, n300pakeHHBIM Ha pHc. 13, B
IPOAYKTaX MOKHO HACHTH(PHUIIMPOBATH KyOndeckyro a3y kapOuaa kpeMHusi, rpadur, a Takxe
OCTaTK{ MCXOJHBIX KPEMHUS WK TUOKCHIa KpeMHUs. COTJIacHO OnpeaeeHHBIM 3aBHCUMOCTSIM
(a30BOro cocraBa OT CHIIBI TOKa, COOTHOIIEHHUS MacC UCXOJHOTO CBIPhS, MPOIOIKUTEILHOCTH
TOpEHHsI TyTOBOTO pa3psija MOXKHO OOECIeYHTh TaKue MapaMeTphbl Ipoliecca CHHTE3a, MpU
KOTOPBIX B TPOAYKTE CHHTE€3a METOJAOM pEHTICHOBCKOH audpakTtomMeTpun HE
UICHTUDUITUPYIOTCS CIIEABl MCXOIHOTO CHIPbS, KOTOPOE MO BCEW BHUIMMOCTH, MEPEXOIUT B
KapOux kpemHus. IIpu 3TOM KOJIMYECTBO MOABEACHHOM Yepe3 aHOJ AIIEKTPUYECKO SHEprHH
obecreynBaeT TaKyl0 MacCy IpOAWPOBAHHOTO yriepoja, 4To ¢asza rpadura TOMUHHPYET B
NPOAYKTaX CHHTE3A.
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Puc. 13. Pe3ynpTaThl pEHTreHOBCKOW IU(MPAKTOMETPUM TOITYYEHHBIX 0OpasloB MpHU
UCTOJIb30BAHUM B Ka4eCTBE MCXOJHBIX PEAarcHTOB IMOPOIIKa KyOuuyeckod (as3pl KpeMHHUS U
Oouoyris apeBecHbIX onmiok (cuna toka 220 A, cootHomenue C/Si=1/2): a) 00paboTaHHBIX
onHokpaTHo (1), nBykpaTHO (2) M TpexkpaTHO (3) mpu BpeMeHU Bo3aeucTBus 15 cexkyHnn; 0)
00pabOTaHHBIX MPH PA3IUYHON JUIUTEITBHOCTH TOJAECP)KAHUS TyTOBOTO Pa3psAaa MOCTOSHHOTO
Toka 1 — 10 cek, 2 — 20 cek, 3 — 30 cek; B) 3aBUCUMOCTH (ha30BOT0 COCTaBA MPOAYKTOB CHHTE3a
OT MPOJIOJKUTENBHOCTH MIPOLIECCa, a TAKXKE OT KOJMYECTBA 3JIEKTPOIYTOBBIX BO3/IEHCTBUM.

B xo/1e mpoBeICHHBIX CepHil IKCTIEPUMEHTOB PEATM30BaH CHHTE3 MHOXKECTBA PA3INIHBIX
MOpP(OTOTUYECKUX THUIIOB MHUKPO UM  HAaHOPAa3MEPHBIX KPUCTAJUIMYECKUX OOBEKTOB,
NPECTABISAIONMX WIH cofepxamux a3y kyOumdeckoro kapbupga kpemuus. [lo maHHBIM
pacTpoBO# AIMEKTPOHHON MUKPOCKOIHUH B MPOIYKTAaX CHHTE3a 00HAPYKEHBI MUKPOpa3MEpHEIC
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KPUCTAINIMYECKUE OOBEKThl C THUMMYHOM JUIsi KapOupa KpemHHs Mopdosoruei, TaHHbIE
00BEKTHI HE TPEOYIOT NETATHHOTO OOCYXKIEHHS, MO ATOW NMPUYMHE HE OMHMCAHBI B JAHHOM
pasnene. B ciyuyae ucnosnb30BaHUsI B KAYECTBE MCXOIHOTO CHIPhSl YTIAEPOIHBIX BOJOKOH (1) B
mpolecce CHUHTE3a UX TMOBEPXHOCTh 00pacTaeT MUKPOHHBIMU KpucTaiiamMu (2) kapbuaa
KpeMHus (cM. puc. 14).

R ; B 5 = ( : 0. MKM
Puc. 14. Pe3ynbraThl pacTpoBOM 2JIEKTPOHHOM MUKPOCKOIIMH MPOYKTOB CUHTE3a, MOJYYEHHBIX

C HMCIOJIb30BAaHUEM YTJIEPOAHBIX PEHTT€HOAMOP(HBIX BOJIOKOH U MOPOLIKAa KyOnuecKon (a3bl
KPEMHUSI B Ka4eCTBE MCXOJHOIO ChIphbs: 1. yriepoaHble BOJOKHA; 2. KpUCTAJUIbI KapOuia
KpEMHHUS.

