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BBenenue

AKTYaJIbHOCTH T€MbI HCCJICAOBAHUS

CornacHo W3BECTHBIM TMpPOrHO3aM, B 21 Beke NPOU3OMAET «YETBEPTHIN
DHEProNepexoa», CBSI3aHHBI C IMOMCKOM IYTEH CHIKEHHUS «YTJIEPOJHOrO CIENAN.
BMmecte ¢ HOBO# mapaaurMoi HEpreTUKH, OCHOBAaHHON HA MUHUMU3AIMH MTOTPEOICHUS
HHEPTUU U 3aMKHYTHIX CHIPbEBBIX LUKIIAX, HEOOXOAMMA U CMEHA MOAX0/1a K MpoIeccam
MOJIYYEHUS] U HMCIHOJIb30BAHUS PAa3IMYHBIX MaTEPHAIOB, OCOOCHHO NPHUMEHSEMBIX B
NEPCHEKTUBHBIX TEXHOJIOTHSAX albTEPHATUBHOW sHEpreTuku. KapOuasl MeTamioB u
HEMETAJUIOB Ha NPOTSIKEHNUHU NPAKTHIECKH Bcero 20 BeKa SIBISUIMCH CHIPbEBOM OCHOBOM
JUISL CO3/IaHMS TBEPIOCIIJIABHOIO MHCTPYMEHTA Pa3JINYHOIO Ha3HadeHus. MccnenoBanus
NOCJEAHUX JIET TOKa3blBAIOT IIMPOKHE BO3MOXKHOCTH MCIOJIb30BaHUS KapOUAOB B
Pa3BUBAIOIIMXCS TEXHOJIOTUAX KaK aJbTEpPHATUBHOM U BO30OHOBISEMOW, TaKk U
TPaAULOHHON dHEPTreTUKU. COrIacHO COBPEMEHHBIM JIMTEPATyPHBIM JTaHHBIM, MOYKHO
BBIJIEJIUTH TPEH/IbI, CBSI3aHHBIE C MIPOLECCAMU MOJIyUYeHUs1 KapOUJ0B: CUHTE3 MTOPOIIKOB
KapOHUJ0B C UCIOJb30BAaHUEM HU3KOCOPTHOTO, BO30OHOBIISIEMOIO ChIPbSl KAK UCTOYHUKA
yriaeposa, B YaCTHOCTH, OMOJIOTMYECKOTO MPOUCXOKICHHS, @ TAK)XKE Pa3IMUHbIX BUIOB
OTXOZOB; CHHTE3 HOBBIX MATEpPHAJIOB HAa  OCHOBE  MHOI'OKOMIIOHEHTHBIX
(BbICOKOAHTpONHUHBIX) KapOunoB (BOK); cHMKeHHE SHEProeMKOCTH MPOIECCOB,
BPEMEHH, HEOOXOIUMBIX A peanu3auuu cuHTe3a. Ocoboe MecTo B COBPEMEHHBIX
TEXHOJIOTHUSIX TOJyYEeHHs] MaTepuajioB 3aHUMAIOT HCCIEAOBaHUSA B O0JACTH CUHTE3a,
aHanusa CcTpykrypbl BOK, IOCKOJIBKY OHHM JI€MOHCTPHUPYIOT BBICOKHE IPOYHOCTHBIE
cBoiicTBa npu Temmeparypax okojo 1000 °C u Beie. Mcnosib3oBaHre TPaJIUIIMOHHBIX
MOJXO/OB K peaju3allid MPOIECCOB KapOHU1000pa30BaHUs 3aTPYAHEHO B CBS3H C
HEOJTHOPOJHOCTbIO ~ cOCTaBa U (UBHKO-XMMHUYECKHX  XapaKTEPUCTHUK  ChIPbS,
MHOT000pazreM MOP(OJIOrHYSCKUX THIIOB 00BEKTOB OPTaHUYECKOTO MPOUCXOMKICHUS.
HaunGonbime cnokHOCTH CBSI3aHbI C MHOKECTBEHHOCTBIO TEOPETUUECKH MPEACKAa3aHHBIX
da3z BOK, coxepxkamux 4-5 mepexoHBIX METALIOB B PA3IUYHBIX COYCTAHUSIX, U
npobnemamu nonydeHuss BOK 3amanHOro cocraBa B yCHOBHSIX MOBBIIIAIOLIMXCS

TpeboBaHmii 3HEProd(PPEeKTUBHOCTU TMporlecca CUHTe3a. B OONBIIMHCTBE CilydacB
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3aTpyIHEHHSI CBS3aHbl C JUIMTENIbHBIM BO3JCHCTBUEM BBICOKMX TEMIIEpaTyp Ha
KOMMEpPUYECKHUE UCXOJHbIE KOMIIOHEHThI MaTepuaia B Ie4ax U BBICOKOTEMIIEPATYPHBIX
peaKTopax pa3IMYHOW KOHCTPYKIMM B MHEPTHOM ra30BOM Cpele WM BakyyMe. Takum
oOpa3oM, Ais JajdbHEMIEro pa3BUTHs JAHHOIO HampaBieHUs TpeOyeTcs Co3AaHue
IPOCTBIX U AP(HEKTUBHBIX METOAOB M YCTPOMCTB Il OBICTPOTO TECTUPOBAHMSI YCIOBUI
U PEKHMOB CHHTE3a, OLICHKM CBOMCTB TOTO WJIM MHOTO MaTepuasa, MOJYyYEHHOIO W3
KOMIIOHEHTOB Pa3JINYHOIO IIPOUCXOXKIECHUS U COCTaBA.

Hawnbonee mnepcrnieKTUBHOM B 0003HAYEHHOM 00JIaCTH  SIBJISIETCS  TpyIIa
IUIa3MEHHBIX METOJIOB, KOTOpash 3aHMMaeT Ba)XHOE MECTO B METOJIOJIOTMH CHHTE3a
KapOMJIOB METAJUIOB M HEMETAJUIOB (M JPYruX MaTepHuajioB) BBHAY BO3MOKHOCTHU
JOCTHXKEHHSI HEOOXOJAMMBIX BBICOKUX TEMIIEPATyp M BBICOKUX CKOPOCTEM MPOTEKaHUS
peakuuii. Ilporpecc B 3Toil 00nacTh OrpaHUYMBAETCS OTHOCUTEIBHOM CIIOKHOCTBIO
KOHCTPYKLMHU IJIA3MEHHBIX PEAaKTOPOB M METO/JO0B pabOThl ¢ HUMH (B CPAaBHEHUU C
CEpHUIHO BBIITYCKAEMBbIMHU PE3UCTHUBHBIMU M€YaMU, U JPYTUMHU THUIOBBIMH ITPUOOpamMu),
3HAYUTENIbHOM I1I€HOM KOMIUIEKTYIOIIUX (B YaCTHOCTH, CUCTEM BaKyyMMHpPOBaHMUS,
HEHOPMHMPOBAHHBIX  y3J0B  pa3pAJHOrO KOHTypa), HX MacCOBO-Ta0apUTHBIMU
nokazareisiMu. TakuM oOpa3om, pa3paboTKa HOBBIX METOJIOB M 00OpYAOBAaHUS IJIf
NOJly4YeHUs KapOWJOB METAJUIOB W HEMETAJUIOB, SBISETCS aKTyaJlbHOW 3ajadei
COBPEMEHHOT'0 MaTepUaJoBEACHUS.

CreneHb pa3padOTAHHOCTH TEMbI

3HAUUTENBHBIN POCT UHTEPECA K AIEKTPOLYTOBBIM METOAaM CUHTE3a MOPOITKOBBIX
MatepuanoB HaOmomaercss emie ¢ 80-x rogoB 20 Beka BBUIY MOJYy4YEHHUS psaa
YIIAEPOAHBIX HAHOCTPYKTYP (B YACTHOCTH, YTJIEPOIHBIX HAHOTPYOOK) C UCIIOIb30BaHUEM
Ia3Mbl AYrOBOTO pas3psiia MOCTOSSHHOTO TOKa. 3HAYMTENbHBIA BKIIAJl B Ppa3BUTUE
TEXHOJIOTMH MOJy4YeHHUs] HAHOTPYOOK U CaMUX 3JIEKTPOTyTOBBIX METOJI0B BHECIIH I'PYTIIIHI
aBTopoB u3 ®panmuu, CIIA, SAnonuu: C. Journet, W. K. Maser, P. Bernier, A. Loiseau,
M. Lamy de la Chapelle, S. Lefrant, P. Deniard, R. Lee, J. E. Fischer, Sumjo Jijima.
[IoBBIIIEHHBII HHTEpPEC K YIVIEPOAHBIM HAHOCTPYKTYpaM NPUBOJAUT K HOBBIM
pa3paboTKaM M YCOBEPILIEHCTBOBAHMSIM METOJIOB HX IOJIYYEHHS, B TOM YHCIE U C

IMOMOMIBKO MCIIOJIB30BaHUA IJIA3MbI JYIOBOI'O paspsiaa IOCTOAHHOIO TOKa, KOTOpBIfI
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UHUIMUPYETCS U CYIIECTBYET KaK B YCIOBHUSAX FEPMETUYHOTO PEAKTOPA, 3aMO0JTHEHHOTO
aTMOC(hepHBIM WJIH CHHTETHYECKAM BO3yXOM, TaK U B YCIOBHSX OTKPHITON BO3AYIITHON
cpenbl. B 3Toi 006nmacTy M3BECTHBI HECKOJBKO HccaenoBareneid u3 Kuras: Jiang Zhao,
Yanjie Su, Yafei Zhang, Nan Li, Shukun Xu; rpynmner aBropos u3 ['epmanuu u Unauu:
Ravi Joshi, Jorg Engstler, P. Prathap Haridoss, Jorg J. Schneider, Joseph Berkmans A,
Jagannatham M, Rohit Reddy D, Prathap Haridoss. KoyinekTuBbl mepedrciIieHHBIX BBIIIE
aBTOpOB M0 ¢yt  chopMmynupoBasii  0a30BbIi  MpUHIMI  OE3BAKyyMHOTO
3JIEKTPOIYTOBOTO METO/Ia CHHTE3a YIICPOAHBIX HAHOCTPYKTYP, KOTOPBIH 3aKIII0UaeTCs B
TOM, YTO YIJIEPOJA TMPH OKUCICHUH 00pa3zyeT YIJIEKHCIBIM ra3 W/WiM yrapHblid Tas,
CBSI3BIBAsi KMCJIOPO/I, YTO MMO3BOJISIET MMOIY4YaTh YTIEPOIHbIE HAHOCTPYKTYPHI O€3 Mo 1BOjIa
B 30HY peaKIMi MHEPTHHIX ra3oB. KoiamdecTBo paboT, B KOTOPHIX peaTn30BaH CUHTE3
YTIEPOJHBIX HAHOCTPYKTYP C MCIOJIb30BAaHUEM BO3/yXa B KauecTBe pabouell razoBoi
cpelnbl, cocTaBisieT okoyio 2 % (coryiacHo 0a3e JaHHBIX Scopus) OoT 00IIero yucia
nyONuKaIuii, TOCBSIICHHBIX pEAM3allud AJIEKTPOAYTOBOTO CHHTE3a Pa3IUYHbBIX
MaTepHayioB; TMPAKTHUYECKH OTCYTCTBYIOT CBEIIEHUS 00 DKCIEPUMEHTaIbHBIX
WCCIICIOBAaHMUSIX WHAMUKA M3MEHEHHsI COCTaBa ra3oBOM Cpelbl B IMPOIIECCE CHUHTE3a
YTIEPOHBIX HAHOCTPYKTYP B PE3YJIbTaTe TOPEHUS JYTOBOTO pa3psijia MOCTOSIHHOTO TOKa
B BO3YIIIHOU CpeJe.

B o6mactu cuHTe3a kapOWIOB METAIJIOB M HEMETAUIOB B IIa3Me JIYrOBOTO
paspsija TOCTOSHHOTO TOKa, PEaJu3yeMOM B HHEPTHBIX Ta30BBIX Cpelax CleayeT
OTMETUTHh PabOThl TPyNIbl aBTOPOB M3 fAnoHuU noj pykoBoAcTBOM Yahachi Saito. B
o0nacTM  Mody4yeHuss KapOumoB 0e3  NPUMEHEHHs]  CIEUUAIbHBIX  CPEJICTB
BaKyyMMUPOBAHUS U MOABOJIa MHEPTHBIX Ta30B U3BECTHBI PA0OTHI POCCUNCKUX YUCHBIX:
n.x.H. B.E. Epemsmena, k.x.H. A.C. JleGeneBa, KOTOpble MPOBEIU HCCIIEIOBAHHUE,
MOCBSIIIEHHOE KapOOTEPMUYECKOMY CHHTE3y KapOuja KpeMHHs, peaii30BaHHOMY B
aTMoc(epHbIX Tmeudax. B oOmactu cuHTe3a KapOWIOB METAJIOB, B YAaCTHOCTH
BBICOKOOHTPOTIMITHBIX, METOIOM MEXaHOCHHTE3a B BO3IYITHOW Cpe/ie M3BECTHBI PabOTHI
rpynibl poccuiickux aBropos: J[.FO. Kosanes, H.A. Koueros, .U. Uyes. biuzkum no
(U3UKO-XUMHYECKUM TIPUHIIAIIAM SIBJIIETCS CHHTE3 KapOW0B, B YACTHOCTH, KapOuja

KPEMHUS, B JJIEKTPOTEPMHUYECKOM PEAKTOPE C ICEBIOOKWKEHHBIM clloeM. B 3Toit
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obOnacTu m3BeCTHHI pa3zpabotku B.A. bopomymu. OgHako 3TOT METOJ TaKXKe CIOXKEH B
TEXHUYECKOH peanu3aiuu, TpedyeT HHEPTHON aTMOC(ephl U CrelUaIbHBIX HCTOYHUKOB
MATAHUS.

BaxxHbIM siBIsieTCS TOT (akT, UTO HECMOTPS HAa 3HAYUTEIbHBIC AOCTHUXKEHUS IO
UCIIOJIb30BAHUIO TUIA3MEHHBIX METOJIOB CHHTE3a KapOWIOB METAUIOB M JIPYTUX
MaTepUajoB, UCCIECTOBaHMS (PU3UKO-XUMUYECKUX MPOLIECCOB CUHTE3a ITUX MaTEpUaioB
B YCJIOBUSIX TOPEHUS JYTOBOTO pa3psia B OTKPHITOM BO3AYLIHOM cpejie 6€3 MpUMEeHEHUs
CTHEIMANIBHBIX CPEJICTB CO3/IaHUsI MHEPTHOM aTMOC(Ephl paHee HE pacCMaTpPUBAICS.

Heanio padoThl SBISETCSA pa3padOTKa HAyYHBIX OCHOB 0€3BaKyyMHOTO METO/IA H
o0opyoBaHUS [UIsl TOJIyYE€HUST MAaTepUalioB HAa OCHOBE KapOWAOB pa3IMYHOIO
XUMUYECKOTO ~ COCTaBa M YCTAaHOBJIIEHHE  3aKOHOMEPHOCTEH  MPOLECCOB
KapOu1000pa30BaHUs, MPOUCXOJAIIMX IPU FOPEHUH AYTOBOTO pa3psja MOCTOSHHOIO
TOKa B OTKPBITOM BO3YIIHOM CPEJE.

JUtst TOCTH>KEHUS eI ObUTY MOCTABJIEHBI CIEAYIOIINE 3a0aH

1. Pa3paborarh moaxonx K IUIa3MEHHOM 3JIEKTPOIYTOBOM 00pabOTKE MCXOAHBIX
CMECeH pa3IMYHOr0 XUMHUYECKOTO COCTaBa, MOPQOJOTMM U  MPOUCXOXKICHHUS,
OTJIMYAIOIIUICS OT U3BECTHBIX PEAN3ALNEN B OTKPHITOW BO3IYITHOMN (OKUCIUTEIBHOM)
Cpelle C OJIaBJICHUEM OKHUCIIUTEIbHBIX PEAKLIUN.

2. BBINOTHUTH 3KCIEPUMEHTAIBHOE HCCIEAOBAHUE IMPOLECCOB, MPOTEKAIOIIMX
IIPY TOPEHHUH AYTOBOT'O pa3pszia NOCTOSHHOIO TOKAa B BO3AYIIHOM Cpele sl OLICHKH
YCIOBUM W BO3MOXXHOCTEH KapOMm000pa3oBaHHs TMpPU BO3ACHCTBUU  BBICOKHX
TeMIIepaTyp.

3. Pa3pabGoTtaTh KOHCTPYKIIMH SKCIEPUMEHTAIBHBIX PEAKTOPOB M METOIUKU
UCCJIEI0BAHMS TTPOLIECCOB, B TOM YHCIIE KapOHu1000pa30BaHusl, MO TEUCTBUEM II1a3Mbl
JyTOBOTO pa3psia MOCTOSHHOTO TOKa B BO3YIIHOM CpeJie.

4. OnpenenuTh XUMUYECKHUHN U (a30BbIil cocTaB, MOPHOIOTHUECKIE OCOOCHHOCTH
MPOIYKTOB CUHTE3a, MOJYUYEHHBIX MPU TOPEHUH TYTOBOrO pa3psiia MOCTOSTHHOTO TOKA B
BO3YIIIHOMN Cpexe.

5. HccnepoBaTh BAMSHUE TPYNIbl 3HAYUMBIX (PAKTOPOB (FEOMETPUUYECKHUX

MapaMeTpoOB BJIEKTPOJOB, PEKUMHBIX MMAPAMETPOB Pa3PSIAHOTO KOHTYpa, XUMUYECKHX
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COCTaBOB MCXOJHBIX CMECEH M COOTHOIICHHWH MX KOMIIOHEHTOB) Ha (pa3oBBIN COCTaB U
JPYTU€e XapaKTepUCTHKHU MOJIy4aeMbIX B aTMOC(HEpHOH IUIa3Me MaTepHalloB HA OCHOBE
KapOHMJIOB METAJUIOB M HEMETAJUIOB, ONPENEIUTh IMyTH W YCIOBHUS OOECHedeHUus
TpeOyemoro (pa3oBoro cocraBa MpoayKTOB CUHTE3A.

6. Pa3zpaboTaTh METOAMKY U 0OOpYIOBaHME ISl pealu3allM 3JIEKTPOAYTOBOIO
MpoIIecCca MOTYUYEHHUS BBICOKOIHTPOMUIUHBIX (MHOTOKOMITOHEHTHBIX ) KapOUI0B.

7. Pa3zpaboTtaTh (pu3MUECKHE OCHOBBI TEXHOJOTHHM IOJYYEHHS KEpaMUYECKUX
MaTeprajoB HAa OCHOBE KapOWJIOB METAUIOB M HEMETAJJIOB B Mpollecce mepepadboTKu
HU3KOCOPTHOTO OPraHUyecKoro (yriepoicoJepiKallero) U MHUHEPATBHOIO ChIPbs, a
TaK)K€ IMPOMBIILIEHHBIX OTXOJI0B.

O0BeKTHI HCCJIeI0BAHUA

Matepuaisl Ha OCHOBE KapOUJ0B METAJIJIOB M HEMETAJJIOB, IIOJyUYEHHBIE B IJIa3Me
JyTOBOTO pa3ps/ia MOCTOSHHOIO TOKAa, WHULMHPOBAHHOTO B OTKPBITOW BO3IYIIHON
cpelie; ra30Bble CMeCH, (POPMUPYIOUTUECS TPU TOPEHUH TYTOBOIO pa3psaa NOCTOSHHOTO
TOKa B OTKPBITOM BO3QYIIHOM CpEZE; PErylIMpyeMBbIE MapaMeTpbl TOPEHHsI JyTrOBOTO
pa3psia, oOecreuuBarolde MpoIecchl KapOuaooOpa3oBaHUs B paccMaTpUBAEMOM
CUCTEME.

IIpeamer ucciaexnoBaHus

KapOuapl MeTanioB U HEMETAIIJIOB, OCOOEHHOCTU UX CTPYKTYPbl U MOP(OJIOTUA
YacTHI], a TaK)K€ IapaMeTpbl MpoLecca CUHTE3a IMOJA JAEHCTBHEM TEIJIOBOIO IO
JyTOBOTO pa3psijia MOCTOSHHOIO TOKAa, WHULMUPOBAHHOTO B OTKPBITOW BO3IYIIHON
cpene.

Hayuynast HoBU3HA

B naucceprauuMoHHOM pa0boTe BIEpPBbIE NPEMJIOKEH M IKCIEPUMEHTAIBHO
pealin30BaH MOAXO0J K O€3BaKyyMHOMY CHHTE3y KapOHJOB METaIOB M HEMETAJUIOB,
OCHOBAHHBIM Ha F€HEpaly IUIa3Mbl JyTOBOTO pa3psiia MOCTOSHHOIO TOKA B OTKPBITOM
BO3NYIIHOW cpene. Pa3pa®oraHHblii MOAXOA JiIer B OCHOBY HOBOIO HAy4YHOTO
HaIpaBJICHUS: CUHTE3a OECKUCIOPOAHON KEpaMUKU BO3JIEHCTBUEM IUIa3Mbl JyrOBOTO
paspsna B Bo3AywHOW (okuciutenbHOM) cpene. [lo pabore chopmyaupoBaHb

CIICAYHOIIUC ITYHKTBI HaquOI;‘I HOBHU3HBbI:
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1. DKCIEPUMEHTAIBHO YCTAHOBJIEHO, YTO MPU TOPEHUHU IYyroBOrO pazpsiaa
MOCTOSIHHOTO TOKa B OTKPBITON BO3AYIIHOHN cpefie MexXay rpadUTOBBIMU JIEKTPOAaMHU
dbopmupyeTcss aBTOHOMHAs Tra3oBas cpema, coctosmas u3 razoB CO u COy,
oOecrieunBaroas 3Q(PexT caModIKpaHUPOBAHUSI PEAKIIMOHHOTO 00beMa OT KUCIOpOoaa
BO3JlyXa, BPeMs CYIIECTBOBAHUSI KOTOPOM JOCTaTOYHO AJig (OpMHUPOBAHUS KapOUIOB U
CHIIKEHHUSI TeMIEpaTyphbl MPOAYKTOB CHUHTE3a HUXKE TEMIIEpAaTyphbl BOCILIAMEHEHUS B
aTMocdepe Bo3ayxa.

2. OnpeneneHbl MapaMeTpbl KOHCTPYKLIHMHM JTYyTOBOTO peakTopa, Ipoilecca
CHHTE3a, a TAKKE UX MOPOTOBBIC 3HAYCHMS (BBICOTA CTEHOK IOJIOTO TpauTOBOTO KaToa
He MeHee 30 MM npu AuamMerpe A0 22 MM; cUJla TOKa pa3psaHoro kourypa ot 50 A 1o
220 A, TOpPOOJDKUTENBHOCTh TopeHuss ayru oT 10 cexkyng mo 45 cekyHn),
oOecrieunBamIye (QopMUpOBaHUE KApOUAOB TMpU TOPEHUU JYyroBOTO paspsaa
MOCTOSSHHOTO TOKa B  OKHUCJIMTEIbHOM (BO3IYIIHOW) cpeAe C MOAaBICHUEM
OKHCIIUTENbHBIX TPOLIECCOB.

3. Y CTaHOBIEHO, YTO MNPEMJIOKEHHBIA METOJ U AYrOBOM PEAKTOpP ISl €ro
OCYILECTBJICHUSI TO3BOJIAIOT peaJM30BaThb CHUHTE3 KapOWJOB KpPEMHUS, THUTaHa,
UPKOHUS, HUOOMS, TadHuUs, TaHTajda, MOJMOJEHA, BojJbppama Oe3 HCHOJIb30BaHUS
BaKyyMHBIX CHCTE€M, UYTO OOECHEYMBACT CHIDKCHHE TOTPEONCHUS DIEKTPUUYECKON
SHEPIUM Ha MOPSIIOK B CPABHEHUU C IPSMBIMU DJIEKTPOYTOBBIMU aHAJIOTAMH.

4, VYcraHoBneHbI  3aBUCUMOCTH  (Da30BOro,  XHMHYECKOTO  COCTaBa,
MOpP(OJIOTUYECKUX OCOOEHHOCTEH TMPOAYKTOB CHHTE3a OT MPOAOJIKUTEILHOCTH
AIEKTPOAYTOBOM 00pabOTKH (110 45 CeKyH), CHJIbl TOKa pa3psiAHOro KoHtypa (10 220
A), OT cocTaBa KOMIIOHEHTOB ¥ MX COOTHOIIEHUN B UCXOJHBIX CMECSX, MO3BOJISIONINE
obOecrnieunBaTh ynpanjieHue (a30BbIM COCTABOM MPOJAYKTOB CUHTE3A MPU €T0 peaiu3aluu
B aTMOC(hEpHOH I1a3me.

5. BnepBpie  JKCHEepUMEHTANIbHO  TOKa3aHa  BO3MOXHOCTh  CHHTE3a
BbICOKOAHTponuiiHoro KapOuaa TiZrNbHfTaCs mox naelictBueM TyroBoro paspsjia
MOCTOSTHHOTO TOKAa, WHUIIMMPOBAHHOTO B OTKPBITOM BO3AYITHON Cpeje; yCTaHOBIICHBI
HEOOXOJIMMbIC MapaMeTphl CUHTE3a W TOJTOTOBKHM MCXOJHBIX KOMIIOHEHTOB (BpeMms

IIOMOJIa SKBUMOJIAPHBIX cMmecen IIOPOIIKOB OKCHA0B MCTAJIJIOB WJIX ITOPOIIKOB MCTAJIJZIOB
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¥ YIJIepoJa — He MeHee 6 4acoB, INIOTHOCTh MOTOKA JHEpruM He MeHee 29 Br/mMm?,
KOJIMYECTBO TMOJBENECHHON »sHepruu He MeHee 318 kJlxk), obecnednBaronme
dbopmupoBanue BEICOKOAHTponuitHOTO Kapouma TiZrNbHfTaCs.

6. VYcTaHOBIEHO, YTO B Kau€CTBE MCXOJHBIX KOMIIOHEHTOB JJIsi peau3aluu
MPEII0KEHHOTO O€3BaKyYMHOTI'0 AJIEKTPOAYTOBOT0 METO/Ia CUHTE3a KapOUI0B METAIIJIOB
¥ HEMETAJJIOB MMPUTOAHO HU3KOCOPTHOE CHIPHE B BUJIE 30JI0IILITAKOBBIX OTXO0/I0B, PYIHBIX
KOHIIEHTPATOB, IPEBECHOTO YIJIsl.

TeopeTnueckasi 3HAYMMOCTH PadOTHI

Hactosimmass paboTa OTKpbIBa€T HOBBIE BO3MOXKHOCTH pealu3aluu  (PU3UKO-
XUMHUYECKUX TPEBpAICHUA IpPU 3JIEKTPOAYTOBOM IUIa3MEHHOM 00paboTKe ChIpbs
pa3IMYHOTO TeHEe3HCa, UTOTOM KOTOPBIX ABIISETCS CHHTE3 OECKUCIOPOAHON KEPAMUKH B
OKHCIIUTENbHON (BO3QYIIHOM) cpele, 4YTO BO3MOXKHO Ojarogaps (pOpMHUpPOBaHUIO
KBa3UCTAllMOHAPHON aBTOHOMHOM ra30BOM Cpe/ibl, B KOTOPOI OTCYTCTBYET HECBSI3aHHBIN
kuciopo. Ilouck u pazpadoTka HOBIX OoJiee 3P (HEKTUBHBIX METO/IOB CUHTE3a KapOUJI0B
METaJIOB, B TOM YHCJIE BHICOKOIHTPOMUNHBIX COCTUHEHUH, SBISCTCS KpailHEe Ba)KHOM
npobsiemoii. [IpoBefaeHHbIE HCCIIEIOBAHUS TO3BOJWIM TOJIYYUTh HOBBIE 3HAHUSA O
($U3UKO-XMMHUYECKUX TpOIleccax CUHTEe3a KapOWJIOB METAJIOB M HEMETAUIOB IOJ
JIEUCTBUEM IUIa3Mbl JIyTOBOI'O pa3psia NOCTOSHHOTO TOKa. I[IpelmokeHHbI NOAXO.
OCHOBaH Ha 3 (}eKTe CaMO’KpaHHPOBAHUS PEAKLIMOHHOrO 0o0beMa OT KHUCIOpOAa
OKPY’KaIoILlero BO3/yXa, YTO MO3BOJIMJIO CMECTUTh HAlpaBJIEHUE IBUKEHUS peakuui B
CTOpPOHY KapOujgoo0pa3oBaHUsA. OTH 3HAHUS TIOCHYXUJIM OCHOBAaHUEM IS
UCCIICIOBAaHW B O0OJACTH TMOJY4YeHHs] KapOWAOB META/NIOB M HEMETalIoOB M Ha
CIIEyIOIeM 3Tare OOpHUJIOB METAJUIOB C HCIOJIb30BAHHEM aTMOC(hepHOro IyroBOro
peaktopa. [lomydeHHbie pe3yabTaThl MOTYT OBITH MCIOJIB30BaHBI IPYTUMHU HAYyUYHBIMH
KOJUIEKTUBAMHU, 3aHUMAIOITUMUCS UCCIEAOBAHUSIMU B JAaHHOM HAMpPaBIICHUU.

I[IpakTuyeckass 3HAYUMOCTH Pe3YJabTATOB JAUCCEPTALMOHHOW PadoThI
3aKJII0YAETCS B:

1. Coznanuu 1a6OpaTOPHOrO CTEHAA JUIsl MPOBEACHUS SKCIIEPUMEHTAIBHBIX
WCCJICIOBAaHW B 00JAaCTH AJIEKTPOIYTOBOTO CHHTE3a MaTeprajoB HA OCHOBE KapOWI0OB

METaJUIOB M HEMETAJJIOB, Il PaboThl KOTOPOro HE Tpedyercs MCIOJIb30BaHUE
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BaKyyMHOT'O U Ta30BOTO OOOpYyIOBaHHs, YTO TIO3BOJISIET CHU3UTh 3HEPTOEMKOCTh
npoliecca 3IEeKTPoAYyroBoit 00padboTku B 10 pa3, a Tak’Ke YMEHBIIUTD CHIPEBYIO0 EMKOCTh
KOHCTPYKIIMH TIA3MEHHOTO peakTopa B 2-3 pasa.

2. OnpeneneHnn peKMMHBIX MTapaMEeTPOB AIEKTPOIYTOBOM 00pabOTKU CHIPbS
paznuyHOro (ha3oBOro M XMMHUYECKOIO COCTaBa i MOJy4YeHHs] KapOUIOB KpPEMHHUS,
TUTaHa, ITUPKOHUS, HUOOUS, TadHUS, TaHTaJIa, MOJIMO/IeHA U BOJIb(Ppama.

3. Pa3paboTke METONUKH, KOHCTPYKUIMWA JIEMEHTOB U PEKUMOB PabOTHI
JQYTOBOTO PEAKTOpa, IO3BOJSIOMIMX PEANIN30BaTh CHUHTE3 MHOTOKOMITIOHEHTHBIX
(BBICOKOIHTPOIIMIAHBIX ) KapOUIOB TIOT IEHCTBUEM aTMOC(HEPHOM TIa3MBbl.

4, [Tonyyenun 0oOBEMHOW KepaMUKH Ha OCHOBE KapOuja KpEeMHHUs IyTeM
nepepaboTKHU 30J1bI MPUPOIHOTO YTJisl, KapOuia Bojb(ppama u3 BOJIb(PPaMoOBOToO pyIHOTO
KOHIIEHTpaTa, MOPOIIKOB KapOuia KpeMHHs] M KapOuja TUTaHa C WCIIOJIb30BAaHUEM B
KaueCTBE ChIPbsI IPEBECHOTO YIS, SBIISIONIETOCS MPOAYKTOM MEpPepadOTKU JAPEBECHBIX
OTXO/JIOB.

S. Peanuzanuu pe3ynbTaToB SKCIEPUMEHTAIBHBIX HCCIIEOBAHUN B Y4eOHOM
npoiiecce OakalaBpOB U MaruCTpOB, O0YyUAIONIUXCSl B MHXKEHEPHBIX ikoaax TITY.

CoznanHble pe3yJbTaThl UHTEIJIEKTYAIbHOU NEATeTbHOCTH O(GOpPMIICHBI B BHJIC
MaTeHTOB Ha CHOCOOBI, YCTPOWMCTBA, CBHJIECTEIILCTB PETHCTpaiuu IporpamMm OBM:
nateHT Ne 2731094 «Cnocob mosrydeHHsi MOpoIlKa, COAEpKAIIero Kapoua KpeMHUsT U
HUTPU ATIOMHHHUS U3 30JibI mpupoaHoro yrisp»; mareHt Ne 2731094 «Cnoco6
MOJIYYEHHUsS] TOPOILIKA, COJEpKaIlero OAHO(]A3HBIM BBHICOKOIHTPONUNHBIN KapOuj
coctaBa Ti-Nb-Zr-Hf-Ta-Cy»; marent Ne 2687423 «Croco0 moiydeHHs MOpOIIKa Ha
OCHOBE KapOua TuTaHa», mateHt Ne 2686897 «Y cTpoiCTBO AJi OJIyYESHHS TTOPOIITKA HA
OCHOBE KapOuaa TuTaHay; nateHT Ne 2716694 «YcTpoilcTBO ISl MOJYyUYEHHUs MOPOIIIKa,
cozeprkariero kapoua monubaeHay; nmareHt Ne 2700596 «YcTpoicTBO M1l OTyUCHUS
MOPOIIIKa HAa OCHOBE KapbOuma 6opay; mateHT No 191334 «YcTpoilcTBO 15t TIOTyICHUS
MOPOIIIKa Ha OCHOBE KapOuia BoJib(ppaMay; CBUAETEIHCTBO O PETUCTPALIUN MPOTPAMMBI
s OBM Ne 2018664326 «YmnpaBiaeHUE CUCTEMOW IMO3UIIMOHUPOBAHUS JJIEKTPOJIOB
JIyTOBOTO IJIa3MOXMMHUYECKOTO PEAKTOpa IOCTOSTHHOTO TOKa»; CBUIETEIBCTBO O

peructparuu nporpammbl s OBM Ne 2018665589 «YmnpaBiaeHrne U MOHUTOPUHT
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PEXKUMOB pabOThl JAYrOBOTO IIA3MOXHMHUYECKOTO PEaKTOopa IOCTOSIHHOTO TOKay;
CBUJIETEJILCTBO O peructpauuu nporpammel aisg 9BM Ne 2021662706 «YnpasieHue u
MOHHMTOPHUHT TapaMeTpOB pabodvero IMMKIAa JBYXOCEBOTO 3JEKTPOAYTOBOIO peakTopa B
aBTOMAaTHYECKOM M PYYHOM pexuMax». lIpuBeneHHbIE JaHHBIE MOATBEPKAAIOT
MPAKTUYECKYIO 3HAYUMOCTD IOJYYEHHBIX PE3YIBTATOB.

Pe3ynbpraThel quccepTaiiioHHOro uccienoBanus BHenpeHbl B OO0 «Cubupckuii
buoyronsy (r. Kanyra) u B8 ToMckoMm mosutrexHudeckoM yHuBepcutere (r. Tomck).

MeToa0/10rMsl AUCCEPTALMOHHON Pa0dOThI

B xone pa3paboTku MeTo/ia ObLJIO BBIABUHYTO MPEANOJIOKEHHE O BO3MOMXKHOCTH
JTOCTHXKEHUS 3PPeKTa cCaMONPOU3BOJIIBHOTO IKPAHUPOBAHUS PEAKIIMOHHOTO 00beMa OT
KHCIIOpOJa BO3JyXa M CO3JaHUsl JIOKAJIbHOW 00JIaCTH, B KOTOPOH OTCYTCTBYET
HECBSI3aHHBII KUCJIOPOJ B YCJIOBMSX I€HEpalMd YrapHOrO M YTJIEKHCIIOrO ra3oB IIPH
VWHULMAPOBAaHUM W TOPEHUHM JYyTrOBOTO paspsla IIOCTOSIHHOTO TOKa B OTKPBITON
BO3JIYIIHOM Cpelle MEXIy TrpaduToBbIMH 3iekTpojgamu. I[Ipeamosaranock, 4Tto Mpu
OIPEJEIICHHBIX TEOMETPUYECKUX ITapaMeTpax 3JIEKTPOJOB, 4 UMEHHO IIPU OpraHU3aALHNH
TOPEHHUs JYroBOro paspsia B 00beMe MOJIOro rpauToBOrO KaToja, MOKHO CMECTUTH
HalpaBJICHUE JABW)KECHUSA pEaKLUUU B CTOPOHY KapOMI000pa30BaHUs, HECMOTps Ha
OTCYTCTBUE CTAallMOHAPHOW HWHEPTHOM Ta30BOM CpeAbl B PEAKUMOHHOW 30HE.
[InanupoBanue, NPOBEACHUE CEPUNl PKCIEPUMEHTOB, a TakKe 00padOTKa MEPBUYHBIX
JAHHBIX TPOBOAWINCH C HCIOJb30BAaHUEM METOJOB MAaTEMaTUYECKOW CTAaTUCTUKH.
[loBTOpsieMOCTh ~ pexUMOB  pabOThl  AYrOBBIX  PEAKTOPOB  0oOecreyuBaIach
UCIIOJIb30BAaHUEM  MPOrPAMMHO-AMNMApPaTHBIX  KOMIUIEKCOB Uil YIpPaBJICHUS
71a00paTOpHBIM cTeHA0M. B paboTe NpUHATHI B Ka4€CTBE OCHOBHBIX CIIEAYIOLINE METO/IbI
aHaJIM3a UCXOJHBIX U CUHTE3UPOBAHHBIX MaTEPUATIOB: PEHTI€HOBCKAs AU(PPAKTOMETPHS,
pacTpoBasi ANEKTPOHHAST MUKPOCKONUS, IPOCBEUNBAIOLIAS 3JIEKTPOHHAS MUKPOCKOIIHUS,
HHEProJUCIEPCUOHHBIN aHaJN3 XHUMHUYECKOTO0 COCTaBa, PEHTIC€HO(MIYyOpECLEHTHBIN
aHaJIM3 XMMUYECKOTO COCTaBa, TEpMOrpaBuMeTpus, AudpepeHnnanbias CKaHupyronas
KaJIOpUMETpus, TBepioMeTpus (Metolr Bukkepca).

HaqubIe II0JI0KE€HHM S, BBIHOCMMbIEC HA 3aIUTY.
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1. [Ipu ropernn myroBOTO paspsijga MOCTOSTHHOTO TOKA MEXKIY TpaUTOBBIMH
ANEKTPOAAMU B OTKPBITOM BO3IYIIHOM CpEle MPOUCXOAUT OKHUCIEHUE Yriepoaa C
obpazoBannem ra3zoB CO u CO,, hopMupyst aBTOHOMHYIO Ta30BYIO CpPEy B JIOKATBLHOMN
OKPECTHOCTHU IYyTOBOTO pa3psiia, YTO B COBOKYITHOCTHU C MAapaMeTpamMu pacrpeiesicHus
TEIJIOBOTO MOJISI TyTOBOT'O pa3psia 00ecreunBaeT yCIOBHs CUHTE3a KapOUI0B METAILIIOB
Y HEMETaJJIOB.

2. CrneunanbHas KOHQpUTypalusi 3KCIEPUMEHTAIBLHOTO 3JIEKTPOAYTOBOTO
peakTopa, T/e KatoJ uMmeeT GpopMy rpadUTOBOTO CTaKaHa C 3aJaHHBIM COOTHOIIICHHUEM
BBICOTHI U JUAMETpa, aHOJ HCIOJb3YeTCS B BHUJAE CIUIOUIHOTO IUIMHIPUYECKOTO
CTEpP>KHA, U PEKUMHBIE TTapaMeTpbl pa3psIHOro KOHTypa (cuiia Toka oT 50 A 1o 220 A,
MPOIOIKUTEILHOCTD MOJIEpKaHusl TyroBoro paspsiaa ot 10 cexkyna ao 45 cekyHna) —
MO3BOJISIOT JocTurath Temmneparyp (B nuamazone 1000 °C — 2700 °C) B aBTOHOMHOM
3alMTHOM ra3oBoii cpeae, cocrosei u3 razoB CO u COz, 4TO COOTBETCTBYET YCIOBUSM
dbopmupoBaHUs KapOUJIOB METAJIIOB U HEMETAJIJIOB.

3. COBOKYITHOCTh MapaMeTPOB HCXOAHBIX CMECEH (COCTaB M COOTHOIICHUE
KOMIIOHEHTOB: METaJIbl, HEMETAJIbl, UX OKCHJbI, MOP(OJIOTHS: TOPOILIKH Pa3IUIHON
JUCIIEPCHOCTH, YIJIEPOAHBIE BOJIOKHA), @ TAKXKE PETYJIHPYEMbIX MapaMeTpPOB IMpolecca
AIEKTPOAYroBoi 00paboTku (cuia Toka 10 220 A, mpoa0DKUTEIBHOCTD MOASPKaHUS
ayru 10 45 ceKyHJ, IIOTHOCTb II0TOKA SHEPTUH 10 ~29 BT/MM?) 103BOJIAIOT BIUATH HA
$a3oBbIi M XWMHUYECKHA COCTaBbI MPOJYKTOB CHHTE33a, M OOECIEUYMBAIOT CHUHTE3
KapOUJIOB METAJJIOB M HEMETAJVIOB B BUJIE TMOPOILIKOB, COAEPKAIIUX MUKPOHHYIO U
HAaHOpa3MEPHYIO (pakiMK, YTO MOKA3aHO Ha MpPUMEpPE CUHTE3a KapOWIO0B KpEeMHUS,
TUTaHA, IUPKOHUS, HIOOUS, TadHMs, TaHTaIa, MOJIMOIeHa U BoJIb(pama.

4, [IpensioxkeHHbI AKCIEPUMEHTAIbHBIA O€3BaKyyMHBIN 3JIEKTPOAYTOBOM
METOJ M YCTPOMCTBA JJIS €ro pealiv3allii TMO3BOJSIOT OOecrednBaTh YCIOBUS IS
dbopmupoBaHUs 0JHO(PA3ZHOTO MHOTOKOMIIOHEHTHOTO (BBICOKOAHTPOITUIHHOTO) TBEPAOTO
pacTBopa ¢ KyOUueckoi rpaHenieHTpupoBaHHOM pemieTkoit coctaBa TiZrNbHfTaCs.

d. [IpennosxeHHbIC METOT M1 000PYIOBAHUE JIJIsI CHHTE3a KapOMI0B METAJIOB U
HEMETAJIOB, MTO3BOJISIIOT UCIOIB30BaTh HU3KOCOPTHOE UCXOTHOE ChIPhE JJISI MOJTyYCHUS

KapOuga BosbpamMa W3 PYIHOTO KOHIIEHTpaTa, KapOWJAOB KPEeMHHUS W TUTaHA W3
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NUPOJIM3UPOBAHHBIX JIPEBECHBIX OMWIOK C peanu3anuei ucxoaHoro ceipbsd Ha 100 %, a
TakkKe Ha TMpUMepe TOJy4YeHHs] Marepuajga Ha OCHOBE KapOuja KpemMHHUS U3
30JI0IJIAKOBBIX OTXOJI0B MPHUPOJHOTO YIJIsl, C coAep:kaHueM HCKoMon ¢aszwl 10 75 %
(06.).

JlocToBEepHOCTH pe3yJabTAaTOB AUCCEPTALMOHHOTO HCCJIeI0BAHMS
o0ecnieunBaeTcs OTCYTCTBHEM MPOTHBOPEUYUN C M3BECTHBIMH JUTEPATypHBIMH U
HKCIIEPUMEHTAJILHBIMU  JTAHHBIMH, HCIOJIb30BaHHEM B  pabOTe  CTaHJAPTHBIX
OOIIEU3BECTHBIX METOJOB PETUCTPALMU TMapaMeTpoB Mpollecca CHUHTE3a U METOJIOB
aHalli3a TOJYYEHHBIX TMPOJYKTOB CHHTE3a, MHCIOJb30BAHUEM METPOJIOTHUECKU
aTTeCTOBAaHHOW  KOHTPOJIbHO-U3MEPUTENIBHOM  ammaparypbl,  HOBTOPSIEMOCTBIO
IKCIIEPUMEHTOB, HCIOJIH30BAHUEM DIIEMEHTOB METOJOB CTAaTHCTUYECKOTO aHall3a
pE3yJIbTaTOB, OIIEHKOM MOTPEIIHOCTEN, COBMAJCHUSAMH OTAEIbHBIX pE3yJIbTaTOB C
JAHHBIMU, TTOJTYYEHHBIMU JAPYTUMH UCCIICOBATEISIMHU.

JIMYHBIA BKJIAJ aBTOpPa

PesynbraThl, peicTaBieHHbIE B pa00Te, MOJYyUYEeHbI JUYHO aBTOPOM WJIH MIPHU €ro
HEMOCPEAICTBEHHOM YYacTUH, B paMKax psAga TMPOEKTOB B COTPYAHHUYECTBE C
KOJUIGKTUBAaMHM  00pa3oBaTelIbHBIX M Hay4yHbIX  mojpasfeieHuii  Tomckoro
HOJIUTEXHUYECKOTO YHUBEPCUTETA. ABTOP JIMYHO CPOPMYIUPOBAT HAYUHYIO MPOOIeMy
KaK TeMy TUCCEPTAIMOHHON pabOThI, MOCTABUI IIENb, 3314l UCCIICAOBAHUS, POBOIIII
CepuH KCIEPUMEHTOB, 00padaThIBajl SKCIIEPUMEHTANIbHBIE JaHHbIE, IPOBOINI aHAIHU3bI
MOJTyYEHHBIX PE3yJIbTAaTOB, GOPMYIUPOBAT 3HAUNMBIE HAYYHBIE MTOJI0KEHHUS M BBIBOIBI,
NPUHUMAT HEMOCPEACTBEHHOE Y4YacThe B HAMMCAaHWU BCEX MMyOJIMKAIMA;, JIMYHO
c(opMyIUpPOBaJl OCHOBHbIE NPUHIUIBI 0€3BAKyyMHOTO 3JIEKTPOJYrOBOIO METOAA,
JUYHO TIOATOTOBMJI OCHOBHBIE YAaCTH 3asBOK Ha W300pPETeHUs, B YaCTHOCTH
BBITNIOJIHEHHbIE 0e3 coaBTOpOB. B Xo/1e anpobdanuy pe3yabTaToB UCCIETOBAHUM JOKIA b
Ha HAYYHBIX KOH(MEPEHIUAX ObLIN MPEICTABIICHBI JIMYHO aBTOPOM. B X0/1€ BBITTOTHEHUS
UCCJICIOBaHMsI aBTOPOM ObUTM C(HOPMHUPOBAHBI JABE MOJOJCKHBIE HAYYHBIE TPYIIIHI,
BEIyLIME HCCIAEAOBaHUS B 00JacTH CO3/JaHHOTO B paMKax JaHHOM paboThI
0e3BaKyyMHOTO 3JIEKTpOoAyroBoro cunresa (Ha 6aze HUIL «DxosnepreTtukay u Ha Oaze

HWJI «lIudpoBoii qu3aiiH HHKEHEPHO-(PU3UIECKUX CUCTEM).
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AnpobGanus pe3yJbTaTOB PadoOThI

PCBYJILTaTBI pa6OTBI, BKIIFOYCHHBIC B JUCCEPTALINIO, OOJIOKCHBI aBTOPOM H
oOcyxnensl Ha psaae koHdepennuii: 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 Termopu3ndecknii ceMuHap, MocBAMEHHBIN 70-neTuro akanemuka PAH
Anekceenko C.B., 19-21 aerycra 2020, HoBocubupck, Poccus; 7th International
Congress on Energy Fluxes and Radiation Effects (EFRE 2020), 14-26 September, 2020,
Tomck, Poccus; XX robOwieiiHas MeXIyHapojHas KOHGEpEeHIUsT MO0 Hayke |
texHonorusaMm Poccusa-Kopes-CHI', 19-21 oxta0ps 2020, Mocksa, Poccust; 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; Il-as Bcepoccuiickas HaydHO-
nmpakTUyeckas KoH(MepeHIs ¢ MEeXIyHapoaHbiM ydactueM «Bomopos. TexHomoruu.
bynymeey, 25-27 oktsa6ps 2021 roga.

Hyonukanuu

[To Teme nuccepranroHHOMN paboTh! omyomkoBaHo 70 padoT, u3 Hux 10 maTeHToB
1 aBTOPCKHUX CBUJETEILCTB (3 MaTeHTa Ha CIIOCOObI MOTyYeHUs KapOuI0B, 4 maTeHTa Ha
YCTpOMCTBA IS  TOJy4YeHHS  KapOWIOB), S5  peleH3HpyeMbIX  MyOJIMKaIIHid,

pexkoMenioBaHHbIX BAK, 20 nmyOnukanuii, ”HAEKCUPYEMbIX 0a3aMu JaHHBIX SCOpuUs WK



20

Web of Science (B Tom umcne 18 crareil ypoBHS HEpPBOrO U BTOPOrO KBapTHIIEH,
onpenensieMslx 1o SJR Scopus), 35 nyOnukanuu B cOOpHUKAX TPy10B KOHPEPEHLIUH.
CTpykTypa U 00beM JuccepTalnu
Huccepranus usznoxkeHa Ha 340 cTpaHUIlaX OCHOBHOI'O TEKCTa, COCTOMUT W3
BBEJICHUS, ISTH TJaB, OCHOBHBIX BBIBOJIOB, 3aKJIIOUEHUS, CIHMCKA HCIOJIb3yeMOU
JUTEpaTyphl, 2 MPUIOKEHU; paboTa comepx uT 128 pucynkos, 13 Tabnui; coucok

JUTEPATYpbl cOCTOUT U3 440 HaMMEHOBAHUH.
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I'JTABA 1. AHa/iM3 COBPEMEHHOI0 COCTOSIHUSI IKCIIEPUMEHTAJIbHBIX HCCJIeI0BAHUI
B o0sacTH (U3NKO-XMMHMYECKHUX IPOLECCOB, METOAOB M O000pYAOBAHHUSA JIA

MOJIYYEeHHUSs] YIJIePOACOAePKALIUX MAaTEPHAJIOB

1.1. Pa3BuTHe Hccjie0BaHNH B 00J1acTH PU3MUYECKHX OCHOB, METOM0JIOTHH U
(PpU3UKO-XMMUYECKHUX MPOLECCOB IEKTPOAYT0OBOr0 CHHTE3a

Hcropust ucnosib30BaHUs SIBIICHUS JIYyTOBOTO paspsija B MPUKIATHBIX aCMEeKTax
METOJIOB MOJTYUYCHHS Pa3IMYHBIX MaTEPUAIOB JUIUTCS yKe OoJiee Beka. B konile 19 Beka
Anpu MyaccaHoM co3/1aHa 31eKTPOAYroBasi eyb, KOHCTPYKIUS KOTOPOU MPUMEHSETCS
Y B COBPEMCHHOM MHpE JJIs TOJYUCHHS pa3InuHbIX MaTepuaiios [1]. MyaccoH cuuraeTcs
MEePBBIM  YEJIOBEKOM, CHUCTEMATHYECKH  HUCIIOJb30BABIIMM  PAa3JIMYHBIE  THIIBI
SJIEKTPUUYCCKUX TIeUeH /Il CHHTEe3a KapOuJI0B META/UIOB M HEMETALIOB [2], B TOM 4HCIIe
KapOua0B peako3eMenbHbix MeTaioB [3]. IIpu 3ToM HcclieoBaHUS TOTO IMEpPHOAA
UCIIBITBIBAJIM 3HAYUTEIbHBIE 3aTPyJHEHUS] B 00JacTU UICHTHU(PUKAIUU MPOIYKTOB,
MOJYYEHHBIX B XOJ€ JKCIEPUMEHTOB, B BOMNpPOCAX JOCTHUKEHUA BaKyymMa H
dbopmupoBaHus 3alUTHON aTMoOcdephl, a TakKXe MOJJEpkKaHUsS TyrOBOro paszpsiaa ¢
3aIaHHBIMU BOJIbTAMIIEPHBIMHU XAPAKTEPUCTUKAMU BBU]lY HECOBEPILIEHCTBA UCTOYHUKOB
TOKA JIJIS DJIEKTPOITUTAHUS IyTOBBIX YCTAaHOBOK Toro BpemeHu [1]. B cepeaune 20 Beka
HaOJII0/1aeTCsl aKTUBHOE Pa3BUTHE B 00JIACTH TEXHOJIOTHUU AJIEKTPOAYTOBOM CBapKH, U
COOTBETCTBEHHO, ICTOYHHKOB 3JIEKTPOIUTAHUS CBAPOYHBIX aliaparoB. BoasTaMnepHbie
XapaKTePUCTUKU U PEXKUMBI PaOOThl ATUX HMCTOYHUKOB OTIUYHO TOAXOIAT IS
WHUIIMUPOBAHUS U MOJIIEPKaHUs AYTOBBIX Pa3psoB B JHUAMa30HE TOKOB, MOIXOSIINX
JUIA CHHTE3a pa3iuYHbIX MaTepuayioB [1]. M, HecMOTps Ha 3HAYMTENIbHBIE MacCOBO-
rabapUTHBIC XapaKTEPUCTUKU MUCTOYHUKOB DJICKTPONUTAHUS, B TTOCIEAYIONINE TOIBI UX
MCIIOJIb30BaHUE CTAJI0 MPAKTUYECKH TOBCEMECTHBIM.