Hpyroii uHTEepecHbId MOP(HOJIOrMUECKH THUI YacTHI] B COCTaBE€ MPOAYKTOB CHHTE3a
UACHTUQUIUPYETCS MPU HCIOIb30BAHUU B KAYECTBE MCXOJHOTO CHIPbSI JTPEBECHBIX OMUJIOK,
IIPEIBAPUTENBHO MOJABEPTHYTHIX ONEPALMH NUPOIN3a. B 3TOM ciiydae B MpPOAYKTax CHHTE3a
UICHTUDUIUPYIOTCS OOBEKTHI C XapaKTEPHOM CTPYKTYpPOH )KMBOr0 00BEKTa, B JAHHOM Cllydae
nepeBa (COCHbI), IJIE€ XOpOIIO BUIHBI KaWJUIAPHl U TOPBI C pa3MEpaMH MOPSAJIKA MUKPOH U
JECSITKOB MUKPOH. M0>KHO OOHAPYKUTh YaCTHULIbI, TOBEPXHOCTh KOTOPBIX MOKPHITA KapOUI0M
KPEMHHUS, TO €CTh TAaKOro poja OOBEKTHI MPEICTaBISIOT COOON yriaepoaHyio (rpaguToByIO
nocje MIa3MeHHOTO BO3/IEHCTBUS) MaTpPUIly, TOBEPXHOCTh KOTOPOW MOKPHITA ClI0EM KapOuaa
KpeMHusi (00bekThl 2 Ha puc. 15). Takum 00pa3oM, MOXKHO YTBEpKJIaTh, YTO B pPaMKax
pa3zpabarbiBaeMOro 0€3BaKyyMHOI'O 3JIEKTPOAYroBOTO METO/AAa BO3MOXEH CHHTE3 TakK
HA3bIBAEMOM HSKOKepaMHUKH uiu OuomopdHoro kapObuma kpemHus (kapOuga KpemMHHS C
NpU3HAKAMU CTPYKTYpPBI OMOJIOTHUECKOT0 0OBEKTA).

VL Ve e

Puc. 15. Pe3ynbTarsl pacTpoBOi 3IEKTPOHHON MUKPOCKOIINK IPOIYKTa CHHTE3a, TI0Ty4YEHHOTO
U3 TIOpOIlKa KpeMHHUs U JpeBecHoro yris (cocHa). 1. CTpykTypa UCXOgHOro Ouoyris; 2.
Arnomepatbl kKapOuja KpeMHHUS: OKPYTJIbIE arjioMeparbl kKapOuja KpeMHUs, GopMUPYIOIIHECS
Ha UCXOHOM JIPEBECHOM YTJIE a) BO BTOPUYHBIX U 0) B 00paTHO-OTPAKEHHBIX AJIEKTPOHAX; B-T)
IUIOCKUE arjioMeparbl KapOuja KpEeMHHUs, MOBTOPSIOMINE MCXOAHYIO CTPYKTYPY JAPEBECHOTO
yriis B nerekrope SE.



32

[Io nmaHHBIM TpOCBEUYUBAIOLIEH AIIEKTPOHHOM MHMKPOCKONMUU B MPOJIYKTax CHHTE3a
UICHTU(UIIUPOBAHBl pa3aMYHble THUMBI 00BEKTOB. (Oco00ro BHHMAaHHSA 3aCITY)KUBAIOT
HAHOCTEPKHM KapOuaa KpEeMHHUs, MOJy4YEHHbIE B psjae 3KcrnepumeHToB (puc. 16). Jlns
CHUHTE3MPOBAHHBIX HAHOCTEP)KHEHM XapaKTEepHO TBOMHUKOBAHUE CTPYKTYpPBI, IPUUEM CYAs IO
U300paKEHUIO SJIEKTPOHHON AUQPPAKIIMN OTPaKEHHUS ABOMHHKOB BCET/a MEPHEHANKYIISIPHBI
NPOJONBHON OCH HAaHOCTEP)KHSA, YTO MOXKET CBUACTEIHCTBOBATH O MPEUMYIIECTBEHHOM
HalpaBlICHAH pPOCTa BJOJIb TPOJOIBHON ocu cTepkHs (HampaBieHue <111>). CormacHo
HRTEM — cHuMKam B pexuMe NPSMOTO pa3perieHus, MEXIIJIOCKOCTHOE paCCTOSHHE
cocrapysieT 2.52 A, uto 6mu3ko k d<111> = 2.520 A xy6uueckoii pass kapouna kpemuus [[CDD
card Ne 00-029-1129]. OcoOGeHHOCTBIO CHHTE3UPYEMBIX HAHOCTEPKHEH SIBISICTCSI UX CTPYKTYypa
TUIa «000JI04Ka — Aapoy». Jnamerp HaHOcTep)kHEH n3mensieTcs ot ~20 HM 110 ~100 HM, JTrHA
MOJKET JOCTUTaTh HECKOJbKUX MUKpOH. TonmuHa 060109ku oneHuBaercs ot 2-5 um go 10-
20 aM. DnexkTpoHHas audpakTorpaMMa YKa3plBaeT Ha JIBOMHHKOBOE CTPOCHUE Spa.
TemuononsHbie TEM-cHUMKH, CHATbIE B JauadparMUpOBAaHHOM pEXKUME, WIUIIOCTPUPYIOT
JBOMHUKOBaHUE sapa crepxkHs (puc.16). OOoouka CTEpXKHS XapaKTepu3yeTcs amMopgHOU
CTPYKTYpOH, 4YTO BUAHO MO audpakmuoHHoil kaptuHe. [lomMumo enuHUYHBIX pediekcoB
KapOua KpeMHHsI U COOTBETCTBYIOIIUX CJIEJIOB JBOMHHUKOBAHUS MOXHO BBIICTUTH CHUIBHO
pa3MBITBIE KOJIbIIA, BEPOSATHO COOTBETCTBYIOIIEE aMOP(HON CTPYKType OOOIOYKH CTEPIKHS
(puc. 166). [TomoOHas cTpykTypa (Tumna «obdonouka SiC — sapo SiOx») MokeT GOpMUPOBATHCS
B TIPOIECCE OXJIAXKICHUS MPOAYKTa BBUY 00Jiee BHICOKOW TEMIEpaTyphl IUIaBlIeHUsT KapoOuia
KpeMHusi U Oosee OBICTpON KpHUCTaUIM3allMM KapOuja KpeMHHs B MPUCYTCTBUU OKCHUIA
kpemuus. [logoOHas cTpykTypa, Kak u MexaHu3mbl ee popmuposanus (VLS — Vapor-Liquid-
Solid), n3y4ueHsl B HEKOTOPBIX paboTax, OMyOIMKOBAHHBIX paHee. [Ipu 3TOM clieTyeT OTMETUTb,
YTO HAJUYUE OKCHJIHOM OO0OJOYKM M HEKOTOPOrOo KOJUYECTBA (HECKOJIBKUX IPOLEHTOB)
KHCIIOpOJila B oOpaslax SBISETCS XapaKTepHOW OCOOCHHOCTHIO HAHOCTEP)KHEH KapOuaa
KPEeMHHS, TOIYYCHHOTO PAa3IWYHBIMU CIMOCOO0AMH C TPUMEHEHHEM 3allUTHOW HWHEPTHOU

aTMoc(ephl.

=

Puc. 16. TEM-CHUMKH BBICOKOTO pa3pelieHrus HaHOCTPEp)KHEW KapOujga KpeMHHUS CO

CTPYKTYpO# «000si0uKa — Aapoy» (a, B), U KapTUHA AUPPAKIIUKA dTIEKTPOHOB (0)
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OCHOBHBIM  HEJIOCTATKOM  HUCIOJb3yeMOTO METOJa M  NPOBEIEHHBIX  Cepuil
SKCIEPUMEHTOB, TIOCBSIICHHBIX IOJNYYEHUIO KapOWga KpeMHHS, SBISIETCS CYIIECTBEHHOE
3arpsizHeHne Martepuana ¢aszoil rpagura. C yueToM HM3BECTHBIX CBEJIEHUM O TeMIlepaType
BO3ropaHusi rpadura u KapOuga KpeMHHUS B BO3AYIIHOW cpelae ObLIO  BBIABUHYTO
MPEINOIIOKEHIHE O BO3ZMOKHOCTH OYMCTKHU MPOAYKTa OT U30BITKA YIJIEpO/ia €ro CKUTAHHEM.
Hns storo mpoBeaeH auddepeHInanbHbIi TEPMUUECKUNA aHalu3 psga oOpas3loB B ILENAX
YCTAHOBIJICHUSI XapaKTEPHBIX TEMIEPATyp TEIIOBBIX 3PQPEKTOB, KOTOPHIMU COMPOBOKIACTCS
IpolecC HarpeBa MPOJYKTOB CHHTE3a B OKHCIMUTEIbHOU cpeie. B pesynpTaTe ycraHOBIEHa
TeMIeparypa, HeoOXoAaumas AJisg CXKUTaHHs M30BITKAa yriiepoja B MPOAYKTaX CHHTE3a paBHAs
750 °C-800 °C. Ilo momyuyeHHbIM audpakrorpammaM (puc. 17) BHIHO, YTO TEPMHUCCKHUM
BO3/JICHICTBMEM Ha NPOJYKT CHUHTE3a B BO3AYIIHOM Cpele MOKHO BBIIEIUTH (ha3y KapOuia
kpemHuusi. [Ipu 3ToM B psifie ciiydaeB yJaeTcsl COXPAHUTh MPU3HAKU UCXOJHON MOpQoioruu
OpOAYKTAa CHHTE3a II0CJIeé TEPMUYECKOrOo BO3JCHCTBMS, Hampumep, Ha puc. 17 BHUIHBI
c(hopMHUpOBaBLIMECS B ONPEICICHHOM MOPAJIKE MOPbI, @ TAKXKE arjioMepaThl YacTUl Kapouaa
KPEMHUS C HETUITMYHOW MaKpOCTPYKTYpOH AJisi KapOuia KpeMHHUS; T.€. B 00CYKIaeMOM cllydae
Ha JIMIO NPHU3HAKU OMOMOP(HOMN CTPYKTYpBI, HAIMYUE KOTOPOW OOYCIIOBICHO (HU3MUYECKOM
HIPUPOJON UCXOJHOTO CHIPhS (APEBECHBIX OMMUIIOK).

a)

MHTEHCUBHOCTb, O.e.

Puc. 17. PentrenoBckue audpakrorpammsbl (a) mpoayKToB cuHTe3a (1) U OUYMIIEHHOro OT
u30bITKa yriieposa kKapouma kpemHusi (2), CHUIMOK KapOuaa KpeMHHs, XapaKTepU3YIOIUNCS
npuU3HaKaMu OMOMOP(HHOM CTPYKTYpHI (0).

[Tonydyennble 00pa3ibl KapOuga KpeMHHUSI ¢ MAaKCHUMAaJbHON KOHLEHTpalue ncKoMoi
da3pl  MCMONB30BAIMCh ISl  CHEKaHHUS OOBEMHBIX KEpaMUYECKMX MaTepuajoB U
MeTauIoMaTpuuHbIiXx KoMmMno3utoB (MMK) Ha oOCHOBE alllOMHUHHS METOJIOM HCKPOBOTO
wiasmenHoro  cnekanust  (SPS).  ITlomydyenHble oOBEMHBIE KepaMHYECKHE  OOpasIlbl
XapaKTepu3yroTcs 1e(PEeKTHOCThIO CTPYKTYpbI, HAIMYUEM TOp, a Takke TBepAocThio 10 1800
HV B otnenbHbIx obnacTsx. [TonydenHsie Metamiomarpruulbie komMno3utsl Al/SIC, crieueHHbIe
¢ pa3nuyHo# noneit kapouaa kpemuus (ot 12 06. % 1o 50 06. %, cm. puc. 18) xapakrepusyrorcs
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TeHJIO(I)I/ISI/I‘:IeCKI/IMI/I XapaKTCpUCTUKAMU HHMKC TCOPCTHYCCKUX, HO OJIM3KUMH K

SKCIEPUMEHTAIBHO ONPEEIEHHBIM B pa0oTax.