Hauunas ¢ 1960-x romoB pa3paboTaH psiji TEXHUYECKUX PEIICHUN, PeaTu3yIoIuX
AIIEKTPOAYTOBbIE MCTOUYHMKHU TIa3Mbl, (YHKIIMOHUPYIOIIMX MPU padodyeM auarnazoHe
noctostaHoro Toka oT 40 A mo 100 A [4]. C storo Bpemenu u a0 koHma 1980-x rogos
aKTUBHO Pa3BUBAIOTCS IIJIA3MEHHBIE TEXHOJIOTUHM B OOJACTH TMOJIYYEHHS OKCHUJIOB

METaJUIOB, a TaKk)Ke KapOWI0B, OOpUIO0B, HUTPUIOB U X komOuHarwmii [5]. Lllupokoe
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NPUMEHEHHUE TJIa3Mbl B Pa3JIMUHBIX OTPACISAX CTAJIO0 BO3MOXHBIM Ojlarofaps CO3/JaHHUI0
ANIEKTPOAYTOBBIX IJIA3MOTPOHOB, pa3paboTKa KOTOPBIX CBsI3aHA, B TOM 4YHUCIE, C
U3y4eHHEM BONPOCOB HWOHHBIX JIBUTATENed W a’pOJUHAMHYECKUX WCHBITaHUN [6].
[ln1a3MoXUMUYeCKUd METOJ CHUHTE3a MaTepUalIOB CETOJHs, KaK W paHee, CUUTACeTCA
NEePCIEKTUBHBIM ISl TOJTyYEHHSI Pa3InYHbIX KapOuaoB, OOpUA0B, HUTPUIOB U OKCUIIOB,
TEXHOJOTHH TUIa3MOXUMHUYECKOTO CHHTE3a aKTUBHO pa3BUBAIMCH B Mupe U B Poccun B
ToM uncie [7]. OCHOBHBIMH HEAOCTATKAMH METO/A SIBJSIFOTCS IIMPOKOE PAaCHpe/ieTICHUE
YaCTHII 110 pa3Mepam, a TaKXKe 3HAYUTEIBHOE CO/IepKaHne mpuMecei B mpoaykTe [8], uro
BO MHOTI'OM 00YCIIOBJIEHO 3pO3HeH 3JIEKTPOIOB U BEICOKUM I'PAaMEHTOM TEMIIEPATypHOIO
1oJIs IJIa3MEeHHOTo (akena. K qocTonHcTBaM ciielyeT OTHECTH MOTEHIIMATIBHO BHICOKYIO
IPOM3BOIUTEIILHOCTD, OTPEACISIEMYIO BRICOKMMH CKOPOCTSIMH IPOTEKaHUs peakiuii [6].
Cy1ecTByeT MHOKECTBO BAPUAHTOB TUIOBBIX KOHCTPYKIUI YCTAHOBOK JIJISl peayin3aliu
IUIA3MOXUMHUYECKUX TMpoueccoB. COBpEMEHHBIE IUJIA3MEHHBIE YCTAaHOBKHM MOKHO
KJIACCU(PUIIMPOBATH O PSAY MPHU3HAKOB: MO TUITY JIEKTPONUTAHUS (TIOCTOSHHBIN TOK,
NEPEMEHHBIN TOK, UMITYJIbCHBIM TOK), IO KOHCTPYKIIUU 3JIEKTPOAHON CUCTEMBI (KUJIKHE,
TBEP/BIE DIEKTPOIBI, JIEKTPOJIBI C PA3THUYHBIM XUMHUYECKIM COCTaBOM), TIO KOJHMUECTBY
OYaroB reHepaluy IUia3Mbl (OHO U MHOTOCTpYyHHbIE) U T.I. Ilo KOHCTpyKTUBHOMY
UCIIOJTHEHUIO MOXKHO BBIJIEIUTH TPU OCHOBHBIE THUMA: 1. C PEAKTOPOM COBMEILEHHOTO
TUNA; 2. C PEaKTOpPOM pa3AeIbHOIr0 TUIA, 3. C PEAKTOPOM pa3AebHO-COBMEIIEHHOTO
tuma [6]. PeakTopbl mepBOro THIMA MPEACTABISIOT COOOH AIIEKTPOIHYIO CHCTEMY,
MOMEIICHHYIO B 3aMKHYTO€ ITPOCTPAHCTBO; TAKUM 00pazoM, 001aCTh FeHepaIiy T1a3Mbl
OT JYrOBOTO pa3psaa COBMEIEHAa B IMPOCTPAHCTBE C 30HOM NPOTEKAHUS PEAKIMH.
PeakTopbl BTOpOro THMa — pa3aeibHOrO, WJIM HHAYe UMEHYEMble CTPYWHBIMH, —
XapaKTePU3YIOTCS HAIMYUEM OUYEBUIHO PA3JICICHHBIX JIBYX KOHCTPYKTHBHBIX 30H:
OTJEJICHUS 1715l TEHEPalliu IJ1a3Mbl, KaK MIPaBUIIo, JIa3MOTPOHOM, a TAKXkKe 30HbI I0JIa4UH
peareHTOB M TPOTEKAHUS KeJIaeMOM peaklMH, KyJa TpPaHCIOPTUPYETCS Iula3Ma.
PeakTopbl TpeThero Tuma — 3To «THOPHUIBDY MEPBBIX IBYX TUIMOB. Ha 6aze MHOXecTBa
pa3pabOTaHHBIX YCTPOWCTB T'€HEpAlMM IUIa3Mbl B HACTOAILIEE BPEMsl peaiu3yercs pss
U3BECTHBIX METOAMK MOJYYCHHS MaTepHaliOB: XUMUYecKoe ocaxkaeHue u3 napa (CVD)

[9]; xaromHoe myroBoe HambuieHue (PVD) [10]; momyueHue marepuanoB MydYKax HIIH



23

crpysax miasmel [11, 12], monmydenwme MmaTepualioB B «(PpHUIBTPOBAHHOI» BaKyyMHO-
nayroBoit mnasme [13]; ayrosoe miamnenue [2]. Bece Oosbliiee 3Ha4YeHHE B BOMPOCAX
CHHTE3a OTPOMHOTO pa3HOoOOpa3usi MaTepualioB, KOTOPHIE MOXKHO TMOJIYYUTh C
MCITI0JIb30BAHUEM TUIa3Mbl, UTPAET 1[€HA MTOJy4aeMOro MPOoIyKTa, KOTOPasi CKJIaIbIBAETCS
BO MHOTOM M3 DHEPTO- U pecypcodPHEeKTUBHOCTH MPOIECCa, CTOMMOCTH YCTAHOBKH U €€
oOcmyKuBaHUs; OTH (AKTOPhl OTPAHUYMBAIOT BHEAPCHWE W MPOMBIIIICHHOES
IpUMEHEHHE pa3padOTaHHBIX METOJOB IOJNy4YeHHsS psga MartepuaioB [14-16].
[T1a3MoXxuMUYeCKre peakTOPhl MOCTOSHHOTO TOKa COBMEIIEHHOTO THIIA OTIMYAIOTCS
BBICOKOH 3()()EKTHBHOCTHIO, OTHOCHUTEIBHO IPOCTOM KOHCTpyKIue# [6]. ITomoOHbIC
YCTPOMCTBA CUUTAIOTCA OTHOCHUTEIILHO MPHUBJICKATEILHBIMU SKOHOMUYECKH: YIEIbHAas
I[eHa YCTAaHOBKH MOJXET COCTaBIATh B cpemHeM okoio 0,2-10 USD 3a 1 Br
ycTaHOBIIeHHOM MomHOCcTH [17]. Tem He MeHee, BOmpocC CO3IaHus TIa3MOXUMHUYECKOTO
peaKTopa OCTAaeTCs Ha CETOJIHS JIOCTATOYHO HEMPOCTOM TeXHUYECKOH 3a1adeii [6], kak u
CHI)KCHHE CTOMMOCTH YCTaHOBOK, IIPOM3BOJIMMOTO MPOIYKTa CHHTE3a, €r0 OYUCTKH OT
npumeceii [8], obecreucHue Oe3omacHocTH mpoBeneHus pador [7]. Takum oOpasom,
MOMCK HOBBIX METOJIOB M YCTPOMCTB [JIsl pealM3allH IPOLIECCOB 3JIEKTPOIYTOBOTO
CHUHTE3a OCTAeTCs aKTyaJIbHOM 3a/1aueil.
1.2. OcHOBHbIE IKCHEPUMEHTAJbHbIE METOAbI U TEXHOJOTMH NOJyYeHHs
MOPOIIKOBBIX MATEPUAJIOB
1.2.1. Ilnpoau3
CuHTe3 MaTepwajioB TOCPEACTBOM TNHPOJIM3a TMPEANOjaraeT TEPMUYECKOE
pa3lIoKEHUE  COCIMHEHWH,  COJepKalluX  BCE  HEOOXOAUMBIE  KOMIIOHEHTHI
CUHTE3UpyeMOro Marepuia. B pe3ynbrare HarpeBa B OECKUCIOPOAHON Cpelie MPEKYpCop
pa3iaraeTcsi C BBIJCJICHHEM Ta30B, a B KOHJACHCHUPOBAHHOM COCTOSTHUM OCTaeTCs
uckoMblii  mpoaykt [8]. B kadecTBe NpEeKypCcOpOB  4AacTO  HCIOJB3YHOTCS
METaJUIOOPTAaHUYECKNE U OPTAaHMYECKHE COSAMHEHUS, B TOM YHCIIC YTJIeBOJOPOJbl. B
3aBUCUMOCTH OT COCTaBa MCXOMHBIX MAaTEPHAJIOB M IICJICH MPOBEIACHUS IMUPOJIA3a MOTYT
NPUMEHATh pa3iuuHble KaTanusatopsl [18, 19]. MHunmupoBaHHE KaTaJIUTHUYECKOTO
NMUPOJIM3a OOBIYHO IMPOMCXOAMT 3a CUYET HArpeBaHUS IIOUIOKKHA Pa3TMIHBIMHU

TCXHUKaMMU: pGSHCTHBHBIﬁ HarpcB, IIOMCHICHHUCM pCaKTopa B 00J1aCTh BBICOKHMX
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TEMIIEpaTyp, OJJIeKTpudeckuMu paspsmamu  [20], JazepHbIM W MUKPOBOJIHOBBIM
uanyueHueM [21, 22]. Taxke mNUPONIUTHYECKAs YCTAHOBKA MOJXKET OCHAINAThCS
yIIbTPa3BYKOBBIMH I'eHepaTopamu [23, 24].

MeTon aKTHBHO TNPUMEHSETCS I TOJIYYCHHs YIJIEPOJHBIX MaTepUayioB, B
YaCTHOCTH YIJICPOAHBIX HaHOTpYyOOK [21, 25], BBHIYy HHM3KOH CTOMMOCTH IIpoliecca
cuate3a [26]. [lmpomm3 akTUBHO TPUMEHSETCS JUIsl CHHTE3a HHUTPHUIOB YIIepoja
(YyraepoaHbIX MaTepHalioB, AOMUPOBAHHBIX a30ToM) [27, 28], B TOM umcie pa3IdndHbIX
2D-matepuanos [29].

B nocnegnue roasl Bce Oosiee MOMyJSpHBIM HAmpaBiICHHEM MPUMEHEHUS
MUPOJUTUYECKUX TEXHOJOTMH CTaHOBHUTCS TIepepaboTka OWOMacchl, a TaKke
MIOJIMMEPHBIX OTXOJOB C IEJBI0 MOJYyYEHUS U3 HUX TOTUTMBA U Maces, MPUMEHSIEMBIX B
sHepreTuke u xuMmudeckor npombiiieHHocTH [30]. Takue pa3paObOTKH 4acTO HAXOIST
MpUMEHEHUE MOMUMO 3a/a4 BBIJICNICHUSI UCKOMOTO COeuHEeHusl (rasza, maceil W Jp.)
TaKkxke B o01acTu mepepaboTku monmMepHbIX [31, 32], npeBecHBIX U APYrUX OTXOJOB
[33].

B xadecTBe 1OCTOMHCTBA METO/1a MOKHO OTMETHTH HU3KOE COJIEp>KaHuE ITPUMECe
U Y3KO€ pacipeielieHue YacTHUll 0 pa3Mepam, a TakKe BO3MOKHOCTD MOTyYSHUSI BMECTE
C MCKOMBIM TPOJYKTOM TIOIYTHO BOJIOPOJ M JAPYTHE MOTEHIMAILHO Ba)KHBIC TOPIOUNE
cmecu. HegocraTtkom sBiisieTcss TpeOOBaHMSI K MCXOJHOMY pasilaraeMoMy MaTepHany,
KOTOPBIN 00s13aTE€BHO JODKEH COJIEPKaTh B COCTABE BCE HEOOXOAMMbIE KOMIIOHEHTHI
Oyaymux TPOIYKTOB; a TaKKe HEOOXOIWMOCThH JIMTEIBLHON BBIICPKKH HCXOIHOTO
CBIPBS TP OTHOCUTEIHHO BHICOKHX TEMIIEpaTypax, YTO BIICUET 32 COOOM 3HAUMTEIILHBIE
HPHEPreTUYECKUE 3aTPaTHI.

1.2.2. MexaHOCHHTE3

MexaHOCHHTE3 SBJSIETCS OJTHUM U3 HanOoJiee MOMYJISIPHBIX METOJ0B MOJTyUCHHUS
MHOKECTBA PA3IMYHBIX YIbTPAIUCIEPCHBIX MaTepuaaoB. MeToJ OCHOBBIBAETCS Ha
MEXaHUYECKOM BO3JCHCTBMM Ha TBEpAbIC Tela C IENbI0 WX UW3MEIBbYCHUS |
nepeMeNMBalus  KOMIIOHEHTOB. B pesynbprate  akTUBHUPYETCS ~ XUMHUYECKOE
B3aMMOJICHCTBHE BEIIECTB; IPH STOM IPOIIECC MOXKHO Pa3JeIUTh HA MHOYKECTBO CTa UM,

TaKuX Kak jaeopMaiius CTPYKTYpbl pEareHTOB M HAKOIUICHUE JTUHEHHBIX U TOUYCYHBIX
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neeKToB, W3MENbUCHHE BEIIECTBA Ha OTACIbHBIC arperarbl, (HOPMHUPOBAHUE
METAacTaOMJIBHBIX COCTOSIHUH, TOMOTCHM3AlMs M pejakcanus HpoaykToB [8].
PaccmatpuBaemblii  METOA  MO3BOJISIET MOJYy4aTh OTHOCUTEIIBHO C  BBICOKOH
MPOU3BOIUTEIILHOCTHIO TIOPOIIKKM METAJJIOB, CIUJIAaBOB, MHTEPMETAIUOB, KEPAMUKH,
KOMITIO3UTOB, B TOM YHCJIe Ha OCHOBE oKcuaoB [34, 35], uutpumos [36].

MexaHOaKTHUBAIUS PEaTU3yeTCsl MPU MOMOIIN HECKOJBKUX THUIIOB MEJIHHUIT WA
BUOPAIIMOHHBIX YCTaHOBOK. [Ipoliecc peanuzyeTcst B peakTope HUIUHIPUIECKON (OPMBI,
B KOTOPBIA 3arpyarTcsi HMCXOJHBIC PEarcHThl, a TaKKe TBEpIble Tella B BHUIE
METAUIMYECKNX WM  KepaMH4ecKux 1mapoB. (OCHOBHBIMH  PETYIHPYEMBIMHU
napameTpaMu, MO3BOJISIONMMU OCYIIECTBIISATh YIIPaBICHUE, SBISIIOTCS: JUTUTEIBHOCTh
BO3JICHCTBHSI; OTHOIIEHWE MAacChl IMApOB W PEAareHTOB; OTHOIICHHWE OOBEMOB,
3aHMMAaeMbIX IIapaMH M HCXOAHBIMHU peareHTaMH, a Takxke oOIui 00beM peakTopa,
pa3Mepbl U COCTaB IIAPOB; CKOPOCTh BpallleHUs (11 MEJIBHUIT), YaCTOTA U aMILTUTY/a
BUOpanuii (st BUOpo-ycTaHoBOK) [37]. PeakTop 0OBIYHO 3alOIHACTCS HHEPTHBIM I'a30M
JUTS IPEIOTBPAIIICHUS HEXKETATEIbHbIX peakiuii [37], uitu ske razoBast cpejia MOXKET ObITh
HMCTOYHUKOM OJTHOTO W3 pEarceHTOB, HAMpPUMeEp, a30Ta, WM aMMHaKa JIS TOJYYCHHS
HUTpU10B [36, 38]. MexanooOpaboTKka MaTeprUasoB MOXKET KaK JOMOJHATHCS APYTUMH
(HEMEXaHMYECKUMH) BHIAMH BO3JICUCTBHM, HAaIpUMEP, MUKPOBOIHOBBIM OOJydeHHUEM
KOMIIOHEHTOB [35]; Tak W JOMONHATH APYyrue METOAbl BO3JICHCTBHUSA, HAIpPUMEp, B
Ka4eCTBE MOJrOTOBKH MOPOIIKOBBIX MaTepHasioB KoHcoauaauu [39].

OCHOBHBIMH HEJIOCTATKAMH PAcCMaTPUBACMOTO METOMA SBIISIOTCS TJTUTEIHHOCTD
mporiecca, u3MepseMas B JIECSITKaX W COTHSX 4YacoB, a TAKKe 3arps3HEHUE MPOAYKTa
MaTepuajioM peakTopa MW IapoB. B KkadecTBe TOCTOMHCTBA MOXHO OTMETHTh
MIUPOYANIIINKA TTepeYeHb CHUHTE3UPYEMBIX MATEPHAIOB U WX KOMIIOHCHTOB, a TaKKe
BO3MOYKHOCTH TIOJTyY€HUS OTHOCUTEIIHHO OOJIBIINX KOJTUYECTB MPOAYKTA.

1.2.3. leTOHALIMOHHBIH CHHTE3

Merton peanu3syeTcs Oyiaromapsi TeHEpaluy YAapHOW BOJTHBI B IMPOIIECCE B3PhIBA U
€e BO3JICWCTBHMM Ha HCXOJHBIE pPEAareHThl. OJHEPIHI0 B3PBIBHBIX IPOIIECCOB
WCCJICIOBATENIM aKTHBHO HWCIOJB3YIOT JIJISI OCYIIECTBICHHUS (DA30BBIX IEPEXOJOB B

pas3iIM4YHbBIX MaTCpHaiax. C‘-II/ITaeTCﬂ, 4Y4TO IIPpHU HMCIIOJIB30BAHMM CMCCH TpOTHIIA H
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rekcoreHa (50/50) MoxHO AocTHYL B yhapHou BojHe naBineHuid g0 22 ITla u
temneparypbl okojo 3200 K [40]. Braromapsi BO3MOXKHOCTH peaM3allii BBICOKHUX
CKOpOCTeM  OXJIaXIEHHUSI  BeposATHA  CTaOWIM3alusi  BBICOKOTEMIIEPAaTypHBIX
MeTacTaOMIbHBIX (a3 [8], Amg 3TOH 1enu NPUMEHSIOTCS Pa3InYHBIC TEIUIOOTBOIBI,
HalpuMep, METAUIMYECKHE YaCTHUIbl, CMEIIMBAEMbIE C HCXOJHBIMU pearceHTamu.
JIoCTOMHCTBaMH METO/a MOYKHO CUUTATh BBICOKYIO POU3BOIUTEILHOCTh, BO3MOKHOCTh
CUHTE3a PEIKUX METacTaOWIbHBIX (ha3, OTCYTCTBHE HEOOXOJUMOCTH TNPUMEHEHHUS
JOPOTOCTOSMINX KaTanu3aTopoB [41], oueBUIHO, HETOCTATKAMU SIBIISIETCSI ONIACHOCTD U
CJIO’KHOCTb 3aKYIIKH, TPAHCIIOPTUPOBKHU, UCTIOIb30BAHNUS B3PHIBUATHIX BEIIECTB.
OcoOyt0 posib B CTAaHOBJICHHHM PACCMATPUBAEMOI0 METOJA ChITPANI0 pPa3BUTHE
TEXHOJIOTUH TOJTYYEHHs NETOHAIMOHHBIX YJIBTPAIUCIEPCHBIX anMa3oB B 60x romax 20
Beka [42]. DPpbeKkTHBHOCTh METOIa MOKHO OLCHUTH CIACAYIOUIUM 00pa3oM: okoi1o 8-9%
MacChl MCXOJHOT'O B3pPBIBUATOrO BEIIECTBA MEPEXOMUT B anMasHyoo (aszy [43] mpu
MCIIONIb30BaHMU 3aps10B Maccoil nopsaka 10 xr B o0beme kamepsl nopsaka 100 m3[41].
[Tony4yeHHbIE AETOHAIMOHHBIM METOJOM ajaMa3bl OYMINAKOTCA OT MPUMECEH a30THOU
KHCJIOTOH MPHU BBICOKUX JIaBlicHUSAX U Temrepatypax [40]. [IpuMeHsoT e TOHAIMOHHBIC
ayMa3bl B pa3IuYHbIX cepax Kak Moauduimpyromme 100aBKy B )KUIKUE U TBEpAbIC (B
TOM 4YHCJC TMOJUMEpHbIe) Marepuanbl [44] B KauecTBe  yNPOYHSIOIIETO,
aHTU(pUKIOHHOTO [45] arenTa. [ToMrMoO aaMa30B JAETOHAIIMOHHBIM METOJIOM MOXHO
CUHTE3UPOBATH U JIPYTUE MATEPUAIIBI, IPU ’TOM CUHTE3UPYEMbIE KPUCTALITUYECKUE (Pa3bl
OyayT 3arps3HEHbl MPOAYKTAMH JIETOHAIIMM, OYUCTKA OT KOTOPBIX MOXKET
OCYUIECTBIATHCS (110 aHAJIOTUU € aJIMa3HBIMU MaTE€pUaIaMH ) IPU TTOMOLIY KUCIIOT.
1.2.4. CamopacnpocTpaHsilommiicsi BbicokoTemnepatypublii cuate3 (CBC)
CamopacnpoCTpaHsSIOIIUKUCA BHICOKOTEMIIEPATYPHBIM CUHTE3 SBIISIETCSI OJHUM U3
AKTUBHO TNPHUMEHSAEMBIX METOAOB UIA TMOJYyYEHUS PA3JIUYHBIX MaTEpUATIOB
(KepaMHUYECKUX, HHTEPMETAITNIECKUX, KOMIIO3UIIMOHHBIX ) [46, 47]. MeToa 6azupyeTcs
Ha YK30TEPMUUECKOMN CaMOIOIEP)KUBAEMON PEaKIIUU, B KOTOPOil (popMupyetcs o0aacThb
BeIcOKuX Temrepatyp (ot 1000 K 10 6500 K [47]). MeToa OTKPBIT M aKTUBHO Pa3BUBAJICS
B 60-x rogax 20 Beka Ha Tepputopun CCCP [46], u3ydaercss SKCHEPUMEHTAIBHO M

TCOPCTUUCCKU YUYCHBIMH BCCIro MHpa IMOCICIAHUC INCCATUIICTHUSI. CornacHo HpHHﬂTOﬁ
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KJIacCU(PUKAIMK B COCTaBE METOJ[a MOYKHO BBIJIEIUTH TP OCHOBHBIE TPYIIIBI PEAKITUH,
OCYIIECTBISIONINX CHHTE3 TE€X WJIM MHBIX MaTepuaioB. [IepBbIii THIT — 3TO COCTUHCHHE
JIByX JJIEMEHTOB, HANpuUMep, MOoJyuyeHue KapOujga THTaHa U3 yriepoja M TUTaHa
(Ti+C—TiC); BTOpOIi THII — 3TO BOCCTAHOBJICHUE OJHOI'0 SJIEMEHTA U3 €r0 OKCHa ITyTeM
OKHCIIGHUSI BTOpPOTO, HampuMmep, oOpa3oBaHHE Keje3a W OKCHIa aIIOMHHUS TIpU
B3aMMOJICHCTBIH OKcHIa xele3a U amoMuuus (3Fe;O4+8Al—4Al,03+9Fe); TpeTuii Tun
—3T0 00pa30BaHUE KOMILICKCHBIX OKCHIOB, Hanpumep, BaO+Ti10,—BaTiO3 [48]. Cpenun
JIOCTOMHCTB METO/1a CJIEIyeT OTMETUTH BBICOKYIO POU3BOAUTEIHHOCTh K OTHOCUTEIIBHO
BBICOKYIO YHCTOTY IPOIYKTOB, BO3MOKHOCTh CHHTE3a IIMPOKOTO psAa PazTuIHBIX
matepuaiion [49, 50], nocTrkeHHE BBICOKMX CKOPOCTEH HArpeBa U OXJIaK/ICHHS, a TAKKe
JOCTAaTOYHO BBICOKUX TemmepaTyp [51]. Cpeau MHOXKeCTBa Pa3IUYHBIX MaTEPUAJIOB,
MOJIy4aeMbIX PACCMAaTPUBAEMbIM METOJIOM, CJIEIYET BBIJCIUTh CBEPXTBEPJbIE U
TYTOIUIaBKHE MOPOIIKA KapOUIOB, HUTPUIOB, OOpUIOB, OKCHHHUTPUIOB; OOBIYHO B
KayecTBE ra3000pa3HOM cpe/ibl TAKMX MPOIECCOB MPUMEHSIOTCS a30T U apTrOH, IIPH 3TOM
W3BECTHA M METOJMKA TOJyUeHUs] KapOUIHBIX U HUTPUIHBIX MAaTEPUAIOB B BO3YITHOM
cpene [51, 52]. Mexanusm popmupoBaHus KapOUI0B M HUTPUAOB Ipu ipoBeacHnn CBC
B BO3YIIHOM aTMOC(epe OMMUCHIBAETCS B COBPEMEHHBIX paboTax CIEAYIOLUUM 00pa3oM:
peaKIusl HAUMHACTCS C OKHCIICHUS M 00pa30BaHUS OKCHUIIOB B 00JIACTH HHUIIMAPOBAHHUS
peaKMu Ha OJHOW W3 TpaHUIIBl pas3lena «o0pas3er-Bo3AyX»; Aaliee MPOUCXOIUT
dbopMHpoBaHUEe U PACHPOCTPAHEHUE BOJHBI TOPEHUS M, COOTBETCTBEHHO, OO0IACTH
BBICOKMX TEMIIEpaTyp, CKOPOCTb pacHpOCTpaHEHUs KOTOpol BriayOb oOpasma
3HAYUTENFHO BBIIIE CKOPOCTH MPOXOXKACHUS KUCIOPOJa B MJIOTHOM cpene oOpasia; B
pe3ynbTaTe B LIEHTPaIbHOM YacTu oOpasiia popMupyercss Ha HEKOTOPOe BpeMsi 00J1acTh
C HEKOTOPHIM HU3KHM COJACpX)aHHEM KHUCIIOPOAa; MPU HAIWYUH a30Ta WM YTIIepoja B
JaHHOW 00JIACTH B YCIIOBUSX BBICOKUX TEMIIEPATYp (OPMHUPYIOTCS KapOHIbI U HUTPHUJIBL.

Bo3MOXHOCTh peanu3aiiui CHHTE3a Ha BO3JyXe B COBOKYMHOCTH C BBICOKOU
CKOPOCTBIO MpoIiecca Mo3BONISIOT paccmarpuBath MeTo] CBC kak OCHOBY ISl pa3BUTHS
MIPOMBITIUICHHBIX METOI0B ITPOU3BOICTBA MMOPOIIKOBBIX MaTepuaioB. [Ipu aTom cpeanuit
pa3Mep yactuil B mpoaykrax CBC o0bI4HO cocTaBiisieT okoJio 1-5 MM [8]; aToT BaxHbIH

napameTp TOpOIIKOB, cuHTe3upyeMbix MeTosioM CBC, 00ycnaBnuBaeT HEOOXOIUMOCTh
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uX JApoOJeHHs W TMOMOJia B Cllydae HEOOXOJWMOCTH TMOJy4YeHHUs CyOMUKPOHHOW WU
HaHOpa3MEPHOU (PpaKIIUid.

1.2.5. I'a30¢a3Hblii CHHTE3 U KOHEHCAMS IAPOB

Meron, OCHOBaHHBIM HAa WCHAPEHUHM PA3IUYHOrO ChIPbS M KOHJEHCALUU
npoayktoB cuHTe3a (CVD) akTMBHO NpHMEHSETCS Ui TOJYYCHHS MHOXKECTBA
pa3IUYHBIX MaTEpPUAIOB. 3HAYUTENIBHO YAAJIOCh Pa3BUTh TEXHOJOTMU MOJIYYECHHS
aIMa30B M MaTepuaioB Ha WX ocHoBe [53] B pamkax paccmarpuBacMoro meroxaa. B
KauecTBe HCXOJTHBIX peareHToB MOXET UCIIOJIb30BAThCS MHO>KECTBO
YIIEPOJACOACPKAIIMX COCAUHEHU, B TOM 4YHCJIE€ Ha OCHOBE Ta3000pa3HbIX
yIIIEBOJIOPOAHBIX cMmeced [54]. HecMOTpsi Ha 3HAYUTENbHBIC YCIIEXH B BBIPAIMBAHUH
alIMa3HBIX U Ipyrux mieHok metogoM CVD, ocraeTcs u psn cinoxHocTel: 1. moaioxka
JUIsl HAHECEHUS TJIEHKU TPeOyeT OTHOCUTENBHO CJIOKHBIX MOATOTOBUTEIBHBIX OTIEpAIIHii;
MaTepHall IOJUI0KKH HE JTOJDKEH MPETepIeBaTh U3MEHEHUH IIpu TemiiepaTtypax a0 1000
°C; B CHHTE3UPYEMOI1 CMECH MOKET IIPUCYTCTBOBAThL KaK SP° Tak M SP? yIIIEpOM; KpoMe
TOTO, HHU3Kas MPOU3BOAUTEIBHOCTh OCTAECTCA CHCPKUBAIOIUM (AKTOPOM IS
IPOMBIIIJICHHOTO Tpou3BojcTBa MarepuaioB Metogom CVD [54]. [dns u3meHeHus
CBOMCTB IOJy4aE€MbIX MaTEPUAJIIOB HA OCHOBE YIJIIEPOJIa, B YUCIIO HCXOJHBIX PEAareHTOB
BBOAAT O0p, docdop, a3or, nupkonuii, Turad [53]. OcoObIil HHTEpeC MPEACTABIISIOT
amopdubie [55, 56] m kpucTamTuyeckue COCAUHCHHS, OJM3KHE K THIIOTCTHYCCKUM
YIIEPOAHBIM U YTIIEPOAHBIM TOMUPOBAHHBIM a30TOM CTPYKTypaM. OCOOEHHOCTBIO TAKUX
MaTepHAJIOB SIBJSICTCS BbIcovaiimas TBepaocth no 60 I'ma [57]. JIpyrum BakKHBIM
HaIlpaBJIEHUEM METOJa SBISETCS CHUHTE3 MAaTEepUalOoB Ha OCHOBE KpPEMHHS IS
NpUMEHCHHS B BO30OHOBIIIEMO# sHepreTuke [58], a Takke cBepXTBEPABIX MaTEPUAIIOB
Ha OCHOBE KapOWga KpeMHHs, KapOOHUTpuAoB KpemHus [59]. Merox wmoxer
JOTOJHATHCA APYTMMH METOJUKAMU, B TOM YUCJIE CHCTEMAaMM SIUTAKCUAIBHOTO POCTa
[60].

B cBsI3u ¢ HEOOXOAMMOCTBIO CO3/IaHUsI Pa3psKEHHON aTMoc(ephl C J1aBlIeHUEM
BtoTh 10 1 Ila [61], Huskoi ckopoctu cuuTe3a [54], paccmarpuBaeMblii MeTOI Ha

COBPEMCHHOM YPOBHC TCXHHWKH HC IIPUTOACH AJId MPOMBIIIIICHHOTO IIPOUM3BOJACTBA
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OOBEMHBIX MaTEpUajOB WJIM TOPOLIKOB 1Js (OpPMOBAHUSA; NPUMEHEHHWE METO/a
NPEJCTABISACTCS 1EJIeCO00Pa3HBIM JIJIS OCAKICHHS N3HOCOCTONKUX MOKPBITHH [62].

1.2.6. [1n1a3MeHHbIE CTPYH Kak (U3HYECKAsi OCHOBA METOI0B TEPMUYECKOT0
BO3/I€iiCTBHS /1JIsl peajiu3alii CHHTE3a MaTePHAJIOB C 3aJaHHBIMH CBOWCTBAMHU

['eHeparus MIa3MEHHBIX CTPYH, KaK HalpaBlICHUE Pa3BUTHS HAYKH U TEXHUKH
akTUBHO pa3BuBasiock Ha Tepputopur CCCP B 1960-1980 roas! ¢ Lenpro peleHus 3a1a4y
PaKETOCTPOCHHUS, & TaKXKe OTYACTU U MaTepuanioBeneHus [5]. C meapo OCyIIecTBICHUS
CHHTE3a TOTO WJIM MHOTO MaTepuala OObIYHO MPUMEHSETCS MIIa3MOXUMHUUYECKUN PEaKTOp
pazaenbHOro THna [6], cocTosmuit U3 repMETHYHOM KaMephl B TIPOCTPAHCTBO KOTOPOTO
UCTEKAIOT IUIa3MEHHbIE CTPYW U3 OJHOTO MM HECKOJbKHUX IJIa3MOTPOHOB.
DJEeKTPOIYTOBBIE TUIA3MOTPOHBI HEMPEPHIBHOIO W UMITYJIBCHOTO JeHCTBUS [5], kak
IPAaBUJIO, IMPEACTABISAIOT COOOM cHucTeMy 3JEKTPOJOB, 00pa3yroIMX CBOeH (opmoit
COILJIO WJIM KOAKCUAJIbHO PACIOJIOKEHHYIO CUCTEMY TPYOOK, KyJia B IIPOLIECCE TOPEHUS
JYyTOBOTO pa3psija MoIaeTcs MIa3Mo00pasyroluii ra3 v, B cliyuae He0OX0IMMOCTH, HHbIE
BenlecTBa. [lon nelicTBUEM BBICOKHMX TEMIEPATYpP PEATUYIOTCS JKEIAEMbIE MPOLIECCHI
CUHTE3a MaTepraja B COOTBETCTBUU C €r0 TUArpaMMON COCTOSTHHM.

Kpaiine BaKHBIM HalpaBJIEHUEM C BBICOKOM NMPAKTUYECKOW LIEHHOCTBIO SIBIISETCS
reHepaius MOTOKOB IIa3Mbl IpU aTMOC(EpPHOM JaBJIE€HUM Ta30BOM Cpeabl is
MOJTyYeHUS] Pa3NUYHBIX (DYHKIMOHAIBHBIX MOKPHITUNA. B dacTHOoCcTH, 0coOyio poiib
3aHUMAIOT OKCHJHBIC TOKPBITHS, KOTOpPbIE MOTYT (hOpPMHUPOBATHCS MpU 00pabOTKE
paboueii TOBEpXHOCTH MOTOKOM IIa3MbI B aTMOC(EPHBIX yciaoBusx [63]; Takum myTem
MOJKHO C(POPMHUPOBATH MOKPHITHS C YITyUIIEHHBIMHA MTPOYHOCTHBIMH XapaKTEPUCTHKAMH,
CHeM(PUUHBIMU JEKTPOPU3NUECKUMU, XUMUYECKUMHU U ONTUYECKUMH CBOMCTBAMHU.

[Ipy momomy mMIa3MOTPOHOB TIOMYYAIOT pa3WYHBIE MaTepuaibl: OKCHJIBI,
Oopupl, [64], Hurpuasl [65], kapOuabl n ©x KOMOMHAIMY [5]; TaKkKe ClieayeT OTMETHUTD,
YTO B HACTOSIIIEE BPEMS paCCMaTPUBAIOTCS BOIIPOCH SKOHOMUYECKOM 11€71eCO00pa3HOCTH
IPOM3BOJICTBA CHHTETHYECKOTO ajiMa3a paccMaTpuBaeMbIM MeToioM [14].

B mnocnennue roapl MOMyNSPHBIM MNPUIOKEHHEM IUIa3MOTPOHHOM TEXHUKU
CTAaHOBUTCSl yTUJIW3allds TPOMBIIUICHHBIX M OBITOBBIX OTXOJOB, B YaCTHOCTHU

yIJIeBOAOPOAHBIX [66, 67] M MOMYTHOrO MOJYYCHHS MPH MX PA3I0KCHHUU YIIIEPOTHBIX
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yJIbTpaucIepcHbIXx Matepuanos [68]. Jlocturaemele TemmnepaTypsl nopsaka 10* K B
COBOKYITHOCTH C BBICOKOH CKOpPOCTBIO HArpeBa, pa3IMYHBIMHU BUJIAMU T€HEPUPYEMOIO
U3ITy4YEHUS TIO3BOJISIOT TUIA3MEHHBIM METOIaM BECTH YTHIIM3AIUIO PA3IMYHBIX OTXOOB,
MPEAICTABIISIONINX ONACHOCTb JIJISl KU3HU U 3[I0POBbsI JIIOJIEH U JPYTUX KUBBIX CYIIECTB.
1.2.7. D1eKTPOB3PHIB KAK METO/I MOJy4eHHs] MOPOIIKOBBIX MAaTEPHAJIOB
MeTo10M 351eKTPOB3pHIBA MPOBOIHUKOB MOTYYAIOT Pa3IMYHbIEC TOPOLIKH, a TAKXKE
(YHKIIMOHABHBIE TOKPBITHSA. OTIMYNTEILHOW OCOOCHHOCTBIO TAaKUX TMOKPBITHI [69]
SBJIIETCSI BOBMOYKHOCTh WX HAaHECEHUS HAa BHYTPEHHUX IMOBEPXHOCTAX TOHKUX TPYO,
npoduiae pasnuaHoi ¢GopMmbl, kaHaoB [69]. MeTon 37meKTpoB3phIBa MPOBOIHHKOB
peanusyercs B pe3yJbTaTe JOCTHKEHHS] CKOPOCTH HapacTaHus Toka nopsaka 10° A/c u
npu ero miaotHoctd He menee 10°-107 A/cm? [70, 71]. Ilpu 3ToM TUIMYHOE BpeMS
npoliecca COCTaBIsAET OT MUKPOCEKYH 10 MUJUTUCEKYH [71, 72]. Metoxa peanu3yeTcs
KaK B ra3000pa3Hoii [73] AMAIEKTPUUECKOM cpeie, TaK U B )KUIKOM [74], B 4aCTHOCTH B
BoJIe [75]. DHEpProeMKOCTh IpoIiecca MOTydeHHUS IPOAYKTa CHHTE3a COCTABIISET OPSIIKA
10-100 x/x/r. BeayTcest kKak SKCIEpUMEHTANBHBIE, TAK U TEOPETUUECKUE HCCIIEIOBAHUS
[76, 77] ansa ynpaBnenus (pa30BBIM COCTaBOM MPOAYKTA, B YACTHOCTH, BAPbUPOBAHUEM
BEIMYMHON moaBeneHHON sHepruu [70]. B HekoTOphIX ciydasx, g XpaHCHHUS
CHHTE3MPOBAaHHBIX MAaTEPHAJIOB TpeOyeTcs MX MpeaBapuTeibHas maccuBaius [78] mis
CHIDKCHHSI pUCKa BO3TOPaHHS TIOPOIIKOB Ha Bo3ayxe [79], uTo xapakTepHO, B 4aCTHOCTH,
JUTsL QJTFOMUHUEBBIX TTOPOIIKOB, MOJYUYEHHBIX paccMaTpuBaeMbiM MeTooM [80].
PaccmaTpuBaeMbIM METOIOM MOJTYYarOT pa3iMdHble MaTEepPHUalbl, B YACTHOCTH HA
OCHOBE aIFOMUHUS, MEIIH, YTIEpoa, ’Kele3a, TUTaHa, BoJb(hpama, MOTUOIeHa, HUKEIs
wiatudbl  [81, 82]. VYnoMmsHyThle BbIlIE MaTepHaibl B HCXOJHOM COCTOSHHH
HATATHUBAIOTCS MEX]Ty CHUIOBBIMUA KOHTAKTaMH B BH/JIE TIPOBOJIOYKH, OOBIYHO THAMETPOM
nopsiika 0,1 MM. OTHOCHTENBbHO HEOOJBIIAs Macca TAaKOTO IMPOBOJHUKA SIBIISETCS
TEXHOJIOTUYECKUM OTPAHMYCHUEM JOCTHKECHHS MPOU3BOIUTEILHOCTH MIPOMBIIIICHHBIX
macmtaboB. Kpome TOro, pasButhe MeTona CHIBHO OTPAaHHYMBACTCS BBICOKOU
CTOMMOCTBIO  CHUJILHOTOYHOTO  BBICOKOBOJIBTHOTO  WCTOYHHMKA  DJICKTPOIHUTAHMS,
BXOJIAIIETO B COCTaB YCTaHOBKH (0ObIYHO eMkocTHOro Ttuma [83]), cpok ciykObI

KOTOPOTO OTPAaHWYECH YHUCIOM padounX ITUKIIOB pa3psaa u 3apsaa. Pecypc OonbimmHCcTBa
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MMITYJIbCHBIX BEICOKOBOJBTHBIX KOHIEHCATOPOB COCTAaBJIAET mopsaka 10* mukiios, 4ro ¢
y4eTOM TOJIy4eHHS 32 OJMH paboyuil IUKI MOPOIIKOBOTO MPOAYKTa B KOJIMYECTBE, HE
npesbimaromieM  1-10 T, He mo3BonsgeT mnpeanonaraTb BO3MOXKHOCTH PEAIM3ALNAN
MIPOMBIIINIEHHOTO MPOU3BOJICTBA Ha OCHOBE paccMarpuBaemoro merona. Kpome Toro,
no00HbBIE AIEKTPOUMITYJIbCHBIE YCTaHOBKHU JTOJIKHBI 00CITy>KUBaThCS
BBICOKOKBIM()UIIUPOBAHHBIM TIEPCOHAIIOM C  O(QOPMIICHHBIM COOTBETCTBYIOIIUM
o0pa3oM JOMYCKOM K BBICOKOBOJIbTHOMY OOOpPYJOBaHUIO, YTO CYIIECTBEHHO
OTpaHUYUBAET MPUMEHEHUE TAaHHOTO METO/IA.

1.2.8. TepmoGapuyeckuii cHHTE3

TepmobOapuueckrie METOABI OMYyYEHUSI U KOHCOJIUAALNHU (CIIEKaHUs) MaTepUaloB
OCHOBBIBAIOTCS Ha CO3/IaHUU TIOBBIIIICHHBIX JABJICHUN U TEMIIEPATyp, MHUIIUUPYIOIINX B
3aBHCHUMOCTH OT JOCTUTa€MbIX MapaMeTpoB (JaBJICHUS M TEMIEPATypbl) Pa3IUYHbIC
npouecchl:  (a3oBble  MEPEXOnbl, B3aUMOJEWCTBHE HCXOJHBIX KOMIIOHEHTOB,
dopmoBanme. Yacto mporiecc peanusyercs B NPOYHOM mpecc-popme, B KOTOPYIO
NOMEIAETCs] UCXOAHBINM 00pasen Mexay nyaHcoHamu. CucTtemMa MOXKET OCHAIIAThCs
MUKPOBOJHOBBIM, JIa3€PHBIM, PE3UCTHUBHBIM M HWHBIM TOJOTPEBOM. PeXuMHBIC
napaMeTpbl MOTYT HOJOMPATHCS B COOTBETCTBUU C IMAarpaMMaMU COCTOSIHUNA BELIECTB.
DKCIepUMEHTAIHPHO Ha YCTAHOBKAX BBHICOKOTO JIABJICHHS JIOCTUTAIOT AaBjieHUM 10 38-42
I'Tla npu Temnepatype 2000-3000 °C (a1 cuHTE3a YIiaepo1-a30THRIX MaTepuaioB) [84,
85], B Teopum paccMaTpHBalOT BO3MOYKHOCTh JOCTIOKeHHS naBieHuit g0 100-200 I'Tla
[85, 86]. JlaHHBIM METOIIOM TMOJIYYalOT BaKHEHIIINE CBEPXTBEP/bIC MATEPHAIIbI, TAKUC
KaK ajMa3 u Kyoudeckuit HuTpua 6opa [87].

B cocraBe paccmarpuBaeMOoro MeTtoAa MOXXHO BBIIEIWTH TpPyHIy IO
(GYHKIIMOHATBFHOW peanu3allid yCTAaHOBOK, IMO3BOJISIFOIIMX MPOMYCKaTh MOCTOSHHBIMH,
MEPEMEHHBIN WM UMITYJIbCHBIA DJIEKTPUYECKUM TOK 4epe3 oOpasel] B Mpollecce ero
ymiotTHeHus. OcCHOBHasi Macca paboT, MOCBSAIIEHHBIX paccMaTpUBAEMOMY METO.NY,
omyonukoBana nocie 2000 roaa [88]. Haunbouee nomyspHoit MoardUKaIUCH SBISETCS
TaK Ha3bIBaEMOE «HMCKpOBOE IIIa3MeHHOe crekanue» (Spark plasma sintering),
peanuzyeMoe pH UMIYIbCHBIX TOKaX BHICOKON aMILTUTYbI, IO3BOJISIIONINX TOCTUTATh

BBICOKMX CKOPOCTEW HarpeBa U ObICTpoe (B T€UEHHWE HECKOJBKHX MHHYT) CIIEKaHUE
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oOpasma B rpadutoBoit npecc-hopme. DToi MoauduKamuu OyIET MOCBSIICH OTACSTbHbBIN
pazzen HacTosIel paboThI.

1.2.9. JlazepHble, 3J1eKTPOHHbIE M HOHHBbIE MYUYKH /ISl CHHTE3a MATEPUAJIOB B
ra3oBoil M »KMJAKOI padoueil cpeae

HaydHoe HampaBieHHEe NPUMEHEHMS JIA3€PHBIX U AJIEKTPOHHBIX IMYyYKOB IS
pelieHusl 3a/ad CHHTE3a MaTepPHAIOB W MOIU(DHUKAIUK TMOBEPXHOCTH IOSBHIOCH
npubau3uTeNbHO B cepeanne 20 Beka [89], cramo Gosee akTuBHO pa3BuBaThes ¢ 2005
roJia MocJje TMOSBICHHUSI B CBOOOIHON MPOJIaXe YCTPOMCTB T€HEPAIMH COOTBETCTBEHHO
Ja3epPHOTO U JICKTPOHHOTO chokycrupoBanHoro usnydenus (Arcam AB, Sweden; EOS,
Germany) [90].

JlazepHbIC W AIEKTPOHHBIC MYYKH MPUMEHSIOTCS JJIs CHHTE3a W MoaupuKanuu
pa3IMYHBIX ~MaTepuajioB B Ta30BOM W KHIOKOM pabouerr cpeae [91-93].
PacnipocTpaHeHHBIMU ra3amu sIBJISIOTCA TN, BOJIOPO/I, 30T, apTOH, YTIAEKUCIIbIN ra3 u
ateras [94]. B kadecTBe )KUIKOM Cpelibl 4aCTO MOTYT HCIIOIh30BAThCS BOAHBIC PACTBOPHI
[93]. Lllupokuii quana3oH 3HEPrUil CHOKYCHPOBAHHOTO JICKTPOHHOTO WM JIa3ePHOTO
IydYKa IMO3BOJISICT OCYIIECTBIIATH IIJIAaBJICHUE WM HCIAPEHUE MCXOTHBIX peareHToB. K
IpUMepy, IPU IUIOTHOCTH TOKA DJIEKTPOHHOrO Iydka 10 21 MKA/cM? BO3MOKHO
JOCTUKEHHUE JIOCTATOYHO BBICOKMX TemmepaTyp noauoxku o 1000-1200 °C nopwu
skcnio3unmu nopsaka 10-20 cekynn.

C ucnosb30BaHUEM JIA3€PHBIX U AJICKTPOHHBIX MYYKOB MOTYUYAIOT IIUPOKHUI KPyT
Pa3IUYHBIX YIBTPATUCIIEPCHBIX MAaTEPUAIOB: TaKUX KakK aiMa3, KyOW4ecKuid KapOw
Oopa, HUTpUA yriepona, rpaden, Metawibsl 1 ux okcuanl [89, 95, 96]. K HemocraTky
paccMaTprUBaEMOTO METOJ/Ia MOXXHO OTHECTH KpaiHe HEBBICOKYIO MPOU3BOAUTEIILHOCTh
[91].

1.2.10. CuHTe3 B 3JIEKTPOTEPMUYECKOM KHUISIIEM CJI0€

OgHuM U3 TEpPCNEeKTHBHBIX IMOAXOJOB K TOJYYCHHIO psfa MaTepuaioB, B
JaCTHOCTH, KapOWIOB KPEMHHUsS, KapOUIOB psjla METAJUIOB SIBJISETCS CHHTE3 B
IEKTPOTEPMUYECKOM KHUIIAIIEM cjoe. Meron peanu3yeTrcss 3a CYET BBIJICICHUS
JUKOYJIEBa TeIjla B TOKOIPOBOJIAIIEM CJIOC YIJICPOIHBIX YACTHIl, B KOTOPBIM TOIaeTCs

OKCHJI KpeMHHUsI WM Apyrod ucxomusiidi peareHt [97, 98]. Ilox meificTBreM BBICOKHX
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TEMIEPATYp MPOUCXOIUT KapOOTEPMHUUECKOE BOCCTAHOBIEHHE OKCHAA C 00pa30BaHHEM
CO, koTopblil ynansieTcss CUCTEMON BEHTWISIUU peakTopa. [Ipu peanuzauuum merona
WCITOJIB3YIOTCSl MHEPTHBIE Ta3bl I MPOAYBKH KaMephl M yIaJCHUS BO3AyXa U BJIard U3
peakimoHHON 30HBL. Cpeaw TOCTOMHCTB METOJa CIIEAyeT OTMETUTh BO3MOYXHOCTHh
paboThI B HEMTPEPHIBHOM IUKINYECKOM PEXKHUME, OTHOCUTEIIBHO BBICOKUN KOAPDUITUEHT
MOJIC3HOTO JICUCTBHUS B TIPOIECCE HArpeBaHUS HCXOJHOTO CHIPbS TOKOM, BBICOKHE
CKOPOCTH TPOTEKaHUsl pEeakluy 3a CYeT OOpa3oBaHMsI MHUKPOIUIA3MEHHBIX KaHAJIOB
MEXIy YaCTHIIAMH TICEBIOKHUIIAIIETO CII0SI, UCIIOIh30BaHNE HU3KOBOJIBTHOTO NCTOYHHUKA
aneKTponuTanus ¢ pabouuM TokoM mopsiaka 100-150 A, yto He TpeOyeT co3naHus
CHEIUATN3UPOBAHHOM CHUCTEMBI 3JIEKTPOCHAOXKEHUS JJI YCTaHOBOK JabopaTOpHOM
momHOCTH. K HemoctarkaM MeToja MOXHO OTHECTH OTPAaHWYCHHS, CBS3aHHBIC C
HE0OXOMMOM 3IEKTPONPOBOIHOCTHIO UCTIOIB3YEMOTO UCXOTHOTO CHIPbS.

1.2.11. DaeKkTpoayroBoii CHHTE3

Merton oCHOBaH Ha JOCTHIKEHWW BBICOKHX TEMIIEpaTyp M TEHEpaIuu IUIa3Mbl
AIEKTPUUECKUM Pa3psoM B MPUCYTCTBUHU UCXOJHBIX PEAreHTOB U IIPU HEOOXOIUMOCTH
— KaTaJIM3aTOPOB; UCXOIHBIE PEAareHThl MOTYT OBITh KaK Ta3000pa3HBIMHU TaK TBEPABIMU
WM KUJIKUMU. J[aHHBIA METOJ] MOKHO Pa3JeIuTh Ha TPU OCHOBHBIE TPYMIBI MO TUITY
anekTponuTanus: Ha moctossHHOM Toke (DC), mepemennom Toke (AC), a Takxke Ha
umnyascHoM Toke [99]. HanbGosee mpocThIMU C TOUKH 3pEHUS TEXHUUECKON peai3aiiiu
(M COOTBETCTBEHHO, CTOMMOCTH) CUHUTAIOTCS JJIEKTPOIYTOBbIE IUIA3MOXMUMHYECKUE
peakToOphl TOCTOSSHHOTO TOKa. B CBOIO ouepenn, CHCTEMBl Ha MMITYJILCHOM TOKE, Kak
paBuJIo, MUTAIOTCSI  OT  BBICOKOBOJIBTHOTO MCTOYHUKA, CHA0KEHHOTO
OBICTPOJICHCTBYIOIIMM KOMMYTAITMOHHBIM O00OPYJOBAaHHMEM; B KayeCTBE HCTOYHHKA
AJIEKTPONIUTAHUS YacTO WCIIONB3YIOTCS EMKOCTHBIE M WHIYKTUBHBIC HAKOITUTEITH
srepruu [100-103], uto onpezenseT ux BBICOKYIO CTOUMOCTD U CJIOXKHOCTh TEXHUYECKOM
peanu3anuu.

JlyroBo#l paspsa BHE 3aBUCHMOCTH OT THIA DJCKTPONHUTAHUSA, OOBIYHO
WHUIIMAPYETCS] B TEPMETHYHOM PEAKTOPE, 3al0JHEHHOM WHEPTHBIM Ta30M WIIU Ta30M-
HMCTOYHUKOM TOTO MJTM MHOTO XUMHUYECKOTO AJIEMEHTA /TSl pealii3allii CHHTEe3a; pabouee

JaBJIEHHE Ta30BOM CPeIbl MOKET COCTABIIAThH OT eaunmil [1a 10 Heckompkux MIa [104].
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DNEeKTPOAYTOBBIM METOJOM TMOJY4YaloT pa3UyHble MaTepUalbl: YIIIEPOJIHBIC
ynbTpaauciepcHbie Matepuaisl [99, 105-107], moporiku Meramios, okcuabl [100, 108-
109], kapowumer [110-111].

DNEKTPOAYTOBbIE CUCTEMbI MTOCTOSIHHOTO TOKa 00Jjiee MoJApoOHO PacCMOTPEHBI B
MOCJIEYIONINX pa3jiesaXx HacTosAIEH paboThl.

1.2.12. MeToa HCKPOBOI'0 PEAKIIMOHHOTO MJIA3MEHHOT0 ClIeKAHUS

MeToa UCKpOBOTO TUIa3MEHHOTO CIEKaHUs aKTUBHO MPUMEHSETCS BO BCEM MUPE
JUIS  KOHCOJUAAIIMA TIOPOIIKOBBIX MAaTepuajoB U TMOJYYeHHs KepaMuKu. Meron
CTaHOBUTCS KpaitHe MOMYJISIPHBIM CPeld MUPOBOTO HAYYHOTO COOOIIECTBA B MOCIIEIHUE
10-15 ner, kak A3TO BHUAHO IO JWHAMHUKE IyOJUKAIMOHHOW aKTHUBHOCTH padoT,
MOCBSIIICHHBIM PAa3JIMYHBIM aCIICKTaM paccMaTpuBaeMoi TeXHUKH [112]; mpudeM ToIbKO
B niepuoi ¢ 2000 1. mo 2010 KOJIUYECTBO €KETOJAHO MyOJUKYEeMBbIX CTaTed BO3POCIIO
npumepHo B 10 pa3. CucteMbl HCKpPOBOIO IUJIA3MEHHOTO CIEKAHHS TO3BOJISIOT
peann3oBaTh HArpeB MOPOIIKOBOTO 00pasiia, MOMEIIEHHOTO0 B TpadUTOBYIO Ipecc-
dbopMy, MOCPEACTBOM HUMITYJIBCHBIX TOKOB B IPOIIECCE €ro CxaTusi MmyaHcoHamu. Kak
MIPABHUJIO, MPOLIECC MPOBOJAAT B BaKyyMe WM B aTMocdepe 3amuTHOro raza. CKopocTb
HarpeBa MoxkeT gocturath 600 K/muu [112], MakcuMasbHas TeMmIepaTypa — CBBIIIC
2100-2200 °C [113, 114] npu naBnenuu a0 70 MIla [115]. Takue napaMeTpbl TO3BOJISIFOT
peann3oBaTh MPOIecC CrieKaHusi o0pasiia B TeYCHHE OTHOCUTEIBHO KOPOTKOTO BPEMEHH
OT 5 10 HECKOJIBKHX JIeCATKOB MUHYT [116].

bnarogaps  peamuzyemMbplM  TapaMeTrpaM  BO3MOXHO  KaK  peajn30BaTh
BBICOKOIUIOTHYIO KEPaMUKy C IUIOTHOCThIO, Onmm3kod k 100% [114, 117], Tak wu
MPOU3BOINTH CUHTE3 PA3IUYHBIX MATEPUAJTIOB, TAKHX KaK OOpHUIbI, KapOWIbl, OKCHJIbI
[118-120]. C uenbto yBeNWYCHHS IIOJU CHHTE3UPYEMOW KpUCTAIUIMYECKOW (asbl U
MUHHMU3AIUN COJIePKaHUs MCXOIHBIX PEareHTOB OOBIYHO MPEKYPCOPhl 00padaThIBAIOT
IIPY TIOMOIIM IIAPOBON MEJBHUIIBI MPU IIUTEIHHOCTH BO3neHCTBUS OT 10 MUHYT 1O
HECKOJIbKUX YacOB M B HEKOTOPBIX CllydasX 10 Heckonbkux mHer [119]. OcHoBHOI
00J1aCThIO0 TPUMEHEHUS PACCMAaTPUBAEMOT'0 METO/1a SIBJISIETCS CIIEKAHUE BHICOKOTIOTHOM
KepaMHKH; TAaHHBIH METOJI IIOCTENIEHHO BBITECHSCT TPAIUITMOHHBIC TTOIXO0/IBI K TOPSUEMY

MMPCCCOBAHNIO TMOPOMIKOBBIX MATCPHUAJIOB M  PCKE HCIHOJB3YCTCA KaK MCTOA
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OCYIIECTBJICHUSI XUMHYECKUX PpEAKUUA MEXKIYy HUCXOJHBIMH  KOMIIOHEHTaMHU.
PeakiimoHHoe HCKPOBOE TIIa3MEHHOE CIIEKaHUE OTPAaHUYEHO HAOOPOM HCXOAHOTO CHIPBA,
TaKOT0 COCTaBa, KOTOpoe He (POPMUPYET ra3bl B MPOLIECCE CIICKAHUSI.

1.3. CuHTe3 MOPOMIKOBBIX MAaTEPHAJIOB ¢ NMPUMEHEHUEM ILIa3Mbl JYTrOBOI0
pa3psa NoCTOSIHHOTO0 TOKA

[Ina3mMeHHbIE METOABl CHHTE3a pA3IMYHBIX COCIUHEHUN MPUBJICKATEIIbHBI
BO3MOXXHOCTBIO TOCTHXKEHHS BhICOKHX Temriiepatyp (~ 10 000 K) u BEICOKMX CKOpOCTE
npoTekanus peakuuid. OJHAKO NMPUMEHEHUE IUJIa3MEHHBIX PEAKTOPOB CYIIECTBEHHO
OTPAHUYEHO HUX IEHOW, OTHOCUTEIBHON CJIOKHOCTHIO KOHCTPYKIIMH, CTOMMOCTBIO
MOJTy4yaeMbIX MaTepuanoB. [l1a3MeHHbIE PeaKTOPhl PA3IMYHON KOHCTPYKIIMU HU3BECTHBI
yke 0oJiee BeKa, HO MPU ATOM MOUCK HAYYHO-TEXHUYECKUX PEIICHUH, HAITPaBJICHHbBIX Ha
pa3BUTHE IUIA3MEHHBIX METOAOB IPOJIOKAETCA M CEroAHs. Pa3BUTHIO TJIa3MEHHBIX
METOJIOB CITOCOOCTBYIOT COBPEMEHHBIE TOCTHKEHHSI B 00JIaCTH CUIIOBOM DJIEKTPOHUKH, a
MMEHHO,  BBIIPAMUTEIBHO-UHBEPTOPHOM  TEXHHMKH,  KOMMYTAaTOpPOB,  CHUCTEM
aBTOMATU3WPOBAHHOIO YIIPABIICHHUSI.

1.3.1. CoBpeMeHHbIe HCTOYHMKH JJIEKTPONMTAHMUSA ISl IJIEKTPOAYIOBBIX
YCTPOMCTB KAK 0CHOBA IKCIIEPUMEHTAJIBHOIO IUIA3MEHHOT0 PeaKkTopa

Kak ynoMmsiHyTo panee, HCTOpHs IPUMEHEHUS SJIEKTPUUYECKON TYTH MOCTOSSHHOTO
TOKa MMPHU PEIICHUH 3a7a4 IMOJyYeHUs pa3InIHbIX MaTepuanoB, HacunTeiBaeT Oosee 100
et [1]. CoBpeMeHHBIH YPOBEHb TEXHHMKH WM TEXHOJOTHH IMO3BOJISIET CHATH P
TEXHUUYECKUX OTPAHUYEHUM IJIEKTPOIYTOBBIX METOJIOB CUHTE3a, CBA3AHHBIX C aHAJTU30M
CUHTE3UPOBAHHBIX TMPOJYKTOB, C YMNpPaBICHUEM pEXUMaMH paOOThl YCTAaHOBKU U €€
aBTOMATH3allH, & TAKXXE TEXHUYECKUX XAPAKTEPUCTUK U KOHCTPYKIHUEH MCTOYHHUKOB
anekTponuTanus. Jjisi 1abopaTOpHBIX HMCCIENOBAaHUN B paMKaxX OOCYXKIaeMbIX 3ajiay
MaTepHaNIOBEICHUS MPUEMIIEMbII U JOCTAaTOYHBIN TMANa30H pab0ouYnX TOKOB UCTOYHHKA
snexTponuTanus cocraBisger or 20-40 A mo 150-200 A [1, 4, 121], yto mo3Bojsier
peann3oBaTh Temmeparypsl mia3Mel ceimie 10 000 K [14, 122]. VBenuueHnue cuiibl TOKa
ceeimie 200-250 A Bemer K HEOOXOIMMOCTH BBEIEHHS B CXEMY YCTaHOBKHU
OXJIAUTECNIBHBIX ~ cucTteM  [4], a  Takke  HCOOXOAMMOCTH  OpraHH3alHMH

CHEIUATN3UPOBAHHOTO  PACIPEACIUTEILHOTO  yCTPOMCTBA I OOECTICUCHHUS
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anekTpocHaOxkenus. [loaTtomy Ui peanmm3anuu — 3JIEKTPOIYrOBOM  YCTaHOBKH
MOCTOSIHHOTO TOKa JUISl MJIa3MOXUMHUYECKOTO CHHTE3a HEOOXOJUM HCTOYHUK DHEPruH,
CIIOCOOHBIN paboOTaTh B HEMPEPHIBHOM H/HITH IIOBTOPHO-KPATKOBPEMEHHOM PEXUME TIPH
cuie Toka 10 ~200-250 A. Kpome Toro, BenmnurMHa CHIIBI TOKA SIBJIIETCS ITapaMeTPOM,
TIO3BOJISIOIIMM BJIHMSATh Ha (a30BbI cocTaB MpoaykToB [123], B 3TO# CBS3M UCTOYHHUK
TOKa JI0JKEH OBITh PEryJupyeMbIM. VICTOUHHK 31€KTpONUTaHUS JOJDKEH, B TOM YHCIIE,
XapaKTEepU30BaThCS BBHICOKMM YPOBHEM HAJIeKHOCTH, O€30MaCHOCTH, JOJHKEH OBbITh
3HeprodhHeKTUBHBIM, HE JOIHKEH OKAa3bIBATh 3HAUUTEIHHOE BO3/ICHCTBUE HA TUTAIOIIYIO
ceTb (B OTHOUIEHWM TIEHEpPAalUu BBICIIMX TApMOHUK, W KAaK CIEJICTBHE
HECUHYCOHJIAJIbHOCTH CETEBOW KPUBOW HANPSLKEHMS, IPOBAJIOB HAIIPSKEHUS, JIOKHOTO
cpabaThIBaHUS CHCTEM pEJIEHHOMN 3allluThl U aBTOMATUKH). B mocneaHue roasl B MUpe
HaJa>XCHO ITPOMBILUICHHOE ITPOU3BOACTBO BBIIPSMUTEIBHO-UHBEPTOPHBIX NCTOYHUKOB
IIOCTOSIHHOI'O TOKa I pPY4YHOW JyroBoi cBapku. CTOMMOCTh TaKMX YCTPOWCTB
coctasisieT opsiaka 10-20 Teic. py0Jiel mpu nNprcoeIMHEHHOM MOIHOM MotHOCTH 710 10
KBA; npu 3TOM cuuTaeTcs, 4T0 CTOUMOCTbh HICTOYHHMKA TOKA COCTaBJISET IPUOIU3UTEILHO
15%-30% ot o6uieil croumMocTi 000PYAOBaHUS 3IEKTPOIYTOBOTO IJIA3MOXUMUYECKOTO
peakTopa mocTosiHHOro Toka [17]; Takum oOpa3oM, Hajauure B CBOOOTHOM PHIHOYHOM
000pOTE BBINIPSIMUTEIILHO-MHBEPTOPHBIX IpeoOpa3oBareseii ¢ HU3ZKOW CTOMMOCTBIO
CYILLECTBEHHO BIIMSET HA JOCTYITHOCTh OCHOBHBIX Y3JIOB U JIETaleH 1yTOBBIX PEaKTOPOB.
M cTOYHUKM NUTaHUS ISl DJIEKTPOAYTOBOM CBAPKU XapPaKTEPUZYIOTCA MOAXOMSAIIEH IS
peanu3alyy TIa3MOXUMUYECKHUX IPOIECCOB BOJIBTAMIIEPHON XapakTepucTtukoi [1], a
TaK)Ke PSAJOM MHBIX BOXKHBIX XapaKTEPUCTUK, TAKMX KAaK: HAJTUYHUE BCTPOECHHON CHCTEMBbI
CTaOWIM3alM U PETYJIUPOBAHUSA CUJIBI TOKA, CUCTEMBbl IMOAJEPKAHUS CTaOMIBHOTO
ropeHusi Jyru (aCCUCTUPYIOUIME CHUCTEMbl WHULMUPOBAHUS [Jyrd, 3alllUThl OT
«3aJIMIIaHU) AIIEKTPOJIOB), HEOOIIbIIAS Macca, BOBMOXKHOCTh MMUTAaHUS OT CTaHIapTHOM
(B TOM uymcie ObITOBOM) ceTu ndneKkTpocHaOxkeHus. llepeuncieHHble BBIIIE
NpPEeUMYIEeCTBA  JENAOT  NPUBJICKATEIbHBIMU  COBPEMEHHBIE  BBIIPSIMHUTEIIBHO-
MHBEPTOPHBIEC CBAapOYHbIE MPEOOpa3oBaTENU ISl MCIOIb30BAHUS B COCTABE CHUCTEMBI
AJIEKTPOINUTAHUS TUIa3MEHHBIX PEakTopoB. B HacTosiiee BpeMs W3BECTHBI paOOTHI,

OITNCBhIBAIOIINEC IMPUMCHCHUA CBApOYHBIX HCTOYHHUKOB TOKa PRI | IMUTaHUuA
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AJIEKTPOYTOBBIX YCTAHOBOK, CHHTE3UPYIONIUX YTIIEPOIHBIE MaTepUalIbl B Ta3000pa3HOMN
wi okuakor cpeae [14, 16, 124 - 126]. B rtabmuue 1.1. mpuBeaeHbI THIIHYHBIC
TEXHUYECKHUE XaPAaKTCPUCTUKU Psia COBPEMEHHBIX BBIIPSIMUTEIHLHO-MHBEPTOPHBIX
WCTOYHHUKOB TIOCTOSIHHOTO TOKA, IIPETHa3HAYCHHBIX JIJIT PYYHOU JTyTOBOW CBapKH.

Ta6muma 1.1. OcHOBHBIC TUITMYHBIC TEXHUYECKHUE XapaKTEPHUCTUKH UCTOUYHUKOB IMUTAHUS

IIOCTOSAHHOI'O TOKA.

Pa6ouwmii Tok | Hanp. xon. | MomuocTs, | Macca, Llena,
No | Mapka
oT - 110, A xoma, B kKBA KI' THIC. pYyO.
1 | Uurepckon MCA-250/10,6 | 31-225 80 10,6 7,20 9,9
2 | FUBAG IR 200 5-200 65 8,8 4,64 9,5
Ceapor REAL ARC 200
3 15-200 60 7,1 4,00 8,9
(Z238)
4 | Quattro Elementi B 205 10-205 85 6,8 5,30 12,4
Capor PRO ARC 200
5 10-200 63 9,4 5,20 28,7
(Z209S)
6 | COLT Condor 200 20-200 63 8,9 5,00 6,4

Cyzas mo TEXHMYECKUM XapaKTEPUCTHKAM, KaKJ0€ U3 NMPUBEICHHBIX BBIIIE YCTPONCTB
NPUTOAHO JIsl HMCHOJB30BaHUSI B KAauyeCTBE HCTOYHHKA MUTAHUS 3JIEKTPOIYyTrOBON
IJIA3MOXUMHUYECKOW YCTaHOBKH. Kpome TOro, 3T yCTpOMCTBA IHUTAKOTCS, COIJIACHO
MACMOPTHHIM JaHHBIM, OT ofHO(a3HoM O0b61TOBOI cetr 220 B (50 I'tr), uto obecnieunBaeT
BO3MOXKHOCTh Ppa3pabOTKU HAa HMX OCHOBE CHCTEM, HE TpeOYyHOUIMX ClelHalbHON
MOJIEpHU3AIMN CTAaHJAPTHON HU3KOBOJBTHOW CETH 3JEKTpocHaOkeHus (ogHodazHas
ceth 0,4 kB ¢ rimyxo3azemieHHoi HeillTpanbio). Kpome Toro, 1aHHble HCTOYHUKU YXKE
cHaOXeHbl (KaK TMpaBWIIO) 3alIUTOM OT TEperpeBaHus, BCTPOEHHON CHUCTEMOM

BO3AYHIHOTO OXJIaXXACHUA IMOJIYIIPOBOJHUKOBBIX Moz[yneﬁ ) a TAaKIKC
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CTaHJIAPTU3UPOBAHHBIMM KJIEMMaMU NOAKIOYEHUs. HampspkeHne Xosoctoro xoxa
MCTOYHUKOB KoJjebsercsa B quanaszone ot ~60 B 1o ~80 B, uto npeacrasisieTcss BIOJIHE
JOCTAaTOYHBIM U1 HAJEKHOTO  WHUIMUPOBAHUS  AYrOBOrO  paspsana  IpH
CONPUKOCHOBEHHUH 3JIEKTPOJIOB TOJ MOTEeHIMaioM. ['abapuTHbie pa3Mepsl U Macca
00CyX/TaeMbIX YCTPOMCTB MpHUEMIIEMBbl JUISI CO3/IaHMSI HAa MX OCHOBE JIaDOPAaTOPHBIX
YCTAaHOBOK HACTOJBHOTO HWCIONHEHHS. Pabourme mapameTphl MaHHBIX YCTPOMCTB yxkKe
ONTUMHU3UPOBAHBI JIJI1 MTHULIIUUPOBAHUS U MOAAECP/KAHUS TyTOBOTO pa3psia B YCIOBUAX
HOPMAJILHOTO aTMoc(epHOro naBieHus. BHemHUN BU psAaa yCTPOWCTB NMPHUBEACH Ha

pucyske 1.1., TumuyHas ynpouieHHasi cxema — Ha pucyHke 1.2.

@ C"jioo
e\

N \’,:

Pucynok 1.1 - BHemHuil BUJ TUNUYHBIX BBINIPIMHUTEIbHO-UHBEPTOPHBIX MCTOYHUKOB

MOCTOSTHHOTO TOKa (Tabnuma 1.1. ctpoku 3 1 6)

n BaTen NOHMK M

peobpa3oBatens 0 oL BLINPAMUTEND
4acTOTbl TpaHchopmaTop

Pucynok 1.2 - TunuyHas yOopolleHHass CXeMa CBapOYHOTO BBIIPSMHUTEIBHO-

HHBEPTOPHOTO HMCTOYHHKA IIOCTOSAHHOI'O TOKa CO BCTPOCHHBIM Hpeo6pa3OBaTeﬂeM

HaCTOThI.
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1.3.2. U3BecTHBIE CXeMbI PA3PATHOI0 KOHTYPA IYTOBbIX PEAKTOPOB

OrpoMHoe pazHOOOpa3ue MaTepuaioB, U3 KOTOPHIX U3TOTaBIUBAIOTCS DJIEKTPOIbI
JUTSL TUTA3MOXHMMHYECKIX YCTAHOBOK, & TAK)KE€ TEXHUYCCKUX PEIICHHUHA NI pean3aIiuu
XKemaeMoro pexkuma paboThl M TOJYYEHHST HMCKOMOIO MaTepuajia 00ecreduBaroT
MPaKTUYECKU OECKOHEUHBIHN Psii BCEBO3MOKHBIX KOHCTPYKIIMM 3JIEKTPOAHBIX cucTteM. Ux
MOXHO KJIaCCH(HUIIMPOBATH MO PSAAY TaKUX MPHU3HAKOB KaK HAIMYHUE WU OTCYTCTBHUE
KUJKOTO MPOBOJHUKA, CHUCTEMbl OXJIAXKICHUS; HAJIWYUS KaTallu3aTOpPOB B COCTaBe
MaTepHaa IEKTPOAOB; HATUIHE BUKYIIUXCS YaCTEH B COCTABE AJICKTPOTHON CHCTEMBI
— TIPUBOJIOB JIJIs1 TO3UITMOHUPOBAHUS AJICKTPOIOB; TIO (popMme, pasMepaM U XHMHUIECKOMY
cocTaBy 3JIeKTpoJoB. Kpome Toro, rmiazmoxuMmuueckasi yCTaHOBKA MOXKET COJIEpkKaTh B
CBOEM COCTaBE HAPSTY C OCHOBHOM AJICKTPOTHON CUCTEMOM YCTPONCTBA IS YACPKAHUS
IUIa3Mbl B HY)KHOW OO0JIACTH NPOCTPAHCTBAa peakTopa WM e¢ OTKIOHeHus [6, 127].
HecMoTpst Ha MHOT0OOOpa3ue TEXHUYECKUX PEIICHUM, MOXKHO chopMyIUpoBaTh OOITHE
MOAXOABl W TPHWHIMIBI K TIOCTPOCHHWIO DJIEKTPOAHOW CHCTEMBI COBPEMEHHBIX
AIIEKTPOYTOBBIX MJIA3MOXUMHUYECKUX PeakTopoB. Creayer OTMETUTh, YTO ONMHCAaHHAs
HIKE KiTaccu(UKaIys B TMEPBYIO0 0Yepe/lb OTHOCUTCS K TEOMETPHUYECKUM IMapaMeTpam
AJIEKTPOJIOB, MX B3AUMHOMY PaCIOJIOKEHUIO.

Hawnbomnee mpocToit KOHCTPYKITUEH 3JICKTPOIHON CHUCTEMBI SIBJISICTCS €€ BapUaAHT C
MWIMHIPUYECKUMUA COOCHO PACIIONIOKEHHBIMU 3nekTpofamu (puc. 1.3.). B ogun u3
AJIEKTPOJIOB MOXKET OBITH 3aJI0’KEH KaTajIu3aTop B CIEIHAIBHOM MPOJAOILHOM OCEBOM
OTBEPCTHH, Kak mpaBmiio, B aHoy [99, 128]. Takas cuctemMa 3J€KTPOJOB MPUMEHSICTCS
i paboThl Kak B kuakon [129-131], Tak m ra3oo0pa3HO# cpeie, B TOM YHUCIC B
Bo3ayiHo# [132-133]. Haunbosee pacpocTpaHeHa CHCTEM 3JIEKTPOIOB THITA «OCTPUE —
octpue» [134] (korma auamerp 3JIEKTPOAa B HECKOJIBKO Pa3 MEHBIIE €ro JUIMHBI), HO
BCTPEYACTCA M BApPUAHT «IIOCKOCTB-TUIOCKOCTHY» [127], korma muamerp 3ieKTpoja
MIPEBBINIACT €ro JUIHHY (BbICOTy). ClemnyeT OTMETUTh, YTO BCTPEUAIOTCS KAK BAPUAHTHI C
TOPU30HTAJIBHBIM PACIIOJIOKEHUEM JJICKTPOJIOB, TaK M C BEPTHKAJIBHBIM. Marepuan
AJIEKTPOJIOB, KaK TMpaBWJIO, MPEACTaBISET COOOW TYrOIJIaBKUH MeTaul, TaK Kak
AJIEKTPOJIbI MCTBITHIBAIOT 3HAYUTEIIbHBIC TEIJIOBBIC HATrPy3KH, B YaCTHOCTH, HEPEIKO

UCIIOJIB3YETCsI TpaduT.
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Pucynok 1.3 - OcHOBHBIC BapuaHTBl KOHCTPYKIIUH AJICKTPOJHON CHUCTEMBI C COOCHO
PacIOI0KEHHBIMH IIMIIMHAPUICCKAMU JICKTPOIAMHU.

[TpakTHYeckn aHAJOTUYHOW PA3HOBHIHOCTHIO DJIEKTPOIHON CHCTEMBI SBISICTCS
KOHCTPYKIIUSA, COCTOSINAs W3 OJHOTO JJIEKTPOJa THIIA «OCTPHE» W BTOPOrO - THUIIA
«IJIOCKOCTBY», PACIOJIOKEHHBIMU COOCHO (pHc.1.4.). B 3TOH KOHCTPYKIIMM OJHMH W3
DJIEKTPOJIOB XapaKTEPU3YETCs 3HAYUTEIILHO OOJIBIIICH IUIOIIA B0 CEUSHUS, KaK MTPaBHIIO,
910 Karox [135-137] (pumc.l.4a), XOTS WHOT/IA BCTPEUYAIOTCS M BapUaHTBI C OOPaTHOM
nosipaocthio [138]. B psjge paboT nprMeHEHbI MaCCUBHBIC KATObl, BHYTPHU KOTOPBIX
OCYIIECTBIISICTCS IUPKYJISAIUSA  KUAKOTO TEIJIOHOCHTENS CHUCTEMBI  OXJIAXKICHUS
yCTaHOBKH, Harpumep, [139-140]. B ogHOM 13 371€KTPOJIOB, KaK MPABUJIO B aHOJIE, MOYKET
OBITh 3QJI0KEH KaTaim3atop (B OCEBOM IPOJOJLHOM OTBEPCTHH, KaK 3TO BHIHO Ha
puc.1.40). B penkux ciaydyasx OJHMH U3 3JEKTPOJIOB MOKeT BpamaTthes [141] (puc.1.4B)
Ui oOecrieueHus €ro paBHOMEPHOTO W3HOCA WM cOopa TPOAYKTa CHHTE3a.
PaccmaTtpuBaeMblii BapuaHT KOHCTPYKITUHU (M BO3MOXHBIE €€ MOIAU(PHUKAIINN) C COOCHO
PacMoIOKEHHBIMU IMIIMHAPUYCCKUMU 3JICKTPOJAMH SIBJIICTCS HauOoJiee MOIMyJIIpHOM
CXEeMOH, B YaCTHOCTH TPH TOJIYYCHHH YTJICPOJIHBIX YIIBTPAJAUCIICPCHBIX MaTepUAIOB
[99]. Takas cxema nmpuMeHsIeTCs 11 pabOThI B Pa3IMUHBIX T'a30BbIX U KUIKHUX CPEIax, B
ToM uncie B Boje [16], xkuakom azore [121], B Bo3ayxe [142], renuu [143], Bomopoe
[144], ra3zoo0pa3unom azote [145]; npuMeHseTcs Kak ¢ BO3MOKHOCTBIO HCIIOIb30BAHUS

KaTaJin3aTopoOB, TaK U oe3 HUX; C CCTCCTBCHHBIM WJIHM IIPUHYAUTCIIbHBIM OXJIAXKICHHUCM.
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Pucynok 1.4 - OcCHOBHbIC BapUaHThl KOHCTPYKIIMU BJEKTPOJHON CHUCTEMBI C COOCHO
PacTOI0KEHHBIMU IIMIIMHAPUIECKUMU DIIEKTPOJIAMHU Pa3HOTO CEUCHHS.

JlocTaTOYHO ~ peAKO  BCTPEYAIOTCSl ~ KOHCTPYKIUMM  C  3JEKTPOJamH,
PaCIOJIOKEHHBIMHU TOJ] ONIPEACIICHHBIM YIJIOM, KaK MPaBUIIO, MO MpsaMbIM (puc.1.5a, 6).
[Ipy >TOM OAWMH U3 DIEKTPOJOB MOXKET OOpPa30BHIBATH HAKIOHHYIO IUIOCKOCTD,
NEPHEHANKYIIPHO KOTOPOUM PacHoIOKEH BTOPOM 3JIEKTpoa (0CcTpue), Kak MOKa3aHo Ha
puc. 1.5a [146]. N3BecTHbl CcXeMbl C HCIOJB30BAHUEM JIBYX MEPHEHIUKYISIPHO
pacrnoyioKeHHBIX «ocTpusi» (puc.1.5.6) [147].

Heckonbko Ooisiee penxodt u OoJiee CIOKHOW SIBIETCS CHCTEMa JJIEKTPOJIOB,
COCTOSIINAs U3 MUIHHIPHYECKUX BPAIIAIOIINUXCS 00BEKTOB, PACTIOJIOKEHHBIX HE COOCHO
(puc. 1.5 B, 1). Takass KOHCTPYKIIMS HMCIIOJb30BaHa PSJIOM HCCIIEIOBATEICH C IIEIIBIO
peanv3anuy TMOMBITKM cOOpa W yHajeHHWs TaK Ha3bIBAEMOTO KATOJHOTO JETO3WTa
(HanbUIeHUs), (opMUpYIOIIETocs 3a CYeT TepeHOca MAacChl C  TOJOXKHTEIBHOTO
SJIEKTPOia Ha OTpHUIATENbHBIA B mpoliecce padoThl ycraHoBku [99]. Berpeuarorcs
KOHCTPYKIIMH, TIPHU KOTOPBIX pean3yeTcsl BpalleHne MacCHBHOTO KaToAa BIOJIb CBOEH
OCH, PAcCIOJIOKEHHON MepreHauKyasspHo ocu aHoxa [148] (puc 1.5B), wiau xe mpu
MPOJOJILHOM (HO HECOOCHOM) MOJIOKEHUU ocell aHoja u karoja [126] (puc 1.51). B
o0oMX clydasx 3a CYeT IUIOTHO NPUJIETAIONIET0 K TOBEPXHOCTH KaToAa Je3BUs
MIPOUCXOIUT OTOOP KAaTOJHOTO Jeno3uTa. Takas cxema pa3psiIHOrO KOHTYpa BayKHa JIJIs
peanu3anyi HETPEPHIBHOTO peXHMa padOThl YCTAaHOBKH, T.K. KATOJIHBIA JIEMO3UT,

HaKallJIMBasACh, BJIUACT HA PA3MCPLI paspAIHOTO IIPOMEIKYTKA U Ha €ro IMpoBOJUMOCTD.
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Pucynok 1.5. OcHOBHbBIE BapHaHTbl KOHCTPYKIUHU 3JIEKTPOJHOW CUCTEMBI C HE COOCHO
PacCIOJIOKEHHBIMY LIWJIMHAPUYECKUMU IEKTPOJAAMU PA3HOTO CEUCHHS.

Kpaline penko BCTpeyaroTcs BAPUAHThI KOHCTPYKIUHU OJHOTO U3 3JIEKTPOIOB B
BUJE «TUTJs» (CTakaHa), BHYTPh KOTOPOIrO IMOMEIIAETCS BTOPOM 3JIEKTpOA THIA
«octpue» (puc. 1.68) [149], mpu 5TOM BHYTPH «THUTIISH MOKET HAXOAUTHCS KHUIKHH (KaK
MpaBUJIO pacIUIaBiICHHBIM MeTayl) mpoBOAHMK (puc. 1.60) [6]. I[lnazmoxumudeckue
PEaKTOpPHI C )KUJIKOMETAIITHYECKIUMHU 3JIEKTPOJIaMU 00J1a1at0T OTHOCUTEIIbHO HEBBICOKUM

terutoBbIM KII/] BBUAY 3HAUMTENBHBIX OTEPH C TIOBEPXHOCTHU PACILIABA.
|
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Pucynoxk 1.6. KoHCTpyKIHS 3MEKTPOJHON CUCTEMBI C OJHUM M3 3JIEKTPOAOB B (hopme

«TUTIIsD) (CTakaHa).
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DnexTpobl, B OOblIel CTENeHH aHO[, MOJBEPKEHbI M3HOCY BBUY MPOIIECCOB
abJIALMKU U BJIEKTPOIPO3UH, UHTCHCUBHOCTh KOTOPBIX 3aBUCUT B MEPBYIO OYEpEllb OT
IUVIOTHOCTH TOKa M KOJIMYECTBA DJEKTPUUYECKON HHEpruu. 3HAUEHHE CHIIBI TOKa,
MPOITYCKAEMOTr0 4Yepe3 3JIEKTPOJbl B IMpOIlecCe TOPEHUs! AYroBOTO paspsija, SBISETCS
OCHOBHOM paboyeil XapaKTepUCTUKOW HIIEKTPOIAYTOBBIX IJIA3MOXUMHUYECKUX CHCTEM.
CornacHo pabGote [4] TUnMuHBIA aWana3oH paboOYMX TOKOB ISl PAacCMAaTPHBAEMBIX
cucteM cocraiseT otT 40 A 1o 100 A. CoriiacHO poBeIcHHOMY 0030py JIUTEpaTypHI,
NOCTPOEHA TUCTOTpaMMa pACIpEleNIeHUs] BEJIMYMHBI CWJIBI TOKa B  paMKax

paccMaTpUBaeMBbIX OMYOJIIMKOBAaHHBIX padoT (pucyHok 1.7).
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BepoAaTHOCTL NosiBNeHUA
BENUYUHBI, %

<25
>300

=25<50
=250<75
=75<100
=175 < 200
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2 200 < 300

Cuna Toka, A

Pucynok 1.7. T'mcrorpamma pacnpeneneHus BEJIUYUHBI CHJIBI TOKa TpH paboTe
AIEKTPOAYTOBBIX INIA3MOXUMUYECKUX PEAKTOPOB MOCTOSIHHOTO TOKA

CoryiacHO NMpeACTaBIEHHBIM JaHHBIM, MOKHO BBIIEJIUTh MAaKCUMYM B Juarna3one ot 50
A 1o 125 A, na nomo koroporo npuxoautcst 70 % BceX U3ydeHHbIX padoT; 3TU (aKThI
MO3BOJISIOT BBIBUHYThH MPEANOJIOKEHUE O LEIeCOO00pa3HOCTH PACCMOTpEeHHst Oosee
IIMPOKOTO JIMana3oHa paboynx TOKOB B paMKaX SKCIIEPUMEHTAIbHBIX UCCIEAOBaHUMN IO
MOJYYEHHUIO PAa3JIMYHBIX MATEpPUAJIOB AJIEKTPOAYTOBBIM MeTOJOM. ClenyeT OTMETHTB,

YTO IMPAKTHYCCKHU BO BCCX PACCMOTPCHHBIX pa60Tax YKa3aHO TOYHOC 3HAYCHUC CHUJIbI
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TOKa, Ha KOTOPOE HACTPOEH UCTOYHUK TOKA; OJTHAKO B X0/I€ pab0YEro pekruMa yCTaHOBKHU
HEMOCPEACTBEHHO IMPU TOPEHHUHM IYyTOBOTO pas3psiia BEIWYMHA CHUJIbI TOKA MOKET
CYILIECTBEHHO OTKJIOHSTHCS OT IUIAHHUPYEMOW KaK MUHHUMYM BBHUJYy HEMOCTOSHCTBA
CONPOTHUBJICHUSI PA3PSANIHOTO TPOMEXKYTKA; IO OTOM MPUYUHE TMPEJICTABISIETCS
1eJ1€CO00pa3HBIM JOOCHAIICHUE CTaHAAPTHBIX ICTOYHUKOB TOKA CUCTEMOM perucTpanuu
ANEKTPUUYECKUX MapaAMETPOB.

[IpeacraBnenHas Bbllle KiaccUUKAIUS KOHCTPYKIUNA 3JIEKTPOJAHON CUCTEMBI HE
MPETEHYeT HAa HMCUEPIBIBAIOUIYIO MOJHOTY, OJIHAKO SIBJIIETCS 0OOOIIEHUEM MOpsaKa
COTEH COBPEMEHHBIX PabOT (CM. CITUCOK UCIOJIb3yEMbIX HCTOYHUKOB), B TOM YHUCJIE PsAaa
O0030pHBIX Hay4HbIX cTaTeil. HecMoTps Ha BO3MOXHOCTH TOSIBICHHS HEKOTOPBIX
MOU(DUKAIUN PACCMOTPEHHBIX TEXHUYECKUX PEIICHUN, 0a30Bble MPUHITUITBEI OCTAIOTCS
HEU3MEHHBIMM W MOTYT OBITh TPHUHATHI 32 OCHOBY [UJISi MPOEKTUPOBAHUS HOBBIX
ANEKTPOAYTOBBIX YCTPOUCTB. Il0 COBOKYNMHOCTH MpPEACTABICHHBIX [aHHBIX MOKHO
BBIJICTIUTh HanOoJiee MOMyJspHbIE KOHCTPYKIUU: Oosee 55 % mnpoaHamu3upoBaHHBIX
paboT UCTOIB3YIOT PA3IMYHBIE PA3HOBUIHOCTU CXEMBbI COOCHOTO PACHOJIOKEHUS JIBYX
HUAJMHIPUYECKUX AJIEKTPOJOB pPa3IMuHOro ceueHus; B Ooznee 31 % paboT mpuMeHeHa
CXeMa C JABYMsl UWJIMHIPUYECKUMHU COOCHO PACIOJIOKEHHBIMHU 3JIEKTPOJAM PaBHOTO
cedeHus; v Juiib 14 % NpUXOIUTCA HA BCE OCTaJbHBIC - MEHEE IMOIMYJISIPHBIE CXEMBbI
ANEKTPOIHBIX cucTeM. OJHON M3 BaXXKHbIX TEHJEHUMH B paccMaTpuBaeMon 00JacTu
ABJISIETCS TIOUCK METOJIOB CHIKEHUS 3aTPaT HAa CO3JaHUE BJIEKTPOIYTOBBIX MJIa3MEHHBIX
PEaKTOPOB U HA UX PACXOJIHbIE MAaTEpUAJIbl; B 3TOM CBSI3U B MOCJICAHUE TOJbI aKTUBHO
Pa3BUBAIOTCS UCCIIEIOBAHUSA MO UCIIOIb30BAHUIO TPUPOJHOTO YTJIsl B KAYECTBE JEIIEBOTO
MaTepHaa s u3roToBiIeHus 31ekTpo0B [150-151], a takske 1o moucky 3hHekTHBHOTO
Y HEJIOPOroro Karajau3aTopa Jijlsl CHHTe3a HCKOMBIX MaTepuajos [152].

1.3.3. PaGoume ra3zoo0pa3Hble W AKWIAKHE Cpelbl IJIA3MOXMMHUYECKHX
PeaKTOPOB JIfl NMOJIy4eHHSI MATEPUAJIOB C ONpPeAeJIeHHBIMI CBOMCTBAMH

Kak ymomsiHyTOo paHee, CyIIeCTBYeT MHOXECTBO JJIEKTPOJYTOBBIX YCTaHOBOK
MOCTOSTHHOTO TOKa, OTIMYAIOIINXCS KOHCTPYKIIMEH JJIEKTPOIAHOW CUCTEMBI, pabouei
CpeIoi peakTopa, HaTUYUEM UM OTCYTCTBUEM BCIIOMOTATENIbHBIX CUCTEM OXJIaKICHHUS,

yAepKaHus IUIa3Mbl B 3aJaHHON oOnacTu W T.1. B nmaHHOM paszmene mpennpuHsita
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NOMBITKa OOOOLIUTH CBENEHUS, OTHOCSIIMECS K THUIOBOM CXEeMe YCTpOWCTBa
ANEKTPOAYTOBOTO TUIA3MOXUMHUUYECKOTO PEAKTOpa COBMEIICHHOTO THUIIA, YTO B IMEPBYIO
Ouepe/b CBA3aHO C COCTAaBOM paboyuei cpesbl peakTopa.

PaccmarpuBaembie 3JIEKTPOIYTOBBIE YCTAHOBKH MOKHO YCJIOBHO Pa3/IeNUTh IO
cocTaBy paboueil cpelibl Ha TP OCHOBHBIE TPYMIBL: 1. TIIA3MOXUMHUYECKHE PEAKTOPHI C
ra3oBOM OECKUCIOPOIHOM HHEPTHOM CPeIoi; 2. MIIa3MOXUMUYECKUE PEAKTOPHI C KUIKOU
MHEPTHOM Cpenoil; 3. MIa3MOXUMHUYECKHE PEAKTOPhl C Ta30BOM CpenoH, coaepkaiien
KHUCTIOpOJ (B TOM YHCIIe KHCIOPOJA aTMOC(epHOro Bo3ayxa). PaccMoTpuM OCHOBHBIE
CXEMBI MTepEUUCIIEHHBIX TpyIil. CieayeT OTMETUTD, YTO AETATbHO BO3MOXHBIE BAPUAHTHI
KOHCTPYKIIMH 3JIEKTPOJIHOM CUCTEMBI PACCMOTPEHBI B MPEBIAYIIEM Pa3/eiie HACTOAIIEH
paboThl, MOATOMY B JAHHOM pa3Jielie 3JIEKTPOJHAs CHCTeMa MOKa3aHa CXeMaTHYEeCKH B
BHUJIE OJHOM M3 LIMPOKO PACHPOCTPAHEHHOW CXEMBI: JIBA COOCHO PACMHOJIOKEHHBIX
UUAJIMHIPUYECKHUX AJIEKTPOJA PA3IUYHOTO JUAMETPA.

Ha pucynkax 1.8, 1.9 u 1.10 mpencraBieHbl THIIOBBIE CXEMBI 3JIEKTPOTYyTOBBIX
MJIa3MOXUMHUYECKUX PEAKTOPOB COBMEIMIEHHOTO TUIA, KOTOPHIE PAa3INYatOTCs] COCTaBOM
paboueii cpepl. B cocTaBe peakToOpoB MOXKHO BBIJIETUTh OCHOBHBIE CUCTEMBI, KOTOPBIE
SBJISIOTCSL OOIIUM MPU3HAKOM BCEX TPEX THUIOB YCTPOMCTB, a TAK)KE€ BCIIOMOTATENIbHbIE
CUCTEMBI, KOTOPBIE BHOCST 3HAUYMTEIIbHBIE OTIIMUYUTEIIbHBIE MPU3HAKU B TOT WJIM WHOU
y3€ll YCTaHOBKH. BO Bcex cilydasix B yCTPOWCTBE MNPHUCYTCTBYIOT OCHOBHBIE Y3IIBI,
(GyHKIIMOHUPOBAHUE YCTAHOBKH 0€3 KOTOPBIX HEBO3MOXKHO. K TaKOBBIM MOXKHO OTHECTH
HMCTOYHUK MUTAHUS U MOJKIIOYEHHBIE K HEMY DJIEKTPOJAbI, KOTOPhIE BMECTE 00pa3yroT
pa3psIHbIA KOHTYpP M 00€CHeurBalOT rOpeHue AYyroBoro paspsjaa. Takxke, oOmiei, HO
HEO0O0SM3aTEILHON YEPTOW BCEX PEAKTOPOB SIBIIAIOTCSA HaW4yue cucteMbl pyuHoro [130]
WK DJIeKTprudeckoro npuoaa [141, 148] mis nepemenieHus: 0JHOrO U3 JICKTPOIOB IS
MOJJEPHKAHUS [IOCTOSTHHOW BEJIMYMHBI PAa3psIHOr0O npoMmexyTka. Kpome toro, TunoBou
OJIOK, XapaKTepHBIA I KaXJOW KOHCTPYKIIMM — OTO CHCTEMBbI YMPABICHUS U
perucTpaluu JICKTPUIECKUX MapaMeTPOB, KOTOPhIE MOTYT ObITh, peaiu30BaHbl U KaK
YacTh HMCTOYHUKA DJJICKTPOINUTAHUSA, TaK MOTYT OBITh M CaMOCTOSITEIIbHBIMU
yctpoicTBamu. CrielyeT OTMETHUTb, YTO, KaK MPaBUJIO, B OOJIBIIMHCTBE pa0OT B KAYECTBE

CUCTEMBl PETUCTPALMU JJIEKTPUYECKUX [MAPAMETPOB IPUMEHSIOTCS YCTPOKCTBA
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U3MEpPCHHS TOKa, pPEeXe — OJHOBPEMECHHO YCTPOWCTBA JIJII HM3MEPEHHS TOKa W
HanpspkeHus. M3 oOmieir maccel 0ojee 100 mpoaHaIu3HpPOBaHHBIX PaOOT JIHUIIL B
HECKOJIbKUX (Hanmpumep, [153]) npuBOASATCS OCHMUIOrpaMMBI TOKA W HAIPSIKCHHS,
3apETUCTPUPOBAHHBIC B MPOIECCE TOPCHHS JIyTOBOTO pa3psga. DTO CBHICTEILCTBYET O
3HAYUTEIIBHOM Ipo0eiie B 3HAHUAX O (U3MUYCCKUX IMPOLEeccax, MPOTEKAIOIMMX IPU
MOJTyYEHUH ITOPONIKOBBIX MAaTEPHAIIOB B IIa3Me JIyTOBOTO pa3psjaa MOCTOSHHOTO TOKa,
HecMOTps Ha Oosiee yeM 100-I€THIOI UCTOPHIO Pa3BUTHSA pacCMaTPUBAEMOro BOIpOCaA.
B mensx Bu3yanmusamuu Impoliecca HEPeIKO HCCIEIOBATEeNId UCIOIL3YIOT (OTO-BUICO
peructpupyroiiee odopymoanue [13, 15, 107, 154], zamumiennoe nH(paKpacHBIMU

[155] u/vnm HEHTpaIbHO-CEPHIMU CBETOMMIBTPAMHU.
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Pucynok 1.8 - YmopoieHHas NpUHIMIIAAIBHAA CXEMa TUIWYHOW MJIa3MOXUMHUYECKOU
IIEKTPOLYTrOBOM YCTAHOBKM IOCTOSIHHOTO TOKA C PEAKTOPOM COBMEIIEHHOIO THMA C
ra30BOM 3alTUTHOM pabouel cpenoit

OTnMYUTENHEHON 0COOEHHOCTBIO PEAKTOPOB C Ta30BOM paboueil cpenoil sBsercs,

OYEBUHO, HAJMYHE ra30BOM MEpEemyCKHON CHCTEMbI, oOecredynBarouieil Tpedyembii
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coctaB arMocdepbl B peaktope. [Ipu 3Tom, B ciyuae HEOOXOAMMOCTH CO3JaHUs
OeckucIopoIHOM cpebl (puc. 1.8), yctaHOBKa 6oJiee CI0KHA U B 0053aTEIbHOM TTOPSIKE
CONICP)KUT BaKyyMHBII HAaHOC W OaUIOHBI C WHEPTHBIMA 110 OTHOIICHHUIO K
CHHTE3UPYEMBIM MaTepuajiaM M UX I[peKypcopaM razamu; Hamboyiee YacTo B
IUTa3MEHHBIX YCTAHOBKAX MCIIOJIB3YIOTCS a30T, aproH, Bofaopoa u remuit [121, 136] u ux
cMmecH. Takke u3BecTHHI cirydan ucnoiib3oBanus CO [156] u CO; [157] u npyrux razos
[137, 158]. Yacro B cHcTeMy ra3opacrupeacicHUs] MOHTUPYIOT  (QUIBTP,

obecrnieunBaroOIni cOOp ynbTpaauciepcHon ¢ppakiuu (puc. 1.8, 1.9) [159].
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Pucynok 1.9 - YmopomienHas npuHIUNUAAIbHAS CXeMa TUIMUYHOU TIa3MOXUMHUYECKON
AJEKTPOAYTOBOM YCTAHOBKH ITOCTOSIHHOTO TOKa C PEAKTOPOM COBMEIIEHHOI'O THUIIA C
BO3/IYLLIHOM Ta30BOU CPENOH

B cmywyae wucnonp3oBaHus BO3AyXa B KauyecTBE pabouell cpeabl peakTopa

KOHCTPYKIUSA F&SOp&CHpC}IGJ’IHTGJ’IBHOﬁ CUCTCMbI 3HAUUTCIBHO YIPOIIACTCA W MOKET
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COCTOSITh KaK M3 KOMITpeccopa ¥ GuiIbTpa it cOopa MOPOIIKOBOTO MPOIYKTA, TAK MOKET
BOOOIIIE OTCYTCTBOBATb.

B HekoTOpBIX CiIydasx KOpIIyC pPEaKTOpPOB MOXKET OBITh IIeJICHAIPABICHHO
BBITIOJTHEH W3 HEMAarHUTHOTO MaTepHalia, BHYTPH KOTOPOTO WM CHApPY>KU MOXKET OBITh
CMOHTHPOBaHA MarHUTHAsI CHCTEMa yIeP)KaHUs U OTKJIOHEHHUsI Tu1a3mel [6, 127]. dpyroit
o011elt, HO BApUATUBHONU OCOOCHHOCTHIO PEAKTOPOB C Ta30BOM paboUeH Cpemoi SIBISICTCS
HaJIMYUEe KOHTYpa OXJaxaeHus kopiyca peaktopa [135] u snekrpomos [137, 140, 146]
JUTSL OTBEJICHHUS TEIUIOBOM SHEPTHH, BBIJICIISIFOIICHCS ITPH TOPEHUH JTyTOBOTO paspsja.

B cnyyae wucmonb30BaHUS KHIKOW pabodeid cpenbl peakropa, TaKOW Kak
nuctiuupoBanHas Boja [131, 160] wium xunkuii azot [161-162], Bonpoc oxiaxaeHus
KOpITyca pEaKTopa U 3JIEKTPOJIOB HE SIBISIETCS aKTyalbHbIM. MCHONB30BaHUE KUIKOU
pabodeii cpeIpl IIa3MOXUMHUYECKOTO PEAKTOpa, TOMUMO PEIISHHUS BOITPOCA OXJIaKICHUS
y3JI0B yCTaHOBKH oOOecredmBaeT Takke (OPMHUPOBAHUE 3aIUTHOW CPEIbl IS
IIPEIOTBPAIICHHS OKHCIICHUS UCXOAHBIX PEareHTOB U MPOAYKTOB KHCIOPOJIOM BO3/yXa,
a TaKKe 00eCTeunBaeT CEJICKTUBHOCTh cOOpa MPOIyKTa C IENIbI0 pa3IeleHus IPOIyKTa
B 3aBUCUMOCTH OT €T0 AucrepcHocTr. OHAKO, pACTBOPEHHBIC B BOJIC Fa3bl MOTYT BIIASATH
Ha (a30BBI COCTaB MPOAYKTA, MMOATOMY B CIy4ae HCIIOJIB30BAHHS BOJBI, IOMUMO €€
TUCTHULIIIAA € TEJIBI0  00CCIICUeHUsT HYXXHOTO JJICKTPUUYECKOTO COIMPOTUBIICHHUS
HEOOXOJMMO TaKXe MPOU3BOJHUTH €€ OYUCTKY OT Ta30B, B YACTHOCTH, OT KHUCJIOPOAA
[129]. [ToMuMO TUCTHILIMPOBAHHOM BOJIBI M )KHUIKOTO a30Ta B KAYECTBE KUAKON padoueit
CpeIbl peakTopa UCHoJb3yeTcs Takke meranon [129], stanmon [163], aneron [164],
pactBophl paznmuunbix cojei [130, 165]. Mcnonp3oBaHue Takux KUAKHX CPel TpeOyeT
NPUMEHCHHUS  CICIUATU3UPOBAHHOTO  OOOPYJIOBaHHMS W  METOIWK  IOATOTOBKH
UCIIOJIb3YEMOM JKHJIKOCTH, YTO YBEJIMYMBACT CTOMMOCTH IPOM3BOJICTBA HCKOMOTO
COCIMHCHMS, B TO BpeMs Kak yIydlleHHE HOKOHOMHUYECKHUX  IOKa3aTeleu
paccMaTpUBAEMBIX JJIEKTPOJIYTOBBIX METOJOB TOJIYYCHHS TOPOIIKOBBIX MaTepHaoB
SIBJIICTCS BAKHBIM aCIICKTOM H IPEIMETOM uccieaoBanuii [4, 152]. B ToM uunciie mo 3toi
NPUYUHE DSKCICPUMEHTAIBHBIE pPa0OThI, OIKMCHIBAIONINE SJCKTPOAYTOBBIE METOIBI
MOJIyYEHHUST TOPOIIKOBBIX MAaTEPHAJIOB B 3JCKTPOIYTrOBOW ILIa3Me C HMCIIOJIb30BaHHEM

YKUJIKOM pabodeit cpeibl MeHee pacpOCTPaHCHEL.
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Pucynox 1.10 - YmpomieHHas MpUHIANHAAIEHAS CXeMa THIHYHON TJIa3MOXUMUYICCKON
AJIEKTPOIYTOBOM YCTAaHOBKH IOCTOSIHHOTO TOKA € KHUJIKOM pabouelt cpenoi

BaxxupiM (hakTOpOM B NMOUCKE MyTEH CHUKEHUSI CTOMMOCTU YCTAaHOBKH SIBIISIETCSA
pabouee 1aBieHHE ra30BOM CPEbL: B CIIy4ae BO3MOKHOCTH pabOThI IpH aTMOC(HEPHOM U
NOBBILIEHHOM JaBJICHUH, OYEBUHO, MOXKHO OTKA3aThCS OT UCIOJIb30BAHUS BAKYYMHOTO
obopynoBanusi. Kak BuaHo Ha pucynke 1.11, He OGonee 10-15 % nskcnepuMeHTOB
MPOBOJUTCS TIPW JABJICHUU Tra30BOW pabodeil cpeapl OJM3KOMY K aTMOC(PEpPHOMY;
OCHOBHAsl K€ JOJi1 JINTEPaTypHbIX JIaHHBIX COOTBETCTBYET 3KCIIEPUMEHTaM,
MPOBOJMMBIM ITPU NOHM>KEHHOM OTHOCHUTEIIBHO HOPMAJIBHOTO aTMOC(EPHOTO JTaBIEHUU
ra3oBOil Cpelbl; KpoMe TOro, paldoThl, B KOTOPBIX paboyell cpemor SBISIETCS
atMoc(epHbI BO3AyX COCTaBJISItOT He Oosee 3 % o6miero oobema crareil B pamkax
00CyX/1aeMOM ANEKTPOIYrOBOI METOIUKH.