) ' :
q ;
100 mKkm

‘E Al matpuua ‘ Yactuuypi SiC 0926 H D48 x500 200um SPS 0006 10:10 H D47 x1.0k 100um 2017/01/19 19:38 H D54 x3.0k 30um

Puc. 18. MonenpHast KapTa pacroloKeHUs 4aCcTUI] KapOua KpeMHHUS B AIFIOMUHUCBOW MaTPHIIC
(a), Tumuunbei SEM-cHUMOK moBepxHocTH moiaydenHoro MMK Al/SiC (6), SEM-caumok
MOBEPXHOCTHU AIIOMUHUEBOM MaTpulibl (B), SEM-CHUMOK KpHUCTaJIOB MCIOIB30BAHHOTO IS
dopmuposanust MMK Al/SiC kap6una kpemuus ().

CnengyeT OTMETHTb, YTO HECOBEPIICHCTBO MOJYYEHHBIX OOpPa3IOB KEepaMUYECKUX U
METaJJIOMaTPUYHBIX KOMIIO3UTOB OOYCJIOBJIEHa HEOOXOAMMOCTBIO MCCIIEOBAaHUS PEKUMOB
CIeKaHus, MoA0opa CeKaUX 100aBOK, ONPEAEICHHS METO1a ITPEABAPUTEIBHON MO OTOBKU
HCXOJIHOTO CHIPbSI, YTO BBIXOJUT 332 PAMKHU JIaHHOUM paboThl. TakuMm 00pa3oM, MOXKHO CIENaTh
BBIBOJI O BO3MOXKHOCTH CHHTE3a KapOuaa KpeMHHs 0€3BaKyyMHBIM 3JIEKTPOJTYTOBBIM METOI0M
C pa3iuyHOM  MopdoJored W  HUCHOJB30BaHUA  MOJY4aeMbIX MPOAYKTOB  IOCIIE
MpPEABAPUTEIHLHON OYHUCTKH TIPH CHEKAaHHMH OOBEMHBIX KEPaMHUYECKUX MaTEepHaloB U
METaJUIOMATPUYHBIX KOMIIO3UTOB.

Pa3paboranHbIii MeTO/ XapaKTepU3yeTcs MPAKTUYECKOW IIEHHOCTHIO BBUAY MPOCTOTHI
€ro peajgn3aluu 1 UCIO0JIb3yeMOro 000py10BaHUs, OJTHAKO, HECMOTPSI Ha MPOBEEHHbIE Pa0OTHI
B 00JIaCTH ONTHUMM3ALMM TPOIECCa CHUHTE3a W TPOBEJACHHBIX MEPOMNPUSITHH IO OYHUCTKE
MIPOAYKTOB CHHTE3a, KayeCTBO MPOJYKTOB CHHTE3a TAaK WM HHAYE OrPAaHUYEHO BBUIY
HEBO3MOXXHOCTH TIOJTHOTO KOHTPOJIA Tpollecca W JOCTHKCHHsI YMCTOTHI KapOwa KpeMHUs
99.9999 %, HEOOXOAMMOTO ISl COBPEMEHHOT'O MPOU3BOJICTBA AJECKTPOHHBIX KOMIIOHEHTOB M
JIPYrod HAyKOEMKON TpOAYKIMH. B 3TON CBSI3M JIOTUYHBIM BBIXOJOM BHUJIMTCS MPHUMEHEHUE
pa3paboTaHHON TEXHOJIOTHH B 00JACTH MOJTYyUYEHHUsI KEPaMUUECKUX MaTEPHAIOB, TPEOOBAHUS K
YHCTOTE KOTOPBIX HE SBJISIOTCS ONpPEACISIONUMU (HApuMep, abpa3uBbl) B COBOKYITHOCTHU C
MCIIO0JIb30BaHNEM HEKOHAUITMOHHOTO HU3KOKAYECTBEHHOTO ChIPhs. B 3TOM CBA3M OBLIO IPUHSITO
pelIeHre IPOBECTH CEPUI0 SKCIIEPUMEHTOB IO UCIIOJIB30BAHUIO B KAUECTBE UCXOAHOTO CHIPBS
3076 TPUPOJHOTO YIisl. 30Jla OTHOCUTCA K KIIACCy CIIOKHOYTUIIM3UPYEMBIX OTXOJIO0B,
HAHOCSIIUX 3HAYUTEIBHBIM YPOH OKpYXKAIOIel cpeie M 3I0pOBBIO UEIOBEKa, Tpedyer
CHEIMUATBHBIX TEXHUYECKUX MEPOINPUITUNA Uil €€ XpaHEHHs. B OTHOIIEHWH MpoIEeCcCOB
YTUJIM3AlUH 30JIbHBIX OTXOJI0B MOKHO CUMTAaTh, YTO MCIOJb30BAHUE OTHOCUTEIBHO HOBBIX U
JIOCTaTOYHO CIIOKHBIX TUTa3MEHHBIX METOJIOB ONPaBIaHO, OCOOCHHO pa3pabOTaHHOHN B paMKax
JAHHON pabOThl «YMPOUICHHOI» 0e3BaKyyMHON METOAMKH, XapaKTePH3YIOIIEHCS TaKxke
MIOHMKEHHOMN YHEPrOEMKOCTBIO ITpoliecca.
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Ha puc. 19 npexacraBieHsl JaHHbIE PACTPOBOM DJIEKTPOHHOHW MHUKPOCKONUM U
SHEPrOAMCIIEPCHOHHOTO aHAIN3a UCXOAHOM 30116l U TIepepadoTaHHON B OTPA00TAHHOM B CEPHH
9KCIIEPUMEHTOB pexuMe (TOK pa3psaHoro koHtypa 200 A, npo0KUTETLHOCTh 00paOOTKHU HE
MeHee 20 CeKyHJ, OYMCTKa OT YrJiepoja METOJOM cxkuraHusi npu temmeparype 750 °C).
HcxomaHas 3071a XapakTepU3yeTcsl THTUYHBIM JIJIS1 30JIbHBIX OTXO0JI0B XUMHUYECKUM COCTAaBOM U
COCTOUT U3 KHCIIOpOa, KpEMHHMs, AIFOMUHUS, kene3a U ap. OCHOBHON MOpP(OIOrMYECKH THIT
qacTUIl — 3TO0 MHKpocdepsl. B pesymbraTte mima3zMeHHOW 00pabOTKM C TOCIETYIOIINAM
C)KMTaHWEM TMPOAYKTa CHHTE3a BHJHO, YTO OCHOBHYIO MacCy TMpOAYKTa COCTaBISIOT
MUKpOpa3MepHbIE KPUCTAJIBI B COCTABE arjloMepaToB € pa3MepaMu JI0 JECATKOB MUKPOMETPOB.
B pesynpraTte Takoro mpormecca nepepadoTKH MOKHO MPOCIEANTH CYIIECTBEHHOE H3MEHEHHE
KOJIMYECTBEHHOTO XHMMHYECKOTO COCTaBa (HECMOTPS Ha 3HAYUTENIBbHYIO HEOJIHOPOIHOCTH
0o0pa3lioB ¥ BO3MOXKHbIE 3HAYUTENbHBIE TMOTPEIIHOCTH METO/Aa SHEProJAUCIEPCUOHHOTO