[IpencraBieHHbI aHANW3 CBUJCTENIBCTBYET O HEOOXOAMMOCTH HAJIUYUS
BaKyyMHOH CHUCTEMBbI B MOAABJISIONIEM OOJIBIIMHCTBE TUIA3MOXUMHUYECKUX PEAKTOPOB
MOCTOSTHHOTO TOKa. B 3TOM CBsI3M MOMCK mMyTell ynpouieHus: 1a00paTOpHBIX AYyroOBbIX
PEAKTOPOB, CHWKEHUS 3aTpaT HAa UX CO3JaHUS B paMKax pacCMaTpHUBAaEMOI0 METOJA

IOJIyYEHUs MOPOIIKOBBIX MATEPUAIOB NMpPeACTaBJIsAeTCs Leeco00pa3HbIM B 00J1acTU
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U3y4eHHs COCTaBa T'a30BOM CPEIbl PeaKkTopa Uil pealln3alluil MPOIeCcCOB CHHTE3a 0e3

NPUMEHECHHUSI BAKYYMHOI0 000py/10BaHUA.
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Pucynok 1.11 - ['uctorpamma pacnpeneneHusi BEIUYUHbI JaBJICHUS Ta30BOM CpeAbl IPU
paboTe 3IEKTPOIYTOBBIX IIA3MOXUMUYECKUX PEAKTOPOB MOCTOSHHOIO TOKA

BO3OYX HU3KOIo
JaBNeHuA

4,3% 6.8%
?,.?.%_ J—. 0 2 ,5%3 ’ 4%, ] OTKpPbITAA
k BO3AYLWHaA Ccpela

23,15 m He

W H:

W CO, CO;

2.6% | N
49,6% Ar

npoyune
Pucynok 1.12 - CoctaB paboueii ra30Boi Cpe/ibl AYTOBBIX PEAKTOPOB MOCTOSTHHOT'O TOKA
COTJIACHO JJAHHBIM aHAJIN3a JIUTEPATYPHBIX HICTOUHUKOB

[IpoBong aHanM3 JTUTEPATYPHBIX JAHHBIX MOKHO BBISIBUTH TUIIMYHBIE CXEMBbI
pa3psAIHOTO KOHTYypa, JAMamna3oHbl pabodyux mapamMeTpoB JYroOBbIX PEaKTOPOB

IOCTOSTHHOTO TOKa, a TakKe COCTaB Ta30BOM paboueit cpeabl. [lepcrieKTUBHBIM
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HaIpaBJIEHUEM MPEACTABIISETCS CO3/IaHNE METOa U yCTPOMCTBA JUISl €r0 peau3alny Ha
OCHOBE JYIrOBOI'O pEaKTOpa MOCTOSHHOTO TOKA, MCHOJB3YIOIIET0 BO3AYX B KauecTBE
paboueit cpenbl. Takol MOAXOA C OJHON CTOPOHBI MMO3BOJIAET CYIIECTBEHHO YNPOCUTh
KaK METOJUKY CUHTE3a, TaK U HEMOCPEJICTBEHHO KOHCTPYKIMIO JYyTrOBOTO PEaKTOpA,
OJIHAKO TaKWE€ PEIICHUs Ha MOMEHT HalMCaHWs AaHHOM paOOThl BCTPEUAIOTCS KpailHe
penko (kak oTMedanoch Bblie, He Oosiee 3 % oOmiero yucia u3ydyeHHbIx pador). Ha
IpUMEpEe CHUHTE3a YIJIEPOJHBIX HAHOTPYOOK YyXKe JoKa3aHa LenecooOpa3HOCTh
UCIIOJIb30BaHUs BO3/yXa B KauecTBe paboueil cpesibl, KOTopasi BRIpaKaeTcs B CHIKECHUH
CTOMMOCTH KakK 3JIEKTPOYyTOBOTO PEaKTOpa, TaK U 3aTpaT Ha AJIEKTPUUECKYIO SHEPTHIO,
¥ Kak CII/ICTBHE, HA CTOMMOCTH M CUHTE3UPYEMOTO MOPOIIKOBOTO Mpoaykra [166] (B
npenenax dIeKTPOAYTOBbIX MeToAoB). OaHako, NpU OTCYTCTBHM HWHEPTHOM TIO
OTHOILIEHUIO K MOJy4aeMOMY IPOAYKTY U €r0 KOMIIOHEHTaM CpeJibl, BO3MOXXEH CHUHTE3
JIMIITL OKCUIHBIX MaTepuaiioB [167-168] u yraepoansix HaHocTpykTyp [132, 148, 169].

1.3.4. OcHOBHBIC NOPOLIKOBbIE MATEPHAJIbI, I10Jy4YaeMble 3JICKTPOAYTOBbIM
MEeTOJ0M B IJIA3MOXHMHUYECKUX PeaKTOPaX NOCTOSHHOI0 TOKA COBMEILIEHHOI0 THIIA

CornacHO COBpPEMEHHBIM TMPEACTABICHUSM IJIA3MOXHMHUYECKUE IPOLIECCHI
00ecneunBalOT  peaju3alldi0  BBICOKOIIPOU3BOIUTENIBHBIX ~ METOJOB  IOJIyYEHHUS
MOPOILIKOBBIX OKCUIOB, OOPUAOB, KapOUIOB M HUTPHUIOB METAIJIOB U HEMETAJJIOB, a
Takxke ux kKommosuiwii [5, 8]. [lociae OTKpBITHS psifa TaKUX BaKHBIX MAaTEPHAJIOB KaK
dysiepensl, yriepoaHbie HaHOTpyOku, rpaden [170-173], snaexTpomyroBoli MeTox
CHHTE3a AaKTUBHO TPUMEHSETCS MJiA TOJYYCHUS YTIECPOIHBIX YIbTPaTUCTICPCHBIX
matepuasioB [99]. CyimecTByeT MHEHHE, YTO elie 0oJiee BaXKHAsE POJIb JAHHOMY METOTY
OyzaeT oTBeeHa B OyIy1ieM B 00JaCTH MMOJIy4€HHUS MaTepHaJIOB HA OCHOBE KPEMHHEBBIX
HaHOCTPYKTYp [174-175].

CoracHO IpOBEIECHHOMY JTUTEPaTYpHOMY 0030py, OCHOBHOM 00BhEM MyOTUKAIIHIA
B paMKax »3JEKTPOAYrOBOIO METOJa CHHTE3a IMOCBSIICH MOJYyYEHHUIO YIIEPOIHBIX
MaTepuanoB (yrjiepoJHble HaHOTPYOKkH, rpadeH, HaHONPOBOJKHU, (YJIIEPEHBI,
oy apudeckuil rpagut u T.1.). Kak BuaHo Ha pucynke 1.13, yriiepoaHsiM MmaTepuanam
nocBsnieHo ~69,8% wM3y4YeHHBIX OMYOJMKOBaHHBIX paboTr; BTOpoe Mecto (10,7%)

3aHMMAaeT 00BEM CTaTEH O IMOJIYUCHHUH HAHOYACTUIl MCTAJIJIOB 1 HCMCTAJJIOB (TaKI/IX KakK
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30JI0TO, JKEJIe30, ATFIOMUHUH, KpeMHUW W Jp.); Ha TpeTheM Mecre ¢ jgoyied 9,4%
HAXOIUTCS JOJsI paboT, MOCBAIIEHHBIX TMOJIYYEHUIO M aHAJN3y CBOWCTB KapOHIIOB
METAJIOB U HeMeTayyioB. M3 uucna u3yueHHbIX padboT 4,7% mocBsieHbl BOMpOcam
CHUHTE3a OKCHIOB; cyMMapHO 5,4% oObema myOauKaiuii COOTBETCTBYIOT TeMaTHKaM
CHHTE3a HUTPUJIOB M KapOOHUTPUIOB, CUIMLIUIOB 1 60puaoB. Takum obpa3om, rpymma
AIIEKTPOIYTOBBIX METOJIOB CUHTE3a OXBATHIBACT IIMPOKHI MEPeUeHb BAXKHBIX JIJIsI HAYKU
¥ TEXHUKH MaTepuasioB (KapOuabl, HUTPUABI, OOPHIIbI, OKCUIIbI, CUIIMIIU/IbI, YTIIEPOAHbIE
U IpyTHE MaTepHaIbI).

CnemyeT OTMETHUTb, YTO COTJACHO TMPOBEACHHOMY aHAIU3y JHUTEPaTypHBIX
JaHHBIX, TOJBKO OKCHIbI M YIJIEPOJHBIE MaTepuanbl MOTYT OBITh IOJYYEHBI C
UCTIOIb30BAHUEM OKHUCIUTEILHOW cpenbl (B YaCTHOCTH BO3MlyXa) B KauecTBEe paboyeit
CpeIbl peaKkTopa, YTO NPEICTABISIETCS E€CTECTBEHHBIM BBHJY BBICOKOW aKTUBHOCTU
KHCJIOpOJia M IOMUHUPOBAHUH peakLii TOPEHUs NIPU HAIMYMU B CUCTEME Kuciopoza. B
cllydae TOJTy4eHHUsI OKCHIOB OKUCIIUTEIbHAS PEAKIUs SIBISETCSI OCHOBHBIM MEXaHU3MOM
NOJTyYEHHUSI HCKOMOTO MPOJIyKTAa; B CIIy4ae K€ MOJy4YEHUs YIIIEpOIHbIX MaTEPUAIIOB, IPU
TOPEHUH yTiepoa o0pa3yroTcsi ero ra3oo0pas3Hble OKCUIbI (YrapHbId U yTIIEKUCIBIMN
rasbl), KOTOpbIE CAaMOIPOU3BOJIBHO YIAJISIOTCS U3 KOHIEHCUPOBAHHOTO IPOAYKTa BMECTE
C Ta3000pa3HOI Cpenoi peakTopa, OCTaBIsAs HE3arps3HEHHBIMH OKCHIHBIMH (ha3amu
CHUHTE3UpPYEeMbIE YTIEPOIHBIC KPUCTALUTUYECKHE WM aMOpQHBIC YIbTPAIUCIICPCHBIC
yactuubl. [Ipu 3ToM coznanne arMocdepbl Ha OCHOBE YrapHOIro ra3a MOXKET ObITh Kak
CIIEICTBUEM OKHCJICHHsSI MaTepuajia TpaHTOBBIX JJIEKTPOJOB B MPOIECCE TOPEHUS
IYrOBOTO paspsina B Bo3mymHOW cpeae [99], Tak M MOXeT SBJIATHCS H3HAYATBHOM
IUTAHOBOM MPOLIEAYPON 3aIllOJIHEHUSI TEPMETUYHOTO PeaKTopa JUisl IPOBEICHUSI CUHTE3a
yIJIEPOTHBIX HAHOTPYOOK [176].

HNHuTepecHbIM (aKTOM CIeyeT OTMETUTb, UTO MPU pean3aliu JIEKTPOyTOBOrO
CHHTE3a KapOua KpeMHUs B aTMOc(epe resus ¢ UCIOIb30BaHUEM B KaU€CTBE HCXOIHOTO
ChIpbsl OKCHJA KpeMHUs Takke mpoucxoguT reHepauust razoB CO u COz, u cuHTe3
(dakTHyecku UAET B aTMoc(epe 3THUX ra3oB B HE3aBHCHUMOCTH OT COCTaBa MCXOIHOU
WHEPTHOM Cpelibl TepMeTUYHOTO peakropa [177]. Ha npumepe pabotsl [177] BuaHO, 4TO

HaIMpaBJICHUE IBMKCHUS PEAKLIUM B PACCMATPUBAEMOM CUCTEME, COJEPHKAILIECH KPEMHUH,
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yIAepoaA U KUCTIOPOJ, CMEIIAeTCsl B CTOpOHY oOpa3zoBanus raza CO, KOTOpBIM 3aTeM
nookucisiercst 10 COz; B TO BpeMs Kak aTOMbl KPEMHHs CBSI3BIBAIOTCS C aTOMaMu
yTaepo/ia, a He KUCIopoaa, o0pasys Kapoua KpeMHUst. DTOT (aKT MO3BOJISET BHIIBUHYTh
MPEANOJI0KEHNE O BO3MOKHOCTH pean3allii CUHTE3a KaKk MUHUMYM KapOuaa KpeMHUs
(a BeposiITHO, W JPyrux KapOWUJIOB METAIOB M HEMETAJUIOB) C HCIOJIb30BaHUEM
YTAEPOIHON TIUIa3Mbl JAYTOBOTO paspsfa TOCTOSHHOTO TOKa, WHHUIIMAPOBAHHOTO B
OTKPBITOM BO3AYIIHOM Cpele B YCIOBHUSAX MHTEHCUBHOW reHepanuu razoB CO u COy,
o0ecreuynBaroMX aBTOHOMHYIO pabouylo ra3oByIO Cpely MHBapUAHTHYIO K COCTaBy
OKpYKarote aTMochepsl.

1,3% 0,7%

2,7%
4.7 % 0,7%

B YrnepoaHsie
B Me u HelMe

B Kapbuapl

B Okenabl

B Hutpuas

B Cunuumnap

O KapBouuTpups
O Bopuag

Pucynok 1.13 - Pacnipegenenue myOauKkanui o TUILY MOJIy4aeMOro Mareprala B Iia3me
JyTOBOTO pa3psiia MOCTOSHHOTO TOKa

1.3.5. AHaju3 BO3MOKHOCTEH TEXHOJOTMYECKOro TPUJIOKEeHHsI KapOumaoB
MeTaJ/UIOB U HEMETAJIJIOB

B mensx mpoBepku THMOTE3bI O BO3MOXKHOCTH peaM3allid CHHTE3a KapOWII0B
METAJIJIOB U HEMETAJJIOB B YTJIEPOJHOM IIa3Me JYyroBOro paspsia MOCTOSHHOTO TOKa,
WHUIIMIPOBAHHOTO B BO3IYITHOW cpefie HEOOXOAMMO OMPEICNUTh MepeueHb MCKOMBIX
MaTepuajoB JUId pealu3alud uX cuHTe3a. [lo JaHHBIM MEXIyHapoJIHOU Oa3bl
sciencedirect.COm KOJIMYECTBO CTATEH, MOCBSIIEHHBIX BOMPOCAM TOJTYYCHHUS, H3Y4ICHUSI
CBOICTB ¥ IPUMEHEHUS OKCUIOB, KapOUI0B, HUTPUIOB, OOPUIOB ¥ CHIIMLIUIOB METAJUIOB
U HEMETAJIOB CTpeMuTenbHO pacTter. Cyas MO KOJIMYECTBY cTaTed HauOoJbIIeH

MOMYJIAPHOCTBIO IMOJIB3YIOTCA MaTCpHalibl HA OCHOBC OKCHAOB MCTAJIJIOB U HCMCTAJJIOB,
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3TO, BEPOSATHO, CBA3aHO KAaK C Ba)XKHBIMH CBOWCTBAMU TaKHWX MAaTEpHANIOB, TaK U C
IPOCTOTOW peaNn3alii X CUHTe3a. Bropoe MecTo mo uucieHHocTu (mocie pabot 00
OKCHJIaX) 3aHUMAIOT CTaThU O KapOMIax; B 4aCTHOCTH, 3a nocienaue 10 net Ooyee yem
B 2 pa3a BO3POCIO KOJWYECTBO €XKETOJHO ITyOJMKYEeMbIX CTaTei, IMOCBSIIEHHBIX

MaTepHaliaM Ha OCHOBE KapOHI0OB METaJIJIOB U HeMeTaJljIoB (puc. 1.14).
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Pucynok 1.14 - JluHamuka myOJMKAIMOHHONW aKTHUBHOCTA O MaTepHajlax Ha OCHOBE
KapOuJI0B METAJJIOB U HEMETAJLJIOB

CoryiacHO TPOBEACHHOMY 0030py JUTEPaTyphl, OCOOBIH HMHTEPEC BBI3BIBAIOT
HEKOTOpBIE KapOWbl, XapaKTePU3YIOIIUECS PSAIOM IEHHBIX Il HAYKU U TEXHUKU
cBoiicTB. Kak mpaBuiio, kapOupl METAJIJIOB U HEMETAJUIOB XapaKTEPU3YIOTCSI BHICOKOM
TeMIEpaTypoll  TUIaBJICHUS, BBICOKUMHU  MEXaHMUYECKMMHM  XapaKTEPUCTUKAMHU,
OOJIBIIMHCTBO M3 HUX MOTYT OBITh OTHECEHBI K KJIaccaM CBEPXTBEPABIX, a TaKKe
yIBTPATYTOIJIABKUX ~ MaTepuasioB. Haubonbiiee KOMMYECTBO MyONHWKauid W3
PACCMOTPEHHBIX TOCBSIICHO CUHTE3Y KapOuaa KpeMHHUS U M3TOTOBJICHUIO M3JEIUN Ha
ero ocHoBe. KapOuj KpeMHHS TOMHUMO BBICOKON TBEPAOCTH OTIMYACTCS BBICOKOU
TEMIEPATypoOll OKHCICHUSI B BO3AYUIHON cCpefe, 4YTO JEeJIaeT €ro IMPaKTUYECKH

HC3aMCHHUMBIM JIsI HW3TOTOBJICHHA OIrHCYIIOPHBIX MATCPHUAJIOB, pa6OTaIOH_II/IX B
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BO3NMyIIHOW cpene. Kpome Toro, xapOua KpeMHHS SIBISETCS TMOIYMPOBOTHUKOBBIM
MaTepHaioM, YTO MO3BOJISIET CYUTATh €r0 ChIPHEBOM OCHOBOM MEPCIEKTUBHBIX CHUIOBBIX
AIIEKTPOHHBIX MPHUOOPOB, pabOTAIOMIMX MPH MOBBIIIEHHON MJIOTHOCTH TOKA.

KapOuasl monubaeHa u Boibhpama TakKe 3aCIy’KUBAIOT B COBPEMEHHOM MHPE
0cO00r0 BHHMAaHUSI BBUIY OYpHOTO pa3BUTHUA TEXHOJOTUN YTHIM3AIMU OTXOJOB,
CHW)KEHHUSl  YIVIEPOJHOIO  Cliela MNPOMBIIUIEHHOTO  MPOU3BOJICTBA,  CHW)KCHHS
KOHIIEHTpAIlMU YTJIEKHUCIIOro raza B arMocdepe, TEeXHOJIOTUN MojdyyeHus Boaopoja. B
mupe, B yactHocTu ¢ CCCP, B Teuenne 20 Beka ObLJI HAKOIUIEH OTPOMHBIN OMBIT B
o0nacTu TMOJyuyeHus: KapOWJ0B BOJIb(paMa, U3TOTOBICHHUS Ha €ro OCHOBE PEXKYILIEro
WHCTpYMEHTa [JIsi oOpabatbiBaromieil mpomblinuieHHOCTH. [llupoko  u3BecTHBIM
«1mo0eauT» TMPUMEHSETCS MOBCEMECTHO B wmupe. OIHAKO B TOCIEIHUE TOJBbI
3HAUUTEILHOE BHUMAHUE YACNSIETCS BOMPOCY HMCIOJb30BaHUS KapOuaa BoJibppama B
KAueCTBE KaTajau3aropa IMpPOIECCOB YIVIEKUCIOTHON KOHBEPCUM METaHa, a TaKkKe
YKU3HEHHOT'O LIMKJIA U3/IeTIMI HAa OCHOBE BOJIb(PpamMa B KOHTEKCTE YCTOMYMBOTO Pa3BUTHUS
u OepexiiBoro npousBojicTBa. CBOMCTBA Kak KapOWAOB BoJibPpama, Tak U KapOUII0B
MOJIMO/CHA CETOAHSI aKTUBHO UCCIEAYIOTCS B IIESX 3aMEHbl UMM IUJIATUHBI U APYTUX
JIparolieHHbIX METAJJIOB B COCTABE KAaTAJIN3aTOPOB PEAKIUI MMOTYyYEHHS BOAOPOA.

Taxke MUPOKO W3BECTHBI KapOWAbI nepexoanHbix metawwioB IV u V rpynm, a
MMEHHO, KapOu/Ibl TUTaHA, BAaHA s, IIMPKOHUSI, HIOOUS, TadHUs U TaHTajla. MaTepuaibl
Ha OCHOBE 0003HAYEHHBIX BHINIEC KapOUIOB OTHOCATCA K KIJIACCY YJIBTPATYTOIUIABKUX, B
TOM CBSI3M BOIPOCHl MX CHUHTE3a MPEACTABISIOTCA KpaHE aKTyalbHbIMU. JlaHHbBIE
KapOuIpl, KaK TPaBUIIO, XapaKTepu3yroTcst Kyondeckoi pemerkoi Tuma NaCl, a takxke
CHOCOOHOCTBIO K (OPMHPOBAHUIO TBEPIbIX pPACTBOPOB C UIMPOKON 00JacThIO
TOMOI€HHOCTH. B 93TOM CBSI3W IIMPOKO UW3BECTHBI MaTepualbl Ha OCHOBE
MHOTOKOMITOHEHTHBIX KapOWJ0B, B COCTaB KOTOPHIX BXOST aTOMbBI Cpa3y HECKOIbKUX
0003HaYEHHBIX BBIIIE METAIOB. B mocneaHue roap 0COOCHHO aKTHBHO M3YYarOTCs TaK
Ha3bIBAEMbIE€ BBICOKOAHTPOIMUUHBIE KapOHUabl, KOTOPHIE COCTOSAT OAHOBPEMEHHO U3 4-5
TUTIOB AaTOMOB TIEPEXOJHBIX METAUIOB M yriepojaa. 3HAYUTEIbHBIE HCKAXKEHUS

KpHCT&HHH‘ICCKOﬁ PCIICTKH, BLISBAHHBIC TIPUCYTCTBUEM OJHOBPEMCHHO aTOMOB
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pa3aMYHOrO pa3Mepa, 3aTPyAHSIOT AUQPQPY3HOHHBIE MPOIECCHl U  MOJOKUTEIBHO
CKa3bIBalOTCS HA CBOMCTBAX MaTepHaIa.

BBuay 3HaunTenpbHOro MHTEpeca K 0003HAUYCHHBIM BBIIIE KapOUaaM METAJJIOB U
HEMETAJJIOB B MOCJEIYIOMIMX IJ1aBaX HACTOAIIEH pabOThl M3JIAararoTCsl Pe3yJbTaThl
HKCIIEPUMEHTAIbHBIX UCCIIEOBAHUM, TOCBAIICHHBIX pa3pad0TKe HOBOT'O 0€3BaKyyMHOTO
IIEKTPOLYTOBOIO METOA UX CUHTE3A.

1.4. BeiBOABI 110 0030pYy

CoracHO M3JI0)KEHHOMY BbIIIE 0030py JIMTEPATYypPHBIX JTAHHBIX MPEICTABISAETCS
aKTyaJIbHbIM BOIIPOC Pa3padOTKHM HOBBIX W  MOJEPHHU3AILMH  CYLIECTBYIOIIUX
AJIEKTPOAYTOBBIX METOJIOB CUHTE3a U YCTPOMCTB IUIA MOIYYEHHMs YITIEPOACOAEPKAIIMX
MarepuasioB. OTHUM U3 NEPCHEKTUBHBIX IMYTEW PA3BUTUS PACCMATPUBAEMOM TPYIIIIBI
AJIIEKTPOAYTOBBIX METOJIOB BHUIUTCS B Pealu3allMyd CUHTE3a Pa3IMYHBIX HEOKCHUIHBIX
MaTepuasIoB, B YaCTHOCTH, KapOWJ0B METAIJIOB M HEMETAJIOB B IIa3ME JTyrOBOTO
pa3psna MOCTOSHHOTO TOKA, HMHUIMMPOBAHHOIO B OTKPBITOW BO3MyIIHOW cpene. [Ipu
TOM HEOOXOJMMO pealu30BaTh TaKUE MapaMeTphbl Mpoliecca, KOTOpble olecredar
OTHOBPEMEHHO JOCTATOYHOCTH KOJINYECTBA IIOJBEICHHOW HHEPIMM W JUANA30HbI
TEMIIEPATYp B COOTBETCTBUM C M3BECTHBIMU JUarpaMMaMH COCTOSIHUM B CHUCTEMax C
yIJIepoaOM, a Takke oOecrnedar CHI)KEHHE KOHLEHTpAlUU YIJIepoJa B PEeaKLMOHHOU
30He " ero BbeIBOA B BuJe razoB CO u CO; npu CMELIEHNH HanpaBJEHUs NPOTEKaHUS
peakuuii B CTOpOHY KapOumooOpa3oBaHus. Pe3ynbTaThl aHamu3a JUTEpaTypPHBIX
VMCTOYHUKOB MO3BOJISIOT MOJAraTb BO3MOKHOW MPAKTUYECKYH) PEANM3ALMI0 TaKOTO

nporuecca, yeMy OyayT MOCBSIIEHbI TOCIEIYIOIINE Pa3elibl HACTOSIIENH PadOTHI.
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['JIABA 2. MeToauka 3KCHEePUMEHTAIbHBIX HCCIeA0BAHNNE (PU3MKO-XHUMUYECKHUX
npeBpaleHnin B KOHJIE€HCHPOBAHHBIX cpenax npu BO3/1eHCTBHH

BBICOKOTEMIIEPATYPHOI'O IMOJA IIJTA3MbI 1YI'OBOIro paspsiia mioCTOAHHOIo ToOka

CoBpeMeHHas kiaccuukanus MIa3MOXUMHUYECKUX PEAKTOPOB KOHCTPYKTHUBHO
MO3BOJISIET BBIACIUTH JBa OCHOBHBIC THUIA AJIEKTPOAYTOBBIX YCTPOMCTB: pa3/ielbHbIC U
coBMeEIIEHHbIE. CHUCTEMBI Pa3[EIbHOIO THIA MPEANOJIArarT, YTO 30HA BBIIACICHUS
SHEPrUM JYTM W PEaKIMOHHAs 30Ha pa3/elieHbl B MPOCTPAHCTBE KOHCTPYKTHUBHBIMU
AJIEMEHTAMH YCTAaHOBKHU WM yAal€HBI IpyT oT apyra. K ycTpolicTBaM pa3eabpHOro TUIia
CJIElyeT OTHECTH PEeaKkTophl Ha 0a3ze IIa3MOTPOHOB. CHCTEMBI COBMEIIEHHOTO THIIA
MPENOoJIaraloT OTCYTCTBHUE YETKOTO pa3rpaHUYCHUs PEAKIMOHHOTO 00beMa U 30HBI
BBIJICJICHUS] SHEPTHH, TO €CTh 30HBI (DOPMHUPOBAHUS U TOPEHHUS TYyroBOro paspsaa. B
HEKOTOPBIX CIIy4asiX TaKXe€ BBIICISAIOT TPETUW THN — Pa3lieIbHO-COBMEIICHHBIM,
SBJISIIOIIUICS THOPUIOM TIEPBHIX JIBYX.

ABTOpOM JaHHOM paboThI pazpaboTaHa rpyIa HOBBIX METOJIOB U YCTPOMCTB IS
MOJTYYCHHUS MOPOIIKOBBIX MaTepuagoB B ANEKTPOPA3PATHON J1a3Me.
[11a3MOXMMUYECKUH peakTop pa3leNbHOTO TUMa ObUT pealn3oBaH Ha 0aze
CUJIBHOTOYHOTO HWMITYJIBCHOIO KOAKCHAJIbHOTO MAarHUTOIUIA3MEHHOTO YCKOPHUTENS
(KMIT1Y) B xome paboTel B cocTaBe KoyulekThBa A.T.H. CuBkoBa A.A. B mepuoj
MOATOTOBKH JUCCEPTALIMK HA COMCKAHNE YUEHOM CTENEHU KaHAUAaTa TEXHUYECKUX HayK.
[TonyueHHbIE JKCIEPUMEHTATBHBIE PE3YIbTAaThl IMO3BOJMIM MOJIaraTh BO3MOXXHBIM
HCIIOJIb30BaHUE aTMOC(EPHOM JIEKTPOTYTOBOM MIa3Mbl B 3aja4aX CHUHTE3a MOPOIIKOB
VIJIEPOAHBIX ~ HAHOMATEPHAIIOB B  MPOLECCE  BBICOKOCKOPOCTHOTO  MCTEUYEHUS
MJIa3MEHHOTO MOTOKA B MPOCTPAHCTBO T€PMETHUYHON KaMephl, 3alI0OJITHEHHOW BO3IyXOM.
B nanpHelmieM 5TOT BBIBOA TOATBEPAMIICS PSAAOM HAyYHBIX CTATeH 3apyOeKHBIX
W3/IaTeIhCTB, a TAaKKe MOCTY>KUJI OCHOBOHM i Hadayia paboT B 001acTH pa3pabOTKu
HOBOT'O 0€3BaKyyMHOTO 3JIEKTPOJIYTOBOTO METOJa IMOJy4YeHHUs KapOWIOB METaJIOB U
HEMETAJUIOB B IUIa3Me JAYrOBOIO pa3psja MOCTOSHHOTO TOKAa, WHUIMMPOBAHHOIO B

OTKPBITOM BO3YIIHOM Cpele.
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B pabote [178] Obuin mMOMy4deHBI SKCIEPUMEHTAIBHBIE JaHHBIE, COTJIACHO
KOTOPBIM YCHEIIHO ObUI peaJiM30BaH CHHTE3 IMOPOIIKOB KapOWIOB BOJbhpama,
MOKPBITUM KapOHWaa THTaHa, a TaKXe TIOPOUIKOB YIJIEPOJHBIX HAHOCTPYKTYp B
CBEPX3BYKOBOH CTpye YIVIEPOIHOW SIEKTpOpaspsAHON Tuta3mbl. bbuta mokaszana
BO3MOXKHOCTh CHHTE3a KapOWI0B BOJb(GpaMa W TUTaHA MPU HCTCUCHHUH IJIA3MEHHOTO
MOTOKa B TEPMETUYHYIO KaMepy, 3alOJHEHHYIO MHEPTHBIM Ta30M IMpH HOPMaJIbHOM
aTMoc(hepHOM  JIaBIICHWH, a TakkKe YIJEPOJHBIX  JTOMHMPOBAHHBIX  a30TOM
rpauTONOO0HBIX CTPYKTYpP, MOJYyYaeMBIX MPH HCTECYCHUU IUIAMEHHOTO MOTOKa B
KaMepy, 3all0JIHCHHYIO a30TOM HIIM aTMochepHBIM Bo3yxom [179 - 183].

SIBHBIM  JIOCTOMHCTBOM TPUMEHSIEMOTO METOJa SBJSETCI BO3MOXKHOCTh
JOCTHKEHHSI CBEPXBBICOKUX CKOPOCTEN OXNaXkaeHHuss MOHOB muasmbl g0 10° K/c, uro
MO3BOJISIET CTAOMIM3UPOBATh METacTaOMIbHbIE (Da3bl, B YACTHOCTH, KyOUUYECKyIo (azy
kKap6uzaa Boibhpama. CyleCTBEHHBIM HEJIOCTATKOM METOJa SIBIISIACH CIIOKHOCTh €T0
pealM3allii W KOHCTPYKIMH  BBICOKOBOJIBTHOTO  WMIYJBCHOTO  HCTOYHHKA
AJIEKTPOIUTAHUS, & TAK)KE CUIILHOTOYHOTO KOAKCHAJIBHOTO YCKOPUTENA IJ1a3Mbl. B aToi
CBSI3M JAJbHEUIINE WCCIeOBaHUS ObUIO MPUHSATO BECTH B HAMPABICHHH YIPOIICHUS
METOJIMKH CUHTE3a KapOUI0B METAJUIOB M HEMETAJUIOB U YCTPONCTBA JIJIS €€ pealu3aliuu.
3a OcHOBY ObUI BBIOpaH KJIACC AJIEKTPOIYTOBBIX PEAKTOPOB COBMEILEHHOTO THIIA
MOCTOSTHHOTO TOKa BBHUJY OTHOCHTEIBHON MPOCTOTHI MX KOHCTPYKIIMW W JCIICBU3HBI
KOMITOHEHTOB, HAMOOJBIINX JOCTUTA€MbIX TEMIIEpaTyp B CPAaBHEHHUHM C PEAKTOpaMHU
pa3aenbHOTO TUIA, OTHOCUTEIHHO BHICOKOTO KO UITMEHTA MOIe3HOTo AercTBus. s
peleHus 3a1a4 B X0/Ie MOJATOTOBKU JTAHHOW THUCCEPTAMOHHON paboThl OBLIO CO3/1aHO
HECKOJIbKO OPHUTHHAJIBHBIX 3JICKTPOMYTroBBIX ycTpoiicTB [184-187], paspaboran He
UMEIONINI aHAJIOTOB OE€3BaKKyMHBIM METOJ TMOJydYeHUs KapOWJO0B METaUIOB W
HeMeTasuioB [188], B ToM uucie BHICOKOAHTPONUUHBIX KapOuaoB [189], Obut pazpaboran
croco0 mepepaboTKu 30JbHBIX 0TX0A0B [190] ¢ mnpumMenennem O€3BaKyyMHOTO
AJIEKTPOYTOBOTO METO/A, a TakKe ObUT pa3paboTaH psAJ TEXHUYECKUX PEUICHUH s
paboOThI BCIOMOTATEIBHBIX YCTPONCTB, 00€CTICUNBAIOIINX TOBTOPSIEMOCTh MPOBOIUMBIX

skcriepuMenToB [191, 192]. Peanu3oBaHHbIe TEXHUYSCKUE PEIICHHS B HACTOSIIEE BPEMsI
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HAXOAT NIPUMEHEHHE B 00JaCTH CHHTE3a KapOHI0B METANIOB U HEMETAJUIOB, OOPUIOB
METAJIJIOB, IEPEPAOOTKU Pa3IMUHBIX YIIIEBOJOPOIHBIX U MUHEPAIbHBIX OTXOOB.

2.1. YcTpoiicTBO OCHOBHBIX 3JIEMEHTOB pPa3padoTaHHO JadopaTopHOM
YCTAaHOBKH Ha 0a3e IJIa3MOXMMHMYECKOIo 3JIeKTPOIYIr0OBOr0 peaKkTopa nocTOSHHOI0
TOKA

2.1.2. Cu10BO#1 MOAYJIb 3JIEKTPOAYTOBOIl YCTAHOBKH

CunoBoii MOIynb pa3padaTbIBAEMbIX AJIEKTPOIYTOBBIX CTEHJIOB COCTOUT U3
UCTOYHHUKA MUTAHUS MTOCTOSHHOTO TOKA, a TAK)Ke MOJKIIOYCHHBIX K HEMY MTOCPEACTBOM
CHJIOBBIX KaOEJbHBIX JUHHUHA TpaQHUTOBBIX AJIEKTPOAOB, KOTOpbIE BMECTe (POPMUPYIOT
pa3psaHbli KOHTYp. B KaduecTBe HMCTOUHHMKA IOCTOSHHOTO TOKA HCIIOJIb30BAUCH
BBINPSMUTEIHHO-UHBEPTOPHEIC oxHO(a3HbIC CBapOYHbIE TpaHchopmaTopsl,
OCHAlIEHHbIE TPe0oOpa30oBaTEIeM YacTOThl, a TAKXKE PETYIATOPOM BBIXOJHOTO TOKA.
HMcnonp30Banich CepuitHO BhITyckaeMble ycTpoiicTBa mapku Fubag IR 200, Condor Colt
200, Condor Colt 220. OcHoBHBIE mapaMeTPbl UCIOJB3YEMBIX HCTOYHUKOB
3JIEKTPONMTAHUS MIpe/ICTaBIeHbl B Tabauie 2.1.

Tabnuua 2.1. OcHOBHBIE MapaMeTPbl HCIOJIb3YEMbIX HCTOYHUKOB MTUTAaHUS

No | Mapka Pabouwnit Harmp. xon. | Macca, | ['aGaputsl, Mo1iHoCTb,
HCTOYHHKA TOK, A xo1a, B KT JIxIIIxB, MM kKBA

1 | Fubag IR 200 5-200 65 4,6 340x120x240 | 8,8

2 | Condor Colt 200 | 20 - 200 63 50 288x123x220 | 8,0

3 | Condor Colt 220 | 20-220 63 4,0 370x210x210 | 7,5

K k1eMMam UCTOUYHMKA IEKTPONMUTAHUS MOIKIFOYATUCh METHbIE MHOTOKUJIbHbBIC
Kabem («+» M «-»), COOTBETCTBYIOIIETO CEUCHUS IS IPOTEKAHUsI HOMHUHAJIBHOTO TOKa
He MeHee 200 A B mnmurenbHOM pexume. KaOenbHble JHHUM MOJIKIIOYAIUCH K
AJIEKTPOJaM — aHOAY M KaToay, 00pa3ylolUMHu pa3psaHbIi MpoMexyTok. B kauecTse
AIIEKTPOJOB HCIIOJIB30BAINCH CTEP)KHEOOpa3Hbie OOBEKTHI C IMIIMHAPUYESCKUM U
KBaJpaTHBIM ceueHreM. B rpaduToBBIX 3JeKTpojax (OPpMHUPOBAIUCH PaA3JIMUHbBIC IO
dbopme u pazMepaM IOJIOCTH, B KOTOPBIC 3aKJIabIBATUCh MCXOIHBIC PEAarcHThl B BUIC

MOPOIIKA, COJEPKAIIEro KpeMHui, 00p, TUTaH, IMPKOHUH, HUOOMM, radHMM, TaHTAI,
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MOMOJIeH, BOJIb(paM, WX OKCHIBI, CMECH PA3JIUYHOTO COCTaBa, 30JbHBIC OTXOJIBI.
KonkpeTtHbie coctaB, pasmep u dopma 3JIEKTPOJOB MPHUBEICHBI B COOTBETCTBYIOIINX
pazzesniax, ONUCHIBAIOIINX PE3YIbTAThl SKCIIEPUMEHTA.

2.1.2. CucremMa no3MIMOHUPOBAHUSA IJIEKTPOA0OB

Cucrema TNO3UMIMOHUPOBAHUS AJIEKTPOJIOB pEaIn30BaHA B TPEX HCHOJHEHUSX,
JIOCTOMHCTBA M  HEJIOCTATKHM KOTOPBIX OMNPEIACTSIUCh B XOAE€ IPOBEIACHUS
AKCTIIEPUMEHTOB, 110 UTOTaM KOTOPHIX KOH(PUTYpaIlis CUCTEMbBI MOJCPHU3UPOBAJIACH.

[lepBbIii BapuWaHT TPEACTABISACT COOOM MEXaHUYECKYIO0 (PYyYHYIO) CHCTEMY
MIEPEMEICHHS aHO/1a, PACIIOIOKEHHOTO COOCHO BEPTUKAIBHO HAJT KATOIOM BJIOJIH OOTIEH
poao0ibHON ocr. OCHOBOM MEXaHWUYECKON CHUCTEMBI MEPEMENICHUS CIY>KUIU CEPUITHO
BBIITYCKa€MbIE pPECUHbIC Tepefauu, MpeJHa3HAYEHHBbIC JIA TMEepPEeMEIICHUsT padodyero
opraHa Ipu CBEPIMJIbHBIX U (Ppe3epHbIX padoTax. Takas cucreMa MO3UIIMOHUPOBAHMS
MO3BOJIICT Peaanu30BaTh COJMMIKEHHE DJIEKTPOJOB BIUIOTH JI0 UX COIMPUKOCHOBEHHUS C
MOCJEAYIONIUM OTBOJIOM OJHOTO W3 DJJIEKTPOJOB sl (OPMUPOBAHUS Pa3PSIHOTO
MPOMEXKYTKa 3aJaHHOM BEJIMYMHBI. [lOrpeniHOCTh MO3UIIMOHUPOBAHUSA DJIEKTPOJA
cocTaBiisieT okojo +0,5 MM, oOecrieurnBaeTCsi MacIITaOHON JIMHEHKOU, PacioJIOKEHHON
Ha Tepefaye U HOpMaIbHBIMU JFoTamMu B paboTe mepenaud. Ha maHHOW ycTaHOBKE
MPOBOJIMJIUCh, ~ TIEPBUYHBIE  TOMCKOBBIE  HMCCIIEIOBAHUs,  HaNpaBJICHHbIE  Ha
AKCTIIEPUMEHTAIILHOE TMOJTBEPKIECHUE BBIJIBUHYTHIX THUIIOTE3 O BO3MOXXHOCTH CHHTE3a
KapOHJIOB META/NIOB M HEMETAJJIOB. JIOCTOMHCTBOM 3TOTr0 BapHaHTa MOXKHO CUWTATh
MPOCTOTY peaau3aiiu, HU3KYI0 CTOMUMOCTh. OCHOBHBIM HEIOCTATKOM ATOTO CTEHJAA
SBJISIETCSA CYIIECTBEHHOE BJIMSHHE UYeJIOBEUECKOro (hakTopa Ha MpoLecC W ciydaiHas
MOTPEIIHOCTD B IMO3UITMOHUPOBAHUH JICKTPOOB BBUIY HATUUHUS JTIO(PTOB; B pE3yIbTaTe
Ha0JII0/1a71ach HU3Kasi MOBTOPSEMOCTb SKCIIEPUMEHTOB.

BTopoii BapuaHT cUCTEMBI TTO3UIIMOHUPOBAHUS IJICKTPOJOB pPeain30BaH Ha Oasze
pobotu3upoBanHOro cBapounoro komiiekca Kuka KR16 (puc. 2.1). JlaHHBIH KOMILIEKC
IIpEIHA3HAYEH Ui IIOJIyaBTOMAaTUYECKOM  CBapKU  JeTajledl ¢ CUCTEMOM
MO3UITMOHUPOBAHUS pabodyero opraHa W IoJadeii CBapOYHOTO aHOJAa B BHJIC
«MPOBOJIOYKW» B 30HY CBApPKU. BbLIT 1poBeieH psij padoT 10 MOJIEpHU3AIIMHA CBAPOYHOTO

nocTa Ha 0a3e TaHHOTO POOOTHU3UPOBAHHOTO KOMIUIEKCA, B PE3YJIbTaTe KOTOPHIX ObLiIa
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OTKJIIOUEHA CHCTEMa [I0JyaBTOMATUYECKOM TMOJa4d «CBAPHOW MPOBOJIOYKWY, a
MaHUITYJISITOP KOMIUIEKCA ObLI JIOOCHAIEH Yy3JaMHU JJisl 3aKperuieHUus TIpauTOBBIX
EeKTpooB. Kpome Toro, cBapo4HBI KOMILIEKC OBLT JIOOCHAIIEH CHCTEMOM
pErucTpalvy JJIEKTPUUYECKHUI IMapaMeTpoB, TEMIEpaTypbl KaToAd, CUCTEMOU BHIIEO-
peructpauuu. Ha pmaHHOM yCTaHOBKE NPOBOJWIIMCH CEPUM  IKCIIEPUMEHTOB,
HaIlpaBJICHHBIC HA BBIPAOOTKY TEXHUYECKUX PCEIICHUH B OO0JACTH YIpaBICHUS W
aBTOMATH3allMM IIpolecca. [ JTaBHOE AOCTOMHCTBO 3TOrO0 BAapUAHTA HCIOJHEHUS —
aBTOMATU3UPOBAHHBIA KOHTPOJIb BEJIMYUHBI PA3PSIHOTO MPOMEKYTKA MAHUITYJISITOPOM
¢ o0ecredyeHuEeM TOYHOCTH TMO3UIIMOHUPOBAHUS MOPSAKA JAECITKOB MKM. OCHOBHBIMHU
HEJIOCTATKOM JAHHOI'O WCIIOJHEHHUS MOKHO CUHMTaTh CIEAYIOIINE: OTHOCHUTEIBHO
BBICOKAs CJIOKHOCTH DJKCIUTyaTallik W BHECCHHS W3MEHEHWH B KOH(HUTYpamuio
000pyI0BaHusl, Macca MopsIKa COTEH KUJIOTpaMM, 3HaYUTEIbHbIE TaOapUTHBIE pa3MepPbl

(OTI[eJ'IBHaﬂ KOMHaTa), CTOUMOCTD ITOpAIKa HCCKOJIbKNX MUJIJIMOHOB py6neﬁ

Pucynok 2.1 - BHenHuii BUI cBapOYHOTO KOMIUIEKCA Ha 0a3e MPOMBIIIUICHHOTO podoTa
Kuka KR16 B mporiecce ero g1oocHaIieHus
Tperunii BapuaHT UCIOJHEHHUS] CHUCTEMBI TO3UIIMOHUPOBAHUS  DJIEKTPOJIOB

Ja00paToOpHON yCTaHOBKM (puc. 2.2.) CO3laH B BHJI€ MOJEIM U 3aTe€M B BUJE
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HKCIIEPUMEHTAIBHOTO CTEeHJA (C HEOONBIIUMHU H3MEHEHHUSMH) HENMOCPEACTBEHHO B
mpoliecce MPOBEACHUS HCCIENOBAHMM M Ha OCHOBE 3HAHUM, MOJYYEHHBIX MIPH
MIPOBEJICHUH CEPHIl SKCTIEPUMEHTOB Ha 06a3e MepBOro U BTOPOTO BAPUAHTOB HCIIOTHEHUS
CTEH/IA.

YcraHOBKa COCTOMT M3 HMCTOYHMKAa MHUTaHUS MOCTOsHHOro Toka (1),
HErepMETHUYHOTO Kopmyca pabouero opraHa (2), ero 3ammuTHOro crekna (3),
aneKTponpuBoza (4), aHoaa u ero aepxarens (5, 5°), karoga u ero aepxkarens (6, 6°),
nporpaMMupyeMoro Osoka ympasieHus (7), CUJIOBBIX U KOHTPOJIbHO-U3MEPHUTEIbHBIX
nenet (8). Ha pwuc.2.2. He TmpeACTaBICHO BCIOMOTaTelbHOE HM3MEPUTEIBHOE
0o0Opy/lOBaHUE, YCTAHABIMBAEMOE IO Mepe HEOOXOJUMOCTU [UIsi KOHKPETHOI'O
sKcriepuMenTa (1 poBoii ocuuiuiorpad, nepcoHAbHBIA KOMIBIOTED, TUPOMETD).

B cocraBe yCTaHOBKH 3a OCHOBY CHCTEMBI IIEPEMELICHUS aHO/A B3AT JIMHEUHBIN
anexktponpuBog Mapku Openbuilds HPV4 Mini V na 06a3ze maroBoro JaBuUrartens
NEMA17 17hs3401 ¢ pabounm TokoM 1,3 A ¥ MPOEKTHON AMCTAHLMEN MMEpEeMEIECHUS
pabouero oprana m0 100 mm (noctaBuuk: SHENZHEN HANPOSE 3D Store, Kuraii).
ONeKTponpUBOJ, pacrHojlarajicss BEPTHUKAIbHO HA CTEKJIOTEKCTOJIMTOBOW IUIUTE, Ha
KOTOPOH TakKe pacrojiarayicst ¥ rpauTOBBIN IIMIMHIPUIECKUN KAaTO/I, KaK 3TO BUTHO Ha
pucyHke 2.2. Ha paGoueM oprane JTUHEHHOIO 31EKTPONPUBOA 3aKPEIUISIICS AepKaTeIb
aHoJla, KOTOPBIA YAEp>KMBAJI LMJIMHIPUYECKUI CTEpKHEOOpPa3HbIM aHOJ COOCHO C
MPOAOJIBHOM OCBIO Karojga. TOYHOCTh I€peMELICHUs] BIOJb MPOJOJIBHOW OCH Yy
MOI00HBIX IPUBOJIOB COCTABJISAET NMopsaka S0 MKM.

Jlns ympaBiieHust 3JIeKTPONPUBOAOM BhIOpaH apaiiBep tuma A4988, pabortaromuii
B CBs3ke ¢ KoHTposiepom Arduino NanoV3 B MOJHOMIArOBOM pPEXUME, T.C.
MHUHUMAQJIBHBIA Iar JBUTATeNnsd cocTtaBui 1.8 rTpad. DJEKTpONpUBOJ JOOCHAIIEH
KOHIIEBBIMHU BBIKJIFOUATEISIMUA (MUKPOIIEPEKITIOUATENb) I OTPAHUYEHUS IBUXKEHUSI €T0
paGouero oprana B mpezesnax padouero MpOCTPAaHCTBA JAOOPATOPHON YCTaHOBKH; K
KOHTPOJUIEpY B CHUCTEMY VIPABJICHHS BBEACH JaT4YMK JUISI HW3MEPEHHs TOKa,
IPOTEKAIOLIEr0 B CHJIOBOM pa3psiiHOM KOHType M TOJy4YeHUs] OOpaTHOW CBs3U

KOHTPOJIJIEpA U3 CUJIOBOM LIEIIH.
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DneKTponuTaHue MPUBOAA OCYIIECTBISIIIOCh OT CTaHAAPTHON oaHO(Da3HOM ceTn
220 B mnocpenctBoMm OJioka MUTAHUS ITOCTOSHHOTO TOKAa € pabOYMM BBIXOJHBIM
HanpsbkenreM 12 B. [lutanue normueckux cxeM apaiiepa A4988 u koHTposuiepa
Arduino NanoV3 ocymiecTBIsiIoch OT OJI0OKa MUTAaHUS MOCTOSHHOTO HampsbkeHus 5 B.
Jns  paboThl KOHTpOJUIEpa HamMcaHa MporpamMMa YIPaBJICHUS TMPU TTOMOIIH
CTaHJAPTHBIX CPEJICTB MporpaMMHOro obecreuenuss Arduino [191, 192]. YopomeHHas

CXeMa ynpaBJieHHUs MPEJICTaBIeHa Ha puc. 2.3.

Pucynok 2.2 - Cxema pacmnojoXeHHs KOMIOHEHTOB AJIEKTPOAYTOBOTO peakTopa: 1 —
MCTOYHUK MOCTOSIHHOTO TOKA, 2 — KOPIYC, 3 — 3allIUTHOE CTEKJI0, 4 — 3JIEKTPONPUBO/]] Ha
0a3e 1aroBOro ABMraTelns, 5 — Iep)kareiab aHoaa, 5’ — aHoj, 6 — iepkarenb Kkaroza, 6’ —
Katoj, 7 — OJOK ympaBlieHHUs, 8 — CUJIOBBIE M KOHTPOJIBHO-U3MEPUTENbHBIE IIETIH.

B HCXOIHOM COCTOSIHMM YCTaHOBKH IIPU HAJIMYWW NMUTAHUS JIEKTPOJBUTATEINS,
JpaiiBepa U KOHTPOJUIEPA, @ TAK)KE€ HANPSDKEHMS Ha 3JIEKTPOAAX Pas3psIHOrO KOHTypa
3aIyCKaeTcsl IporpaMma yrpaBjeHUs CUCTEMOW MO3UIIMOHUPOBAHUS HA)KATUEM KHOMKHU
«ITyck». DnmekTponpuBoa MOABOAUT Pabo4Mii OpraH Ha CTapTOBYIO TOUKY — KpaiHee
BEpXHEE [OJIOKEHHE, 3aTEM Ha4yMHAeT COMMKaTh DJIEKTPOAbl /10 MOMEHTa UX
COIPUKOCHOBEHMSI, BO BpEMsI KACAHMSI HJIEKTPOJOB HAYUTAET MIPOTEKATh TOK B CHJIOBOM
pa3psAHOM KOHTYpeE, 4TO (PUKCHUPYET JaT4YMK TOKA U MOAAET CUTHAN B YIPABIISIONLYIO

nporpamMmy JUisl 3alycka pesepca asurarens. [locime 3Toro anoa oTBOAMTCS OT KaToJa,
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oOpa3ys pa3psAIHbIN TPOMEXKYTOK 3aaHHOTO pazmepa, 00braHO oT 0,5 MM 10 1,0 Mm, 1
nporpaMma OTCUMTBIBAET 3aJJaHHOE BpeMsi, OOBIYHO OT 5 ¢ 70 45 cekyHa. DTo Bpems
COOTBETCTBYET JUIMTEJIBHOCTU NOAJEpKaHUs AyroBoro paspsaa. Ilo wucreuenuro

3aJaHHOT'O BPCMCHU, IJJICKTPOIIPHUBOJ OTBOJIHUT HaA MaKCUMaJIbHOM CKOpPOCTH aHOI OT
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Pucynok 2.3 - Cxema ynpaBlIeHUs 3JIEKTPOIIPUBOJIOM Ha 0a3e KoHTposurepa Arduino

-5V

Nano V3 u mrarosoro asurareias Nemal7’

2.1.3. Cucrema perucTpaumu 3JeKTPUYECKHX IapaMeTPOB

B paboueMm wnukie pa3padaThiBAEMON YCTAHOBKH PErUCTPUPOBAIUCH TOK H
HaNpsDKEHUE TyTOBOro paspsiaa. Peructpupyemble CUTHAIBI [10/1aBAIMCh HA LU(POBOH
ociuiorpad, KCIoJIb30BAIKCh PA3IMYHbIC MapKu ocimuiorpados, B yactHocTH, Rigol
DS1052E, Hantek DSO - 6022BE. ns peructpanuu KpuBoi HampspkeHus U(t) x
AJIEKTPOJIaM Pa3psAIHOr0 KOHTYpa MOJKIIOYAJICS OMUYECKUM JENUTEIh HANPSDKEHUsS C
noHmwxkamuM  kodpdumuentom mnepemaun  1:10. Tox I(t) perucrpuposaics
nocpeacTBoM gatuuka Toka Honeywell CSLA2DJ ¢ uyBcTBUTENnBbHOCTHIO 8,7+0,6 MB/A
(T.e. MOTPEIUIHOCTh COCTABISIET 10 £6,9%, Npu nNuTaHUW AaT4yrKa Hanpsbkennem 8,0 B)
wim ero anamora Honeywell CSLAIDJ (omimuaromerocss ko3pQGUUHEHTOM
TpaHchopMaIl ¥ HANpPsDKCHHEM MHUTaHUs); aMIUIMTYJa BBIXOJHOTO CHUTHAJIA TPHU

HEOOXOJUMOCTH NOHMXKANach JUIsl 3alUCH  TOCPEACTBOM  ocuuiuiorpada Wix
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KOHTposuiepa. KpoMe Toro, TOK Onpenesnsics 1o NOoKa3aHusM BCTPOEHHOTO B CHIJIOBOU
VCTOYHHK TOKA PETyJIATOpA.
B kauecTtBe mpumepa Ha pHCYHKE 2.4. MPUBEIEHBI TUIUYHBIE OCLHILIOTPAMMBI

TOKa 1 HaIIPsSXKCHUA pa60qer0 pexuMa.
RIGOL STOP @k E'vvwvséfwwwvvw T 5.1V
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Pucynox 2.4 - TunwvHple OCHWIIOTPAMMBI TOKAa M HAMpsHKEHUS pabodero IuKia
YCTaHOBKH.