aHanH3a): B HCCKOJIBKO pa3 BO3pacTacT COACPIKAHUC YIJICpOAd, B 3aMCTHBIX KOJIHMYCCTBAX

MOABJIACTCA a30T, IPAKTUYCCKU B Ba pa3a CHUKACTCA HHTCTPAJIIBHO COACPIKAHUE KUCIIOpOJa.
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View feld: 184 ym Det BSE
SEM MAG: 150 kx _ Date(midly): 02108120 —— 0 2 4 6

JHeprus, KEV
Puc. 19. Pe3ynbraTthl pacTpoBOW 3IEKTPOHHOM MHKPOCKONMU W 3HEPTrOJUCHEPCUOHHOIO
aHalM3a MCXOAHOM 301kl (a, O, B) M MOPOIIKOBOTO MaTepHuasa, MOJIYyYEHHOTO MpPU SHEPTUU
pazpsana 105 xJIx (Mpo1oKUTEIbHOCTh 00paboTku 20 CeKyHI) U 03aJICHHOTO (OYUIIIEHHOTO) B
neuyu npu temnepatrype 750 °C (t, 1, e).

[To nanHBIM peHTreHoBCcKOU audpakromerpun (puc. 20) MOKHO MPOCIETUTH IBOJIOLIUIO
¢dazoBoro cocrtaBa. McxomHble 30JI0IIIAKOBBIE OTXOABI IMPEHMYIIECTBEHHO COCTOAT U3
OKCHUIHBIX (ha3 HA OCHOBE AJTIOMUHMS W KPEMHHUS C HEKOTOPOM JoJiel peHTreHoaMopQHOM
KOMITOHEHTHI, B pe3yJbTaTe MIa3MeHHOM 00pabOTKu TiIaBHOUW (a3oi cTaHOBUTCS TpaduT, uTO
OKMAAaeMoro s paszpaboraHHoro wmertoga. Kpome TOro, MOXHO HIACHTH(PUIHUPOBATH
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MaKCUMYyMBbI KyOM4YeCKOTo KapOuaa KPeMHHUS ¥ TeKCaroHATbHOTO HUTPH/IA ATFOMHHUS, KOTOPBIC
CTaHOBATCS TJAaBHBIMH TOCJE OYHCTKH MPOAYKTa (CKUTaHWS B AaTMOC(EpHOW IeUH).
[Monyuennsiit Matepuan cnekaics metogom SPS (1800 °C, 5 munyt, 60 MIla) uuiudosancs,
nonupoBayics. Ha puc. 20 moka3aHbl CHUMKH WCXOJHOHM 30JIbI M MOBEPXHOCTH CIICUESHHOTO
00BEMHOTO 00pasiia Ha OCHOBe KapOuaa kpemHus. COrjacHO cepuH W3MEpECHHM, CpeIHee
3HaUYE€HUE MUKPOTBEPJIOCTH MONY4YEHHBIX oOpa3uoB cocrasisger 15,8 I'Tla, a MakcumanbHOE
3adukcupoBaHHOe 3HaueHue coctaBuio 19,9 I'lla. Takoro ypoBHs TBEpAOCTh XapaKTepHa AJis
MaTepHalioB Ha OCHOBE KOMMepYecKux mopoiikoB SiC ¢ rodaBkamu rekcaronaasaoro AlN.

W3noxxeHHbIE HAYYHBIE OCHOBBI O€3BaKyyMHOTO 3JICKTPOAYTOBOTO METOIA OTKPHIBAIOT
BO3MOKHOCTH ISl pPeau3allii MPOIECCOB IUIa3MEHHOW MepepadOTKU OTXOIOB PA3IUIHOTO
XUMHYECKOTO COCTaBa MW TIPOWCXOXKACHHSA, YTO IIO3BOJIIET YAaCTUYHO BO3BpaIlaTh B
NIPOM3BOJICTBEHHBIN IMKJI OTPaOOTaHHOE CHIPhE M peliaTh TEM CaMbIM 3a/1a4d 00eCIeYCHUs
YCTOMUMBOTO pa3BUTUSL SHEpPreTudeckoi orpaciau. OTpaboTaHHBbIE TEXHUYECKUE peIICHUs
TIO3BOJIMIIA HA JTAOOPATOPHOM CTaluy pearm30BaTh MepepaboTKy yroJbHOW 30JTbI, IPEBECHOTO
YOI, TOMYyYEHHOTO W3 ONWIOK, SBISIOMIUXCS OTXOJaMHU JiecorepepadaThIBaIOIIeTO
npeanpuitus. [Ipy 3TOM MPOAYKTOM CHHTE3a SIBISIFOTCS MaTepHajbl Ha OCHOBE KapOmua
KpeMHUS B BHJE IOPOIIKA, a TaKKe B BHIEC TBEPABIX OOBEMHBIX KepaMHUYECKHX 00pa3oB,
KOHCOJIMTUPOBAHHBIX METOJIOM HCKPOBOTO TUTA3MEHHOTO CTICKAHUSI.
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Puc. 20. a) Audppaxrorpammer (1) — ncxomHoi 30751, (2) — MPOAyKTa MepepadOTKU 3076l MIPH
HauOoJIbIIeH SHepruu mporecca (mocie 20 CEKyHIHOTO IUIa3MEHHOTo BO3aeHcTBHS), (3) —
OUYMILIEHHOTO U CIIEYeHHOT0 MeToJIoM SPS o6pasia; 6) SEM-cHuMok ucxoHoit 301161, B) SEM-
CHHUMOK CTICYEHHOTO METO0M SPS 00heMHOTO KepaMHYECKOTO MaTeprasa Ha OCHOBE KapOuaa

KPEMHHUSL.
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Taxke ciieyeT OTMETUTD, YTO MOJTYYEHHBIE PE3YyJIbTaThl B JAJBHEHUIIIEM HUCIIOIb3YIOTCS
IpY MIPOBEJCHUH UCCIIEIOBAHMIA B 00JIACTH TepepadOTKH U IPYTHX BUOB OTXOAOB, TAKUX KaK
HECOPTUPOBAHHOE OMTOE CTEKJIO PA3IMYHOTO MPOUCXOKICHUS, YTOJIbHBIN JIaK, U3HOLLIEHHBIE
aBTOMOOWJIbHBIE MOKPHIIIKH, TsDKENbIe (pakiuyd HEPTH, OTXOIbI TUPOIUZHOTO MPOU3BOJICTBRA.
B Hacrosimee Bpems emie He pelieH BONPOC MaclITabUpoBaHUS Ui BBIXOJAa HA
MOJIYIPOMBILIJIEHHBIE 00BbEMBI NEPEPAOOTKM OTXOJOB U CHHTE3a PA3IUYHBIX MaTepUasoB.
OpHako MpU 3TOM NPAKTHYECKAs] LIEHHOCTh MPOBEAEHHOI'O HCCIEN0BAaHUS IPEICTaBISAETCS
JIOCTaTOYHO BBICOKOM BBUJY MPOCTOTHI MPEIIAraeMbIX PEIICHUM M LIHPOKOTO CIEKTpa
BO3MOYKHOT'O UCXOJTHOTO CBIPBSI, TOBBIIIEHHBIX TTOKa3aTenei sHeprodhHEeKTUBHOCTH.

B 3akiaroueHum cQhOpMYIHpPOBaHBlI OCHOBHBIE pE3YyJbTaThl HCCIIEIOBaHUI, OCHOB
0€3BaKyyMHOI'0 3JIEKTPOAYIOBOI'O METOJA CHHTE3a IOPOIIKOB KAapOWJOB METAIOB U
HEMETAJUIOB.

B npmiokeHMAX TPEACTABICHbl KONUU IMOJIYYEHHBIX IIATEHTOB U AaBTOPCKUX
CBUJIETENIbCTB, AKTOB MCIIOJIb30BAHUS PE3yJIbTaTOB PaOOTHI.

OcHoBHbIE BBIBO/IbI 110 padoTe

1. Pa3paboran moaxoa K IUIa3MEHHOM HSJIEKTPOAYroBOM 00pabOTKe CBIPhS Pa3IMYHOTO
XUMUYECKOTO COCTaBa W TMPOUCXOXKACHUS (B TOM YHUCIE OTXOJOB), OTIUYAIOIIUNCS OT
W3BECTHBIX pealiu3alieid B OTKPHITOM BO3AYIIHOW cpele C JOCTHKEHUEM YCIOBUMN
MO/IaBIICHUsI OKUCJIHUTENbHBIX pEakluid, KOTOpBIM JIer B OCHOBY HOBOTO HAy4HOTO
HalpaBJICHUs: CHUHTE3a OECKUCIOPOJHON KEepaMHMKH BO3JECUCTBHEM IIJIa3Mbl JIYyTOBOTO
paspsjia B BO3AYIIHON (OKUCIUTEIBHOM) cpere.