Ha pucynke o603HaueHbl: Uy — HanpshKeHUe X0JI0CTOr0 X0/1a UCTOUHHKA, Uy —
HaIpsHKEHUE X0JI0CTOTO X0/1a JaTyrKa Toka; U, — HanmpsDKeHre Ha TyroBor cramuu, |, —
TOK JyTOBOM cTaaud, to — Bpems Hauaja rnpoiecca ropeHus JyroBoro paspsaa, ty— Bpems
OKOHYAHHs Mpoliecca, t; — MoJI0KUTEIbHOCTh MOAACPKAHUS TyroBoro paspsaa, u(t) —
ocuuyuIorpamma HampspkeHus, i1(t) ocuuuiorpaMmma Toka.

3anuch KPUBBIX TOKA U HATIPSKEHUSI TPOUCXO/IUIIa CHHXPOHHO Ha pa3HbIX KaHaIax
ociuiorpada. Ocuuiorpad 3amycKaics «OT SIBIECHUS, T.€. MO cnajaroieMy GpoHTy
HalpspKeHWsT  Ha  JJIeKTpodax, Jub0 1o  HapacrawuniemMy (pOHTY CHUTHalA,
COOTBETCTBYIOIIIETO HaYaTy MMPOTEKAHUS TOKA B Pa3psAHOM KOHTYDE.

OcuumiorpaMmbl TOKa W HAOPSIKEHHS, MPEICTABICHHBIE HA puC. 2.4, UMEIOT
TUTIAYHBIA BU IJIs1 pa3padaThIBAEMOM METOUKH TMOTYyUEHHUS MOPOIIKOBBIX MAaTEPUATIOB
B IJIa3M€ yTOBOTO pa3psijia MOCTOSHHOTO TOKAa. B pe3ynbTrare moAroToBKH YCTAHOBKH K
3aIyCKy Ha €€ AJICKTPOJIbI IMOJAETCsl MMMTaHNWE C CHUJIIOBOTO MCTOYHHMKA, HANPSHKCHUE HA

3JIEKTPOAX B 3TO BPEMs PaBHO HANPSHKEHHIO X0JIOCTOro Xoaa ucrounuka (Uxi=63 B).
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Toxk mpu 3TOM paBeH HYJIO, T.K. CUJIOBAs IIEMb PAa30MKHYTa, a Ha dKpaHe ocruiuiorpada
BUJIHO HampspKeHUe Xojoctoro xona gatuuka Toka (Uxw=4 B, paBHOe mnojoBuHE
HaMpsOKeHUST MUTAaHUS Jatyuka Toka). [locrme HaxkaThsi KHOMKU «ITYCK» JJIEKTPOJbI
COJIMKAIOTCSI U KAacaloTCsl B MOMEHT BpEMEHH tp, UTO CO3/1a€T TOK B PEXKUME KOPOTKOTO
3aMBIKaHUS AJIEKTPOIOB. DIEKTPOIPUBO OTBOIUT aHOJ OT KaTojia, 00pa3ys pa3psaHbIi
NpoMexyTok BenuuuHou mopsiaka 0,1 MM - 1,0 MM, U OCTaHaBIMBAETCS, BBIKUJAS
3aJaHHOE BpeMs MOJJEpkKaHUA OYroBOro paspsna t;, Mo HCTEYEHUIO BPEMEHHU
MOJJIEPAKAHKS TYTOBOT'O paspsia aHOJ OTBOAUTCA OT KaTo1a, U pa3psa racHer. [Ipu stom
HaIpsHKEHUE Ha AJEKTPOAaxX MOBBIIAETCA 0 HAIMPSKEHUS XOJIOCTOrO XO0Ja CHUIIOBOTO
VMCTOYHUKA MUTAHMS, & CUTHAJ C JJATYMKA TOKA COOTBETCTBYET HAIIPSKEHUIO XOJIOCTOIO
X0J1a IaTurKa, T.€. PETUCTPUPYETCS] OTCYTCTBUE TOKA B pa3psiAHOM KOHTYpE.

2.14. Cucrema (poTo-BHI€0 perucTpalii U NMUPOMETPUYECKHE M3MepPeHUs:
TeMIepaTypbl

B xone peanuzaiuu SKCIEPUMEHTANBHBIX HCCIEIOBaHUM TpoBoawiach (GHoTo-
BHJICOPETUCTpaUs Mpoliecca TOPEHUs AyTOBOTO pa3psiia, COBMEIIEHHAA C CHHXPOHHOM
nupoMerpueil. DoToperucTpanusi TPOBOIUIACE TTPH MTOMOINHM KaMmephl Mapku Canon
600d co craHgapTHBHIM OOBEKTUBOM C (DOKYCHBIM paccTOssHUEM 50 MM M HEUTPaJIbHBIM
cepbIM cBeTOGUIBTPOM. [lomydeHHbIe CHUMKH 00pa0aThIBAINCH C IIEJIBIO BBIACICHUS
WHTCHCUBHOCTEW TMKCEJIeH, MaKCUMyMy KOTOpBbIX IpHUCBauBajiach HauOOJbIIas
TeMIepaTypa, M3MepeHHas MUPOMETpOoM i jJaHHoro kasapa (Benetech GM 1850).
[IpenBapuTenbHO MpU MOMOIIM MUPOMETPAa W MPOTPAMMHUPYEMOM MEUYH CTPOUJIACh
3aBUCUMOCTh HMHTEHCUBHOCTEH TNHMKCeNeHd MW300paKeHU OT TeMIepaTypbl Ul
dbopmupoBaHUs KaTUOPOBOYHOM TMHUU. Takum 00pazoM, popMupoBaiach TepMorpaMma
U COOTBETCTBYIOIIAS TpayupoBaHHas 1kana. [loaydyeHHbIe CBEIEHHS CIEAyeT CUUTATh
JIOCTOBEPHBIMHU B auariazoHe temmeparyp ot ~700-800 °C no ~1500 °C, T.k. cucrema
WU3MEPEHUI C OJTHON CTOPOHBI TPEOYET JOCTATOYHOM JIJISi PETUCTPAIIMH UCTIOIh3YEMbIM
o00Opy/IoBaHUEM WHTEHCUBHOCTH U3JIydeHUs B HHPpaKpacHOM JHana3oHe, YTO
OTPAHUYMBAET HIKHUU MPENENl U3MEPEHUU, C JPYrOM CTOPOHBI — BEPXHUM MpEnei
orpaHudeH mnpezaenom uzMmepenuid nupomerpa (1850 °C) u mporpammupyemoil neyu

(1500 °C), ucronp3yemoii i MOCTPOCHUS KaTUOPOBOYHBIX JTMHUHN ISl TPATyUPOBKH
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TepMorpamMM. TeM He MeHee, HECMOTPsI Ha OrPAHMYEHUS. U BO3MOXHBIE MOTPELIHOCTH
U3MEPEHUN, HUCIOJIb3yEMasi METOJMKA ITO3BOJIMIIA PACCMOTPETh MPOLECC CHHTE3A B
JTUHAMHKE C TUCKPETHOCTHIO 1 CEK ¢ MOCTpOECHUEM TeMIepaTypHBIX MoJiei rpaduTOBBIX
AIEKTPOIOB.

Ha pucynke 2.5 mnpencraBieHbl ¢oTorpamMmMa W COOTBETCTBYyIOIIas €M

TEpMOTpaMMa TpOoIecca TOPEHHs TYyrOBOTO paspsija B MOJOCTH rpadUTOBOTO KaToja

(cTakana).

| L
= F wusli Lu k .
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gaa.

Pucynok 2.5 - Tunuunele pe3ynbTarbl (HOTOPETHUCTPAIMM MpoIlecca CUHTE3a: a)
dbortorpamma, 0) COOTBETCTBYyIOIAasg TepMorpamma (cwia Toka 165 A, moanepkaHue
JyroBOTo pazpsiaa B reueHue 30 cek).

C wnenbto oneHkd (GopMbl U pa3MepoB o0bEMa, 3aHUMAEMOTO IJIA3MEHHBIM
(hakesoM B MOJIOCTU KaToja, Obuta mpoBeeHa PoToperucTpanus npoiecca ¢ yCTaHOBKOU
OKHA M3 KBapIIEBOTO CTEKJa B OOKOBOW CTeHKE Karoaa. BBuay 0003HAYEHHBIX BHIIIE
OTPAHUYEHUM, TAKXKE HM3BECTHBIX CJIOXKHOCTEW OINTHUYECKHX H3MEPEHUM MNapaMeTpOB
IJa3Mbl, paccMaTpUBaeMble HM3MEPEHUS CIEAyeT paccMaTpuBaTh JIUIIbL  Kak
BU3YyaJIM3aIMIO TPOIlecca, MO3BOJISIONIYI0 KaUYeCTBEHHO OIICHUTH (POPMY M pa3sMepbl
MJIa3MEHHOT0 00pa30BaHMs B MOJOCTU KaToJa B MPOILECCE TOPEHUs! AYyroBOro paspsaa
(puc. 2.6.). OTu cBeneHUs B JaJbHEHIIIEM TMO3BOJMINA OMPEACIUTh AUAMETP TOJIOCTH
KaToja, Mpyu KOTOPOH IIa3Moi 00padaThIBAETCsl BCS MOBEPXHOCTH JIHA MOJIOCTH KaTo/a.
Ha paccmatpuBaemoii QotorpamMMe OTYETIMBO BHJHA 30HAa BBICOKMX TeMIIepaTyp,

OXBaThIBaloOIIasg 30HY auameTpoMm 10 ~20-22 mm. B mocnenyrommx paznenax OyayT
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MNpCACTABJICHBI PE3YJIbTATBI OLCHKKW PaCHpCACICHHUA TCMIICPATYpPHOIO TIIOJII B

paCCManI/IBaCMOﬁ KOAKCHUaJbHOM CUCTEME QJICKTPOOOB pa3pAaHOroO KOHTYypaA.

Pucynox 2.6 - Tummunbie pe3ynbTaThl (HOTOPETHUCTpAIMM MpOIlecca CHHTE3a C
MPO3payHOil BCTaBKOM B CTEHKE KaToja: a) QororpamMma, O) COOTBETCTBYIOIIAs
TepMorpamma (cuia Toka 165 A, Bpems nojjiepkanusi 1yroBoro paspsaa 10 cex).
TunuvHas 3aBUCMMOCTh W3MEHCHHS TEMIIEpAaTypbl BHEIIHEH CTEHKH KaToJa,
3aperucTpupOBaHHAs MUPOMETPOM, TIPEJICTABIIEHA HA PUCYHKE 2.7.
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PucyHnok 2.7 - TumnuyHas 3aBUCUMOCTb TEMIIEpATyphbl BHEIIHEW CTEHKH KaTo/a OT
BpeMeHHu (cuta Toka 200 A, BpeMst mojepkanus ayroporo paspsaa 30 cex).
Buano, yto TemnepaTypa BO3pacTaeT Ha BCEM MHTEPBAJIE MOAACPKAHUS JYTOBOTO

paspsga. Temneparypa B naHHoM ciydae Bozpactaetr Ao ~1600 °C npu nogaepkaHuu
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nyru okoso 30 cex mpu cuie Toka 220 A. Ilocne moracanmsi AyroBOoro paspsiaa
TeMIlepaTypa BHEIIHEW CTEHKU CHaJaceT J0 KOMHATHOM (Ha PHCYHKE BUJIEH CHaj /10
HWKHEHN rpaHulbl u3mepenus, T.e. 10 200 °C) B Teuenue 3,5-4,0 MUHYT.

2.1.5. Cucrema aHajm3a rasoBoi cpeabl, ¢opMupymoueiics B YCI0BHAX
B03/1eliCTBUS BLICOKMX TeMIIEPATYP HA UCXOJHOE ChIPbe

CocrtaB Ta30BOM cpenbl, (HOPMHUPYIOMEHCS TpHU TOPSHUH IYyroBOTO paspsaa
MOCTOSIHHOT'O TOKa Ha BO3/JYyXE XapaKTEepU30BaJICs MPU MOMOIIYA MHOTOKOMITIOHEHTHOTO
nepeHocHoro notounoro razoananuzaropa TECT-1 (Bonap, Poccus). Ucnons3yemslii
ra30aHAIN3aTOP OCHAIIEH PSIAOM JAaTYUKOB JJIsi KaYECTBEHHOTO U KOJIMYECTBEHHOIO
aHanuza cMmeced razos: O,, H,, CO, CO,, CHj NO, NO,. B 3aBucumMoctd OT
FEOMETPUYECKUX TMapaMEeTPOB AJIEKTPOJOB Pa3psSaHOTO KOHTypa IIynm sl 3abopa
ra3oBOil MpoObI pacroarajics HeMoCPEACTBEHHO HaJl 3JIEKTPOAAMH MO METAJUTHUYECKUM
«30HTOM», WJIH K€ MOJKIIOYAICS K METAJUIMYeCKOW TpyOKe, OJIMH KOHEI KOTOPOM
MOMEIIAJICSA B CIEIUAIbHOE OTBEPCTHE B BEpXHEW 4acTU OOKOBOM CTEHKM KaToJla Ha
rIIyOMHE ~5 MM OT TOPJIOBUHBI IPaUTOBOTO TUTIISL. ['a30aHanu3aTop OCHAIIEH CUCTEMOM
yIpaBJEHUs C Mepelaueidi U perucTpanuend JaHHbIX Ha OT/IEIbHOM KOMITBIOTEPE.

2.2. Mertoauka mpOBedeHUS] IKCIEPUMEHTAJIbHBIX MCCIEJOBAHUN 10
00padoTKe JIEKTPOAYTOBOi MJIA3MOH MOPOIIKOBBLIX MATEPHUAJIOB

2.2.1. YCcTpPOMCTBO JIAa00PATOPHOI0 3JIEKTPOAYTOBOI'0 peaKkTopa

OcHOBHOII 00BEM UCCIENOBAHMM TPOBEJACH Ha JBYX JKCIEPUMEHTAIbHBIX
cteHnax. B xonme peanuzanuu paboT ObUIO CO37aHO JBa WACHTUYHBIX MO MPUHIUITY
NEeUCTBUS JIaOOPATOPHBIX AYTOBBIX PEAKTOpPa COBMEIIEHHOTO THUIMA MOCTOSHHOTO TOKA:
HACTOJBHOI'O THUIIA C BO3MOKHOCTBIO ONEPATUBHOIO MEPEMEIICHHS U CTALIMOHAPHOIO,
OTJIMYAIOIINXCSI UCTIOJITHEHUEM KOpPITyCa, BHYTPEHHEW KOMIIOHOBKOM BCIIOMOTATEIbHBIX
CUCTEM peNeHHON 3alluThl M aBTOMATHUKH, MAacCOBO-Ta0APUTHBIMHU IOKa3aTEIsIMHU,
CTETICHBIO yI0OCTBA OOCITYKMBAaHMS U PEMOHTA. Y IPOIICHHAS MPUHIIUIIAATIFHAS CXeMa
peaxkTopa npeacTaBlieHa Ha PUCYHKE 2.8. DIEKTPONUTAHUE YCTAHOBKHU OCYIIECTBIISIETCA
OT CTaHJAPTHOU OHO(]A3HOM TPEXTIPOBOJHOM CETU C TIIYyX03a3eMJICHHON HEUTPAJIBIO OT
dbaznoro wHanpsokenus 220 B. CunoBoil HUCTOYHHMK NHUTaHUS OOECIEUUBAET

AJIEKTPONUTAHUE Jyru ¢ TpeOyeMoll mpeayCcTaHOBIEHHOM cuiioil Toka. Cucrema
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nepeMeleHnsl aHojga o0ecreynBaeT MO3UIMOHUPOBAHUE aHOMA Uil (OPMUPOBAHUS
pa3psAHOrO MPOMEXKYTKA 3aJaHHOM BEJIMYMHBI B IOJOCTU TIpadUTOBOro KaToja,
BBIMOJHEHHOTO B Qopme turia. Cucrema peructpanuu o0OecreynBaeT 3aluch
BOJIbTAMIIEPHBIX XapaKTEPUCTHUK JTyrOBOTO pa3psizia, a TAaKkKe MpU HeoOX0UuMOCTH (OTO-
BHUJICO CBEMKY, 3allUCh pE3yJbTaTOB H3MEPEHUS COCTaBa Ta30BOM  Cpenbl
HEMOCPEACTBEHHO B TOJIOCTU Tpa)UTOBOTO THUIJS — KaToda WJIM HAJ HHUM, 3alHCh

PE3YIbTATOB U3MCPCHUA TCMIICPATYPhI BHEIIIHEH CTCHKH KaToJa.

CHUNOBOW WCTOYHWE NUTAHWA CucTtema nepemelleHns
Mpeofoazos.  cunosoi  ynpaenAemslil! | —— —— ooy ‘
| NP P L o 7 T
| _uactoru TpaHcf opmaTop BHINPAMUTENE | 2 o o M|

5 (v}
I 3 [ o = I
| / vloE o l
| f | E oL |
NI U, | |
I | I
P | |
I I
i |
[ 7 I
| | | T = = = - ==
rfDEIEIEIDD‘j i) raioekI
|{ } =) aHanW3aTo
KOMMNLHTE P ocumnnorpadg

Pucynok 2.8 - YnpomenHas npuHIMIHAIbHAS cXema J1abopaTOpHOTO AIEKTPOIYTOBOTO
peakTopa, pealu3yrolero 0e3BaKyyMHbIN 2JIEKTPOIYTOBOI METOA

Ha pucynke 2.9 npeacrasnena dororpadusi nepeaHeil maHenu CTalMOHAPHOU
BEPCHUH JIYTOBOTO PEAKTOpa C CUTHAJIBHBIMU JIaMIIaMH M OpraHaMH yrpasiieHus. Bce
CUCTEMBl PA3MELICHBl B CTaHAAPTHOW HAIOJIBHOM 19-I10MMOBOM CTAJIBHOW CTOMKE.
PaboTta Ha ycTaHOBKE HAYMHAETCA C MOJAYU 3JIEKTPONUTAHUS BBOJHBIM aBTOMAaTOM;
nojayva HanpsipkeHus u3 cetu 220 B noaTeepkaaercs 3aKuraHueM KpacHOM CUTHAIBHOM
namnbl. Haxkatnem KHONKM «IIyCK» MOJAETCA HaNpsHKEHUE Ha BCE CHUCTEMBbl MPHU
BKJIFOUEHUU MAarHUTHOTO ITyCKaTeNsl, COOPaHHOTO IO CXeMe C OJIOK-KOHTaKTOM; Mojavya
HaIpsOKEHUS Ha BCE CHUCTEMbI MOJTBEPKIIACTCS 3KUTAHUEM 3€JICHOM JIaMIlbl B Tele
KHOINKM «ITycK». OTKJIIOYEHHME MArHUTHOTO MyCKaTess MPOMCXOAUT HaKaTHEM Ha

KpPacHyl0 KHOIIKY «CTOI» C HOPMaJIbHO 3aMKHYTHIMH KOHTakTaMu M (pukcanuent
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TIOJIOKEHUST «CTOT». J[7s1 pa3OIOKUPOBKU TIOJIOKEHHSI «CTOM» TPeOyeTcsl MOBEPHYTH
«rpuOOK» KHOMKKM IO 4YacoBod crpenke. Cuila TOKa MCTOYHMKA THUTAHUS
YCTAHABJIMBACTCSI MOTCHIIMOMETPOM, BO3JIE KOTOPOTO HAXOJISTCS CUTHAJIBHBIC JaMIIbl,
UH(OPMUPYIOIIKE O MEpPerpeBe CWJIOBOIO HCTOYHUKA MHUTAHMS, O HAJIUYUU Ha €ro
BXOJIHBIX KJIEMMaX HaNpsDKEHHs CeTH, O HaIM4YWMK Hanpsbkenus nutanus (8-12 B) na
U3MEPUTEIHLHOM JJATYMKE TOKA pa3psiAHOTO KOHTYypa. Ha 3ToM ke ypoBHE pacronaratorcs
JIBA KOAKCHUAJIBHBIX pa3beMa I MOAA4YM dJIEKTPUUECKUX CUTHAJIOB, COOTBETCTBYIOIINX
Pa3HOCTH MOTEHIIMAJIOB MEXKYy aHOJOM M KaToJioM (moHrkeHHoul B 10 pa3), a Takxke
BBIXOJIHOMY CUTHAJy JaTYMKA TOKA Pa3psAIHOrO KOHTYpPA, - Ha BHEIIHIOIO KOHTPOJILHO-

HU3MCPHUTCIIbHYIO allllapaTypy.

, S TOYKa NOAKMIOYEHUS BbITSXKHON BEHTUNSALMM

/ MHOMKATOP HanUunsa HanpsKeHUs NMTaHus
KHOMKM «MYCK», «CTOM» MarHUTHOrO nyckaTens
KHoMka cbpoca TekyLux napameTpoB

KOHTponnepa, Tymbnep aAns nepesBofa KOHTponnepa
B PEXMM MPOLUMBKM, KHOMKa «CTapT Nporpammbl»

NOTEHLMOMETPbI U KHOMKX YNpaBreHus Ans py4yHoro
yrnpaBrneHns CUCTEMOWN NO3NLMOHMPOBaHUSA
3MNeKTpoJoB

oTceK Ans pasmeLlleHuns ocumnnorpada

(cnepenum), oTcek ANs pasmeLleHns aneKkTpoaoB
(nosagn)

KoakcuarnbHble pasbeMbl 4518 NoAayn aneKTpuyecknx
CUTHasnoB ToKa W HanpsKeHUs OyrM Ha BHeLLHWe
yCTpoNcTBa

NoTEHUUOMETP peryrnmpoBaHus curbl Toka MCTOYHMKA
W MHOWKaTOPbl COCTOSAHUS CUNOBOIo MoAyrA

oTcek Ans pasmeLleHuns KoHTponnepa, ApanBepos
LaroBbIX ABUretenen n BcrnoMoraTenbHbIX
3M1EKTPOHHbIX CUCTEM

oTCeK AN pa3meLlleHns KomnbloTepa ¢
aBTOMaTU3NpPOBaHHbIM paboymm MecToM

3anacHomn oTcek Anst yCTaHOBKM HOBbIX CUCTEM
(cnepeawn), MarHUTHLIN NyckaTernb U BBOAHOW aBTOMaT
(no3agm).

Pucynox 2.9 - BHemnu#i Buj iepeHeil manenu 1ad0paTopHOTO TyrOBOTO peakTopa

Ha mepenneli maHenu pa3MemarOTCss MOTCHIIMOMETPHl W KHOIKHU JIJII PYYHOTO
yIOpaBJIEHUsI CUCTEMOUM H3JIEKTPONPUBOJIOB ISl TO3UWIIMOHUPOBAHUS DJIEKTposioB. Ha
MPUHITUITHATBHOM cxeme (puc. 2.8) mokazaH JUIIb OJUH JIECKTPOIPUBOJI, OTBEYAIOITII

3a OCHOBHYIO (PYHKIMIO CHUCTEMBI MO3UIIMOHUPOBAHUS DJIEKTPOAOB — (HOPMHUpPOBAHUE
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pa3psIHOTO TPOMEXYTKa; (aKTHUECKU B PEaKTOpe NPUCYTCTBYET Takxke eme 2
AJIEKTPOIIPUBO/A, OOECIeunBalONUX IEepeMElIeHue KaroJa B TOPU3OHTAIBHOU
IJIOCKOCTH ISl €F0 YCTAHOBKHU COOCHO C MPOJIOJIBHOM OCBIO aHOAA.

Taxke B KOpmyce MNpPeayCMOTPEHBI OTCEKH JISI PACIIOIOKEHHS SJIEKTPOHHOU
anmnaparypbl, B 4aCTHOCTH, KOHTpOJUIEpa, ApaliBEpOB MIATOBBIX JBUTraTeleH, OJIOKOB
anekTponuTanus Jorudeckux cxem (5 B, DC), oOMoTok miaroBeix asuratenei (12 B,
DC); nns pa3MenieHusi MEPCOHAIBHOIO KOMIIBIOTEpPA, C YCTAHOBJICHHBIM HAa HETO
aBTOMATHU3HPOBAHHBIM PA0OUMM MECTOM; JUISI pa3MelIeHHsl ocIuiorpada.

2.2.2. OcHOBHBIE 3Tanbl QYHKIIMOHUPOBAHUA J1A0OPATOPHOH YCTAHOBKH

B ucxogHOM COCTOSIHUM NOJTOTOBJIEHHON K 3allyCKy YCTaHOBKH TI'pa(UTOBBIM
KAaToJ B BHJIE€ CTAKaHA PACIOJIaraeTcsl HEMOJABM)KHO HA OCHOBAaHWU YCTAaHOBKH, AHOJ
pacrmojaraercss HaJ HUM — BEpPTUKaJbHO, COOCHO — Ha MOJABIKHON miaTdopme
YIPABJISIEMOT0 JIMHEMHOTO 3JIEKTPOIIPUBOJAA. Y CTAHOBKA pa3MEIIEHAa B OTKPBITON
BO3JIYIIIHOW Cpejie MPU KOMHATHBIX YCJIOBHSIX. B MOJ0CTh KaTo/la 3aJ10)KEHO MCXOJTHOE
CBIPBE JUIS €0 3JIEKTPOAYTOBOM 00pabOTKM (HAampuUMeEp, CMECH KPEMHHUsS U yriepoaa,
TUTaHa U yrjiepona, Boib(ppamMa W yriaepojaa U T.1.). AHOJ U KaToJ MOAKIIOYEHBI K
CWJIOBOMY MCTOYHUKY OJJIEKTPONIMTAaHMs. Bce  BcrmoMorarenbHbIE — yCTpOMCTBa
(ocummiorpad, MUPOMETP U MpoUee — BKIIOUYEHBI U HAXOAATCS B peKuMe oxkuganus). B
porpamMMy yNpaBJIEHUs IIarOBbIM JIBUTATEJIEM MPUBOJA BHECEHBI JaHHBIE O BEITUYMHE
pa3psiIHOTO IpOMEXyTKa (B MM) M BpPEMEHM TMOJAJEp)KaHUs pa3psna (B CEeKyHAax),
NOAJIEP)KMBAEMBIX B pabO4YeM LHUKIE€ CHUCTEMBI. OJEKTPOAbl HaXOAATCS MOJ
HaIpsHKEHUEM  XOJIOCTOTO XOJa HMCTOYHHMKA DJIEKTPONUTAHUS, JUIsl HCIOJIb3yEeMbIX
MCTOYHUKOB 3TO HanpspkeHue oT 63 B no 80 B. Haxaruem knonku «Ilyck» momaercs
CUTHAJI Ha 3alyCK MpOorpaMMbl YNpaBIEHUA >SJIEKTPONpUBOAOM. PabGoumii UK
HA4YMHAETCS C MEePEMEILECHUs aHOAa BEPTUKAJILHO BBEPX 10 (PUKCALIMU €TO0 JAepiKaTess B
KpallHEM BEpPXHEM IIOJIOKEHUHU, B KOTOPOM JIepKaTellb aHOJA 3aMbIKAET HOPMAJIBHO
Pa30MKHYTHI KOHTAaKT KOHIIEBOTO BBIKJIIOYATENs. 3aT€M MPUBOJA HAUYUTAET OMYyCKaTh
aHOJl BEPTUKAJIIBHO BHH3 JI0 KACAHMS C THOM Karoja. B MOMEHT kacaHMs aHOJa W JHA
KaToJla B CHUJIOBOM IIEMU HAUYMHAET MPOTEeKaTh TOK (00bryHO mopsiaka 100 A — 200 A).

JlaTunk Toka (PUKCUPYET HATU4IME TOKA B CHIJIOBOM IEMU U TO/Ia€T aHAJIOTOBBIA CUTHAI
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HAa BXOJ KOHTpOJUIEpa, KOTOPBIM oOpabarhiBaeT JaHHBIE H TOMAET CHUTHAJ
AJIEKTPOIIPUBO/Y Ha 3aIlyCK peBepca U 0TBOJIa AaHOJa OT KaToja Ha 3aJJaHHOE PACcCTOSHUE,
TakKuM 00pa3oM (GOpMHUPYETCs] Ppa3psAIHBIA  MPOMEXKYTOK 3aJaHHOW BEITUYHHBI.
KoHTposiep OTCUMTBHIBAaET 3a/laHHOE BpEMs, B TEUEHUE KOTOPOro MOJJIEPKUBACTCS
JyTOBOM pa3psifl, 3aTeM OTBOJIUT HA MAaKCUMAIbHOM CKOPOCTH aHOJ OT KaToJa, TyTOBON
pa3psil BHITSTUBACTCSA, HAMPSHKEHUST HA pa3psjie BO3PacTaeT, U pa3psij] racHeT.

B npornecce ropeHust AyroBoro paspsijia B MoJjJoCTH KaToJla BOSHUKAIOT BHICOKUE
TEeMIEPaTyphl (COraacHo autepatypHbiM ganHbM, 10 10 000 - 12 000 K B cronbe nyru).
B pesymbrare BO3HUKAIOT YCJIOBHS IS pealm3allid CHHTE3a KapOWIOB METAJIIOB U
HEMETAUIOB. B mpouecce ropeHus paspsua yriepol € 3JIEKTPOIAOB U, BEPOSITHO, U3
MCXOJHOU CMECH, NMPHU B3aUMOJICUCTBUU C KUCIOPOJIOM Bo3ayxa renepupyert razsl CO u
CO2, KOTOpBIE U3OJIUPYIOT (IKPAHUPYIOT) 30HY hopMHUpoBaHUs pa3psiaa. Takum o6pazom
00eCIeunBalOTCs YCIOBUSA JIJIsl IOJYYEeHHS KapOUI0B METAJIJIOB M HEMETAIIOB B IJIa3Me
JIyTOBOTO pa3psiia MOCTOSHHOTO TOKAa, WHUIMMPOBAHHOTO B OTKPBITON BO3IYIIHOM
cpene. [lomyyenHble MaTepraibl COOMPAIOTCS ¢ BHYTPEHHUX MOBEPXHOCTEH KaTo/a, B
TOM YHCJI€ C €ro JHa, MpU HEOOXOJUMOCTH H3MENIbYAIOTCSI B araToBOM CTYIIKE,
MPOCEUBAIOTCS JUIsl pa3ienieHus Qpakiiuii.

2.2.3. OnmnpenejieHHe ONTUMAJbHBIX TIeOMETPUYECKHX TMAPaMeTPOB
3JIEKTPOIOB PAa3PSAJHOr0 KOHTYpa IJIA3MEHHOI0 peakTopa /ISl MOJy4YeHus:
KepaMU4ecKMX MaTepHajioB

B coBpeMeHHOM MuUpE [IOCTATOYHO IIMPOKO PACIPOCTPAHEHBI TEXHOJOTHH,
WCIIOJB3YIOIINE JYrOBOM pa3psifi MOCTOSHHOTO TOKAa, B YAaCTHOCTH, B CBapOYHOM
MIPOU3BOJICTBE, B 3TOM CBSI3M MHOTHE ACHEKTHI MPOLECCa TOPEHUsI JyrOBOro pa3psiia B
ra3zoBoil cpee u3BecTHhI [193], B TOM yucie Mpu UCHOJIb30BaHUM B KauecTBe padboueit
Cpeabl OKHUCIUTENbHOU (Kuciopoacoaepxkaiieit) cpenbl [194]. Tem He MeHee Mo
coctostHuIO Ha 2021 ropa BOMpPOC OLIEHKHA NapaMeTpOB TEMIIEPATYPHOrO MOJIs IIa3Mbl
JIIyTOBOT'O paspsija CIEAYET CUUTATh OTACIBHOW HAYYHO-TEXHUYECKOW 3aJayeu,
pemraemMoii B OCHOBHOM TIyTEM TIPOBEICHUS MOJCITUPOBAHUS, B TOM YHCIE C
HCIIOJIb30BaHUEM TUIYOOKMX HEWpoHHBIX ceteit [195]. B uwactHOoCcTH, B pabote [195]

OIICHEHO pAaCTpEJICICHHEe TeMIlIepaTypbl B 00JIaCTU TOPEHHUsS JYyroBOro paspsiga B
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KPYTOBOHM CHCTEME KOOPJWHAT BIOJb PaJryca KaTtoaa MpH Pa3IuvHBIX Ta30BbIX Cpelax
(Ar, Nz, CO,, SFs) npu HOpMambHOM aTMochepHOM HaBieHMH U cujiae Toka 200 A.
PesynpTaTel MopenupoBaHUS TOKa3ajdd, 4YTO TeMIeparypa B IUTa3MEHHOM (Qakeme
CHUKAETCS IPU YAAJICHUH OT T€OMETPUYECKOTO LIEHTPa (30HBI MHUIIMUPOBAHUS pa3psiia
Ha MpoAoJIbHOM ocu 3ekTposioB) oT ~10 000 — 12000 K no ~2 000 K. Crnenyer
OTMETHTh, YTO TIPH TOPCHHUH pa3psiia B YIJIICKHUCIOM Ta3e Ha PACCTOSHUH ~8 MM OT
r€OMETPUYECKOT0 IIEHTpa TemIeparypa B IUIa3MEHHOM (akene MOXKET JOCTUraTh
nopsinka ~ 4000-6000 K. B pa6ote [196] moka3zano, uro Ha paccrosHuu 7,5-8,0 MM
TEeMIlepaTypa IUIa3Mbl MOJKET TMPEBBIIATh TEMIIEpaTypy IUIaBICHUS TrpaduTa u
coctaBysITh 10 ~4000-5000 K (Tox no 250 A, renuii, rpadurtoBsiil anomx). [Ipu aTom Ha
paccTostHIH ~10 MM OT 30HBI IPUBS3KA TyTH TEMIIEPATypa MOXKET TIOCTUTATh 3HAUYCHUN
ceeimie 2500 K, yro Oonee yeM AOCTATOYHO IJisi CHHTE3a KapOWIOB METAIOB H
HEMETAJUIOB, B TOM YHCJIe TAKUX YJIbTPATYTOTUIABKUX KaK KapOubl TaQHUS, IUPKOHUS,
JUISL CHHTE3a KOTOPBIX HEOOXOJMMO JOCTUTaTh TEMIIEPATyp HMCXOTHOTO CBIPhS B
nuanazone ot ~2000-2100 K mo ~2400-2500 K [197]. Takum oOpa3oMm HMEROIIHECS
JUTEepaTypHBIC CBEJACHHS IO3BOJIAIOT ONPEACIINTh TaKOW JHaMETp IMOJIOCTH Karoaa (B
COCTaBE Pa3psIHOTO KOHTypa pa3padaThiBa€MOro peakTopa), Mpu KOTOpOM Haumbojee
ylaJieHHble O0O0JIaCTH Ha KPYroBOM TMOBEPXHOCTHM JHA KAaTOJa XapaKTepU3YyIOTCS
TeMIEpaTypoi, JOCTATOUHOW A peaiu3allid CUHTe3a OOJIBIIMHCTBA HM3BECTHBIX
kap6bunoB metawioB U HemetawioB (cBeime 2000 K — 2500 K) mpu HOpMambHOM
JABJIEHUU Ta30BOMl cpenbl U cuie Toka 10 ~200 A. B Hacrosmeil pabore mpUHST B
KaueCTBE OCHOBHOTO paboyero Jauarna3oH JUaMeTpoOB MOJIOCTH KaToaa oT 16 1o 21 mm,
IIPU 3TOM OTJIETbHBIE SKCIEPUMEHTHI TPOBOIUIUCEH NP TMAMETPE TOJOCTH KaTo/Ia OT
12-14 mm mo 25-30 mwm. Iloaxomsimme mo auamerpy TpadHUTOBBIC THUTIH CEPHIHO
BBITTYCKAIOTCSI JIJIs1 FOBETTUPHON MTPOMBITIIUIEHHOCTH, @ UMEHHO, JIJIS TUIaBKU JAPArOIlleHHBIX
METaJUIOB, B JTOW CBSI3M, B PabOTe MPEUMYIIECTBEHHO HCIOJIb30BAIUCH CEPUMHO
BBITTyCKaeMbIe Tpa()UTOBBIC TUTJIH.

JlnameTp aHoJla TaK)Ke UTPaeT BAKHYIO POJIb B IIPOIIECCaxX CHHTE3a MaTEpUAIOB B
YTJIEPOIHOM TuTa3Me AYTrOBOTO pa3psijga MOCTOSHHOTO TOKAa, B YaCTHOCTH, OT JHaMETpa

daHOJIda 3BHAYUTCJIbHO 3aBUCUT CKOPOCTD €TI0 pacxo/a, a TaKKC pCajIn3yCTCs JIBa OCHOBHBIX
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pekuMa TopeHust paspsnga ¢ GopmMupoBaHHEM TpadUTOBOrO KATOMAHOTO JEmo3uTa: 1)
pPeXUM HMHTEHCHUBHOTO M3HOCA, KOTOPBIA MOKET OBbITh MOJE3€H Ui paclblUICHUs
MaTepuaja TPHU €ro JJICKTPOIPO3UOHHOW HApaOOTKe, 2) pEXKUM IMOCTOSHHOTO
MaJIONHTEHCHUBHOTO u3HOca [198]. DTH peXuMbl peanu3yroTcs B 3aBUCUMOCTH OT
COOTHOIIEHHSI JUAaMETpa aHOJA W BEIMYMHBI Pa3psOHOrO MNpoMexyTka. CorjiacHo
JUTEpPATypHbIM JAHHBIM, TIPU MOIIHOCTA Ha nayre mnopsaka 1 kB pexum
MaJIOMHTEHCUBHOT'O U3HOCA IPA(PUTOBOTO aHOJ1a pEaTU3YETCs MIPH €ro TMaMeTpe OT 8 MM,
NO3TOMY B pPAacCMaTpUBAaEMOM CHUCTEME CJEAyeT C TOYKH 3PEHHUS MUHUMH3ALUU
IPOLIECCOB M3HOCA aHOJAA BBIOMPATh €r0 IUAMETP HE MEHEE 8 MM.

B pamkax myckoHanao49HbIX pa0doOT U B IEJISIX OIIEHKH CKOPOCTH pacxoja aHojia u
BO3MOYKHOCTH pE€aIU3alUU 3JIEKTPOIYrOBOIO CHUHTE3a HA CO34aBA€MOM ILIa3MEHHOM
pEaKTOpe MPOBEACHO HECKOJBKO CEPUN SKCIIEPUMEHTOB B LIEJISIX MOKMCKA JIOMYCTUMBIX
PEXKUMOB pabOTHI CO3JJAHHOTO JYTOBOTO PEaKTOpa.

Ha pucynke 2.10 mpencraBieHbl 3aBUCHUMOCTH SHEPTHM JAYyTOBOTO pa3psia U
MaKCUMaJIbHOU TeMIIEpaTyphl BHEITHEH CTEHKHU KaTo/1a B paboueM ITUKJIE B 3aBUCUMOCTH
OT MPOJOJKUTENBHOCTH TOJJEPKaHHUS IyTOBOIO pa3psa MOCTOSHHOIO TOKa B €ro
noJ0cTH. BUIHO, 4TO B paccCMaTpuBaEMOM MHTEpBAJIE OT ~5 CeK 10 ~45 cek Temiieparypa
Bo3pactaeT oT ~300 °C nmo ~1800 °C. BujgHO, 4TO TOYKM JIOKATCA HA 3aBUCHUMOCTb,
KOTOPYIO MOKHO OIUCATh MOJIMHOMOM BTOPOHM CTENEHU, MPU ITOM CJIEAYEeT OTMETUTH
3HAUYUTENBHYIO JUCHEPCUI0. B paccMaTpuBaeMbIX pe3yibTaTax CEpPUHM SKCIEPUMEHTOB
HCIIOJIB30BAIMCh KOMMEPUECKHUE aHOJIbI U KaTO/Ibl, Ta0ApUTHBIEC pa3MeEpPhl U IIOTHOCTh
MaTepHuana KOTOPbIX OTJIMYAIOTCA B Mpeaenax nopsaka AoJed MM U o€l rpaMm (Ipu
ONMM3KKUX TabapUTHBIX pa3Mepax), KPOME TOro, BJEKTPOJbI HCIOJIb30BAIUCH B PseC
HKCIIEPUMEHTOB MOBTOPHO (10 10 SKCIEpUMEHTOB HA OJHOM KAaTOJE), B ATOM CBSA3M
Takke, rabapuTHBIC pa3MeEPBl K Macca JIEKTPOI0B U3MEHsUIUCh. Kpome Toro, B mporiecce
OKHCJICHUSI BHEIIHEH CTEHKM W3MEHSUIACh IIEPOXOBATOCTh TOBEPXHOCTU, BBUAY
TEIUIOBOM jedopMaliid OT OKCHEPUMEHTAa K JKCICPUMEHTY CIBHUTAIUCh TOYKHU
MOAKIIOUYECHUSI TOKOBEAyIlled KieMmbl. [Ipu 3ameHe KaTrogoB HE OTCIECKHBAIUCH
KpUcTajuiorpauueckue HanpaBJIeHHUs B UX MaTepuaie, CpeaHuil pasmep 3epeH. Bee 310

HarpsIMYH0O HWJIM KOCBCHHO MOIJIO ITIOBJIMATH HaA HIPOLECC HU3MCPCHHUA TCMIICPATYPHI,
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MOMHMO M3BECTHOW MHCTPYMEHTAJILHOW MOTPEIIHOCTH UCIOIB3yeMOro nupomerpa (£3
°C) ¥ MUPOMETPUYECKOTO METOJIa B IIEJIOM, YTO, B CBOIO OU€pe/b, B KOHEUHOM CUETe
MPUBEIO K 3HAYUTEIBHOW JHUCIEPCHUM H3MEPEHHOM TemIieparypel. TeM He MeHee,
HKCIEPUMEHTAJIbHBIC JTAHHBIE IO3BOJIMIIA BBIIBUTh TEHICHIUIO, MPEACTABICHHYIO HA

puc. 2.10.
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MpoAoNKMTENLHOCTE MOPEeHUA paspaa, cek [MpOAOMKUTENLHOCTE MOPEHHA pa3paaa, cex
Pucynok 2.10 - 3aBUCHUMOCTH 3HEPIUM IyTOBOrO paspsaa (a) U TeMnepaTypbl BHEIIHEN
CTEHKH KaToja (0) OT MPOI0KUTEILHOCTH TOPEHUS IyTrOBOT0O pa3psia (Mpu cuiie ToKa
220 A).

O0603HaYeHHBIN MHTEPBAJ BPEMEHH MOJIIEP>KaHUs TyTOBOTO pa3psiaa 10 45 cek cienyer
CUUTATh MPEACIIbHBIM HOPMAJIbHBIM PEKUMOM pabOThI (ITPU MAKCUMAaJIbHOM CHUJIE TOKA,
coctaBisironiein 220 A), BBIXOA 3a MOPENENbl KOTOPOrO BEAET K IOBPEXKICHUIO
TOKOBEAYIIMX YacTel BBUY PACILJIABIICHHS METAILIA, TOBPEXKICHUIO U30JISLIUH CUITOBBIX
U KOHTPOJIbHO-U3MEPUTEIbHBIX JIMHUN BBUAY TEIJIOBOIO  BO3ACHCTBUS. 3a
0003HaYEHHBIN WHTEpBaI BpeMeHU (45 cex) mpu MakCUMalbHOW cuiie Toka j0 220 A
IIPOMCXOJNT BBIIEIICEHUE DSHEPruu B AyroBoM paspsae A0 ~340 k/x. VYuuteiBas
W3BECTHBIE CBEJEHUS O MarpaMmax COCTOSIHUN B CHUCTEME XMMHUYECKHX JJIEMEHTOB C
YTIAEPOJIOM, a TAaK)Ke SHTAJIBIIUK 00pa30BaHUs U HEOOXOAMMOM AHarna3zoHe TeMIepaTyp,
MO>XHO YTBEPXKJAaTh O BO3MOXKHOCTM pealM3aluy CHUHTE3a KapOWIOB METAJJIOB U
HEMETAJVIOB B PAcCMaTPUBAEMON CHUCTEME B KOJMYECTBAX MOPSAJIKA J0 HECKOIBKHUX
rpamm. Tak, K mpuMepy, COTJIACHO U3BECTHBIM JIMTEPATYPHBIM AaHHBIM [197], peakiuu
KapOu1000pa3oBaHus MpoucxoAsaT B auanazoHax 1700-2100 °C B cucteMme «TUTaH -
yraepoa», 1100-1200 °C B cucteme «Banaguii — yraepoa», 1400-1800 °C B cucreme

«xpoM — yraepoa», 1800-2200 °C B cucteme «uupkoHu — yraepoa», 1300-1400 °C B
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cucreme «HHOOuil — yraepoa», 1200-1400 °C B cucteme «monmbdaeH — yriepoay», 1900-
2300 °C B cucreme «raduuii — yriaepoa», 1300-1500 °C B cucteme «TaHTai — yriaepoa,
1400-1600 °C B cucteMe «BoIb(ppaM — yraepoI.

2.2.4. MoaeaupoBaHue pacnpe/iejeHusl TeMIEPATYPHOro moJjisi rpaguToBOro
KaToAa B padoyeM pe:KUMe AYTrOBOI0 PeakTopa JJsl MOJy4YeHHsl KepamMH4yeCKUX
MaTepHaJioB

C yueTroM TMpeACTaBICHHBIX BBIIE JIUTEPATYPHBIX TEOPETUUYECKUX U
IKCIIEPUMEHTAIBHBIX JIAHHBIX, a TaKXE PEe3ylbTaTOB MPOBEACHHBIX HCCIEIOBAHUM,
BOMPOC BO3MOXKHOCTH JOCTHKECHHSI JOCTATOYHBIX I CHHTE3a KapOHIOB METaIOB U
HEMETAJJIOB TEMIEPATyp B IJIa3Me JYTrOBOrO pa3psiia HOCTOSIHHOIO TOKAa HE BBI3bIBACT
COMHEHHMI. B 3aBUCMMOCTH OT r€eOMETpUYECKHX MapaMeTPOB SJIEKTPOAOB Pa3psaHOTO
KOHTYypa MOHO JOCTHTaTh HUKHEH TPaHHUIIBI PaCIpeesiCHUs] TEeMIEPaTypPHOTO OIS
NOpsJIKa HECKOJBKUX ThICSY I'pagycoB. OJIHAKO, B pacCMaTpUBAEMOM CUCTEME UCXOTHOE
CBIpbE, B OTIAMYHME OT OONBIIMHCTBA OJKCIEPUMEHTAJbHBIX pPadOT HE TMOAAeTCA
HEINOCPEICTBEHHO B IOJIOCTh aHO/Ia, T.€. B 30HY Han0oJiee BBICOKUX TEMIIEPATyp «TeJa»
JyTOBOTO Pa3psiia; & UCXOJHOE ChIPbE PACHpPENENIEHO MO0 BHYTPEHHEW MOBEPXHOCTH
MOJIOCTH, B YACTHOCTH, IHA TPaUTOBOTO CTaKaHa, SBJIAIOIIErocs KaTo1oM. B 3101 cBA3u
IpEeJICTaBISIeTCS BAKHBIM BOIPOC MPOBEICHHUS OLIEHKH paclpeesieHus: TEMIIepaTypHOTro
MoJii TO0 BHYTPEHHEH TOBEPXHOCTH TOJOCTH KaTojia, TJe HEMOCPEICTBEHHO U
IPOUCXOAUT CUHTE3 MaTepuasa.

CnemyeT OTMETHTb, YTO TIOCTAHOBKY U pEUICHHE TEIJIOBOM 3agadyu B
paccMaTpUBAEMBIX YCIOBUAX C YYETOM BCEX M3BECTHBIX MEPEMEHHBIX CIIEAYeT CUUTATh
HEBO3MOYKHBIM Ha JAHHOM 3Tare UCCICOBAaHUMN U Pa3BUTHS HAYKH U TEXHHUKU B IIEJIOM.
B wactHOCcTHM, TO coctosHuio Ha 2020 rom Bce emie BEAYTCS HCCIICIOBAHUS
TEIJIOPU3NYECKUX CBOMCTB TrpaduTa B YCIOBHUSX BBICOKHX TeMmIiiepaTyp (mopsaka
HECKOJBKHX ThICSY TpaxycoB) [199]; koHTpons opueHTanuu, GOpMbI U pa3MEPOB 3€pEH
Y UX aHW30TPOIHBIX CBOWCTB B TeJe TPa(UTOBBIX JEKTPOIOB B pealbHON CHTyalllH B
YCIOBUSIX TPOBEIACHHUS] HECKOJIBKMX CEpPHIl AKCIEPUMEHTOB IMpEICTaBisieTCsl KpailHe
TpyJdoeMKor 3anadeil. [lapameTpsl TEmIOBOro moJjis IUIa3MEHHOTO (akeya CienyeT

CUUTATh OPUEHTUPOBOYHBIMH, KAK U COCTaB M NapaMeTPbl UCXOJHOWU Ta30BOM CPEIBI:
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BO3/lyXa C HW3MEHSIOIMUMHCS MCXOAHBIMH IapaMeTpaMu BJIAXXHOCTH, HWCXOJHOMN
TEeMIIepaTyphl, NaBJEHUs B Mpejesiax KoyieOaHWW HOpMalibHBIX ycioBuil. McxomHbie
peareHThl XapaKTepu3yIOTCs UHIUBUAYaIbHBIMU (DOPMOM, pa3MepoM YacTHII, a TAKXKe
TEIIOPU3NYECKUMH XapaKTEPUCTUKAMU, KOTOPbIE U3MEHSIOTCS B MPOIIECCE MOBBIIIICHUS
TEeMIIepaTyphl; IPU ITOM HEMOCPEACTBEHHO B MPOLIECCE TOPEHUS pa3psiia MPOUCXOISAT
XUMHUYECKHE PEAaKIUU C pa3oKEHUEM MCXOJHOTO ChIphs M (QopmupoBaHueMm ¢a3
KapOua0B. J[MHaMIKa MPOIIECCOB MEPEHOCA MACChI YIIIEPOAa BBUY AJIEKTPOIPOIUOHHBIX
MpOIECCOB, a Takxke oOpazoBanuu razoB CO u CO; ocTaercs HEU3BECTHOU, Kak U
JMHAMUKa 00pa30BaHuUs KATOAHOTO JIETIO3UTA.

C onHOW CTOPOHBI, y4ecTh Bce 0003HAUEHHBIE BBIIIE MapaMETPbl B YCIOBHSX
pEaIbHO MPOBOJAUMOM CEPUM SKCHEPUMEHTOB TMPEIACTABISACTCS KpallHE CIIOXKHOM,
IIPaKTUYECKUNA Hepean3yeMoH 3afadeid. C Ipyroi CTOpPOHBI, IIPU ITOCTAHOBKE BOIPOCA
O MPEJCKa3aHUU BO3MOXHOCTU JTOCTHXKEHUS TEMIEpATyp, HEOOXOIUMBIX ISl CUHTE3a
KapOuaoB MetauioB U HemeTawioB (oT ~1800-1900 °C [197]), mocTaTOYHO pEUIUTH
YIOPOUIEHHYIO TEIUIOBYIO 33Jlauy, pPEIIEHUE KOTOPOW IMOKaXXeT, YTO Ha BHYTPEHHEH
CTEHKE KaToJa NpH 3asBIISIEMbIX IMapaMeTpax 3JEKTPUUYECKOH (TEII0BOI) MOIUTHOCTH B
3aJJaHHOM TE€OMETPUHU INOJIOCTH KAaToAa JIOCTUIAKOTCS TEMIIEpaTyphl B JHAIA30HE OT
~1800-1900 °C no ~2200-2300 °C wunu BbIIIIE.

JUist pelieHrsi MOCTaBICHHOW 3aaud NPHUHAT P AOMYLIEHWI: rpaduT HUMeeT
IUIOTHOCTh OJIM3KYI0 K MOHOKPHUCTaNIMYECKOM, T.€. 10yl N1e(EeKTOB B BHUAE IOp U
MPUMECHBIX MAaTEPUAJIOB CTPEMUTCA K HYJIIO; CTPYKTypa rpadura oJHOpOAHA, CBOWCTBA
rpaduTa HE MEHSIOTCS B pa3JIMYHBIX HANpaBICHUAX B 00beme Marepuana. Macca
POAMPOBAHHOIO TpaduTa, MEPEeHOC KOTOPOMl MPOUCXOIUT C aHOJAA HA KaToJ Majia B
CpPaBHEHUHU C Maccoi KaToja, MO3TOMY OHA HE YYMTHIBAETCS B pacyeTe, Kak U macca,
KOTOPYIO TEpsieT Karoj B mpouecce ropeHus paspsaa. He yduuTsiBaeTcsi KOMIIOHEHTA
HHEPreTHUECKOro OanaHca JIyduCTOM IHEPruM, HCIyCKaeMOM IYrOBBIM pPa3psaoM BO
BHEIIHIOW cpeny. He yuuThiBaeTcss JuHAMUKAa U3MEHEHHUS COCTaBa ra3oBOM CpeJibl; HE
YUUTBIBAIOTCS 3aTPAThl SHEPTUU Ha (Pa30BbIE MPEBPAIICHUS B CHCTEME.

B mnporpammuom makere Matlab (Bepcus R2020a) pemanocs ypaBHEHHE

TCILIOIIPOBOJHOCTH B HaCTHBIX ITPOU3BOAHBIX MCTOAOM KOHCYHBIX paBHOCTeﬁ. TernoBas
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3aJja4a pemanach B MIIMHAPUICCKON CUCTEME KOOPMHAT, C paanycoB (I) ¥ BBICOTOH (2)
oomactu 1o 100x100 wmm. VYcpenaHeHHble TemIOQU3NYECKUE XAPAKTEPUCTUKH
MaTepUaJIOB U paclpeeieHUsl TEMIIEPATYp B AYTOBOM Pa3psJi€ B3AThI U3 IUTEPATYPHBIX
ucTouHukoB [193-198].