2. YCTaHOBJIGHO, YTO MpPH TOPEHHH JAYTOBOI'O pa3psa IMOCTOSHHOTO TOKa B OTKPBITOM
BO3JIYIIHOM CpeJie C UCIIOJIh30BAaHUEM TPa(UTOBBIX FIEKTPOIOB (HOPMHUPYETCSI aBTOHOMHAS
razoBas cpeza, cocrosiuas u3 razoB CO u CO2, koTopas oOecreynBaeT caMOdIKpaHUPOBAHUE
pEaKkUMOHHOTO 00beMa OT KMCIOPOJa BO3AyXa, YTO B CBOIO OYepedb MO3BOJISET MOJABUTh
OKHUCJIUTEIFHBIE TPOIIECCHl M CIBHHYTh HANpPABJICHHUE JBUKEHUS PEAKIM B CTOPOHY
KapOn1000pa3oBaHus.

3. YcraHoBieHo, 4To 3(h(PEKT cCaMOIKpaHUPOBAHUS PEAKIIMOHHOTO O0BEMa JOCTUTACTCS
COBOKYITHOCTBIO TE€OMETPHUYECKUX TMapaMeTpoB TpadUTOBBIX DJIIEKTPOJIOB Pa3psIHOTO
KOHTYpa (BBICOTA CTEHOK IT0JIOT0 KaTo/a, BRIMIOJHEHHOTO B OopMe THTJISA, - HE MeHee 30 MM
MIpU TUaMeTpe 10 22 MM) U ero pexxuMoB (cuia Toka oT 50 A 10 220 A, mpoI0TKUTENBHOCTD
ropeHust a1yru oT 10 cexkyHa no 45 cekyHJ), KOTOpble MOCIYXHJIH OCHOBOW CO3JaHUs
0€3BaKyyMHOT'0 3JIEKTPOyrOBOT0 METOJa U TPYMIIbl MJIa3MEHHBIX PEAKTOPOB JJIsi CUHTE3a
KapOMI0B METANIOB U HEMETAILJIOB.

4. Peamu3oBaHbl METOJ] W TPYIIa YCTPONUCTB, KOTOPBbIE O0OECIIEUNBAIOT TOBBINICHHYIO
9HEProd(HPEeKTUBHOCTh MPOIECCOB CHHTE3a TMOPOIIKOBBIX KEPAMHUYECKHUX MaTepPHAJIOB,
CHI)Kasl PHEProeMKOCTh Ipoliecca Ha MOPSAJIOK 3a CUeT OTKa3a OT BaKyyMHO-Ta30BOM
CUCTEMBI, a TAK)KE CHUXKAsi MACCOBbIE U rabapuUTHBIC MTOKA3aTEH IJIA3MEHHOTO PEaKTopa B
2-3 pa3sa.
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HccnenoBanbl (PU3MKO-XMMHYECKHE MPOIECCHl, MPOTEKAIOIIME MPU TOPEHUU JTYrOBOIO
paspsiia TIOCTOSIHHOTO TOKa B BO3AYIIHON cpene. B pesynpTare peanu3oBaH CHHTE3
W3BECTHBIX KapOUIOB, a IMEHHO, KPEMHHUS, TUTAHA, [IMPKOHUS, HUOOUS, radyHUs, TaHTAJIa,
MonubOaeHa, Boibhpama, a TakkKe IMpeACTaBUTENd Kiacca HOBBIX MaTepHalioB —
BBICOKODHTPOIIUMHOTO (MHOTOKOMIIOHEHTHOT0) Kapomma TiZrNbHfTaCs. YcranoBneHsI
3aBHCUMOCTH (Pa30BOTO COCTaBa OT MapaMeTpoB Tpolecca CHHTe3a (IUIOTHOCTh MOTOKA
3Hepruu 1o 29 BT/MM?, KOTHYECTBO TIOABEICHHOMN sHepruu 10 ~340 k[ npu cuie Toka 10
220 A), Ka4eCTBEHHOTO U JIOJIEBOTO COCTaBa UCXOJIHOTO ChIPhs, €r0 MOP(OIOTUH (TOPOIITKU
METAJIJIOB M HEMETAJJIOB, UX OKCHJOB, YTIIEPOJ B BUJE MOPOIIKA, YIIIEPOIHBIX BOJIOKOH),
KOTOPBIC TIO3BOJISIOT YIPABJIATH TapaMeTpaMu MPOTYKTOB CHHTE3a, B YaCTHOCTH, (Da30BBIM
COCTaBOM.

Y cTaHOBIIEHO, YTO B MPOAYKTAX CHHTE3a MPUCYTCTBYIOT YaCTUIIBI KAK MUKPOHHOTO pa3Mepa,
TaKk ¥ HaHOpa3MEpHbIe, HAaHOpPA3MEpPHBIE YACTHUIIBI XapaKTEePU3YIOTCS CTPYKTYpOMl THIa
«000I0YKa-AIpO», B KOTOPBIX SAPO COCTOMT M3 COOTBETCTBYIOIIErO KapOwma Mmerasia, a
obOonouka - u3 rpaduta. B ciydyae cuHTe3a kKapOujga KpemMHHUs 000JI0YKA TaKKe MOXKET
CoJlepKaTh aMOP(HBINA OKCUJ] KPEMHHUSI.

OKCIepUMEHTaJIbHO TIOKa3aHa BO3MOXKHOCTh CHHTE3a KapOupa Bodb(dpama u3
BOJIb()PAMOBOTO PYIHOTO KOHIIEHTpATa, MUHYSI CTAJNH €ro 00OTalleHUsI i BOCCTAHOBJICHUS
70 METAJZTMYECKOTO BOJIb(PpaMa, u4TO MO3BOJISIET HECMOTPS HA HAJIM4YWE MPUMECHBIX (a3,
peann3oBaTh BBICOKOA((EKTHBHBIM CHHTE3 TOPOIIKA Ha OCHOBE KapOuja Bosbppama
MPEIJIOKEHHBIM ~ O0€3BaKyyMHBIM  3JIEKTPOJYTOBBIM ~ METOAOM C  HCIOJIb30BaHUEM
pa3paboranHoro obopynoBanus. [IpemmokeHHbIN TOAX0A MO3BONISAET JIUKBUAUPOBATE P
TEXHOJIOTUYECKUX ITAIOB MOJyueHus: Kapouaa Bojbhpama.

DKCIepUMEHTAIbHO MOKa3aHa BO3MOXKHOCTh MCIOIb30BaHUS MUPOJIM3UPOBAHHBIX OTXOJIOB
JepeBO0OpadATHIBAIONIETO MPOMW3BOJCTBA JIsI CHHTE3a KapOWIOB THTaHA W KPEMHHSA,
BOBJICKass B TEXHOJOTWYECKUN IMKJI BO30OHOBJISEMBI HWCTOYHUK YIJIEPOJA; TpPHUUYEM,
COBOKYITHOCTh TPOLIEAYp TOATOTOBKM HCXOJHOTO CHIPbS W PEXUMHBIX [apamMeTpoB
MO3BOJISIIOT JIOOWTHCSI TMPUCYTCTBUS B TPOAYKTAX CHHTE3a dacTull ¢ OuomMopdHO¥H
CTPYKTYpOH.

YCcTaHOBIEHO, YTO B XOJ€ MpoIlecca TOPEHHS IYrOBOTO paspsja IMOCTOSHHOTO TOKa B
BO3JIYIIHOM cpee 00ecrneuynBaloTCs yCIOBUS Il KapOOTEPMHUUECKOTO BOCCTAHOBIICHUS
OKCHJIHBIX (pa3 B COCTaBE 30JIOIUIAKOBBIX OTXOJIOB, YTO TMO3BOJIUJIO PEATH30BATh MPOIECC
MOJTyYeHHsI MaTepuaia Ha OCHOBE KapOWaa KPEeMHHsS, COBMEHICHHOTO C YTHJIHM3alHuen
MIPOMBIIIICHHBIX OTXOJIOB; JKCIEPUMEHTAIBHO TOKa3aHO, YTO TBEPJOCTh CIICUCHHOTO
KepaMUYeCKOTO0 OOBEMHOTr0 MaTepuaja CpaBHHMAa C TBEPAOCTHIO MATEPHUATIOB OIM3KOTO
¢da3zoBoro cocrtaBa, MOJIYYEHHOTO C HCIOJIB30BaHHEM KOMMEpUecKoro cbipbs (15,8-
19,9 I'T1a). IIpencraBneHHbIe PE3yIbTATHl TO3BOJISIOT CUYUTATh, YTO pa3pabOTaHHBIE METO]
M YCTPOMCTBA MOTYT MOCIY>KUTh B Ka4eCTBEe (DU3UUECCKONW OCHOBBI TEXHOJIOTUU TOJTyUCHUS
KepaMUYECKUX MATePUAJIOB C UCTIOJIB30BAHUEM OTACIIBHBIX BUJIOB HU3KOCOPTHOTO CBHIPBS U

OTXOJOB.
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10.IIpensioskeHHbIE METOJ U IPyIMIa EKTPOIYTrOBBIX YCTPOMCTB MO3BOJISIOT BECTU CHHTE3
KapOWI0B METAJUIOB M HEMETAJJIOB, B TOM YHCIIE CMECEBBIX BEICOKOIHTPOIHMIHBIX KapOuaI0B
u OMoMOppHBIX KapOWJIOB B KPAaTKOBPEMEHHOM paboyem uukie (1o 45 cexkyHa) npu
OTHOCHTENLHO HEBBICOKOM MOIIHOCTH (IUIOTHOCTH MOTOKa BHeprud g0 29 Br/mm?),
obecnieunBaeMoil cwioii Toka Jo 220 A, B mpolecce TOpeHHs IyroBOro paspsja
MIOCTOSIHHOTO TOKAa B OTKPBITOM BO3IYIIHOM cpele, TO €CTh 0€3 MNpuMEHEeHUus
CHEIMAIN3UPOBAHHBIX BAKYYMHO-Ta30BbIX CHCTEM; TAKUM 00pa3oM, MPEJI0KEHHBIA METO/T
U pa3paboTaHHbIE IUIA3MEHHBIE PEAKTOPbl MO3BOJSAIOT BECTH OTPAOOTKY PpEeXHMOB
3JIEKTPOJYTrOBOIO CHHTE3a KaK H3BECTHBIX TaK U TUIOTETUYECKHUX (IIpelICKa3aHHBIX)
MaTEpUAIIOB C HCIOIB30BAHMEM HIMPOKOTO CIIEKTpa HMCXOJHBIX CMECEH pa3IMYHOro

MIPOUCXOXKIACHUS.
CIIUCOK OCHOBHBIX MIYBJIMKALIMHA IO TEME JUCCEPTALIUU

B u3nanusix, nHAEKCHpPYyeMBbIX B 6a3ax qaHHbIx Scopus miau Web of Science
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