Ha pucynke 2.11 npeacraBieHbl pe3yibTaThl PEIICHUS TEIUIOBOM 3ajauH.
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Pucynok 2.11 - Pe3ynpTaTel pemieHus TEIJIOBOM 3aa4d B PacCCMaTpPUBAEMOM CUCTEME
rpauTOBOrO Karojaa, B MOJOCTH KOTOPOrO FOPUT TYTOBOM paspsi: a) pacnpeieiacHue
TEMIEpaTypbl Kak (YHKIUH paguyca U BBICOTHI (IIPM TOPEHHUU TyroBOrO pas3psla B
TeueHue 45 cek, npu cuiie Toka 220 A); 0) pacueTHble TeMIepaTypbl OOKOBOM CTEHKH
Karoja (BHEUIHEH M BHYTPEHHEH MOBEPXHOCTEH) KaK (PYHKUMHU MPOJOKUTEIbHOCTH
TOpEeHUs IyroBOro paspsanaa (0T 5 cexkyHa 10 45 CeKyHI).

Ha puc. 2.11a nmpexncraBiieHO pacripeielieHue TEMIEPaTypHOro mojisi Kak (QyHKIUN
JBYX KOOpJAMHAT (paauyca I ¥ BBICOTHI Z), Ha pucyHKe 2.110 npeacraBieHbl 3aBUCUMOCTH
TEMIIEpaTypbl BHEIIHEH W BHYTPEHHEW TMOBEPXHOCTEM KaTona Kak (YHKIUU
NPOJOJDKATEILHOCTH  MOJAEpKaHUA JIyroBoro paspsaa. BuaHo, uTo pacyeTHas
TEeMIepaTypa BHEIIHEW CTEHKU KaToJa OJM3Ka B MEPBOM MPUOIMKEHUU C U3MEPEHHOM
skcriepuMeHTanbHo  (puc.  2.10) ¢ y4eToM  BO3MOXKHBIX  TOTPEIIHOCTEH.
DKcnepuMeHTanbHas QyHKIMs OoJiee HEJIMHEIHA, YeM pacyeTHas. B mepByro oudepenb
3TO MOJKET OBITh CBSI3aHO C Y4E€TOM MOTEPh SHEPIrUU M3IYyYCHHEM Ha BHEUIHEH CTEHKE
KaTojla KaKk pacue€THOM MOCTOSHHOM BEJIMYMHBI COTJIACHO U3BECTHOMY 3akoHY Credana —
bonpuMaHa; naHHas BEJIMYMHA OLICHEHA KAK TEIUIOBOE M3JIYyYEHUE BHEUIHEH CTEHKHU
KaToJa C M3BECTHBIMU TEMIEPATYpPOM M IUIOLIAJBI0 MOBEPXHOCTU (MOTEPU SHEPrUU

orleHeHbl kKak ~32 k/[x). C y4eToM TOro, 4TO pacyeTHash TeMIeparypa MOBEPXHOCTH
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Karoja ONM3Ka K IKCIEPUMEHTAILHOM, CIEAyeT IMojarath, 4YTO OIEHKAa TeMIIepaTyphl
BHEIIIHEH CTEHKM Karoja B TEPBOM MPUOIMKEHUU KOppekTHa. BuaHo, 4to mpu
IPOJOJKUTEILHOCTH TOPEHHsI 1yroBoro paspsana 30-45 cex teMmrepaTypa BHYTPEHHEN
OOKOBOM CTEHKHM KaToda Haxomutcs B auamnaszoHe oT ~2000 °C mo ~2700 °C. Takou
JIMana3oH TeMIepaTyp MO3BOJSET Mojaratbh BO3MOXHBIM CUHTE3 KapOUI0B METAJUIOB U
HEMETAJUIOB B paccMaTpyMBaeMON CHUCTEME MpHU 3asBJICHHBIX IMapaMeTpax HCTOYHHUKA
AIIEKTPOIUTAHUS U TEOMETPUU TPAPUTOBBIX DIEKTPOIOB PA3PSATHOTO KOHTYpA.

2.2.5. HccnenoBaHue AaBTOHOMHOI Tra3oBOil cpelabl, JIKpaHUpPYIONIEH
PeaKUMOHHBIA 00BbEM OT KHCJIOPOAAa BO3AyXa, B Mpolecce MOJyYeHUs:
KepaMH4eCKHX MATepHAJI0B

CornacHo pe3ylbTaTaM MPOBEIECHHOIO 0030pa auteparypbl, He Oonee 3 %
OITyOJIMKOBAaHHBIX PabOT MCMOJB3YIOT BO3AYIIHYIO Cpey HOPMAIbHOTO aTMOC(HEpPHOTO
JABIICHUSI B XOJZI€ peaiu3alus CHUHTE3a YJIbTPAAUCIEPCHBIX MATEPHAIOB B IUIa3Me
JIyTOBOTO pa3psijia MOCTOSTHHOTO TOKA; BCE AT Pa0OTHI MOCBSIICHBI BOMPOCY MOJTYYEHUS
yriepoaHsix HaHocTpykTyp [99, 121, 124, 137, 143, 146, 148, 159, 170]. IIpu stom
BOIIPOC COCTaBa Ta30BOM cpenbl, (GOPMUPYIOMICHCS MPU TOPEHUU AYTrOBOTO paspsa
MOCTOSIHHOTO TOKa B BO3JYIIHOW Cpele C UCIOJIb30BaHUEM TI'Pa(QUTOBBIX 3JIEKTPOIOB
ABJISIETCSA, COTJIACHO JIMTEPATYpPHBIM JIaHHBIM, MAaJOM3Y4YEHHbIM. PasznmnuaroT 1Ba
noaxoja: 1. BO3AyXOM 3aloJIHSIETCS TepPMETUYHBIA PEaKTOp, B MOJIOCTH KOTOPOTO MpHU
TOPEHUH pa3psAlia MOTJIOIMIAETCS KUCIOPOJ JI0 €ro MPEeNeIbHO MaJIbIX KOHIIEHTpalun
OJIM3KUX K HYIIO; 2. UCHOJL3YETCS OTKphITas BO3AyILIHAs Cpela, MpU HTOM
TEHEPUPYIOIIUECS a3kl GOPMUPYIOT «00JAKOY, SKPAHUPYIOIIEE PEAKIIMOHHBIN 00BEM.
MexaHu3M MOIIOIEHHS KUCJIOPOAa B XOA€ TOPEHUs AYTOBOTO pa3psija, OMUCHIBAETCS B
psiie paboT COTJIaCHO M3BECTHBIM ypaBHeHUsM (2.1, 2.2) [157]:

C+0,=2CO (2.1)

2C0O + 0,=2C0O, (2.2)

B psine paboT yka3eiBaetcs Ha hopMUpOBaHUs aTMOC(EPHI, COCTOSIIEH U3 yTrapHOTO ra3a
u azora CO+N; [157]. Takum 006pa3om, Kak MPH OrPaHUUYEHHOM KOJHUYECTBE BO3/1yXa B
FEPMETUYHOM peakTope, TaKk MU B CJydae HCIOJIb30BAaHUS HE TIePMETU3UPYEMBIX

pPEaKTOpOB, CIEMYET CUYUTATh BO3MOXXHBIM OOECIIEYEHUE Ta30BOW CPEIbI, COCTOSIIEH
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npeumymectBeHHO M3 razoB CO m CO; B ycinoBUAX MOINIONIEHUS KHUCIOpOJAa B
peakiMoHHOM oObeme. [Ipu 3TOM pe3ynbTaThl SKCHEPUMEHTAIBHBIX HCCIEI0OBAHUMN,
KOTOpBIE MOATBEPKAAIOT JIAHHBIC MPEANOI0KEHUS B CTAThSIX, OMUCHIBAIOIINX METOIbI
peanu3aluu JIeKTPOAYTrOBOrO CUHTE3a C UCIOJIb30BaHUEM B KadecTBe OydepHOoro rasa
BO3/lyXa, B JUTepaType He oOHapykeHbl. KOCBEHHO AaHHBIM BOMPOC OOCYKIaeTcs B
HEKOTOpBIX paborax, HampuMmep, [200] B KOHTEKCTE peaqu3alud dJICKTPOTYTOBOTO
cUHTe3a kapOuja kpeMHHsl B atMocdepe renus. B pabore onucano 4 sramna npoiecca
CHMHTE3a KapOuja KpEeMHHsI TPU BOCCTAHOBJICHWH OKCHIIA KPEMHHS TOJ JECHCTBHEM
BBICOKMX TEMIIepaTyp IyroBoro paspsiga ¢ oOpaszoBanuem razoB CO u COj, 4ro
MO3BOJISIET C/ieNaTh BBIBOA 00 OTCYTCTBUU HEOOXOJMMOCTH B HAJIMYUU T€PMETUYHOTO
peakTopa U MHEPTHOIO ras3a (B ONHMCHIBAEMOM ciyyae, renus). To ecTh npu Haluduu
KHCIIOPOJIa B COCTABE MCXOJIHOTO CBIPbS M HMCIOJB30BaHUHM TPaUTOBBIX JIEKTPOIOB,
pabouas cpema mporecca cuHTe3a coaepkut razbl CO u CO, B HE3aBUCHUMOCTH OT
HCXOJHOTO COCTaBa ra3oBoM cpenbl peaktopa. Takum oOpa3oMm, B HacTosiel padore
BBI/IBUTA€TCH MPeINoJ0KeHHe 0 BO3MOKHOCTH CHHTe3a KapOMJI0B MeETA/LUIOB U
HEMEeTAJUIOB C HCIO0JIb30BaHHEM B KauyecTBe Oy(epHOro raza BO3ayLIHON cpeabl U
0e3 cpeCTB OpraHM3alMu BaKyyMma.

B 1mensx oskcnepuMEHTaNbHOTO JO0KAa3aTelhCTBAa JIAHHOW THUIOTE3bl  OBLIO
IIPOBEICHO HECKOJIBKO CEpPHUil SKCHEPUMEHTOB, B XOJ€ KOTOPBIX OIIEHUBAJCS COCTaB
ra3oBOil cpefbl B TMOJIOCTH TPadUTOBOTO Karoja, IJI€ OPraHU30BBIBAIIOCH TOPEHHE
JyTOBOTO pa3psifa MOCTOSSHHOTO Toka. [l ATOro B BEepXHEW yacTh OOKOBOW CTEHKH
Karoga GopMHpPOBAJIOCH OTBEPCTUE, B KOTOPOE ObLJIA BCTABJIEHA CTaIbHAS Ia300TBOAHAS
TpyOka, mojaromias raz yepe3 ceputo punstpoB B razoananuzarop (TECT-1, Bonap).
TunuyHble pe3ynbTaThl aHaldM3a COCTaBa Tra30BOWM cCpeabl B OOJACTH TOPJIOBUHBI
rpadUTOBOrO TUTJIA-KATO/1a TIPEICTaBIIEHbI HA pUCYHKE 2.12. BuaHO, 4TO KOHIIEHTpaIus
KHCIIOpOJia B TIPOIIECCE TOPEHUS YyTH CHIKAETCS C HOPMaJIbHOW aTMOC(hEepHOM [0
nopsiaka 7-8 % (06.) (puc. 2.12a), aHaJOTUYHO, B 3TO K€ BpeMs MPOUCXOIUT BHIOPOC
razoB CO u CO;, KOHIIEHTPAIMOHHBIE MAKCUMYMbl KOTOPBIX JOCTUTAIOT BEJIWYUH JI0
~2,5 % (06.) u 10 ~5,0 % (00.) COOTBETCTBEHHO; AAHHbIC BEIMYMHBI 3HAYUTEIHHO

MPEBBINMIAIOT HOPMAJbHBIE aTMOC(EPHBIE KOHIIEHTPAIMU ATUX Ta30B. O4EeBUIHO, UTO
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ra3o3a0OpHHUK 3aXBaThIBAET YACTMYHO BMECTE C ra3oBOW cpenoi paboudero odbema U
BO3/YX, KPOME TOTO BHYTPH Ia30BOT0 TPaKTa ra3 IBUKETCS C ONPEAEICHHON CKOPOCTHIO
U CMEIIMBAETCS MPU ITOM C aTMOC(EpPHBIM BO3IyXOM, IMOITOMY CIEAYET CUUTATh, YTO
NOJyYCHHbIE JIaHHBIE XapaKTepu3yeTcs HHEPIHMOHHOCTHIO, a TaKkKe 3aHIKECHHEM
cogepxkanusi razoB CO m COp, a Takke 3aBBIIICHUEM COAEpPXKAHUS KHUCIOpOAA B
peakMoOHHOM Oo0beme. TeM He MeHee, MOXXHO OJHO3HAYHO TOBOPUTH O CHIIKEHHUH
KOHIIEHTpAllUu KUCJIOpoAa W MHOBbIIeHUH cojnepkanus razoB CO u CO, B mporecce
ropeHus 1yroBoro paspsaa. Ciaenyer oTMETUTh, uTo KoHIeHTpauus raza NO 6mmska
HYJIIO Ha BCEM HCCIIElyeMOM MHTEPBAJIe, UTO CIEAYET CUYMTATh HOPMAaJIbHBIM SBIICHUEM,
T.K. U3BECTHO, uTO B npucytcTBun CO u CO; peakius B3auMOJICHCTBUS a30Ta C IPYTUMU

aTOMaMU HampaBJIEeHAa B CTOPOHY BoccTaHoBIeHUs [201].

mO; ¢ CO; aACO eNO HO; «CO; 4ACO eNO
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Pucynox 2.12 - Pe3ynbpTaThl aHan3a ra30BOM CpeJibl B MOJOCTH IPaUTOBOTO KaTo1a: a)
3aBUCUMOCTH KOHIIeHTpaluii ra3oB Oz, CO,, CO, NO ot Bpemenu (tipu cuie Toka 220
A); 0) 3aBucuMOCTh KoHIeHTparuii razoB Oz, CO,, CO, NO ot cunbsl Toka (mpu
MPOJIOJDKUTEILHOCTH MOJICPKAHUS JYTOBOTO pa3psina B TeueHue 10 cex).

Ha pucynke 2.120 BUAHO, UTO KaU€CTBEHHO COCTaB I'a30BOM CpeJlbl MPAKTUYECKH
HE OTJIMYAETCS TP PA3TUYHON CUJIE TOKA pa3psIHOrO KOHTYpa Ha uHTepBajie oT 50 A 1o
220 A; ipu 3TOM clieTyeT OTMETUTD, UTO MPHU cuiie Toka ~20 A KOHIEHTpaLUs KUCIOPOoaa
CHU)KAETCSl HECYIIECTBEHHO OTHOCHUTENIbHO HOPMaJIbHOW aTMoc(hepHOil, a colepkaHue
ra3oB CO u CO; 6mm3ko k Hymo. Ha ocHOBaHWM TOJIYYEHHBIX KCIEPUMEHTATBHBIX
JAHHBIX MOXHO MPEJIONIOKUTE, 4YTO 3(D(PEKT IKpaHUPOBAHUS PEAKLIMOHHOTO 00beMa OT

KHCJI0pOJa BO3QyXa BO3MOXCH IIPpHU JOCTHXXKCHHUU OHpeJ]CJIeHHOﬁ AWHAMMUKH IIpoLecca,
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3aBHUCSILEH OT CHJIBI TOKa. BeposTHO, MOTOK Ta3oB, BHIPHIBAIOLINXCA M3 TOPJIOBUHBI
TUTJISA, JOJDKEH XapaKTepU30BATHCS OMPEACIICHHOW CKOPOCTHIO NIl MPEIOTBPAICHHS
MOTAJaHusl KUCIOpO/ia BO3/AyXa B IMOJIOCTh KaToAa. B maHHOM ciydae, Ha OCHOBaHHUHU
IKCIIEPUMEHTAIBHBIX JTAHHBIX CJIEIYeT CYMTATh, YTO OE3BaKYyMHBIH METO]] C BHICOKOM
BEPOATHOCTHIO PEATU3YETCS B OTKPBITOM BO3AYIITHON Cpeie IPH CHIIe TOKa He MeHee ~50
A. TlpencraBieHHbIE JaHHBIE CBUACTEILCTBYIOT O CYIIECTBOBAHWU TEOPETHUECKUX U
IKCIIEPUMEHTATBHBIX MPEAMOCHITKAX IS CO3[aHusl 0€3BaKyyMHOTO 3JIEKTPOIYTOBOTO
METO/Ia CHHTE3a KapOUJI0B METAIJIOB U HEMETAIJIOB.

2.3. OcHOBHbIE NMpPUMeEHsIEMble METOJUKH aHAJM3a COCTaBa, CTPYKTYPbI U
CBOICTB MOJIy4aeMbIX H HCXOIHBIX MAaTEPHAJIOB

2.3.1. PentrenoBckasi AM(ppaKkTOMeTpPUs

CpeMKa KapTUH PEHTI'C€HOBCKOW NUQPPAKIIUU MPOU3BOAMIACH HA PEHTTE€HOBCKOM
mudpakromerpe Shimadzu XRD 7000s (CuKa-u3inyueHue), OCHaIICHHBIN rpadUTOBBIM
MoHOXpoMmaTopoM Shimadzu CM3121. KanmubpoBka peHTTeHOBCKOTO aupakToMeTpa
OCYUIECTBJISUIACH MOCPEJICTBOM CTAHJAPTHBIX ONEpalMii, MPEANMCAHHBIX 3aBOJIOM —
W3rOTOBUTEIIEM C HCIIOJIb30BaHMEM KpeMHHeBoro mopomka (Shimadzu) B kadectBe
sTasioHa. MHCTpyMeHTanpHas MOTPENIHOCTh 3alMCH PEHTICHOBCKUX AUQPPAKTOrpamMm
cocraBmsuia He Oosiee +0,04 rpag., 4TO COCTaBIIET B TIEpecueTe Ha BEIUYUHY
MESKILIOCKOCTHBIX paccTosHuii He Gomee +£0,011 A. Taxke aHanus mpoBoguica Ha
pertreHoBckom  audpaktomerpe Shimadzu XRD 7000s (CuKa-usmyuenwue),
OCHAll[CHHOM  BBICOKOCKOPOCTHBIM  IIMPOKOYTOJBHBIM ~ JTUHEHHBIM  KPEMHHEBBIM
MYJIBTUIOJOCHBIM ~ IeTeKTopoM  OneSight (mar ckaHupoBaHuUs, OINpeAENIIeMbIX
IJIOTHOCTBIO TIHKCeNel B AaTuuke, coctaBisieT He xyxke 0,0143 rpan). KauecTBeHHbIN
aHallM3 TPOBOAMJICS IyTEM CpPaBHEHUS JKCIEPUMEHTAIBHBIX KapTHH PEHTTEHOBCKOU
midpakiuu ¢ dTajgoHamMu w3 0asel jgaHHBIX PDF4+. KonuyecTBeHHBIM aHaIu3
npoBoauiIcs B mporpammuoM nakete Powder Cell 2.4, a takxke DONMOJHUTEIBHO B PsC
cilly4aeB Mo u3BecTHOM Meroauke [202] myrem 3a0JaroBpeMEHHOrO 10 MPOBEACHUS
aHanM3a TOCTPOCHHMS KAJMMOPOBOUHBIX JIMHHWM, TOKa3bIBAIOIIMX COOTHOIICHHE
WHTCHCUBHOCTEH NU(PAKIMOHHBIX MAaKCHMyMOB B 3aBUCHMOCTH OT MacCOBOTO

COOTHOIIICHUSI KOMIIOHEHTOB ATAJIOHHBIX CMECEH.
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2.3.2. PacTpoBasi u npocBeYHBaIOIIAs JJIEKTPOHHAS MUKPOCKONHUA

PactpoBasi  3JeKTpOHHAs  MHUKPOCKOIMS  MPOBOJMIACH HA  HECKOJBKHX
mukpockorax: Hitachi TM3000 (pa3pemaromias ciocooHocts 30 M), JEOL JSM 7500
FA (paspemaromasi cmocoOHOCTh mopsaka 1,0 HM); XHUMHYECKHH COCTaB 0Opa3lioB
OIpe eI IIPH IIOMOIIH dHeproaucnepcuonnoro anaiausaropa (EDS) Oxford X-Max-
50 Ha 6a3e pacTpoBOTro AIEKTPOHHOTO MUKpockomna Tescan Vega3SBU (paspemarorias
crnocobHocTh 10-15 HM). CuHTE3upOBaHHBIE 00pa3lbl pa3MelIaINCh HAa CIEHUaTbLHOM
MOJIIOKKE ISl TMPOBEJICHUS PACTPOBOM DIEKTPOHHONM MHKPOCKONHH, B CIIydae
HEOOXOJMMOCTH Ha MOBEPXHOCTh HAIBUISJICS TOKOIPOBOISIIUN CIIOM.

[IpocBeunBaroiasl 3ME€KTPOHHAs MUKPOCKOMMS MPOBOJWIACH HAa MHUKPOCKOIIE
JEOL JEM 2100F (yckopsitomee Hampspkenune 200 kB). Jlns moarotoBku oOpasios
TOTOBWJIACh CYCIIEH3Us, KaIllsi KOTOPOM pa3Mellaiach Ha CTaHJApTHOM ceTke Jid
IPOCBEUMBAIOUICH 3JEKTPOHHOM MHMKPOCKONUHM C TMPEIBAPUTEIbHO HAaHECEHHBIM
aMop(HBIM YTIIepoJHBIM clioeM. Ha 6a3e mpocBeunBaromero 3MeKTPOHHOTO MUKPOCKOIIa
Tak)ke ObUI YCTAHOBJIEH 3HEPTOAMCIIEPCHUOHHBIN aHANIM3aTOp, C MOMOIIBI0 KOTOPOTrO
yIajJoch B psj€ CIIy4aeB NPOBECTH KAapTUPOBAHHWE XHUMHUYECKOro coctaBa. [lpu
MPOBEICHUH aHAJIN3a MOJYUYECHHBIX W300PaKEHUM UCIIOJIb30BAJICS MMPOTPAMMHBIN MaKeT
Gatan DigitalMicrograpth™ 1.8.70 GMS 1.8.0.

2.3.3. Tepmuueckuii aHAJIN3

Tepmuyeckuii  aHaM3 MPOBOJAWIICA C  TOMOIIBIO  AudQepeHIInaaIbHOro-
tepmudeckoro ananuzaropa Netzsch STA 449 F3 Jupiter. AHanu3 npoBOAMICS MPHU
ckopoctu HarpeBa 10 °C/mun, no temmnepatyp, kak mpasuio 1000 °C - 1200 °C.
Hcnonb30Baauch KOPYHIIOBBIE THUTIIM C TMEePpOOPUPOBAHHON KPBIIIKON. AHAIU3BI
MPOBOJMINCH B MOTOKE OKHMCIMTENbHON (BO3AYX) WJIM MHEPTHOW (aproH) cpeasl Mpu
naBieHud | atM. AHanM3 ra3oBOil cpeibl Ipolecca MNPOBOAWICS MPU HMOMOIIU
COMPATAEMOTO KBaIpyMoJaLHOTO Macc-criekrpomeTpa QMS 403 D Aeolos (Netzsch).

2.3.4. UckpoBoe nmiia3MeHHoe ClIeKaHHue MOPOUIKOBBIX MAaTEPHAJIOB

KoHnconuaanust nopoikoBbIX MaTepraioB MPOU3BOAMIOCH HA CUCTEME HCKPOBOTO
miasMenHoro cnekanus Advanced Technologies SPS 10-4 B rpadguToBbIX mpecc-hopmax

c auameTpoM pabouei obmactu 12,7 MMm. KoHKpeTHBIE 3Ha4YE€HUSI CKOPOCTH HarpeBa,
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TEMIEPATyphbl, JaBJICHUS W BPEMEHU BBIAEPKKH ONPEACISUINCh IS  KaXJOoro
KOHKPETHOTO 00pa3iia UCXO0/1sl U3 TTOCTABJICHHOM 3a/1auyl U JIMTEPaTyPHBIX JaHHBIX.

[TomydyeHHbie KepaMuyeckue oOOpasibl IMOATOTABIUBAIUCH JIS TadbHEHIITNX
UCCJIEIOBAHUM, B  YaCTHOCTH, MHUKPOCTPYKTYphl  TMoOBepXHOCTH.  OOpasiibl
oOpabaTteiBasiich Ha nuMdoBaabHO-TIONUpoBaibHOM cranke Forcipol 1 V¢
MCIIOJIb30BaHUEM AJIMA3HBIX JIUCKOB C IIEPOXOBATOCTHIO 54 MKM, 18 MKM, 6 MKM, 3 MKM
U TIOJMPOBAIBHBIX TKAaHEH C M alMa3HBIX CYCNEH3uM C abpa3uBaMU CO CpPEAHUM
pasmepom yactui] 6 MkM, 3 MkM, 1 MM, 0,25 MKM.

2.4. Knaccudukamnusi MCXOAHBIX MATEPHAJIOB

B kadecTBe MCTOUHHMKOB YIJIEPOJa HMCIOJIb30BAJIUCh PA3JIMYHBIE MaTepualibl, B
YaCTHOCTH, KOMMEpPUYECKHE («CUOYHHUTY, «UelIydaThiil TpaduT», yriaiepoJHoe BOJIOKHO,
peHTreHoaMOpHBIH  yriepoa  (caka)) KOMMEPYECKOH YHUCTOTBI OT  Pa3IHYHBIX
MPOU3BOJMTENICH), a TakKKe YrJIEpOoJHble MaTepuajgbl B BHJIE APEBECHOTO VYTJIA,
MOJIy4eHHOTO METOJOM MapOBOr0 MHUPOJM3a HEMOCPEACTBEHHO B JIA0OPATOPHBIX
YCIOBUSIX.

B kadyecTBe MCTOYHMKOB METAJIJIOB MUCIOJIH30BAIMCH OOk MeTautoB: T1, Nb,
Zr, Hf, Ta, Mo, W, a taxxe ux okcugoB T102, Nb2Os, ZrO,, HfO,, Ta,Os mapok «U» u
«OCY» (mocraBuuku «Penkuit Mmetamm», «CHabrexmer», «bBb Amnbsacy, PD) ¢
JIMAIa30HOM Pa3MeEpPOB YACTHIl OT €AWHUI] MKM 10 nopsaka 10 mxwm. [lopomok kpemHus
MCIIOJIB30BAJICS KOMMEPYECKHM C pa3MepaMu YaCTHUIl OPSIKA €IUHUI] MKM JI0 TTOPSAKA
10 MxM (uuctora HE Xyxke 99 %).

I'paduToBbIE CTEPKHU U TUTIIM UCIIOIB30BAINCH KAK KOMMEPUYECKUE C YUCTOTOM
He MeHee 99 % OT pa3nu4HbIX NPOU3BOAUTENEH, TaK U U3TOTOBJIEHHBIE HA TOKAPHOM
CTaHKE HEMOCPEJACTBEHHO JIsl TPOBEACHUS CEpUid SKCIIEPUMEHTOB.

B kauecTBe HCXOTHOTO CBHIPbS B PSAAE KCIEPUMEHTOB HCIOJIb30BAIUCH 30JIbHBIC
OTX0Jbl, OOpasyromuecs Mpyu TOPEHUH TPUPOJHOTO YIJIS, JaHHBIC MaTepuajbl ObLIN
noJTy4eHsbl ¢ 301001Basia Tomckon TOI] 3.

HNcxognoe cwippe moaBeprasioch cymke npu Ttemnepatype 100 °C B
nporpammupyemoit atmocdepnoit neun DKCII-10 CHOJI 0,4 nna ynaneHus Biard,

B3BeIMBaoch (aHanuTuueckue Becel BJI-1241 - C, TOCMETP, tounocts £ 0,0001 1)
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¥ B 001IeM ciTydae cMenIMBauCh B miapoBoit menbHuIe (Mixer Mill 8000M) B ocyne u
C IIapaMU U3 JUOKCHIA HUPKOHUS.

2.5. Meroabl NJIAHMPOBAHMUA JIKCIEPHUMEHTA IO HCCJIEJ0OBAHHUIO COCTOSIHUS
KOHJICHCHPOBAHHBIX BEUIECTB, YCTAHOBJICHHMI0O 3aKOHOMEPHOCTeHl BJIMAHHSA
IapaMeTpoB Ipouecca TIOpeHUusi AYroBOIo paspsiia IOCTOSHHOIO0 TOKAa Ha
CTPYKTYPY, MOP(}0JI0THIO ¥ CBOHCTBA MOJy4aeMbIX MATEPHAJIOB.

Pa3BuTre MaremMaTMYECKOW CTaTUCTUKU OIPEACIINIO IIOSBICHUE METOOB
IUIAHUPOBAHUS SKCIEPUMEHTAIBHBIX pa0OT BO BTOPOIl MOJIOBUHE MPONLIOro Beka [203].
Kak n3BeCTHO, CyThIO MAaTEMAaTUUYECKOTO IIIAHUPOBAHMS IKCIIEPUMEHTA SIBJIAETCS MTOUCK
XapaKTEepUCTUK Ipolecca (B JAaHHOM Cllyyae CHHTE3a TOTO WJIM HMHOTO Marepuana),
Ha3bIBAEMBIX (PAKTOpaMH, W pELIEHUS ONTUMHU3ALMOHHOW 3alayu Ui JTOCTHIKCHUS
HY)KHOIO 3HAay€HUsl KpUTEpUs ONTHMM3ALMU, HalpuMep, BbIXOJAa HCKOMOM
KPUCTAJUIMYECKOM (pa3bl B pe3yjbTaTe MpoBeNeHUs cUHTe3a. Ecim uccrnemyembix
(dakTopa 1Ba, OYEBUIHO, MOKHO MOCTPOUTH 3aBUCUMOCTb KPUTEPHUS ONTUMH3ALUU OT
3HaYUMBIX (DAKTOPOB B BUJIE€ MOBEPXHOCTH y=f(X1, X2). [Ipx 3TOM pe3ynbTarhl KaKao0ro
HKCIIEPUMEHTA UCIIOJIb3YIOTCS JIs1 IPUOIMKEHUS K TOUKE SKCTpEMYyMa, IPUYEM CHayvasa
ONpPENEISIETCSl HANpAaBJICHUE JBWKEHUS K JKEJIIAeMOMY pe3yJbpTaTy; a 3aTeM
HKCIIEPUMEHTAIbHBIE JAHHBIE MOTYT OBITh MCHOJIb30BaHbI /ISl IPOBEIECHUS JOKAJIbHOU
annpoOKCUMAIMU MOBEPXHOCTU BJOJb BBIOPAHHOIO HAMpAaBIICHUS, HA MAJOM YYacTKe
KOTOPOH MOKHO CUMTATh, YTO BIMSIHUE (PAaKTOPOB MOAETCS OMUCAHUIO JIMHEWHON WITH
MOJIMHOMUAJIBHON (QYHKIMU. DTO TO3BOJSET MCIOJIb30BaTh METOJ HAMMEHBIINX
KBaAparoB. TakuM 00pa3oM, MaTeMaTHUYECKHE METOJbl IJIAHUPOBAHUS IKCIIEPUMEHTA
ONMPAIOTCSI HA PETPECCUOHHBIN aHAIN3 U UTEPALMOHHBIE METOJIBI IIOUCKA IKCTpEMyMa
(YyHKIMHM HECKOJbKMX TIepeMeHHbIX. Kak H3BECTHO, pelieHue NOoJ00HBIX 3ajay
O0COOEHHO aKTyaJbHO IMpPH MOUCKE COCTaBa MHOIOKOMIIOHEHTHOTO MaTepuala, a TaKkxke
JUISL IPYTMX WU3BECTHBIX HAYYHBIX W MPOU3BOJCTBEHHBIX 3a/1ay (CHUKEHUS CTOMMOCTH
MPOIYKIMHU, MOBBIIICHHUS] €€ KayecTBa, MOBBIIMICHUS MPOU3BOJUTEIBLHOCTH MpPOLECcCca).
MoHO cUHMTaTh, YTO OOBEKT HCCIIEOBAHMS OMMCHIBAETCS HAOOPOM BO3MOMKHBIX
BO3JIECTBHUI Ha HETO, T.€. (AKTOPOB X U HAOOPOM M3MEpAEMbIX XapakTepucTuk. OaHa

U3 JTHX XapaKTEePUCTHK (MM WX KOMOMHAIMS) MOXXET ObITh BBHIOpaHa B KadecTBE
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KpUTEpUs ONTUMH3aIUU (KOTOPBIA YacTO TakK)Ke Ha3bIBAIOT LIENEBOM (YHKIMEH Win
OTKJIMKOM). [Ipy morcke oNnTUManbHbIX YCIOBUN OOBIYHO UCIIOJIB3YIOT MATEMATHUECKYIO
MOJENIb O0BEKTa HCCIAEJOBAaHUS B BHUAEC alIreOpauvyeckoro ypaBHEHUs, KOTOpPOE
CBSI3BIBACT KPUTEPUHN ONTUMU3AIMU C yNpaBigeMbiMu (akTopamu: y=f(x1, Xz, ... Xi, ...
Xn). B ciydae ontuMuzanuu mporecca CHHTE3a TOTO WJIM MHOTO Marepuaia, KpUTepui
ONTUMH3AIMA MOXXET OBbITh TPUHAT, K TMPUMEPY, KaK BBIXOM (JOJS) HMCKOMOM
KpUCTAJUIMUECKON (Da3bl; COOTBETCTBEHHO CojliepKaHUE (BBIXOM) ATOW (pa3bl sIBISETCS
U3MEpPAEMON BEJIMYMHON ¢ TOHATHOW oOsacteio ompexaenenus ot 0 go 100 % wu
U3MEpSEMON TPH MPOBEACHUM KOJUYECTBEHHOTO PEHTreHo(a3oBOro aHaimza. T.e.
coJiep>KaHe Ha BBIXOJIE JKeJlaeMor cuHTe3upyemoit pazel MoxeT ObITh 0T 0 % 10 100 %
C MOJTBEPKJICHUEM JIaHHBIX B KaX/JIOM SKCIIEPUMEHTE.

B oOmem ciydyae s moucka skcTpeMyma (PYHKIIMU KPUTEpPUs ONTHUMH3ALUU
HEOOXOJMMO BBIJCIIUTh U PACCMOTPETh BCE CYLIECTBEHHBIE (DAKTOPHI, BIUSIOLIME HA
npolecc CUHTe3a. B mpoTUBHOM cilydae, HalAGCHHBIA 3KCTPEMYM MOKET OBITh JOKHBIM
WU JIOKAJIBHBIM ONTUMYMOM. B peallbHBIX YCIOBUSX MPOBEACHUS IKCIIEPUMEHTA PSJT
(hakTOpOB M3MEHSIETCSl B HEKOTOPOM MHTEPBAJIE HEMPEPHIBHO (HApUMEp, TEMIIEpATypa),
npyrue ke GakTopbl MOTYT IPUHUMATH TOIBKO (DUKCUPOBAHHBIC 3HAUYCHHUS (K TIPUMEDY,
KOJIMYECTBO BO3JEHCTBUM AJIEKTPOIYrOBOM IJIa3Mbl HA HCXOJHOE ChIphe). UTOOBI
OIEepUpPOBATh OJJHOBPEMEHHO 000MMHU TUTIAaMU (PAKTOPOB, CIEAYET CUUTATH, YTO KAXK I
dakTop B CEpUM HKCIEPUMEHTOB MOXKET NPUHUMATh TOJIBKO HEKOTOPOE YHUCIIO
(UKCUPOBAHHBIX 3HAYEHHWI, KOTOpbIE MPHUHATO HA3bIBaTh YpOBHAMH (aktopa. Ecnu
yucio (GakTOpOB PaBHO N, a YKUCIIO YPOBHEH KakI0ro pakTopa p, To o0liee KOJIUnIeCTBO
HKCIIEPUMEHTOB C Pa3INYHBIM COUYETaHUEM YpOBHEW (GakTopoB paBHO p". Tak, B ciryuyae
Hanuuus u3BecTHhIX 10-15 u Oosee (dakTopoB mporecca (TeMieparypa mpolecca,
TEMIIepaTypa, JABJICHHE W COCTAB OKPYXKAIOLIEH Tra30BOM Cpelbl, €€ BIAXHOCTb,
KOJIMYECTBO, COCTAB UCXOJHBIX CMECEN M COOTHOLIEHUS NX KOMIIOHEHTOB, IUCIIEPCHOCTh
HCXOJIHBIX PEareHTOB, BpeMs U Jpyrue napaMeTpbl IOMOJIA UCXOIHBIX PEareHTOB B XOJI€
UX CMEIIMBaHUs, CUJIa U MJIOTHOCTh TOKA Pa3psIHOr0 KOHTYpA, BEIMUYMHA Pa3psIHOTO
MPOMEXKYTKa, HaNpsDKEHUE Ha Jyre, TeOMETPUYECKUE MapaMeTpbl KaToJI0OB U aHOJOB,

KOJIMYECTBO MOJIBEACHHON SHEPTUU, CKOPOCTh BBIACICHUSI SHEPTUU (MOIIIHOCTD), BpEMS
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HaXOXKJEHUSI ChIPbSl B YCJOBHUSAX BBICOKHX TEMIIEpaTyp WM BpeMs MOAJAEpKaHUS
JyTOBOTO pa3psia, u Jp.), KaKIbIH U3 KOTOPBIX MOKET HAXOJAUTCS HA XOTsI Obl 3 YPOBHSIX,
TO OOINEe YHMCIO BO3MOXKHBIX OKCIepuMeHTOB (3'°) mpeBbIIaeT YeTHIpHAAUATH
MUJUTMOHOB. B 3TON CBA3M C NPUMEHEHHEM TEOPHM IUIAHUPOBAHUS SKCIEPUMEHTOB
BBIJICJICHbI 3HAYMMBIE YIPaBIIIEMblEe MapaMeTphbl Ipollecca CUHTe3a (TeOMETPUYECKUe
IapaMeTpbl AJIEKTPOAOB, CWJIAa TOKa pPa3psAIHOrO KOHTYpa, BEIMYMHA DPa3psIHOIO
MPOMEXKYTKA, Macca, COCTaB W COOTHOIICHUE KOMIIOHEHTOB MCXOJHBIX CMECEH,
MPOJOJKATEIBHOCTh MPOLECCAa CHUHTE3a), KOTOPHIE SIBIIAIOTCS ONPEACHSIOIUMU IS
psnga apyrux (akTopoB (IJIOTHOCTh TOKA, IUIOTHOCTH IMOTOKA 3HEPrUH, KOJIWYECTBO
NOJIBEICHHOW JHEPruH, HANpPsKEHHWE, MOIIHOCTH AYTH, IapaMeTphl paclpeneieHus
TEMIIEPATYPHOTI'O TIOJII, CKOPOCTh pacxofa aHOJa, BEPOSITHOCTh CYIIECTBOBAHUSA
IYrOBOr'O paspsia B TEUEHUE 3aJlaHHOrO BpeMeHU U Jip.). C y4eToM Ipe/cTaBICHHbIX
BBIIIIE JIAHHBIX O IIPOBEICHHBIX IONCKOBBIX HKCIIEPUMEHTAX, COCTAB U APYIHe NapaMeTPhl
UCXOJHOM  Ta30BOM  cpenbl  (BO3Ayxa) NPHUHATHL KAk  HEYINpaBiIsieMble U
HEKOHTPOJIMPYEMBIE ITapAMETPhI, KOTOPBIE Ha 3Talle J0 IPOBEACHMS MPOLECCAa CUHTE3a
ONPEAENSIOTCA TEKYIIUMH MOTOJAHBIMUA U KIMMATUYECKUMHU YCIOBUSMU, MMapaMeTpamMu
NIOMEIICHNS, B KOTOPOM HAXOJMTCS dKCIEPHUMEHTAIbHAsL ycTaHOBKAa. CocTaB ra3oBoi
Cpellbl B IpOLECcCe TOpPEeHHs] AYTrOBOTO paspsa MU3MEPEH B CEPUM IKCIIEPUMEHTOB U
OPUHAT KakK HEYNpaBJSIEMbI, YTO SABISETCS OCOOCHHOCTBIO pa3pabaThIBAEMOro
0e3BakKyyMHOTO MeTo/a. XapaKTEepPUCTUKU KOHTPOJUPYEMBIX YIPABISEMBIX U
HEYNPaBIIIEMbIX TAPAMETPOB MPOLIECCA CUHTE3a U3MEPSIIUCH (CUJIa TOKA, HAIPSKEHUE
Ha JYTOBOM pa3pslie, TEOMETPUUECKHAE MAPAMETPhI IEKTPOJOB Pa3psIHOTO KOHTYpa,
TEMIIepaTypa BHELIHEH CTEHKU KaToJa M Jp.), YTO CBSI3aHO C WHCTPYMEHTAJIBHBIMU
MOTPENTHOCTAMU CPEACTB U3MEPEHUM. Takxke ClenyeT OTMETUTh, YTO BaKHOM YaCThIO
HKCIIEPUMEHTAJIbHBIX UCCIIEIOBAHUN SIBISIOTCS OTPELIHOCTH, CBSI3aHHBIE C TIOSIBJICHUEM
CIy4aiiHeIX OmMOOK. B 1emsix MuHMMH3anuu OmHMOOK B Tpenesiax OHON Ccepuu
HEKOTOPbIE IKCIIEPUMEHTHI MOBTOPSUIMCH TPU U OoJIee pasa.

CorylacHO W3BECTHOM TEOpUH METOJA IJIAHUPOBAHMS SKCIIEPUMEHTA JIOITyCTHMO
MPOBOJUTH PA0OTHI CO CMEHOW KpUTEpHsl ONTHUMH3aLMU (HAallpUMeEp, Ha TIEPBOM JTare

MOUCK (DAaKTOPOB, OMPEIEISIONTUX BBIXOJ (JOJ0) KEITaeMoro mMarepuaina, Ha JIPyrom
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sTane NoucK (akToOpoB, 0OECIIEUYNBAIOIINX CTOMMOCTD MPOAYKTa). B HacTosmiel pabote
UCIIOJIB30BAJIOCh TPU KPUTEPHUS ONTHUMU3ALMH C COOTBETCTBYIOIIMMHU YIIPABISEMbIMU
napaMeTrpamu, Kotopbie: 1. obecrneunBaioT pabOTOCIOCOOHOCTh OE€3BaKyyMHOTO
ANEKTPOYTOBOTO METOA; 2. 00ECIEUNBAIOT MOBTOPSIEMOCTh PE3yJIbTaTa, BHIPAKEHHYIO
B TMOBTOPSIEMOCTH PEXHMOB pa3psIHOTO KOHTYpa, a Takxke Oe3aBapuiiHyr0 paboTty
71a00paTOPHOTO CTEHJA, BBIPAXKECHHYIO B JOMYCTHMBIX TEMIIEpPATypax 3JIEKTPOJOB H
KOHCTPYKTHUBHBIX 3JIEMEHTOB Pa3psiIHOTO KOHTYpa; 3. o0ecreuynBaloT (pa30BbIi COCTaB
MPOJYKTA, MPUTOIHBIN I MadbHEHIIIETO MPUMEHECHHUSI MaTepuaia, B TOM YHCIIe, Y4TO
BBEIPKAETCS B MAKCUMAJILHOM BBIXOJI€ (710J1e UCKOMOH (hasbl).

2.6. BoiBoabI 0 BTOPOH IJ1aBe

[IpencraBieHHbIe BO BTOPO TJIaBe PE3YNbTATHI MO3BOJSIOT CYUTATh BO3MOKHBIM
peanu3alyio CUHTE3a KapOHI0B METAJJIOB M HEMETAJUIOB B IJIa3M€ JIyTOBOIO paspsjia
MOCTOSSHHOTO ~TOKa, WHHUIIMUPOBAHHOTO B OTKPBITOM BO3AYIIHOM cpeAe IMpu
UCTIONb30BAaHUU  CHEIHATBbHOM KOHCTPYKLIMU JJIEKTPOAOB PAa3psIHOTO KOHTYpA.
Pe3ynbpTaThl MOJIEIMPOBAHMS TAPAMETPOB TEIUIOBOIO IMOJIS, a TAKXKE SKCIIEPUMEHTAIBHO
YCTaHOBJICHHBIX 3aBUCHMOCTEH TeMIIepaTyphl OT PETYIUPYEMBIX MTapaMETPOB TyTOBOTO
peakTopa roBopsT O JOCTUKEHWH HEOOXOJAMMOro JMara3oHa TeMIlepaTyp JUisi CHHTE3a
KapuOJ0B METAIJIOB U HeMeTauioB. [IpousBeieHHbIE 3aMephl COCTaBa ra30BOM CPEIIbI,
M3MEHSIOIIETOCS B X0JI€ TOPEHUs AYTOBOTO Pa3psiia ¥ HAXOAAIIETOCS B 3aBUCUMOCTH OT
CWJIBI TOKa Pa3psATHOTO KOHTPY MO3BOJISIIOT CUUTATh BO3MOXKHBIM peaTn3allii0 CUHTE3a
KapOuJI0B METAIOB M HEMETAJUIOB B (DOPMUPYIOIIEHCS aBTOHOMHOMU CpeJie, COCTOSIIEH
IPEUMYIIECTBEHHO U3 MOHOOKCH/IA U IMOKCH 1A yriiepoaa. Peann3zoBaHHbIe TEXHHUECKHE
pelleHusl BO3BOJISIOT MPOBOJUTH CEPUU IKCIIEPUMEHTOB C BBICOKOW IMOBTOPSEMOCTHIO U
PEKUMHOM yIpaBiIsieMOCThIO. TakuM o0O0pa3oM CoO3MaH psiA AYTOBBIX PEAKTOPOB
MOCTOSTHHOTO TOKa, OTpaboTaHa METOJMKAa IOCTAHOBKH HKCIIEPUMEHTOB, OIICHEHBI
napameTpbl paboyux peKMMOB, YTO TOBOPHUT O TOTOBHOCTH K PEATM3IIUN UCCIIEIOBAHUS
NPOIECCOB  CHMHTE3a KapOWIOB METAJUIOB W  HEMETAUIOB  pa3pabOTaHHBIM
AJIEKTPOIYTOBBIM METOJIOM, PE3YIbThl KOTOPHIX M3JI0KEHBI B TMOCICAYIONUX TaBax

HacTosime paboTel. OCHOBHBIE pPE3yNbTaThl, MPEICTABICHHBIE BO BTOPOMl TIJaBe,
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OHY6HI/IKOBaHBI B BUAC MATCHTOB U aBTOPCKUX CBUACTCIILCTB PErUCTPAllH ITPOTpaAMM

SBM [184-192].
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I''IABA 3. ®usuyeckue OCHOBBI JJIEKTPOAYIrOBOr0 MeTOAa TMOJy4YeHHUsI

MOPOIIKOBBIX MATEPHUAJIOB HA OCHOBEe KapOUI0B BOJIb(pamMa U MoJIMOIeHa

3.1. Cunre3 YJAbTPaguCHePCHBIX Kapoua0B BoJibpama
IKCHEPUMEHTAIbHBIM 0€3BaKYyMHBIM 3JIEKTPOAYTOBBIM METOAOM

3.1.1. Anaau3 cymecTBYIHOIIHX METO0B MOJIy4eHusI KapOoua0B BoJb(ppama u
NPUMEHEHHUSI MATEPHAJIOB HA X OCHOBE

Kapbun Bombdpama BBUAY MIMPOKO HM3BECTHOTO KOMIUIEKCa (PU3UKO-
MEXAHUYECKUX CBOMCTB Ha MPOTSKEHUU JIECITUIICTUM SBJISIETCS CHIPHEBOM OCHOBOM JIJIA
TBEPIOCIJIABHOTO MHCTPYMEHTA PA3JIMYHOIO Ha3HaueHUs. HakorieH OorpOMHBI OIBIT B
00JIaCTH MOJIy4YEHMsI, aHAJIM3a CBOMCTB, 0COOEHHO (DU3UKO-MEXaHUUYECKUX, TPUMEHEHUS
kapOusioB Bodb(dpama [204-207]. B mociegHue Toabl aKTHBHO H3Y4YarOTCS BOIPOCHI
CUHTE3a W aHaJIN3a KaTaJIMTUYECKUX CBOMCTB HAaHOpa3MEpHOro kapobuna Boibdhpama, B
TOM YHCJIE OTHOCUTEIPHO MAJION3YYEHHON METacTabMIbHOM KyOnuecKkoi MoaupuKanuu
[208-215] B mporeccax MoMydeHHs BOJOPOJA M3 BOABI, KPEKHHIA YIJICBOJIOPOJIOB H
JIPYTUX XUMHUYECKHX TmpoleccoB. CuHTe3 KapOuJ0B BoJb(pamMa M MOKPHITUM Ha UX
OCHOBE TOJIyYalOT C TMPUMEHEHHEeM pa3nuuHbix TexHuk: CVD [216-217]; renepanus
HOHHBIX [218] wu  osnekTpoHHBIX [219-220] BBICOKOMHTEHCHUBHBIX  ITYYKOB;
BBICOKOTEMIIEPATYPHBI  CaMOPACIPOCTPAHSAIOIIMICA CUHTE3 [221]; 3JIeKTpOB3pHIB
MIPOBOJAHUKOB [222]; reHepanus IJIa3MEHHBIX CTPYWA B HEMPEPHIBHOM U HUMITYJIbCHOM
pexumax [223]; MmexaHocuHTe3 [224-225], HarpeB MaTepUaioB, COAEPKAIIMX BOJIb(ppam
U YIJIepOoJ, B Meyax pa3iMyHOM KOHCTPYKUIMHU B BaKYyMHOU WJIM MHEPTHOW aTMocdepe
[226]. OanuM W3 pa3BUBAIOLIMXCS IMOAXOJ0B K CHHTE3y KapOWIOB METAJIOB |
HEMETAJUIOB, B YACTHOCTH U KapOUJO0B BOJIbPpama, SIBISIETCS 3JIEKTPOAYTOBOM CHHTE3,
peanu3yeMblii B IUIa3ME JIyrOBOrO paspsiga IMOCTOSHHOro Toka [227-228]. Passutue
IPYIIBl 3JIEKTPOIYTOBBIX METOJOB CETOAHS KpailHe aKTyaJlbHO, T.K. IPUMEHEHHE
AIIEKTPOIYTrOBOM IUIa3Mbl MO3BOJIAET MOJy4YaTh MHUKPOpPA3MEPHbIE W HAHOpPAa3MEPHbIE
4acTHUIlHl KapOuja Boib(dpama B yriaepoaHo marpuiie. CBOWCTBA TaKMX MaTEPHAIIOB B

COBPEMCHHOM MHPEC HN3Yy4alOTCA B BOIIPOCAX HUX MPHUMCHCHHUA B COCTABC KAaTaJIM3aTOPOB
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JUIsl TIOMyYEHUs BOJOpPOAA W3 BOABI METOJOM OJJIEKTPOJW3a, a TAakKe B BOIPOCAx
YTIEKUCIIOTHOM KOHBEPCUH METaHa, COBMEILIEHHOMN C MPOU3BOJICTBOM CUHTE3-Ta3a.

CorracHO M3BECTHBIM JaHHBIM O (ha30BBIX PABHOBECHUSIX B CHCTEME «BOJb(paM —
yraepoa» (W-C) [229-230], BO3MOKHOCTh peau3alii CHHTE3a KPUCTAUIMYSCKUX (a3
KapOuga BoJibPpama pazpabaThIBAEMBIM SJEKTPOAYTOBbIM O€3BaKyyMHBIM METOJI0B
MIPEICTABIISICTCS] BECbMa BEPOSTHOM.

3.1.2. YcraHoBjieHHe 3aKOHOMEPHOCTeil BJIMSIHUSI NapaMeTpPoOB JyroBOIo
peakTopa Ha nmpouecchl (pa3oBbIX npeBpainenuii B cucreme W-C

B npoBoanmoii cepun 3KCIEPUMEHTOB UCTIOJIB30BAJICS aHOI B BUJIE TPAPUTOBOTO
CTEP>KHS C TUaMETpPOM 8 MM, KaToJ — hopme TpaUTOBOrO TUTIS 33JJaHHOTO JUaMeTpa
(d) u BeicOTEI (h), KOTOpBIE W3MEHSUTUCH JMJIsI ONPEACICHHS pa3MEpoB Karoja,
oOecrieuynBaoIero YPPexT IKpaHUPOBAHKS PEAKIIMOHHOTO 00BbeMa 3a CUET IeHepaliu
razooopasubix CO u CO; (puc.3.1a). Ha nHO THINIS 3aKiIaJIbIBalOTCS HCXOIHBIC
MaTepHaibl B BHJIC CMECH IOPOIIKOB BOJb(ppamMa W pEeHTreHOAMOP(HOTO YTiaepoja
(puc.3.16, B). B mwimHIpudeckoil MOJIOCTH KaToja MOJKUTAETCS JTyroBOW paspsij,
BEITMYMHA Pa3PSTHOTO IPOMEKYTKa ~0,5 MM yCTaHABIMBACTCS TIPH IIOMOIIH JTHHEHHOTO
AJIEKTPOIIPUBOA C IIAroBhIM OUNOJAPHBIM JBuUratenem. [lpumeHsemas cxema
MPOBEICHUS DKCIEPUMEHTAa U TPOrPaMMHOE OOECIeUYeHHe, peaau3yiolee 3aJaHHbIe
PSKUMBI pabOTHI 3apPETUCTPUPOBAHBI B Psijie aBTOPCKUX cBUAcTenbcTB [184-192]. B
paboTe yCTaHOBKHM MPETyCMOTPEHA BO3MOXKHOCThH YIPABIEHUS MPOIOJDKUTEILHOCTHIO
MOICPYKaHUST  TyTOBOTO pas3psaa yCTAaHOBKAMH KOHTPOJUIEpa B COCTaBE CHCTEMBI
ynpapieHus. Pabodne mapaMeTphl pa3psaHOT0 KOHTYpa PETUCTPUPYIOTCS TP TTOMOIITH
ocrmuiorpada (RIGOL DS1052E), omudeckoro aeauTens HalpsDKSHHS U TaTYhKa TOKa
(Honeywell CSLA2DJ). Anox ¥ KaToJ B3BEUIMBAIKMCH IEPE] MPOBEACHUEM KaXKI0TO
HKCIIEPUMEHTA U TIOCJIC HETO, KaK U MOJIyYeHHBIC MTOPOIITKH, UCIIOJIb3yeMbI€ BECHl UMETU
TouHOCTh B3BemmBaHusg +0,05 r. B xome paboThl yCTaHOBKHM BEICTCS PETUCTPAIIUS
JTUHAMUKH KOHIICHTPAIIMd Ta30BOM Cpeabl HEMOCPEICTBEHHO HaJ 30HOH TOPCHUS
JqyroBoro paspsiaa npu nomoinu razoananuzatopa (TECT — 1, bouep). [Ipu nomomum
BhICOKOTEMIIepaTypHoro mnupomerpa (Benetech GM  1850) perucrpupyercs

TeMIiepaTypa karoja, Takxke Beaercs ¢oropeructparus (Canon 600D, medTpanbHBIN
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ceeropunbTp ND32) mporecca ropenust paspsga B BugumoMm nuamnazone m UK-
nuanasone. s npoBeneHus: GoTOperucTpanuu HEMOCPEACTBEHHO Mpoliecca TOPEHUs

paspsga YCTaHaBIMBAJICS KaTOJ C MPO3pPAvyHOM CTEHKOW M3 KBapIeBOTO CTEKJIA.

JINHEeNHbIN
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Pucynok 3.1 - YnpounieHHass npuHIANUAIBHAS CX€Ma SKCIEPUMEHTAIBHON YCTAHOBKHU
(a), SEM-cHuMKH TIOPOIIKOB HMCXOMHOTO BoJibpama (0) u yriepona (B), THIHYHAS
pPEHTreHoBCcKas qudpakTorpaMma CMECH yriiepoja u Bojbhpama (T)

Ha pucynke 3.2a npectaBieHbl TATUYHBIE OCIIUIOTPAMMBI TOKA W HAITPSIAKEHUS
B Xoj€ pabodero pexxuma 3JIeKTPOAyroBoro peakropa. Ha ocumsuiorpammax Toka u
HaIpPsHKEHUST MOYKHO BBIICIIUTh 30HY HHUITMUPOBAHUS pa3psiia, 30Hy TOPEHUs paspsjia u
ero noracanusi. B paccMatpuBaeMbIX CEpHsX SKCIEPUMEHTOB CPEIHSS 3JIEKTpUYEcKas
MOIITHOCTh Ha MHTEPBAJIE BPEMEHH ropeHus pa3psiaa coctaBuia ot 3,0 kBt 10 7,8 kBT (B
3aBUCUMOCTH OT CHJIBI TOKa paspsaHoro KoHTypa). Ha pucynke 3.20 mpencraBieHa
3aBUCHUMOCTh KOJIMYECTBA BBIJICTUBILCIHCS SHEPruM B JYTOBOM pa3pslie OT
MPOJOIKUTEILHOCTH TOPEHUST paspsiia NpU  Pa3uyHBIX BEIMYMHAX CHJIBI TOKa
paspsaHoro kKoHnrypa. Ilpu monmepxanum ropenust paspsga ot 5,0 mo 20,0 cexyHna B

IyroBoM paspsae Bwiaensiercss a0 125,0 kJx sHeprun. BuaHOo, 4TO KOJMYECTBO
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BBIJICJIUBILICHCS SHEPTUU (IPU HEU3MEHHOU CUJIE TOKA) MPAKTUYECKHU JTUHEUHO 3aBUCUT
OT HPOJOJIKUTENBHOCTH TOPEHHS AYyroBoro paspsaa. CorinacHO M3BECTHBIM JTaHHBIM O
N0JIE paclpeAesieHus TEMIEPATYP IPH TOPEHUHU AYTrOBOr0 paspsia MOCTOSHHOIO TOKa
MEXy TpauTOBBIMU djeKkTpoaaMu [231] (uTo BUIHO Ha BCTaBke puc.3.2.0), a Takxke
JMarpaMMe COCTOSIHMM «BOJibpaM — yriepoa», MOXKHO yTBEpXKJIaThb, UYTO B
paccMaTpuBaeMoi cucTeMe JOJIKHBI (POPMHUPOBATHCS KPUCTAIMUECKHUE (Pa3bl CUCTEMBI
«BoNb(pam — yriepoa». Temneparypa B pa3psiIHOM MPOMEKYTKE MEKIY rpaduTOBBIMU
anekTponamu npu cuie Toka 200 A moxer Haxomutcsa B amanasoHe ot 2000 K mo
10 000 K, yObIBassi OT T€OMETPHUYECKOTO IIEHTpa KPYTrOBOM MOBEPXHOCTH JTHA KaToOJa
BJIOJIb pamguyca. [lo kaapam ¢oTorpamMmbl Mpoiiecca TOpPEeHUs paspsiga, CHATOM B
uH(ppaKkpacHOM Juanaszone (puc. 3.2B), BUAHO, YTO KATOJHOE MATHO MOXKET COCTAaBIATh
IPUMEPHO A0 22-25 MM, 4YTO COIJacyercs ¢ y4€TOM BO3MOXHBIX IOTPEIIHOCTEH C

M3BECTHBIMU JTaHHBIMU [231].
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Pucynox 3.2 - Tunuanbie OCIIMILTIOrPaMMBI TOKA U HATPSKEHUS (@), SKCTIEPUMEHTATbHBIE
3aBUCUMOCTH SHEPTUU AYTOBOrO pas3psijia OT MPOAOJLKUTEIBHOCTH TOPEHUS paspsaa u
W3BECTHOE TOJI€ pacrpeiesieHus temrepatyp (0), TepMorpamMMmbl mporecca TOpPeHUs

JyTOBOTO pa3psija Ha uHtepBaie ot 1 1o 10 cexynna (mpu Toke pa3psaaHoro koHtypa 200

A) (B).
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Ha pucynke 3.3a BuaHO, 4YTO Macca KaToja MpU MNPOAOAKUTEILHOCTA TOPEHUS
paspsana 10 10-12 cekyHI MpakTUYECKH HE MEHSETCS; KaToJ HE3HAYUTEIbHO TepsieT
Maccy OpH MPOAOJKUTEILHOCTUA TOpPEHUs paspsana ooisiee 15 cexkyHa. DTOT pe3yabTar
MPE/ICTABIISICTCS] €CTECTBEHHBIM, T.K. TEMIIEpaTypa BHEIIHEW CTEHKH KaToJia IOCTUTalla B
JaHHOW cepun 3KcriepuMeHTOB 10 ~730 °C — 880 °C mpu mpoaoJKUTEIBHOCTH
noanepxkaauss ayru 15-20 cexynn (puc.3.30). Ilpm Takmx TemmepaTypax KaTo

HC3HAYUTCIIbHO PpACXOAYCTCs B IIPOICCCC OKUCIICHUA €TI0 ITIOBCPXHOCTH.

1,5 T 1000

g- = a) A Am I{Kam,ﬂ,a}, r
o0 X Am !aHo,ﬂ,a}, r o o
m
?_;_ o B Macca NpoAyKTa CUHTESS &‘ 800
I
x I 1.0 (B 7.4, KaToaHOrO Aeno3UTa) - ){ e
= O i ©
o B | ] <
T I | . " 8 600
=z o £
= o ! x 2
= ags | [
T =Rk | X c
g o " = 400
| D
28 | =
mn s |
= " X |
0 " A A i a L 200
5 10 15 20 0 50 100 150 200 250
MpoaonHuUTeIbHOCTb TOPeHUA pazpAaa, Cek Bpems, cex
1,00 2,0
= B) r) 21,0
. s pocoome
i 3 g .‘ " =
] = 20,5
o754 * 2 154 £ t x £
= ; " @ = g * é % 33 = f &
; T x5 = * a3 15 = *
‘8 v ,C “g 5 W o 20,0 Ex % J'
- 0,504 3 «f 21,04 m=* I ° 2 9
S| § - S S . §
O Do O T B ' © 1954 8 2
o x Es =] % o x
o2s] = % 054 I* ° %, S
, g % , z 19,0 gr MV
‘ x
0 T T T 0 ¥ . ¥ i 18,5 T T T T
0 20 40 60 80 ] 20 40 60 80 0 20 40 &0 20
Bpemas, cek Bpems, cek Bpems, cek

Pucynok 3.3 - [lorepn mMacc aHOJa U KaTo/ia, a TaKyK€ MACChI MOJIy4aeMbIX MPOIYKTOB
CUHTE3a KakK (PYHKIMU MPOJOJLKUTEIBHOCTH MOJJEPKaHUsS IyroBoro paspsna (a),
TEeMIepaTypa BHEIIHEH CTEHKHM KaToJa BO BPEMEHM B 3aBUCUMOCTH  OT
IPOAOKUTEILHOCTH MOAJEPKaHUs JyroBoro paspsaa (0), M3MEHEHHEe KOHIEHTpaluu
razoB CO (B), COz (1), u Oz (1) HEMOCPEACTBEHHO HAJl AJIEKTPOAaMHU.

[loreps Macchl aHOJa YBEJIWYHMBACTCS C POCTOM  MPOJOJIKUTEIbHOCTH
MOJIICpKaHUST TOPEHHs IyroBOro paspsjaa, W jgocturaer BenwuuHel ~1,0 T mpu
HanMOOJIbLIIEM BPEMEHH BO3JIEUCTBUS Oyrd. Macca MpojiyKTa CHHTE3a, BMECTE C MacCOM

06pa3ymmer0ca KaToOaAHOI'O ACIIO3HUTAa, dHAJIOIMYHO, PaCTCT, AOCTHUIasAd BCIMYMHBI 10
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~1,25 1. COOTBETCTBEHHO, OYEBUJIHO, YTO C YYETOM MAacCChl 3arpy3Kd HCXOIHBIX
peareHTOB B paccMaTpUBAEMOM CEpPUHM HKCIEPUMEHTOB (10 2 T), YacThb MacChl
pacxoayercss Ha 0Opa3oBaHHME Ta3oBOM cpeipl. B xome aHamuza KOHIUEHTpalUid
KOMIIOHEHTOB Ta30BOM Cpellbl HEMOCPEACTBEHHO Haa dJEKTpoAaMHu (B OTKPBITOM
BO3JIYIIIHOM cpejie) ObLIO yCTaHOBIIEHO 00pa3oBaHue B xoje peakiuu razoB CO u COg, ¢
KoHIeHTparusmu 10 ~1,0 06.% CO, u 1o ~2,5-3,0 06.% CO; B 3aBHCUMOCTH OT pexKuMa
paboThl pa3psAIHOTO KOHTypa (NMpU TEKyIIeW cXeme MOAKIIYEHUsS Iyna Tra3oBOro
aHaIM3aTopa: B METAJUIMYECKOM 30HTHKE, pACIOJIOKEHHOM HaJ >3JEKTPOJAMHU
paspsiaHoro KoHTypa). Bumno (puc.3.3 B-r), uro raz CO oOpa3yeTrcss mpakTUYECKU
MTHOBEHHO (OTHOCHUTEIIBHO TIPEACTABJICHHOM BpPEMEHHOW IIKalbl) B  MOMEHT
MHULMAPOBAHUS yTOBOTO paspsna, a KoHueHTtpauusa raza CO, HapacTaeT B MpoLECcCce
TOpeHus paspsija U CHIKAeTCs 1mocie noracanus ayru. Konnentpaius kuciopoaa (puc.
3.31), Ha0OOPOT, IJIABHO CHUIKAETCS B MPOIECCE TOPEHUs paspsia U BO3pPACTaeT 0
«HOpMaJbHOU aTMOc(epHOI» Tociie B TeueHue 1,5-2,0 MUHYT noclie moracaHus paspsjia.
HenocpencTBeHHO B JaHHOW CEpUM 3KCIIEPUMEHTOB HCIIOJIB30BAJICS 30HT C T'a30BBIM
3a00pHUKOM, pACIOJOKEHHBI HaJ KaToAOM; MO JTOM NpPUYMHE BMECTE C
TeHEpUPYIONIMMUCS Ta3aMU B Ta30BbIi TPaKT aHalU3aTopa IMOMagaeT aTMoc(epHbId
BO31yX. B 3TOH CBSI3M IMOJYYEHHbIE JAHHBIE TAa30BOr0 AHAIM3ATOpa CIEAYET CUUTATh
Ka4ueCTBEHHBIMH.

Ha pucynkax 3.4.-3.8. mpenctaBieHbl THUNUYHbIE KapTHUHBI PEHTTEHOBCKOM
Ju(dpakiuy TMOJTYYEHHBIX MAaTepUalioB W 3aBUCUMOCTH (Pa3oBOro cocraBa OT
M3MEeHseMbIX napaMeTpoB. Ha pucyHke 3.4 mpeacraBieHbl pe3ysbTaThl UCCICIOBAHUSA
BITUSIHUS BBICOTHI CTEHKH KaTo/1a Ha (a30BbIi COCTaB MPOJIyKTa CHHTE3a. BbicoTa CTEHOK
KaTtoga u3MeHsuiack OT 5 MM 10 50 mMM. MOXKHO BBIICIWTH JBAa THUNA KapTUH
peHTreHoBckoi mudpakuuu. Kaptuna nudpakimm, ¢ ToOMETKOM «30Ha 1» TUMWYHA NS
AKCIEPUMEHTOB, B KOTOPBIX MPOUCXOAWIO AKTUBHOE OKHUCIICHHE MPOAYKTOB CHUHTE3a
KHCIIOPOJIOM Bo3ayxa. B pe3ynbTaTe OKHCIUTEIBHBIX MPOLIECCOB, B MPOIYKTE
3HAUUTEIBHO cojepxkaHue okcuaa Boibppama WOs;. [l Bcex mogoOHBIX MPOTYKTOB
XapaKTEPHO cojiepkaHue S5 kpuctammueckux (as: rpadpur gC, kyduueckuil Boabdpam

W, rekcaronanbubie kapouasl Bosbhpama WC u W,C, MOHOKITUHHBIN OKCHJ] BOTb(pama
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WOQO;. ®aze WO; npunaanexar WHTEHCHBHBbIC AU(PPAKIMOHHBIE MaKCUMyMbl Ha 20
~22.9°, 23.5°, 24.3° ¥ MHOXECTBO JAPYIMX MAaJOMHTCHCHUBHBIX MakCHUMyMOB. Daze
rpajura gC coOTBETCTBYET MHTEHCUBHBIM MaKCUMyM Ha ~26.1° U HECKOJBKO CJIEIOB.
daze Bojb(PpamMa COOTBETCTBYIOT MaKCUMyMbI Ha 20 ~40.3°, 58.3°, 73.2°. ®a3e1 WC u
W-,C xapakTepusyroTcsi oTpaxxeHusiMu Ha 20 ~31.5°, 35.6°, 48.3° u 26 ~34.5°, 38.1°,
39.6° coorBercTBeHHO. CHHTE3UpYyeMbIM (hasam kapbuaa Bosib(dpama B mpeaenax 06as3bl
CTPYKTYpHBIX AaHHBIX PDF4+ coorBercTBYyIOT 3TamoHbl Ne00-025-1047 u ICDD Ne0O-
035-0776. Takoit (pa30BBIi COCTaB COOTBETCTBYET H3BECTHBIM IMPEACTABICHUSIM 00
AJIEKTPOJIYTOBBIX MpOIleccax B MPUCYTCTBUU Bolib(pama u yriaepoaa. Hamuume dasbi
KyOHUuecKoro BoJib(hpama MOXKET ObITh CJIEACTBHEM HEMOJHOW NMepepabOTKU MCXOAHBIX
MaTepuajoB B JJCKTPOAYTOBOM MiazMe; a rpaduTa — KaK €ro KpucTauiu3alnued u3
UCXOJHBIX MaTEpUAJIOB TaK U BBUy IIOMAJaHUS B IPOIYKT SPOJUPOHOBAHHOIO YIIepoa
B Xxoje spo3un aHoaa [99]. ®opmupoBanue ¢a3z xkapoumor Bosnbppama WC u W,C
MPECTaBISIETCS HOPMATBHBIM SIBICHHEM BBUIY M3BECTHOTO JHAra3oHa JOCTUTAEMbIX
TEMIEpaTyp, CBEACHUNH 00 M3BECTHOM quarpaMme COCTOSHUNA CUCTEMBI «BOJIbppaM —

yriaepoaa», paHee OnyOIMKOBaHHBIX PAabOT MO 3JIEKTPOAYTOBOMY CHUHTE3y KapOWIOB

BoJb(pama [227-230].
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Pucynox 3.4 - Comepkanue KpucTaummueckux (a3 B MPOJYKTE CHUHTE3a B CHUCTEME
«BONb(paM — yriepoa» B 3aBUCUMOCTH OT BBICOTHI CTEHOK KaTrojJa B CEpHUH
HKCIIEPUMEHTOB (@) U TUMIMYHBIE KAPTUHBI PEHTT€HOBCKOU qudpakunu (0).

IIpu BbICOTE CTEHKH KaTtoAa He MeHblIe 30 MM B IPOJYKTE CUHTE3a OTCYTCTBYET

daza okcuga Bosibhpama WOs, kak u apyrue okcuaHbie (a3pl. TunuyHas KapTHHA
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pEeHTreHOBCKOM nudpakuun («30Ha») mpencTaBieHa Ha pucynke 3.4. Ha wneit
unentuduimpyrores dasnbl rpadputa gC, kyobndeckoro Bojabppama W, rekcaroHaabHbIX
kapounos Bombppama WC u W,C. ObpazoBaHue okcuaa Boidb(paMa HEBO3MOKHO B
paccMaTpuBaeMol CHUCTEME MpPU BBICOTE CTEHOK KaToja He MeHee 30 MM (BHYTpEHHUMN
JMaMeTp KaTojla B 3TOM CEepUM AKCIEPUMEHTOB ObLT 22 MM) Omaromapst 3ddekrty
DKPAHUPOBAHUS PEAKIIMOHHOTO O00BbEMa OT KHUCIOpOAa BO3AyXa MOHOOKCHIOM U
JMOKCUJIOM YTJIepoJia, KOTOpble (OPMHUPYIOTCS NpPH TOPEHUH AYrOBOrO paspsja B
BO3JIyXE€.

BaxapiM oTnmumem (a3zoBOro cocTaBa MPOAYKTOB CHHTE3a, MONTYYCHHBIX TPU
BBICOTE€ CTEHOK Karoaa Oosiee 30 MM — 3TO yBelaM4eHHE A0IH (a3bl KyOHYECKOTO
Bolb)pamMa TP CHWDKEHWW COJACP)KaHUS OCTAIBHBIX (ha3. DTO SBICHHWE MOXKHO
OOBSCHUTH TE€M, 4YTO MPU HHUIMHUPOBAHUU M TOPEHUU paspsja YacTh HCXOJHBIX
MIPEKYPCOPOB pa3yBaeTcs MOTOKOM OOpPa30BaBIIUXCS Ta30B, U MPHU HEIOCTATOUHOMN
BBICOTE€ CTEHOK, YacTh HCXOJHBIX MAaTE€pPHAIIOB BBIAYBAIOTCS W3 PEAKIIMOHHOW 30HEI.
Hcxonubie npekypcopbl ObUTH OOHApYKEHBI BOJIM3M KaToJla TMOCie MpOoIecca CUHTE3a
IPU  WCIOJIB30BAHMHM KAaTOJOB HEAOCTATOYHOW BBICOTHI. COOTBETCTBEHHO, IIPHU
COXpaHEHUH OCHOBHOM MacChl MCXOJHBIX PEareHTOB, OYEBUJHO, B CUCTEME OOJbllie
UCXOJTHOTO BOJIb(PpaMa, ¥ MOTOMY €ro JoJisi OoJibllie U B MPOAyKTax cuHTe3a. [lyrem
W3MCHEHHS BBICOTHI KaTo/Ja MOJ00paHa ero MHHMMAJIbHAsI BbICOTa paBHas 30 MM s
obecnieueHus dekTa SIKpaHUPOBAHUS PEAKIIMOHHOTO 00heMa OT KUCIIOPO/ia BO3AyXa U
MIO/TABJICHHSI 3TUM ITyTEM OKCHI000pa30BaHUA.

B cnenyromeit cepun 3KCIEPUMEHTOB U3MEHSIIOCH MaccoBoe oTHomeHne W:C B
nuara3one ot 1:10 mo 5:1. ITpu aToM cuna Toka nogaepxkuBaauch 200 A (MakcuMasbHasI
Ha UMeIieMcs 000pyI0BaHUM) KaTOJ HMCIOJB30BaiCsS C BBICOTOM CcTeHOK 30 MM u
BHYTPEHHUM JuaMeTpoM 22 MM. 3ajaueid 3TOW Cepuu SKCIEPUMEHTOB OBLIO
OTIPEJICIICHHE COCTaBa HCXOJHOM CMecH, OOeCIeUMBAIONIEH TOJHYI NepepaboTKy
HCXOJHOTO BoJib)paMa B ero kKapOusl. Pe3ynbpTaThl npencTaBieHsl Ha pucyHke 3.5. B
TUTIAYHBIX TIPOYKTaX CUHTE3a uaeHTuguiupyrorcs rpadput gC, kyouueckuii Boabhpam
W, rekcaronanbubie kapouasl Boidbppama WC u W,C. B 3aBucumocTtsx ¢azoBoro

COCTaBa MOXKHO BBIJICITUTH TaKXKe 2 30HBI Ha ocH a0cuucc. B mepBoil 30He B MPOAYKTE
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CUHTE3a JI0JIs1 KyOM4eckoi (ha3nl Bosib(ppama mMaiia (eIMHUIIBI TPOIIEHTOB), HO €€ HaTN4He
BO BCEX 00pa3Iiax He BBI3BIBACT COMHEHHH BBUYy HATMYHS HA BCEX KaPTUHAX AUPPAKITUH
clie10B MakcuMyMoB Ha 20 ~40.3° - ocHoBHOTO /14 a3kl Kyondeckoro Boibppama. [Ipu
3TOM C YBEIMYCHHEM JIOJIU BOJb()pamMa B HCXOTHOM CMeCH B «30HE |» pacTer
coJiep)KaHue B IpoayKTe (a3 KapOua0oB Boib(hpama, IpudeM B OOJIbIIEH CTEIICHH 3a CUET
dazer WoC. [lns 30HBI 2 XapakTepeH 3HAYMTEIbHBIA POCT J0JM KyOudeckoil (asbl
BoJIb(ppaMa M CHUKCHHSI COJCpP)KaHUS BCEX OCTalbHBIX (a3. BeposTHO, B MCXOTHOU
cMecH JToJIst Bosib(pama CauIKoM Boicoka (rpu otHomeHnn W:C paBHoM 1:1 u 6oee)
JUIS TIepepabOTKU €ro OCHOBHOW MAacChl MpU NPUMEHSAEMBIX NapaMeTpax CHHTE3a.
OueBUAHO, YTO M3MEHEHHWEM JOJH BOJb(paMa B HCXOAHOH CMeCH INpPH 3aTaHHBIX
nmapaMeTpax JKCIEpPUMEHTa HE CHU3HUTh A0 HyJS cojepkaHus ¢aszbl KyOH4ecKoro

BOJIB(l)paMa C OJHOBPCMCHHBIM IIOBBIIIICHHUCM BBIXOJ14d (1)33 Kap61/1z[a BOJII)(i)paMa.
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Pucynok 3.5 - CopepxaHue KpUCTAJUIMUECKUX (a3 B MPOAYKTE CHHTE3a B CUCTEME
«BoJb(pamM — yriaepoa» B 3aBUCHUMOCTH OT MmaccoBoro cootHomeHuss W:C B cepun
HKCIIEPUMEHTOB (@) U TUIIMYHBIE KAPTUHBI PEHTT€HOBCKOW qudpakunu (0).

BeposiTHO, CHHU3UTH COAEP)KAHHE B IPOJIYKTE CHUHTE3a MCXOJHBIX MaTepHalOB
MOKHO IMyTEM YBEIMYECHHSI BPEMEHU HAXOXKJEHHUS MCXOJHBIX MATEPHUAJIOB B YCIOBHUSIX
BBICOKMX TemrmepaTyp. Takoro d3¢d¢exkra MOXHO [OCTUYb MpPU YBEITUYECHHUU
IPOJOJKATEIBHOCTH TOPEHUs IyroBoro paspsjga. Ha pucynke 3.6. mpencTtaBieHbI
pe3yibTaThl CEpPUM  SKCIEPUMEHTOB, B KOTOPOHM BpeMsl TOpEeHHs] pa3psiia

nogaepxkuBaiocb oT 5 g0 20 cekyna. Ilpm 3ToM TOK B paspsAHOM KOHType
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nojazepkuBaics Ha ypoBHe 165 A, maccoBoe cootHomenne W:C B HCXOMHOU cMecH
cocTaBisuio 5:1; uwcnosb3oBasicss KaToj C BbICOTOM cTeHOK 30 MM, BHYTPEHHHUM
nuamerpom 22 MMm. B memsix moBsimieHus comepikanus (a3 xapbuma Boimbdpama w3
MPOJYyKTAa CHUHTE3a MEXAaHWYECKU YJNaJsiICs KAaTOMHBIX JIEMO3UT, MPEUMYIIECTBEHHO
COCTOSILIIUN U3 3pojupoBaHHOro rpadura. B paccmaTpuBaeMoil cepun SKCIEPUMEHTOB
coneprkanue rpadurta, HCXOIHOTO Bobhpama u kapouma Boasdpama WoC cHmKaeTcs ¢
POCTOM TPOJOJDKUTENBHOCTU Tipoliecca cuHTe3a. [Ipu stom nmons daszer WC pacter
IIPAKTUYECKA JIMHEMHO HA BCEM MCCIEAYEMOM UHTEpBale. B  nmaHHOM cepum
DKCIIEPUMEHTOB JHEPrus AyroBOro paszpsana pocturana 132 kJlx, 4To sBIseTcs
MpPaKTUYECKU TMpeAesioM  (UCHoJib3yeMOM B JaHHOM  Cepuu  IKCIIEPUMEHTOB
KOH(UTYpaluK pa3psIHOTO KOHTYpa) BBUYy HArpeBa BHEIIHEW MOBEPXHOCTH KaTOa J0
temmepatrypbl mnopsjaka 800-1000 °C, 4ro mpUBOIUT K IMOBPEKICHUIO KOHTAKTHBIX
AJIEMEHTOB M TMOBBIIIEHHOMY H3HOCY KaToA0B. /laHHasi cepusi J3KCIEPUMEHTOB
MoKa3aja C OJIHOM CTOPOHBI BO3MOKHOCTH NMOBBILIEHHUS BbIX04a (pa3bl kapOuaa
BoJIb)paMa ¢ yBeJMUYeHHEM NPOAOIKUTEIbHOCTH MPOLEcca CHHTe3a, ¢ APyroi —
MoKa3aja HEeBO3MOKHOCTH IMOJIHOW INepepadoTKM HCXOAHOro BoJbpama npu

NpUMeHsieMbIX MIapaMeTpax pa3psAHOro KOHTypa.
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Pucynok 3.6 - ConepkaHue KpucTauimueckux (a3 B MPOIYKTE CHUHTE3a B CUCTEME
«BOJIb(paM — yriiepoa» B 3aBUCUMOCTH OT MPOAOJIKUTENBHOCTH MOJACPKAHUS TyTOBOTO

paspsiia B CEpUU SKCIIEPUMEHTOB (2) U TUITUYHBIC KAPTHHBI PEHTIT€HOBCKOM AU PAKITUN

(6).
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B xome moncka moaxoAsmmMX MapaMmeTpoB MPOIEcca CHHTE3a TAKXKe MPOBEACHA
cepHsl IKCIIEPUMEHTOB, B KOTOPOH H3MEHsSJIACh CHJIAa TOKa pa3psaHOTrO KOHTypa. Tok
m3meHsics ot 90 A 10 200 A npu npoJ0KUTENHHOCTH MOAACPKaHUs TyTOBOTO pa3psia
11 cex. CooTHormeHnue Macc Bosibpama u yrieposa B ucxoganout cmecu W:C cocraBuio
4:1; BeIcoTa cTeHOK Karoja 30 MM, auametp 22 MM). BuaHO, 4TO ¢ pOCTOM CHJIBI TOKa
yBenuuuBaetcs coaeprkanue gpaspl WC, cHIKaeTcs coiepkaHue HCXOIHOTO Bosib(pama.
[Ipu aTOM BO3pacTaer cojiepkanue rpadura BBUAY POCTa MACChl 3PO3UHU I'paduTa aHOIA.
PaccmarpuBaemas cepusi SKCIIEpUMEHTOB MTOKa3ajia BO3MOYKHOCTh TIOBBIIIIEHUST BBIXO/a
daszer WC B mpoaykTe, MoaydyaeMoM MPU HAUOOJIBIIEH CHUJIe TOKa W3 JOIMYCTUMBIX Ha
UMeroIeMcst 000pyaoBaHrU. B Toke BpeMsi BUIHO, YTO B paMKax MPOBEJICHHOU CepUu
AKCIIEPUMEHTOB HE y/1aeTcs N30aBUTHCS OT HCXOMHOTO BOJb(PpaMa B MPOAYKTE CHHTE3A.
Jlns perenus 3Toi 3aaa4u TpeOyeTcs MOBBIIMICHUE TIJIOTHOCTH YHEPTUH M TEMITepaTyphl
IpoIiecca CHHTEe3a IIPU COXPAHCHUH OTHOCUTEIIBHO HEBBICOKOM TeMITepaTyphl KaToa.
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Pucynok 3.7 - ConepkaHue KpUCTaUIMUECKUX (a3 B MPOAYKTE CHUHTE3a B CUCTEME
«BONb(paM — yrIAEpoa» B 3aBUCUMOCTH OT TOKa Pa3psAHOrO KOHTypa B CEpHUH
HKCTIIEPUMEHTOB (a) U TUITUYHBIE KApTUHBI PEHTI€HOBCKOM udpaxiiuu (0).

3ajaya TOBBINICHHUS ITUIOTHOCTHM TIOTOKA DJHEPrUU peaiu30BaHa B CEpUH
AKCIEPUMEHTOB ITyTEM YMEHbIIEHUs nuameTpa karojaa. Ha pucynke 3.8. npecTaBieHsbl
pe3ynbTaThl CEpUU SKCIEPUMEHTOB MPU U3MEHEHUH BHYTPEHHETO JMaMeTpa MOJOCTH
katoaa oT 12 mm g0 30 mm (mmpu Toke 200 A, BeicoTe cTeHOK Katoaa 30 MM, mpu

otHoumieHuu W:C paBHoM 4:1, niutenbHOCTH noanaepkanus paspsiaa 11 cek.). Buagno,
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YTO B THIIMYHOM MPOAYKTE CHHTE3a IPU €ro MapaMeTpax B «30HE 2» COACPKHUTCS, KaK U
panee, 4 xkpucramyeckue Qaspl: rpadur ¢C, kyOmyeckuit Bodbppam W,
rekcaroHanbHbie kapouasl Boiabppama WC u W,C. Ognako, mpu CHUKEHUH AHAMETpa
MOJIOCTH Karoaa A0 16 MM M MeHee cojaepkaHue KyOmueckod ¢asbl BoibppamMa B

MPOJYKTE CUHTE3a PABHO HYJIIO.
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Pucynok 3.8 - CoaepkaHue KpUCTaUIMUECKUX (a3 B MPOAYKTE CHUHTE3a B CHUCTEME
«BOJIb()paM — yraepo» B 3aBUCUMOCTH OT JuaMeTpa KaToJia B CEpUU IKCIIEPUMEHTOB (a)
Y TUIIMYHBIE KAPTUHBI PEHTT€HOBCKOM Audpakuuu (0).

CornacHo pe3ynbTaTaM pacTpOBOM JIJIEKTPOHHOM MHKPOCKOIMH, B HPOIYKTAX
CHHTE3a MOXXHO BBIJICIUTh 4 OCHOBHBIX THIAa 00BEKTOB. OOBEKTHI 1 MpeacTaBIICHBI
KPUCTAJUIMYECKUMHU OOBEKTaMH, KOTOpBIE COIJIACHO CHUMKaM B pexuMe (Pa3zoBOro
kouTpacta (COMPO), ob6nanator HauOOJBINEH IUIOTHOCTBIO, U B 3TUX OOBEKTaX W3
paccMaTpuBaeMbIX HauboJbIIee coepxanue Boiabdpama (puc. 3.9 a-B). OOBEKTHI 2 - 3TO
TaK)K€ TUIOTHbIE O0BEKTHI, C pa3MEPAMU OT AOJIEH MKM JI0 COTEH — IECATKOB HAHOMETPOB,
KOTOpbIE MOTPYXKEHBI B yriepoanyto marpuiy (3), (puc. 3.9 a-B). CoracHo JaHHBIM
HHEProANCIEPCUOHHOTO AHAJIN3a B MECTaX CKOILIEHUsI OOBEKTOB 1, 2 MperuMyLIECTBEHHO
UAeHTUGULUPYETCS BOJIbPpaM U Yriaepo ¢ HE3HAUYNTEIbHBIMU IPUMECSIMU KUCIOPO/IA.
Hanuune xucnopona B HeOONbIIUX KoJau4ecTBax (mopsaka 1-2%) MoKeT ObITh CBSI3aHO
C aJCOpOMPOBAHHBIM BO3AYXOM, MOBEPXHOCTHBIM OKHCICHHEM INPU XPAaHEHUU U
TPaHCTIOPTUPOBKE 00pa3loB. B o0bekTax, rie COrIacHO JaHHBIM PEHTTEHOBCKOM

TU(pakTOMETPUN UACHTUPHUIIUPYETCS B COCTABE MOJIYYEHHBIX OPOIIKOBBIX TPOTYKTOB
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oKkcua Bojdbppama, BcTpedarorcs dactunbl Ttuma 4 (puc. 3.9. r-e), 0OBIYHO
arJioMepUpOBaHHbIE B OOJbIINE (MOPSAKAa COTEH MKM) CKOIUJIEHHUS. B MecTax CKOIuieHus
TaKUX 4YacTUI[ oOpasel COCTOMT W3 BojJbhpama, yriaepoja M KHUCIOpOAd, MPUIEM
COOTHOIIIEHHE Macc BoJibppama u kuciopoga W/O cocrtaBisger ~3,78, 4To OIU3KO K
cTeXruoMeTpuu okcuaa Boibppama WOs. Takum 00pa3oM, MOKHO BBIJICIUTH B COCTABE
MPOJYKTOB CHHTE3a MUKPOHHYIO i CYOMUKPOHHYO (DPAKIIMH, IBYX THIIOB: OKCUIHYIO U

KapOUAHYIO.

MHTEHCUBHOCTD, O.€e.
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Pucynox 3.9 - Mopdosoruss yacTuiy MNPOAYKTOB DJJIEKTPOAYTrOBOTO CHUHTE3a U
COOTBETCTBYIOIIME DSHEPTOJUCIIEPCHOHHBIC CIEKTPHI: TIOJYYCHHBIX B  YCIOBHUSX
noctmkenust dddexra camodrkpaHupoBaHus Twiazmbel razoodpasHeiMu CO u CO; u
MO/IABJICHUEM OKCHJ000pa3oBanusi (a, O, B); TOJy4eHHBIE B COCTaBE MPOIYKTOB,

COJIEpIKAIUX 3HAYUTEIHLHOE KOJIMYECTBO OKCUIOB BoJib(ppama (T, 1, €).
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Pe3ynbTaTel IpOCBEYMBAIOLIEN DJJIEKTPOHHOW MHUKPOCKOIIMM IPEACTABICHBI HA
pucynke 3.10. Ha pucynkax 3.10 (a, 0) mpencTaBiieHbl pe3yJbTaThbl CKaHUPYIOIICH
IIPOCBEYMBAIOLIEN 37eKTpOHHOU MUKpockonuu (STEM) B pexxumMax CBETJIONOJIBHOTO U
TEMHOIIOJIBHOIO M300pakeHni. COrNIacHO MOJyYEHHBIM JaHHBIM B MPOJYKTE CHUHTE3a
MO>XHO BBIJICINTH CKOIUIEHUS 4YacTHUI] ¢ pa3MepaMu Kak nopsaka 100 HM, Tak u
3HAYUTENbHO MEHBIIIUMHU. B CKOTUIEHHAX YacThIl HIEHTUDUITUPYETCS BOIbPPaM, KaK 3TO

BUJTHO Ha KapTe pacnpeneneHus ATOTO AJeMeHTa (puc.3.10B).

CopepxaHue, %
N
Q

i
o
L

<5 >510 >10=15 >15
Pasmep yactuy, HM

Pucynok 3.10 - OG630pHBIN CBETJIONOJbHBIA CHUMOK CKOIUICHUS, CHSTBHIA B PEKUME
CKaHHUPYIOUIEH MPOCBEYMBAIOIIECH AJIEKTPOHHOM MHKpOCKOmuH (a), 0O30pHBII
TEMHOITOJIbHBIA CHUMOK CKOIUIEHUSI 4YaCTHL, CHSTBIA B PEXKUME CKaHUPYIOUIEU
MPOCBEUMBAIONIEH  JJIGKTPOHHON MUKpockonuu (0), COOTBETCTByIOIIAas KapTa
pacnpenenenus BoJibpama (B), pacrnpelesieHue 4acTull 1Mo pazMepam (T), TUITUYHBIHN
TEM-CHUMOK HaHOpPAa3MEPHBIX YaCTHIl B MPOAYKTE CHUHTE3a (1), © COOTBETCTBYIOIIAs

eMy KapThHa TU(paKiuK 3JEKTPOHOB (€).
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CoryracHO MOCTPOCHHOMY MO HECKOJIBKAM TOJOOHBIM CHUMKAaM pacIipe/iesieHne
4yacTHI[ 1O pa3MmepaM, B Tpo0e, aHaTU3UPyeMOM METOJOM MPOCBEUYMBAIOIICH
AJIEKTPOHHONH MUKPOCKOIIMU 3HAYUTENBHO (10 65-68 %) coxepkaHme dYacTuil ¢
pa3mepamu 10 10 HM. DTH YaCTUYKH HAXOJATCS B YIIEPOJHOW MaTpHIE, B KOTOPOM
UIACHTUDUIUPYIOTCS XapaKTEepHbIE ISl YIIIEPOAHBIX IPpaUMIOTONOA00HBIX MaTepUaIOB
MEXKIUJIOCKOCTHBIE PACCTOSIHUSA ~3,5 A+0,2 A.

B Tene OKpyribiX HaHOPA3MEPHBIX YACTHI[ B PEXKUME MPSIMOTO PaA3PELICHUS
MOXHO HJCHTU(UIIMPOBATH MEKIIJIOCKOCTHBIE paccTossHus d=2,6 A, d=22 A, gro B
mpenesnax BO3MOXHBIX TOTPEIIHOCTEH COOTBETCTBYET CTpyKType (a3 kapOuma
Bosibpama. CorjacHo pe3ylibTaraMm paciu(ppoBKU 3JieKTpoHOrpammel (puc.3.10e)
MOXHO HUJCHTUPUIUPOBATH OTPAXKEHUSI XaAPAKTEPHBIX A TpaduUTONOI00HBIX
MaTepHalioB cemeiicTB rmiockocteil ¢ d~3,6 A, d=2,1 A, KoTOpeIM COOTBETCTBYIOT
KOJIbIEeBbIE pediekchl. EnMHUYHbIE MaKCUMyMbl Ha KapTUHE JTU(paKIUU MOTYT
COOTBETCTBOBATh CTPYKTYype Kapoujos Bombdppama WC (d=2,4 A, d=1,3 A) ¢ yuetom
OTHOCHUTEJIIBHO HEBBICOKOW TOYHOCTU OIPEAECIEHUS MEXKIUIOCKOCTHBIX PACCTOSIHUMI
METOJIOM MPOCBEUYMBAIONICH 3JIEKTPOHHOW MHUKPOCKONHUHU, BO3MOXKHBIMU AeheKTaMu U
HETOYHBIM COOTBETCTBUEM UCCIEAYEMBIX CTPYKTYP 3TAIIOHHBIM.

[lo pe3ynpraTaM MOPOCBEYMBAIOIICH 3SJICKTPOHHOW MHUKPOCKOIHUH BBICOKOTO
paspelieHuss UICHTU(PUIMPOBAHBI OT/IEJIbHBIE HAHOPA3MEPHbIC YACTHUYKUA TUITUYHBIX
OCHOBHBIX TPOJIYKTOB cuHTe3a. Ha pucynke 3.11a npencraBieH CBETIONOIbHBIA CHUMOK
YaCTHUIl OKPYTII0H (POPMBI MOTPYKEHHBIX B YIJIEPOIHYIO MATPHUILy YACTUUYEK C pa3MepaMu
B ipenenax 10 10-15 um. Cornacuo tunuanoit SAED (puc. 3.110), CHIATOM ¢ OTAENBHBIX
YaCTUYEK B UX CTPYKTYpE MPOCMATPUBAETCS MEKILUIOCKOCTHBIE paccTosiHUA ~2,53+0,02
A, ~1,26£0,02 A, mo cHuUMKaM B peXHME IPAMOIO paspelleHHs B YacTHUKaX
MPOCMATPHUBAETCS MEXKIIOCKOCTHBIE paccTostHus ~2,53+0,03 A. Taxoit Habop
MEXIJIOCKOCTHBIX PAaCCTOSIHUN MOYET COOTBETCTBOBATh T'€KCAarOHAIbHOM (Da3e kapOua
Bodbppama WC. B  cTpykType yIJIEpOJHON  MaTpHUIlBl  MPOCMATPUBAIOTCS
MEKIIJIOCKOCTHBIE PACCTOSIHUSA ¢ pazMepoM ~3,76+0,05 A, uro mpumepHo Ha 0,2-0,3 A
00JIbIlIE TUMMUYHOTO MEKIIOCKOCTHOTO PACCTOSIHUSL YIVIEPOIHBIX TpadUTONOI00HBIX

da3. YBenuueHHE MEXKIUIOCKOCTHBIX PACCTOSHUN OT THUIUYHBIX TPapUTONOI00HBIX
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MOJKET OBITh CBsI3aHO ¢ «2D» cTpykTypoil matepuana. [logoOHbIe pe3ynbTaThl B BUAC
M3MEPEHHBIX MEKIIIOCKOCTHBIX PACCTOSHUIA 110 ~3,8 A momydeHbl aBTOpaMy HEKOTOPHIX
pabot (mampumep, [232]), B KOTOPBIX MPOCIEKUBACTCS TEHICHIMUS K YBEIMUYCHUIO
MEXIIJIOCKOCTHBIX PACCTOSIHUNA OTHOCUTEIILHO TUITMYHBIX IPaQUTOBBIX UACHTU(DUKAIINN
«2D» ctpykTypsl yriaepoaHoii ¢as3el. Ha pucynkax 3.11 1, 1, € npeacTaBieHbl JaHHBIE O

YJaCTUYKaX, COOTBETCTBYrONMX (haze W,C.

Pucynok 3.11 - Pe3ynbTaTbl NpPOCBEYMBAIONICH 3JIEKTPOHHONM MHUKPOCKONWHU B BHU/IEC

CHUMKOB B PEXKHUME MPSIMOI0 pa3peuieHuss U COOTBETCTBYIOUIUX KapTUH 3JIEKTPOHHOU

mudpakmuu: a, 6, B —gactuikl WC; r, 1, ¢ — gactuiel W,C; xk, 3, u — WOs.
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JlanHbIe 0OBEKTHI BHEIITHE TTOX0XKHU Ha yacTUIKU (a3sl WC, 0JTHaKO UX CTPYKTypa
ommyaercs. Ilo Tunuunot SAED  BuAHBI  OTpa)X€HHsS, COOTBETCTBYIOIIHME
MEKIIIOCKOCTHEIM ~ paccTosiHuAM — ~2,63+0,02 A,  ~2,34+0,02 A, ~1,32+0,02 A,
~1,06+0,02 A, uTo ¢ y4eToM BO3MOXKHBIX MOTPENIHOCTEH, BO3MOXKHBIX HCKaKeHMil
pEIIETKH COOTBETCTBYET CTPYKType kKapOuaa Boibdpama WoC. Ha cHuMKke B pexume
TIPSAMOTO pa3pelieHus UAeHTH(UIUPYETCs IBa ceMeiicTBa muockocTei ~3,26+0,03 A u
~2,63+0,03 A, uto Taxxke cooTBeTCTBYET CTpyKTYype WC.

Ha pucynke 3.11 k, 3, ¥ mpeAcTaBiI€Hbl CBEAEHUS 00 €€ OJHOM THIIE YaCTHILI, C
pa3MepaMu TIopsIKa JECATKOB HAHOMETPOB, HEMPABMIHLHOU (DOPMBI, KOTOPBIE B OTIINYNE
OT MPEIbIAYIINX YacCTUIl HE MOTPYKEHBI B YIVIEPOJHYIO MaTpuily. Takue 4acTUUYKH
UIEHTU(PUIIMPOBAHBl B 00pa3liax, B KOTOPBIX MPUCYTCTBYET OKCHJ BoJibhpama.
Cornacio manHbiM  SAED, B CTpykType dYacTHI[ MOXKHO WJIACHTHU(PHUIIUPOBATH
MEXIIJIOCKOCTHBIE ~ paccTosHus  ~3,85+0,02 A,  ~3,17+0,02 A,  ~2,69+0,02 A
~1,89+0,02 A, ~1,28+0,02 A, ~1,16+0,02 A; a B pexxumMe mpsAMOro pazpelieHus] MOKHO
BBIJIETUTH MEKIIJIOCKOCTHBIE paccTostHus ~4,30+0,05 A n ~3,84+0,05 A, xoTopble MOTyT
COOTBETCTBOBATH C YYETOM BO3MOXKHBIX IOrpemHocTer cTpykrype WOs.

CorjiacHO TaHHBIM NPOCBEYMBAKIIECH 3JIEKTPOHHOH MHKPOCKONHUHN MOXKHO
YTBEP:KIATH O BO3MOKHOCTH MOJIYYeHHS HAHOPa3MEPHBLIX YaCTHIl KapoOujaa
BoJbppama paspadarbiBaeMbIM 0€3BAKYYMHBIM JJICKTPOAYIOBBIM METOAOM.
@opMHUPOBAHUE ITUX YACTUL, BEPOSITHO, BOBMOKHO B PE3YyJIbTATE KOHJAEHCALINY U3 Mapa
BoJb(pama u yriepoaa. [loxoxue pe3ynbTaThl U MEXaHH3Mbl POCTa HAHOPA3MEPHBIX
4yacTull Kapoua Bojb(pama onucansl B padbote [227], KOTOPYIO MOKHO CUUTATh MPSIMbIM
aHAJIOTOM pa3pabaThIBAEMOT0 METO/1a, OTJIMYAIOIIETOCS PeKUMaMU PaOOThI Pa3psIIHOTO
KOHTypa, (opMoil s1ekTpooB u atMochepoit peaktopa. B pabore — ananore B
aTMocQepe renus MoHKUTaJICs TyTOBOM pa3psi MOCTOSHHOTO TOKAa MEXKITY IpaUTOBBIMU
aHOJOM M KaTOJOM, MPUYEM B KaTOJE€ HMMEETCS MOJIOCTh, 3aMOJHSEMAasl MOPOIIKOM,
cojiepKaiuM BoJibpaM U yriaepoa. [IpoayKThl CHHTE3a OTJIMYAKOTCS 0 COACP>KAHUIO
KpUCTaUTMUECKHUX (a3, mo MOp(OIOTUN YACTHUI] U UX JUCTIEPCHOCTHU B 3aBUCUMOCTH OT
MecTa coopa mopoIika (Ha pa3IudHbIX MOBEPXHOCTSIX JIEKTPOJIOB, C KOpPIyca KaMephl).

CpaBHHBas MMOJyYEHHBIE PE3YJIbTaThl C OJIYYCHHBIMH paHee (Hampumep, [227]) MoxHO
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C YBEPEHHOCTHIO TOBOPUTH O BO3MOKHOCTH TIOJIYICHHS HAHOPA3MEPHBIX YaCTHUI] KapOuaa
BoJIb(pama paszpabaTbiBa€MbIM METOJIOM. 3HAUMTENbHAs IIEHHOCTh TaKUX OOBEKTOB
3aKJTF0YACTCS B BO3MOXKHOCTH WX TPUMEHCHHS TPHU CO3JAHUU KaTaau3aTOpOB IS
MOJIy4eHHUs] BOAOpoJa W3 Bojabl. OAHAKO, OYEBUHO, YTO B TOJyYaeMbIX MaTepHaliax
MaccoBasi I0JIsI HAHOPa3MEPHOH (PaKIMK HEBBICOKA, U JJII BO3MOXKHOTO MPUMEHCHHSI
MPEACTOUT PEIIUTh 3a]ady pas[eieHusT NPOAYKTOB CHHTE3a JUISl BBIACICHUS
HaHOpMepHOH (ppakuuu. HecMoTps Ha BbIeNIeHNE HAHOPA3MEPHOW KOMIIOHEHTHI TIpU
MPUTOTOBJICHUHM TIPOOBI [JI1 TPOCBEUMBAIOIICH JJICKTPOHHON MHUKPOCKOIUU TIPH
YJIBTPA3BYKOBOM BO3JCHCTBMM Ha IOPOIIKOBBIE MPOAYKTHI CHHTE3a B CIUPTOBOU
CYCIIEH3UH, OCTAETCSI OTKPBITHIM BOIIPOC BBIICTIEHUS 3HAUUTEILHON MacChl 3TUX YaCTHII
U3 MPOIYKTa CUHTE3A.

3.1.3. Iloayyenme MaTepuajioB HAa OCHOBe KapOua0B BoJbpama
BO3/elicTBHEM IJIa3Mbl aTMOC(EPHOIro AYroBoro paspsiia moCTOSSHHOI0 TOKa HAa
cMecH OKCH/Ia BOJIb(ppama u yriiepoja.

[IpeacTaBieHHble BBIIIE PE3yJAbTAThl AKCIHEPUMEHTAIBHBIX  HUCCIIEIOBAHUMN
MO3BOJISIOT  CYATATh BO3MOXKHBIM  IOJIYYCHHE MHKPOHHBIX, CYOMHKPOHHBIX |
HAaHOPa3MEPHBIX MOPOIIKOB KpUCTAILUTNYECKUX (a3 kapOua Boibppama 0€3BaKyyMHBIM
AJIEKTPOJIYTrOBHIM  METOJAOM €  TpuMeHeHueM d(ddexra caMOIKpaHUPOBAHUS
PEaKIIMOHHOTO 00BEKTa OT KUCIOPO/Ia BO3TyXa ra3000pa3sHbIMU OKCHUIAMHU YTIJIepoia MPH
UCIIOJIb30BAHUU CIIEIUATIbHON KOHCTPYKIIMU JJIEKTPOJOB. BaXHBIM 3TarmmoM pa3BUTHS
pa3pabaTeiBaeMOr0  METOJAa  CJEeAyeT CUMUTaTh  HMCCIEAOBAHHWE  BO3MOXKXHOCTH
WCITOJIb30BAHUS B KAYECTBE HCXOAHBIX PEAr€HTOB 0OJIee ICIIEBOTO ChIPhS, YeM MTOPOIIIOK
KyOuueckoil ¢a3pl Boabdpama. Bo3MOKHBIM HCXOIHBIM CHIPHEM MOKET OBITH MOPOIIOK
okcuna Bodbhpama WOs;, sBISIOMMIACS TPOAYKTOM TepepadOTKH BOJIb(GPAMOBBIX
KOHIIEHTPATOB PY/Ibl.

J11st mpoBeACHUS CEpUU AKCIIEPUMEHTOB OBLIIO TTOATOTOBIICHO JIBA THTIA UCXOTHBIX
CMecel: B TepBOM THUIIC MCIOJIB30BAJICS KOMMEPUYECKUH MOPOIIOK OKCHIa BOJIb(ppama
WO; (C uncroroii He Menee 99.9 %, mocraBmuk «Peakuii metamm, Pd), a Takke okcug
BoJTb()pama, 0Opa3yIOIIMICS MPU CTOPAHUH TPOIYKTOB CHHTE3a, MOTYUCHUE KOTOPBIX

OMMKCAaHO B HacTosIIeH padbore B pasaene 3.1.2. B oboux ciydasx COOTHOIIEHUE Macc
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okcuaa Boidbpama WO; k yriepomy coctaBmio 3:1. CooTHOIIEHHE MacC MCXOIHBIX
peareHTOB BBIOPaHO C TOUKH 3pEHUSI 00eCIeUeHUs MAKCUMAIbHOTO COJIEPKaHUs OKCHIA
BOJIb(ppaMa B MCXOJHON CMECH IPHU COXPAaHEHUH €€ AIEKTPOMPOBOIHOCTH HA YPOBHE,
JIOCTAaTOYHOM JIJIsl HHUITMUPOBAHMS IyTOBOTO pa3psijia B paccMaTpuBaemoii cucreme. B
KaXJIOM SKCIIEPUMEHTE B MOJOCTh KaToja 3arpyxkanoch 0,5 r ucxomHoit cmecu. Karon
WCIIOJIB30BAJICS C BHYTpEHHUM auameTpoMm 20 mm, BeicOTOM cTeHOK 30 MM. [lyroBou
paspsl MOJJEpKUBAJICS MpU cuiie Toka 165 A B TeueHue 3aJlaHHOTO BPEMEHH, JI0
JOCTUKEHHUSI 3aJIaHHOTO KOJIMYECTBA TMOJABEICHHOW »HHeprur. CHHTE3UPOBAHHbBIC
IPOAYKTHI COOMPANINCh CO CTEHOK KaToJa U OTACIBbHO COOMpANIMCh MPOAYKTHI CO JHA
TUTJISI-KaTO1a.

[TomydyeHHBIC paHee MOPOIIKH, coaepxarue kapoumbl Boibppama WC u W,C
cxuranuck B armocepnoit neun mapku IKCII 10 npu temneparype 900 °C B TeueHue
30 MuHyT. CMECh HECKOJIBKUX MOPOIIKOB MPEIBAPUTEIHLHO aHAIU3UPOBAIacCh METOOM
muddepennmanbHoro tepmudeckoro ananmsa (Netzsch STA 449) B nmmanasoHe oT
KOMHaTHOU Temriiepatypsl 10 1000 °C.

CuHTEe3MpOBaHHBIE TOPOILIKK  AHAIM3UPOBAIUCH METOJOM PEHTTEHOBCKOM
nudpaxromerpun (Shimadzu XRD 7000s, A=1,54060 A,), pacTpoBoii 31eKTpOHHOI1
mukpockoruu (Tescan Vega 3 SBU c¢ EDS mnpucraskoit Oxford Instruments),
POCBEYMBAIOIICH 31eKTpoHHOM Mukpockormuu (JEOL JEM 2100F).

Ha pucynke 3.12. nmpeacrtaBieHbl  pe3ynbTarthl  IuddepeHnaibHOTO
TEPMUUYECKOTO aHalii3a MOPOIIKOB, cojiepxkanux rpagut u das3sl kapouga Boiabhpama
WC u W,C. ITo nanasim Tepmorpasumetpun (TT -kpuBast) Mmacca o06pasia He U3MEHSIETCS
no temnepatypsl ~550 °C, mocie dero oOpasel] HaOupaeT Maccy J0 TeMIEPaTyphl
~710 °C, u 3arem HabmrOIaeTCS CHIDKCHHE Macchl 0 Temrepatypsl ~920 °C. HOTT -
KpHUBasi TOKa3bIBAET, YTO AKCTpeMyM (YHKIIMHM, COOTBETCTBYIOIIECH Mpolieccy Habopa
Macchbl cooTBeTcTBYyeT Temieparype ~620 °C, a cHmkennro maccel ~810 °C. Otum xe
TeMrepaTypaM COOTBETCTBYIOT MaKCUMYMBI JIBYX 3k30TepMuueckux 3¢ dexton Ha JICK-
kpuBoil. Ilpm 3TOM B XOJe HK30TEpPMHUUYECKOTO 3(PdeKTa, COMPOBOKAAIOIIETOC
CHIPKEHHMEM MAacChl, IPOUCXOAUT BbIACICHUE MOHOB ¢ Maccod 44 a.e.Mm. (a Takxke 12

a.e.M., 43 a.em., 45 aem., 46 a.e.m.). Takum 00pa3oM, MOXKHO HUACHTHUDHUIIUPOBATH
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NepBBIA 3K30TepMuUUeckuil 3¢dekT ¢ HabopoM Macchl Kak TOpeHHe Bosb(ppama u
KapOua0B Bosbdpama, a SK30TepMHUUECKUi A3 (PEKT cO CHUKEHUEM MacChl Kak TOPEHUE
yraepoAHbiX (a3 B COCTaBe TOPOIIKOB C BBIACNIEHHUEM yriaekuciaoro raza. Ilo
pe3ynbTaTam nuddepeHImaibHOro TEPMUYECKOTo aHanu3a Oblia BeIOpaHa TeMIiepaTypa
CKUTaHUs UMEIOIINXCA MOPOUIKOB, KoTopas coctaBuia 900 °C. B pe3ynbTare npouecca
ObUT MOJY4YeH MOPOIIOK KEJITO-3€JICHOTO I[BETA, COCTOSIIUNA M3 MOHOKIMHHOW (ha3bl
okcuga Boibdpama WO;. Oxcup Bosibppama CMEIIMBAJCSA, KaK YKa3aHO BBIIIE, C
PEHTTeHOAMOP(HBIM  YIJIEPOJIOM, B pe3ylbTaTe MOJy4deHa HCXOJHAS CMECh JIs

AIIEKTPOAYTOBOTO CHHTE3a KapOuia BoJIb(Ppama B 3JICKTPOyTOBOM TIa3Me.

A 'g
a) T, % Mol Tok, x10°, A 6) AOTT, %/cek ACK, mBT/mr
120 & 0,02 g
Tr
100 1 L5 0,014 6
804 .;' L A 0 1
601 %3 001 L 2
' COz 4
401 / \ 2 -0,02 Lo
201 -1 -0,03 -2
D L] L] L] L] D DFOd' L) L] LI L "4'
0 200 400 600 300 1000 0 200 400 600 800 1000

TemnepaTtypa, °C TemnepaTtypa, °C

Pucynox 3.12 - Pesynbrars! auddepeHmanbHO TEPMUUIECKOTO aHAIN3a, COBMEIIIEHHOTO

c razoBoi xpomatorpaduei: a) TI'-kpuBasi 1 KpuBasi U3MEHEHUsI HOHHOTO TOKa (Macca
44 a.e.); 6) ATT u JICK-kpuBbie.

Ha pucynke 3.13 mpeacraBiieHbl pe3yibTaTbl PEHTTEHOBCKOW AHU(PPAKTOMETPUN
MOPOIIKOB, MOJYYEHHBIX pa3padaThiBAEMbIM METOJOM C MCIOJb30BAaHUEM B KAaYECTBE
UCXOJTHOTO Marepuajga CMeCcH OKcuaa BojibhpamMa U Ccaxu (peHTreHoamMop(hHOTO
yriepoaa). Ha kaptune mudpakumu 1 BHAHO, YTO HCXOAHBIM OKCHUJ BoOJibhpama

npencrapisier coboir MoHokiMHHYIO (asy WOs. brnuskum sTanioHoM B mpenenax

BO3MOXHBIX  TOTPEIIHOCTeN  siBmsiercs  ¢aza  okcuma  Boidb(pama  WOs,

3aperucTpUpPOBaHHAS B MEXKIYHAPOJHOM LeHTpe audpakiuroHHbix 1anHbix (ICDD) non
HomepoM 01-089-4476. Takast kapTuHA pEHTTEHOBCKON TU(PPAKITUN XapaKTepHa KaK JJIst

KOMMCPUYCCKOTO OKCHIa BOJ'IB(bpaMa, TaK W IMMOJYYCHHOI'O CaMOCTOATCIbHO ITYTCM
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C)KUTaHUSI MAaTEPHUATIOB, TIPOIIECC CHHTE3a KOTOPHIX OMFCAH BHIIIEC B HACTOSIICH paboTe.
B TUnMYHOM MpOIYKTE CHHTE3a, KaK 3TO BUIHO Ha IudpakTorpamme 2, MPUCYTCTBYET
noMuMo (a3pl OKCHIa BOJIb(Ppama TakkKe rekcaroHabHBIC a3kl kKapOuaa Bombhpama
WC u W,C. [lannble ¢a3pl B mpeaernax BO3MOXKHBIX IOTPEIIHOCTEH HIACHTHYHBI
MOJyYEHHBIM paHee pa3pabaThiBAacMbIM METOJOM IIPH HCIOJIb30BAaHUM TOPOIIKA
KyOmdeckoil (a3pl BoibppamMa B KadeCTBE HCXOJHOTO peareHTa. BO3MOKXHOCTh WX

IMOJIyUCHUSA 000CHOBaHAa TaKKe paHcce.

HaTercBHOCTD, 0.€.

|
20 30 40 50 60 70 26, rpan

Pucynox 3.13 - Pe3ynbrarhl peHTreHOBCKOM nudpakToMeTpuu: 1 — mopoika oKkcuaa
Boib(ppama WO3; 2 — TUIMYHOTO MPOAYKTA AJIEKTPOAYTOBOTO CUHTE3a; 3 — MPOJYKTa,
MOJIYYEHHOTO TIPH SHEPTUH AYroBoro paspsaa ve menee ~110-120 k/[»x u cobpanHoro co
JTHA TUTJIS — KaTO/1a.

B npoaykre oxumaemo wuaeHTHUGUIMPOBaHA YyriepojaHas rpaduronogoOHas ¢asa,

dbopMUpOBaHHE KOTOPOM TaKXke OOOCHOBAaHO paHEe KPUCTAINIM3AIMEH MCXOIHOTO
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PEHTTeHOAMOP(HOIO yriaepoaa, a TakkKe JJIEKTPOo3po3uell rpauTOBOrO aHOMA.
dopmupoBaHue Kyoudeckoil (as3pl BolibPpama, OYEBUIHO MO JAHHBIM IKCIIEPUMEHTA,
BO3MOXXKHO. Ha ngmarpamme cocrosiHuil o0Oo03HaueHa 00J1acTh, COOTBETCTBYIOIIAS
yclloBUsSIM 00pa3zoBaHusi (a3 BoJibppama, COOTBETCTBEHHO, TEOPETHUECKH TAKKE 3TO
BO3MOXHO. BeposiTHO, B pe3ysibTate TEPMUUYECKOTO BO3ACHCTBUS AYTOBOTO paspsaa Ha
UCXOAHBIN MOPOIIOK 00pa3yloTCs JIOKaJbHbIE 00JIACTH C MOBBIIIEHHBIM COACPKAHHEM
BOJIb()pama, KOTOpPhIE B MOCIEACTBUU SBIIAIOTCS LIEHTpaMU (POPMUPOBaHUS KyOUUYECKOM
da3el Bomb(dpama. [lomyuenue mnpomykra cuHTE3a, cozepikamiero (asel kKapouma
Bosibppama u BoibdpaM B pe3yabTaTe BO3ACUCTBUA IUJIa3Mbl HAa CMECh OKCHJA
BOoJIbpama u yriepojsia B ¢aze rpadura paHee yx e OMUCAHO HEKOTOPHIMHU aBTOPaMH,
Hanpumep, [233]. Takum oOpa3om, pe3yibTaThl KaueCTBEHHOIO PEHTreHO(a30BOI0O
aHalM3a TUNUYHOTO TMPOAYKTA OBJEKTPOAYTOBOTO CHHTE3a CJEAyeT CUHUTATh
COOTBETCTBYIOIIUMH TECOPETUYECKUM M HKCIIEPUMEHTAIBLHBIM PaHee OIMyOJIMKOBAHHBIM
paboTam.

3HAUUTENHFHO OTIWYAETCS KapTUHA PEHTTeHOBCKOW nudpakiuu HoMmep 3 Ha
pucynke 3.13: B cocTaBe NpOJAyKTa CUHTE3a HICHTU(DUIMPYIOTCA JUIIb KapOHIbI
Bobppama WC W,C, a Takxke rpadur. Dta kapTuHa AUQPPAKIUU COOTBETCTBYET
MOPOIIIKaM, MOJYYEHHBIM IIPU SHEPIUU OyroBoro paspsana He menee ~110-120 k/x u
COOpaHHBIM CcO JgHA TUTS — Katoja. COOTBETCTBEHHO, MOXKHO CYHTATh BO3MOXXHBIM
MOJIHYIO (B TIpeesiax YyBCTBUTEILHOCTH MTPUMEHSIEMBIX METO/IOB aHAJIN3a) TIEPEPadOTKy
HCXOJHOTO BOoJb(Ppama (KMiIu ero okcuja) B mpoiecce cuHTe3a a3 kapouaa Bosibhpama
pa3pabaTeiBaeMbIM O€3BAaKyyMHBIM 3JEKTPOAYTOBBIM METOJAOM TIPH TOJBEICHUH
JIOCTaTOYHOTO KoJimyecTBa »Hepruu (He meHee 220-240 x/[x/r mpu HUCHOIB30BaHUU
cMecH, cocTosiiel u3 3 yacteil Macc okcua Boiab(dpama u 1 yactu Macc yriaeposa).

Ha pucynke 3.14 mnpencraBiieHbl 3aBHCUMOCTH MAacCOBOTO  COJEpP>KaHUS
KpUCTAJUTMUECKUX (Da3 B COCTaBe MPOAYKTa AJIEKTPOAYTOBOTO CHHTE3a OT JHEPIUu
IYyroBOrO paspsaa. B 3aBUCHMOCTH yUYTEHBI pE3yNbTaThl JKCIEPUMEHTOB Kak
MPOBOJIMMBIX C HCIOJB30BaHUEM KOMMEPYECKOTO OKCHAa Bojibhpama, TaKk U C
UCTIOJIb30BaHUEM TTOJTYYEHHOTO CAMOCTOSTEIHHO HCXOIHOTO ChIphs. BuaHo, 94TO Ha BCemM

UCCIIeIyEMOM MHTEPBAJIEC TPOUCXOAUT CHIDKEHUE 07K okcuaa Boibppama WO3 BIutoTh
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710 HyJs IpH KonnyecTBe nojseneHHon sueprun He Hike 100 kJx — 110 x/[x. Taxxke
Ha BCEM MHTEpPBaJIe MPOUCXOIUT POCT COAEPKaHUsI TpaduTa, 4TO MOXKET ObITh CBSI3aHO,
KaK 0TMEYaJIOCh paHee, C MPOIECCOM 3p0o3uu rpaguToBoro aHoaa. Taxke HaOM0AaeTCSA
poct conepxkanus a3 kapounos Boabhpama WC u W,C u Bonbdppama W. OtaensHO
CJIelyeT OTMETUTh MPOJIYKT CHHTE3a, MOJY4YeHHBIM mpu 3Hepruu ayru ~118 k/lx u
COOpaHHBIM cO gHA TUTIIA — Kartoga. JlJis 3TOro marepuana XapakTepHO HYJIEBOE
conepkanue (a3 okcuzia Bojibppama U BoJb(ppama, B MPOJYKTE CUHTE3a MPUCYTCTBYET

TOJIBKO TpaduT, a Takxke aABe ¢aspl kapouma Boasdhpama WC u W,C.
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SHeprya OVroBOTO paspana, k[

Pucynok 3.14 - CopepxaHue KpUCTAIMYECKUX (a3 B MPOIYKTaX 3JIEKTPOIYTrOBOTO
CUHTE3a B 3aBUCHUMOCTH OT KOJINYECTBA MOJIBEACHHON YHEPTUH

Jlnsg maTepuanoB, MOMYYEHHBIX TpU dHEpruu ayroBoro paspsma 115-120 k/lx
NpoBe/IeHa pacTpoBas deKTpoHHas Mukpockonus (puc. 3.15). B cocraBe matepuaa,
COOpPaHHOTO CO JIHA MOJIOCTH KaToAa MOXKHO UIACHTU(UIIUPOBATH 1Ba MOP(HOIOTHIECKUX
TUINA YacTull kapOuja Bodbppama. MaeHTuGUUHMPYIOTCS MOHOJMTHBIE YaCTULBI C
MAaCCUBHOM TEKCTYpOH U pa3Mepamu 10 JECATKOB MHKPOMETPOB (puc. 3.15a), a Takxke
OTJIEJIbHBIE KPUCTAUIBI C pa3MepamMu 0 HECKOJbKMX MHUKPOMETPOB, BKIIOUEHHBIE B
yriepoanyro Matpuiry (puc. 3.156). B npoaykrax cuHTe3a, COOpaHHBIX CO CTEHOK KaTo1a

HAOJIOMAIOTCS TakXKe OKPYTJble, MOPUCTHIE, TUIACTUHYATHIE, c]epougaibHble U
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KOMOMHHMpOBaHHbIE (QOpMBI. B pesynbrare cepuu M3MEpEeHUN XUMUYECKOTO COCTaBa
(cBpimie 60  JOKaNbHBIX  HM3MEpPEeHHi), oOOCyXJaemble B JaHHOM  pasjene
MOp(}OJIOrMYecKre THUIBl YaCTHUEK COCTOAT U3 yriepoAa U Bodb(ppama, a TaKxKe
HE3HAYUTEIBHBIX MPUMECEH KUCIOPOAa, U HEKOTOPBIX HIMPOKO PACIPOCTPAHEHHBIX HA

3eMJIe JIEMEHTOB (KPEMHHU, JKeJe30, ATIOMUHUN).

W
W

MHTEHCUBHOCTD, O.e.

0 5 10 15
JHeprus, KIB

VEGAS TESCAN]  BEM IV 200 WV WO M |
View fwis 110 Det pe 0w
BEMMAGE 202 he  Dtmominty | 110810

Pucynok 3.15 - Tunuunble pe3yabTaTbl PACTPOBOM AIEKTPOHHON MHUKPOCKOIIHH
IPOAYKTOB AJIEKTPOAYTOBOTO CHHTE3a: a, 0) SEM-cHuMKHN Matepuana, COOpaHHOTO CO
JTHA THUTJISl — KaToJa; B) THUIUYHBIA YHEPTOAUCTIEPCUOHHBIN CIIEKTP MPOIYKTOB; T, 1, €)
SEM-cHumMKH MaTepuraia, COOpaHHOTO CO CTEHOK TOJIOCTH KaTo1a.

[lo pgaHHBIM TPOCBEUYMBAIONIICH  JJIEKTPOHHOM  MHUKPOCKONMUU  0OpasIos,
MOJIYYEHHBIX IPH dHEpruu ayrosoro paspsana ~110-120 x>k Ha qHe KaTo1a, B TPOIYKTE
MPUCYTCTBYET JiBa OCHOBHBIX Mopdoiornueckux Ttuna o0bekToB. Cyas 1o
CBETJIONOJBHBIM W TEMHOMOJBbHBIM STEM-cHUMKaM, a Takke 1O JaHHBIM
AHEProJIUCIIEPCUOHHOTO aHaIu3a B (hopMare KapTUPOBAHUs, B IPOYKTE MPUCYTCTBYIOT

HAaHOpPa3MEPHbIE YACTUUKH, COJIEpKAIlINE BOJIb(paM, KOTOPbIE HAXOJATCS B YIJIEPOIHON
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matpure (puc. 3.16 a, 6, B). JlaHHbIe YaCTHUKH XapaKTEPU3YIOTCA OTHOCUTEIBHO Y3KUM
pacnpenenesueM no pasMepam: 6onee 70 % yacTHIl XapakTEpU3YIOTCS pa3MepoM He
oonee 10 HM. Ha cHuMKax B pexuMe MNPAMOIO pa3pelieHUs] TAKUX YaCTHYEK
MICHTUOUIUPYIOTCS  MEXILIOCKOCTHBIE  paccTosuus 2,6 A£0,1 A, uyro moxer
cootBeTcTBOBaTh Kak (aze WC, tak u daze W,C. Ha kapTune nudpakiuu 3JeKTPOHOB
HIEHTUDUIUPYIOTCS MEXKIIOCKOCTHBIE paccTosuusa ~2,6 A, ~1,3 A, ~1,0 A, xortopsle

TaKke MoryT cooTBeTrcTBoBaTh (pazam WC u W,C.

Specimen [ STEM DF ]
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Pucynok 3.16 - Pe3ynpTaThl NpOCBEUMBAIOIIECH 3JIEKTPOHHOM MUKPOCKONHUU: )
OO30pHBIN CBETJIONMOJIBHBIM CHUMOK CKOIUIGHHMsI 4YacTHI] KapOuaa Bodbhpama B
yriiepogHo Matpuile; 0) TEMHOMOJbHBIA CHUMOK CKOIUJICHHUS, CHSTBHI B pEXKUME
CKAaHUPYIONIEH NPOCBEUUBAIOIIEH 3JIEKTPOHHON MUKPOCKOIINH, B) KapTa pacrpeaeieHus
BoJib)paMa B COCTaBE CKOIUIEHUS YaCTUI, T') pacHpelesieHHe YacTull KapOuja
BOJIb()pama o pazMepam, /1) CHUMOK YacTHUIIbl KapOua Bosbppama B peKHUME IPSIMOTO
pas3peleHus, €) COOTBETCTBYIOIAsl KapTUHA TU(PaKIUU JIEKTPOHOB.

Takum 00pa3oM MOXKHO c/AeJaTh BbIBOJA O BO3MOXKHOCTH TOJIyYeHUsI

HAHOPA3MEPHBbIX YACTHUI KapOuaa BoJb(ppama paspadarbiBaeMbIiM 0€3BAKYYMHBIM
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3J1eKTPOAYTOBBIM METOI0M € MCIOJIb30BAHNEM B KAUECTBE UCXOHOTO MaTepuana Jis
cuHTe3a okcuaa Boabppama WOs Ilpu sToM Ha JaHHOM 3Tane HMCCIEIOBaHUN HE
yZaJoCh BBISIBUTH pa3iauuus B Mopdosiorun yactul kapouaos Boabdpama WC u W,C.
CnoxHocTh HAECHTU(UKAIMM MOXKET OBbITh BbI3BAHA KaK JOKAJIBHOCTBIO METO/a
MPOCBEUMBAIONIEH SJIEKTPOHHOM MHUKPOCKONMHH, TaK M BO3MOXHOCTBHIO HAJUYUS B
YacTHUIIaX OJHOBPEMEHHO KpHucTaumueckux pemetok ¢daz WC u WC BBuay
cTaguiHOCTH oOpa3zoBaHus KapOuaa BoJbPpama WC uyepe3 mpoMexyTounyro ¢asy
nosykapOuaa Boiasppama W,C [234].

3.1.4. IlpumeHeHune 0e3BAKYYMHOI0 3JIEKTPOAYIrOBOI0 MeTO/Aa B KadecTBe
(pu3uYecKHX OCHOB TEeXHOJIOTMM TOJyYeHHs KapOugoB BouabppamMa u3
BOJIb()PAMOBBIX PYIHBIX KOHLIEHTPATOB.

MeTtoapl nonyueHus kapOua0oB BoJdbppama, Kak IpaBuiio, 0a3UpPYIOTCS HA OCHOBE
UCIOJIb30BaHUSl YHUCTBIX MCXOJHBIX PEareéHTOB, a UMEHHO, BoJb()pamMa U €ro OKcuia,
yriaepoaa B PEHTTEHOAMOP(PHOM BHUAE WIM B Pa3IWYHBIX KPUCTALIMYECKHUX
Monupukanusx. TexXHOJOTMM BBIIEIEHHUS W3 HCKOMAEMBIX pPyA BOJIb(PAMOBBIX
KOHIICHTPATOB, a 3aT€M, OKCHIOB BOJIb(Ppama C MOCIECAYIOIINM UX BOCCTAHOBJICHHUEM 0
YUCTOTO BOJIb(PpaMa TPeOYIOT 3HAYMTENBHBIX 3aTpaT SHEPTrUU, BPEMEHH, pacxoja
COIYTCTBYIOLIMX MpoIlleccaM MepepadOTKH peareHTOB, BOAbl.. B 53Toil cBA3M B
COBPEMEHHOM MUpPE aKTyalleH BOMPOC MOBBIIICHUS SHEPro- U pecpyodPPEeKTUBHOCTH
METOJIOB MepepabOTKH KOHILIEHTPATOB pPYyAbl, YMEHBUICHHUS YHUCJIA MPOMEKYTOUHBIX
CTaauil, CHWXKEeHUs oO0bema oTxoJ0B [235]. CymiecTByroume METOAbl NepepadoTKu
BOJIb()PaMOBBIX KOHIIEHTPATOB BKIIOUYAIOT M3MEIbYCHHE YACTHI] PYABI 1O TpedyemMoro
CpEIHEero pa3Mepa YacTull, pa3JeieHHe pa3iuuHbIX (Qpakuuil pyabl B Mpoliecce
npoceuBaHus, (OTauMM, MarHUTHOM cemnapauud. Pe3yiabTaToM MHOTOCTAIMHHON
00pabOTKK PYIHBIX KOHIIEHTPATOB SIBJIETCS MOJYyYEHHUE MOPOIIKAa OKCHAA BOJb(ppama
WOs3, B TO BpeMsi Kak B KayeCTBE HCXOJHBIX MaTepHaioB OOBIYHO HCIIOJIb3YIOTCS
Bostbppamut (Fe,Mn(WO,) u meeaut CaWO, [236]. OaHuM U3 OAX0/I0B K TepepadoTKe
BOJIb()PAMOBBIX PYAHBIX KOHILEHTPATOB SIBISIETCS MOJIydeHHE KapOuI0B BoJib(hpama Ha
OJTHOM M3 paHHUX CTAIUH C MOCIEIYIOIUM BBIJICJICHUEM CHHTE3UPOBAHHOU (PpaKIMK B

XO0JI¢ JaNbHEHIICH mepepadOTKH OCTaBIIETOCSA CHIphbs. Tak aBTOpHI pador [237-238]
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MOJIy9arOT KapOua BoJb(paMa BOCCTAHOBJIICHHEM IIIEETUTA B MPHUCYTCTBUM MAarHus U
aKTUBHPOBAHHOTO VTS, C JaJbHEHIIEH MMOCIeI0BATeIbHON OUYMCTKOW MPOAYKTa C
WCITOJIb30BAHUEM COJITHOM KHCJIOTHI W TUApoKcuaa HaTpus. OJHUM M3 M3BECTHBIX
MOJIXOJIOB K NMPSIMOMY CHHTE3Y kKapOujia BoJib(hpama U3 mieennTa sipisiercs o0padboTka ero
CMECH C TpaUTOM IJIa3MOU TyTOBOT0 pa3psija MOCTOSHHOTO TOKa B TpadUTOBOM BaHHE
C IUIOTHOCTBIO NOTOKa dHepruu nopaaka 103-10% Br/cm? B atmocdepe aprona [239]. C
Y4€TOM TMPEACTABICHHBIX JAHHBIX O Mpolieccax MepepadOTKU PYIHBIX KOHIIEHTPATOB
W3BECTHBIMH METOJIaMU MPEACTABIISICTCS BO3MOXHBIM MPUMEHECHHE pa3padaThIBAEMOTO
0€3BaKyyMHOT'O JJICKTPOAYTOBOTO METOJAA ISl pealu3aly MNpsSIMOr0 CHUHTE3a
KpucTaumueckux (a3 kapOuja Boibhpama U3 BOJIbPpaM-coAepKalUX HCKOMAEMBIX
MUHEPAJIOB.

CorynacHO JaHHBIM, TIOCTYMUBIIUM OT MPOU3BOJUTENS  BOJB(MPAMOBOTO
KOHIIEHTpaTa, HCXOJIHOE ChIPbE, HCIOIB3YEMOE JUIsI CEPUU  DKCIEPUMEHTOB,
cOOTBETCTBOBAJIO 10 xuMuyeckoMy coctaBy ['OCT 213-83 (KonueHnTpa Bosib(ppaMOBBIi.
TexHuueckue ycinoBus) u coaepkurt 110 42 % (macc) Boiabdpama, octanbHbie 58 % (Macc)
COCTAaBJISIFOT KHUCJIOPOJ, KEJIE€30, MapraHel, KaJIbIUW, KaJlhi, aTlOMUHHUN, KPEMHHI,
TUTaH, [HUPKOHUW, CBUHEN, cepa W Jpyrue sJeMeHThl. [lo JaHHBIM pacTpoBOI
AJIEKTPOHHONM  MHUKPOCKOIIMM B  COCTaBE HCXOJHOTO PYIHOTO  KOHIICHTpaTa
UACHTUDUITUPYIOTCS KPUCTAIUTBI ¢ MPaBUIBHBIMH HIMOMOP(PHBIMA OYEPTAHUSIMH TIPU
cpeaneM pasmepe yactuil 10 100 MkMm. Takke MOXHO YBUAETH arjioMepaThl YacCTHUIL C
pazmepamu 10 500 mxMm. Ha caHumke (puc.3.170) B pexxume (pa30BOro KOHTPACcTa MOKHO
YBUJIETh HEOJTHOPOJIHOCTh pacIipejielieHus Haubosiee IOTHOTO AjieMeHTa (Boabdpama)
B COCTaBE€ MCXOJHOTO KOHIIEHTpaTa. Mopdoiorust 4acTuil TUMIUYHA /I KOHIIEHTPATOB
BOJIb(GpamMoBBIX pyx [237].

XVMMHUYECKHI COCTaB XapaKTEPU3YETCs CUIILHOM HEOJHOPOIAHOCTHIO B 00BEMeE
MaTepHaa, YTo TUITUIHO JIJIS BOJIb(PAMOBBIX KOHIICHTPATOB HA OCHOBE BOJh(paMuTa 1
nieenuTa. BBUAY HEOZHOPOJHOCTH MaTepHana JaHHBIE O XHUMHYECKOM COCTaBE
MPEACTABICHBl B BHUJAEC THUCTOTPAMMBI, COJEpXAIIe CBEICHUS O CpEeIHEeM U
MaKCUMaJIbHOM cojiepkaHuu (1o cepur w3 He MeHee 20 wW3MepeHui) OCHOBHBIX

XUMHUYECKUX 71eMeHTOB (puc.3.17B). CoriacHO [aHHBIM 3HEPTrOAUCIIEPCUOHHOIO
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cocTaBa CojepKaHue BoJb()paMa B OTICIBHBIX KPHUCTAIIAX MOXKET JOCTUTaTh 56 %
(macc) mpu cpeaneM — 31 % (Macc). 3HauuTENbHO COJIEpKaHue Xxelesa (B cpeiHeM o 14
% wmacc), mapranna (B cpennem 10 14 % wmacc), kaneuus (okansHo 10 11 % macce),
Kuciopoja (B cpenneM a0 24 % mMacc), yriiepoaa (B cpeaHem 1o 8 % Macc), a Takxke psja
JIPYTHX 3JIEMEHTOB. XMMHYECKHA COCTaB BOJIbL(PPaMOBOTO KOHIIEHTPATa COOTBETCTBYET
cmecu meenuta CaWO,, depbeputa Fe(WOs) u rrooHeprTa Mn(WO4), cocTaBistomumx
Bobhpamut (Fe,Mn(WOs) ¢ mnpumecsiMu MIHMPOKO pacHpOCTPaHEHHBIX OKCHUIOB
MeTaioB U HeMeTalnioB (SiO;, AlyOs, TiO, u np.), a Takke HEKOTOPOTO KOJIMYECTBA

OPraHUYECKUX IIPUMECEH.

8

B)

B ycpeaHeHHOe 3HayeHue

8

7%, maKcMmanbHoe 3HadeHue

CopepaHue, % (macc)
8 8

Pucynox 3.17 - SEM-cHuMKH TTOpoITKa BoJb(hpaMoBOTO KOHIIEHTpaTa B SE-geTexTope
(a), BSE-nerextope (0), 1 XuMHU4yeCcKuii cocTas (B)

B cepun skcniepruMeHTOB BOTB(GPAMOBBIM KOHIIEHTPAT CMEIINBAJICS C MOPOITKOM
rpa¢puta B MaccoBoM cooTHomieHuu 4:1. B kaxmom »sKcmepuMeHTe 2 T cMecH
3arpy’kajoch Ha JIHO KaToja U 00pabaThIBANIOCh AJIEKTPOIYTrOBOM TIa3MOM COTJIACHO
paspabaTeiBacMoMy MeToay. [ITOTHOCTH TOTOKa SHEPTMH B CEPHHM IKCIICPUMEHTOB
cocrasuia 3,1 kBT/cM?, 9TO ZOCTATOUHO IS IEPEPAOOTKH BOJIL()PAMOBOr0 KOHLIEHTpATA
[239]. OOpabGoTka uWCXOIHOTO MaTepwaga NPOM3BOAMIACE TPH  PA3IUIHOM
MPOAOJLKUTEIBHOCTH BO3IEUCTBUS AJIEKTPOIyroBoM mia3mel ot 10 cex 10 30 cek. 3a 3to
BpeMsi B yroBoM paspsiie Boiaensiercs: oT ~30 kJlx no ~100 x/Ix. CkopocTh pacxona
aHoJla cocTaBmiia ~33 MI/CEeK, COOTBETCTBCHHO MNpHU Haubosee IPOI0DKATSILHOM

obOpabotke (30 cexyH]) MOTEpsl MACChl aHO/Ia COCTaBmiIa MouTu ~1 T. Macca KaToTHOTO
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JIETIO3UTa TMPU TOM COCTABJISIET Takxke A0 ~l I, mpu 3TOM Macca MOJIy4aeMOoro
MOPOIIKOBOTO MPOAyKTa cocTaBisieT oT ~0,8 r 10 ~1,0 1.

AHanmM3 TONMYYEHHBIX NPOAYKTOB TMepepaboTKH BOIL(MPAMOBOTO KOHIIEHTpA
aHAIM3UPOBAIUCH METOAAMH PEHTICHOBCKOM JU(PPAKTOMETPUU U  DICKTPOHHOU

mukpockonuu (pucyHku 3.18-3.20).

MHTEHCUBHOCTD, O.€.
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Pucynox 3.18 - PentrenoBckue nudpakrorpaMmbl HCXOJHOTO BOJB(OPAMOBOTO

KoHIeHTpaTa (1), THIUYHOTO MPOIYKTa AJIEKTPOAYTOBOH MepepaboTku B TeueHue a0 ~10
cekyH/ (2), THIMYHOTO TPOJYKTA AJIEKTPOIYTOBOM MepepaboTKU B TEUCHUE HE MEHEE
~30 cexynn (3)

CornacHo pe3yjibTaTaM pEHTIeHOBCKOM nudpakTomerpun (pucyHok 3.18) B
HCXOJTHOM BOJH()PAMOBOM KOHIIGHTpATe HWIACHTU(MUIIMPYIOTCS TPU OCHOBHBIE (Da3bi:
bepoepur FeWO, wu rwob6uepur MnWO,; u meemur CaWO,. PaccmarpuBas
pEeHTreHoBcKas AU paKkTorpaMMa UCXOJHOTO BOJIb(PPaMOBOro KOHIEHTpATA JOCTATOYHO

CJIOKHA B OTHOIIIEHWU €€ pacHIM(ppOBKH BBHUIY HATHYMUS MHOXKECTBA MU(DPaAKITMOHHBIX
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MaKCUMYMOB M HW3BECTHBIX JAHHBIX O IMUPOKOM TEPEUYHE XUMHUUYECKHX DJIEMEHTOB,
HaxosImxcs B ero coctase. Beimenennsie da3zel FeWO,, MNWO, CaWO,, cienyer
CUMTATh OCHOBHBIMH, B TOM YHCJIC B PE3yJIbTaTe CPAaBHECHUS JAHHBIX PEHTTCHOBCKOM
Tu(dpakTOMETPUH U SHEPTOJIMCIIEPCUOHHOTIO aHaIM3a Ha 6a3e pacTPOBOTrO AIEKTPOHHOTO
MUKpOCKomna. MOXXHO Takke HWIACHTU(UIHUPOBATh MaKCUMYMbl, COOTBETCTBYIOILIUE
dazam okcuja xeiesa, a TAaK)Ke MaJJOMHTCHCUBHBIC CJICIIBI APYTUX OKCHIOB METAJIOB H
HEMETaJUIOB (KpEMHUS, ATFOMUHUS, CTPOHLIUS, IMPKOHUS, CBUHIIA, TUTaHa U Apyrux). B
MPOIYKTaX dJICKTPOMYTOBOM TEpepadOTKM MOXHO HWIACHTU(UIMPOBATH TAKKE
oOpa3oBaBIIHeCsS B XOJI€ TOPEHUS TYyrOBOTO pa3psiga TeKcaroHajabHbIC (a3bl KapOUI0B
Bostbpama WC u W-,C, a taxxke da3y rpadura gC. IlpucyrcTBue rpadgura Bo Bcex
AKCIIEPUMEHTAX TIPH MPUMEHEHHH 0€3BaKyyMHOTO AJIEKTPOIyTOBOTO METOAa OYEBUTHO,
KaK OTMEYaJoCh paHee, B pe3ysbrare »po3uu aHoja. OOOCHOBaHHE BO3MOKHOCTH
nosnyuerus: ¢paz WC u W,C nipu ucnosib30BaHUM B Ka4eCTBE MCXOJHBIX MaTepUajioB
MopoliKka Bojib)paMa UK ero oKcuaa npuBeaeHo B pazaenax 3.1.2. - 3.1.3. IIpu stom
Hannuue ojnHoBpemeHHo ¢az WC u W,C B npoaykre nepepaboTkKu BOJIb(HPAMOBBIX
KOHIICHTPATOB C MPUMEHEHUEM JJICKTPOIYTOBBIX BO3JCHCTBHHA SBIISICTCS HW3BECTHBIM
daxTom [239].

BBugy orcyrctBust 1abopaTopHBIX 00pa30B MEPEUUCICHHBIX (a3 MpeICTaBIsSAETCS
HEBO3MOKHBIM COCTABJICHHE ITAJIOHHBIX 3aBUCUMOCTEH COOTHOIIICHUS WHTEHCUBHOCTEH
TUu(dpaKIMOHHBIX ~ MAaKCUMYMOB ~ OT  COOTHomieHus Macc. [IpoBengenume  xe
KOJMYECTBEHHOTO PEHTreHo(a3oBOro aHamm3za O3 OJTaJOHHBIX 3aBUCHMOCTEH
XapaKTEPHU3yeTCs] HU3KOW TOYHOCTHIO B YCIIOBHSX MPUCYTCTBUS B MIOPOIIIKE MaTEPHUATIOB
Ha OCHOBE YTJIEpO/Ia, & TAK)KE Ha OCHOBE BOJIb(hpama U IPYTUX XUMHUUYECKUX IJIEMEHTOB.
[Io »TiM mnpuyMHAM Jajgee pPacCMAaTPUBAIOTCS 3aBUCUMOCTH  OTHOCHTEIIBHBIX
WHTEHCUBHOCTEH OCHOBHBIX KPHUCTATMYECKUX (a3 OT BPEMEHU BO3JCUCTBUS
AJIEKTPOIYTOBOM TUIa3Mbl Ha BOJIb()PaMOBBIi KOHIIEHTpaT (pucyHok 3.19). Bunno, uro B
WUCXOJTHOM MaTepuaje OCHOBHOW IU(PAKIMOHHBIH MaKCUMyM TPHUHAJICKHAT (ase
FeWO,, Bropoit - MNWO,, tpetuii - CaWQO,. DT 1aHHBIE COTIIACYIOTCS C pe3ybTaTaMu
DHEPrOAMCIICPCHOHHOTO aHaju3a XHWMHYECKOro cocTraBa. B pesynbTaTe 00pabOTKH

JEKTPOAYrOBOM  IIa3MoOii  BOJIB(GPAMOBOTO KOHIIEHTpAaTa  WHTEHCUBHOCTHU
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nu(paKkIMOHHBIX MaKCUMYMOB UCXOTHBIX (a3 (FeWOs, MNWO,, CaWO,) camxarotes;
B TOXe BpeMsi Ha au(pakTorpamMmax IMOSBISIIOTCS MakCUMYyMbI rpaduta, KapOumos
Bonbppama WC u W,C. Bo Bcex mpomykrax mepepaOOTKu TpadUTOBBIA MAaKCUMyM
SBIISIETCS OCHOBHBIM. MIHTEHCUBHOCTH IU(PAKIIMOHHBIX MaKCUMyMOB T'€KCAarOHaJIbHOM
da3el  kapObuma BoabPpama WOC pacteT Ha BCeM HCCIEIyeMOM HMHTEpBAJIC;
MHTEHCUBHOCTH I1aBHOTO MakcumyMma (assl W>C Ha untepBasie ot 10 cek g0 20 cex
BO3pAcCTaeT, 3aTeM CHukaercs. CHIKEeHHEe MHTEHCUBHOCTH TJIaBHOTO MakcUMyMa (hazbl
W,C moxxet ObITh crieicTBreM niepexosia ¢asbl WoC B yCIIOBUSX BHICOKUX TEMIIEPATyp B
NPUCYTCTBUM HM30BITKA YTIJEPOJa, SBISIOLIETOCS CIEACTBHEM 3po3uM aHoja. Kak u
paHee, rpu Oosee JIUTEIbHOM Bo3eicTBUY, 1oist Ga3el WC pacTteT, Kak 3TO BUJIHO 110
COOTHOUICHHIO  WHTCHCHMBHOCTEH  TJABHBIX  JU(PAKIMOHHBIX  MaKCHUMyMOB

UICHTUDUIIMPOBAHHBIX (a3.

BEuck.marepuan B 10 cer 15 cer 20cex B 30 cer
100 +

[=)] ]
L= =]
1 1

MHTEHEWBH OCTh, O.8.
I
o

20 1

FewWwO, MRW Oy Cawo, gC

Pucynok 3.19 - 3aBUCMMOCTM OTHOCHUTEJIBHBIX HHTEHCHBHOCTEM OCHOBHBIX
TU(PPaKIMOHHBIX MAaKCUMYMOB KPUCTAUIMYECKUX (a3 B COCTaBE MCXOJHOIO
BOJIL()PaMOBOTO KOHIIEHTpa U MPOAYKTOB MEPEPaAOOTKU, MOTYUCHHBIX MPU PA3TUIHBIX
BPEMEHAX BO3JCUCTBHUS AJIEKTPOTYTOBOM IJIa3MBbl

CornacHo pe3yibTaTaM pacTpOBOM AJEKTPOHHOW Mukpockonuu (puc. 3.20),
CHSITOM B pEeXUMax BTOPUYHBIX DJIEKTPOHOB M OOPATHO-PACCESTHHBIX AJIEKTPOHOB, B
MPOAYKTAX CHHTE3a MPUCYTCTBYIOT arperarsl ¢ pazmepamu a0 25-50 mxm. Bugno, uro

XUMHUYECKUH COCTaB pacnpeacicH HCPAaBHOMCPHO II0 IIOBEPXHOCTH arperaToB:
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IPUCYTCTBYIOT OT/AEJbHBIE KPUCTAJIIIBI IPEUMYILECTBEHHO C pa3MepaMu OT MeHee | MKM

0 5 MKM.

-~

Hona vactuy, %

< 23<3 28<5

pasmMep , IMKM
BN WY WMoy
Ve fetd 304 m
BEM MAG 278

MNHTEHCMBHOCTb, 0.€.

A /A ¥ 4

0 2 4 6 8 K38 C O Si S €Ca Ti-Mn Fe W

Pucynox 3.20 - Pe3ynbTaThl pacTpoOBOM IEKTPOHHON MUKPOCKOMTHH: a, 0) SEM-cHuMKH
B pexume SE wu BSE, B) »HeproaMcrnepcCHOHHBIA CHEKTpP, T) THCTOIPaMMBI
pacnpeneNneHns XMMHUUECKOro cocTaBa (yCpeJHEHHbIE IO CEpUH U3MEPEHUN 3HAUEHUS U
MaKCUMaJIbHbIC 3HAUCHUS B CEPUU U3MEPECHUN ).

[lo nmaHHBIM SHEPrOAMCIIEPCHOHHOTO aHaln3a TMPOIYKT CHUHTE3a COJCPKUT TE Ke
XUMUYECKHE DJIEMEHTBI, YTO W COJEp>Kajl MCXOJHBIN BOIhGPaAMOBBI KOHIEHTpaT. B
OTHOIICHUM KOJUYECTBEHHOTO COCTaBa CIEAyeT OTMETHTb, 4YTO HHTETPaIbHO
CYILIECTBEHHO BO3pOciia J0Js yriiepojaa, CHU3MiIach nois kuciopona. Ha ¢one pocra
JIOJIA yTJIepoaa HaOomaeTcsi HeOObIoe (HECKOIBKO MPOIICHTOB) CHIDKCHHE HOJEH
BCEX OCTAJIBHBIX JJIEMEHTOB. Takke OMHONW W3 BEPOATHBIX MPHUYWH CHIDKCHUS

CoNlepaHUsl HEKOTOPBIX SJEMEHTOB (HAMpUMEp, CEPbl) MOXKET OBITh 00pa3oBaHUE
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JETy4YuX COCIMHEHUM B IIPOLECCE BO3JICUCTBUSA  DIEKTPOAYTOBOW  IUIA3MBI.
[IpencraBneHHble pe3yibTaThl PACTPOBOM IIEKTPOHHOM MMKPOCKOIMM IPOLYKTOB
3JIEKTPOAYTOBOM NepepaboTKK BOJIb(PAMOBOIO KOHILIEHTpaTa XOPOIIO COTJIacyroTcs ¢
JAaHHBIMU PEHTI€HOBCKOU JU(PPAKTOMETPHUH.

OCHOBHBIM HEJOCTAaTKOM pa3padaThIBAEMOT0 0OE€3BaKyyMHOI'O 3JEKTPOIAYTOBOIO
METOAa MOJy4eHus KapOujaa Bosib()pama SIBISETCS 3arps3HEHUE MpPOAYKTa CUHTE3a
MaTepHaJIOM JIEKTPOJIOB, IPEUMYILIECTBEHHO BBHUY 3PO3HHM AHOJA U IIEPEHOCA MACCHI
yriaepoAa Ha KaToJ. B 1ensxX mNOBBIIICHHWS KOHILEHTpAlMM HUCKOMBIX (a3 myTem
IIOJJaBJIEHUS NIPOLIECCOB KapOU1000pa30BaHus B IPOAYKTE CHHTE3a B PEaKLIMOHHON 30HE
ObUla yCTaHOBJIEHAa rpauTOBasl MUIIEHb, Ha KOTOPYIO IOAABAJICS OTPHULATEIbHBIN
MOTEHIHA. MMUIeHp 3aJepKUBajla HMOHBI YIVIEPOJA, TEM CaMblM OTIPAaHWYMBAs
MHTEHCUBHOCTB IIPOLIECCAa MACCOIIEPEHOCAa MEXKIY aHOIOM M KaronoM. B pesynbrare
IIPOBEJCHHON CEpPUU DKCIIEPUMEHTOB YIAJIOCh IIOJIYYUTHh IPOAYKTBI CHUHTE3a C

JTOMUHUPOBAHHEM (pa3bl KapOHU10B BoIb(ppama, Kak 3T0 BUAHO Ha pucyHke 3.21.

HMHTEHCHBHOCTE, 0.€.

I
\ | | |
e nd S I IV Y LJ LS S

wC I | [ I Lo I
20 30 40 50 60 70 20, rpan

Pucynok 3.21 - TumnuuyHas KapTHHA PEHTTCHOBCKOM Judpakuuu MOpoayKTa
0€3BaKyyMHOTO JJICKTPOJYTrOBOTO CHHTE3a, B KOTOPOM ITOMHUHHUPYIOT (ha3el KapOuja
BOJIb(pama.

BunHo, 9TO SIBHO BBIpaXCHHBIC NU(PPAKITMOHHBIE MAKCHUMYMBbI MPUHAIICKAT TOJIHKO
dazam kapOuma BoJibPppama, mpu 3TOM J0Js TekcaroHaiabHOM (a3zel WC, coriiacHo

KOJIMYECTBEHHOMY PEHTIeHO0(ha30BOMY aHAIIU3Y, COCTaBIsAET 10 96 % (Mmacc). TunuyHbIit
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MPOJIYKT CHUHTE3a HAa OCHOBE KapOuaa Bosbdpama B 2021 romy ycmemHO Mpomiesn
UCIIBITaHUS B JTAOOpATOPHBIX yCIOBUsAX B MccneqoBaTenbCKoil MIKOJIE XUMHUYECKUX U
OMOMEIMIMHCKUX TEXHOJIOTHI TOMCKOro MOJUTEXHUYECKOTO YHUBEPCUTETA B KAUECTBE
OCHOBBI JUIsl KaTajanu3aTopa MPOIECCOB YIIEKUCIOTHOW KOHBEPCUH MeTaHa (YTUIIU3al|H
YTJIEKUCIIOTO ra3a COBMECTHO C METaHOM JIJIsl CHUYKEHH S TAPHUKOBBIX Ta30B B aTMochepe
IUTAHETHI C TIOJIyYEHHEM B KaUECTBE MPOYyKTa CUHTE3-Ta3a).

3.1.5. JKOHOMHYECKHE MEpPCIHEeKTUBBI JJIEKTPOAYIrOBOl  TEXHOJIOTHH
MoJIy4yeHusi kapouaa Bojbdpama u3 BoJIb(PPaMoBOro pyJaHOro KOHIEHTPAaTa

CoriiacHO mnpeACTABJIEHHBIM JAaHHBIM MOKHO CJeJaTh 3aKJ/J4YeHue o
BO3MOKHOCTH NOJIyYeHHUs] KpUCTaJimyeckux (a3 kapomaa BoJbdpama myTeMm
BO3ACHCTBUSA YIVIEPOAHOM JJIEKTPOAYIOBOM IJIa3Mbl HA BOJAb(QPaMOBBIA PYyIAHbBIN
KOHIIeHTpPaT. BeposiTHO, pa3pabarbiBaeMblii METOJI MOKET HAWTH TNPUMEHEHHE B
TEXHOJIOTUSIX TIEPepadOTKU PYAHBIX KOHIICHTPATOB, B KAa4ye€CTBE OJHOTO W3 HTaIoB
TEXHOJIOTUYECKOM 1enouku. [Ipy 3TOM ouncTKa MOTy4yaeMbIX MTPOYKTOB OT IpUMeEce B
HacTosLIeH paboTe HE pacCMOTpEHa, OJIHAKO, HAYYHO-TEXHUUECKIE OCHOBBI TEXHOJIOT Uil
pazzie’eHus KOMIIOHEHTOB PyAbl U MPOAYKTOB €€ MepepaboTKU IIMPOKO H3BECTHBI U
MacCOBO IIPUMEHSAIOTCS B COBPEMEHHOM MUpE. JIOCTOMHCTBOM 3JIEKTPOAYTOBOIO METOAA
B CPaBHEHUU C WU3BECTHHIMHU aHAJIOTAMH, PEATH3YyEeMBbIMH TPAJAUIIMOHHBIM TOIX0JIOM
KapOOTEepMUUYECKOTO BOCCTAHOBIICHHUS CIIEYET CUATATh KPATKOBPEMEHHOCTh paboyvero
rkia (10 0,5 MUHYTHI), OTCYTCTBHE HEOOXOAMMOCTH T0OABICHHUS B Py AHBIM KOHIICHTPAT
aKTUBHPOBAHHOTO VYIJII M Marfvs, B KOJWYECTBE HE MEHBIIEM, 4YeM Macca
nepepadbaThiBAEMOr0  PYJHOTO  KOHIleHTpaTa. B cpaBHeHuum ¢  Omkaiimmm
AJIEKTPOYTOBBIM aHAJIOTOM, pa3padaThiBaeMblii O€3BaKyyMHBIN METOJ] HE TpeOyeT Hu
BaKyyMHOT'O 00OpyIOBaHMS, HHM pacxoia HWHEPTHBIX Ta30B 3a cyeT »3ddexTa
CaMO2KPaHUPOBAHUS PEAKIIMOHHOTO o0beMa. B mpenenbHOM ciiywae aiisg peaiu3aiuu
mpoiiecca nepepadoTKu TpeOyeTcs UL UCTOYHUK TOCTOSIHHOTO TOKa, HAapuMep, s
PYYHOH AYroBOU CBapKu W IpadUTOBBIC ANEKTPOJIbI, a TAKKE UCXOAHOE ChIphE B BUJIE
pyIHOro KoHueHTpara. [Ipu 3T0M 3HEProeMKoCTh IMpolecca MpU CPeIHEd MOIIHOCTH
nyru He 6ojee 5 KBT cocTaBisieT mo JaHHBIM MPOBEJECHHON CEpUU HKCIIEPUMEHTOB HE

oontee 50 k/x/r cmecu (comepikariei 4 MacCOBbIE JI0JIM BOJIL(GPAMOBOIO KOHIIEHTpATa U
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1 MaccoByro nouro yriiepona). To ecth npu Tapude Ha IEKTPOIHEPTHIO 2,56 pyoIIei 3a
1 kBtu (1o cocrossHuio Ha BecHy - Jiero 2020 roga) u sHeproemkocty 13,9 kBrtu/kr,
CTOMMOCTh JJICKTPOAHEPTUHM OCHOBHOTO TIpollecca TMepepadoTKA BOJIB(PPAMOBOTO
PYIHOTO KOHIIEHTpaTa 0€3BaKyyMHBIM 3JI€KTPOIyTOBBIM METOJIOM COTJIACHO IEPBUYHBIM
OIlcHKaM cocTaBiisger 35,6 pyOneit (Ha 1 kr ucxomHoiWt cmecu, cojaepskamei 800 T
Bostb(pamoBoro koHreHtpara U 200 T rpadwura). Paboumii muki mpormecca mpsiMoro
noyiyueHus: kapOujga BoiibPpama U3 BOJIBGPAMOBOTO PYAHOTO  KOHIEHTpaTa
TPaJAMIIMOHHBIM MMOAX0a0M [238] BKIOUaeT B ceOs HaryieB cmecu (coctosmmend u3 1
MAacCOBOW YaCTH LIEENINTA, 2 MAaCCOBBIX YaCTEH aKTUBHUPOBAHHOIO YIis, U | maccoBou
yactu Manus) 10 800 °C u BBIAEPKKY MpU 3TOM TeMmriiepaType oOpasia B teueHnue 20
yacoB. [[ns 3arpy3ku 1 Kr UCXOIHOW cMmecu (CoAepiKallle JHIIb YETBEPTh MAacChl
oOpabaTblBa€MOro PYyJIHOTO KOHIIEHTpaTa) moTpedyeT paboyero oObemMa TMeyu
NpUOJIU3UTENIEHO HE MeHee 1-3 JTUTPOB M AIEKTPUUECKOM MOIIHOCTH mopsiaka 2-3 kBT,
YTO O3HAYaeT, YTO MOXHO OIICHUTh SHEProeMKOCTh IIpoIlecca MepepadoTKU
TPaaUIMOHHBIM CIOCOOOM, omucaHHbIM B pabote [238], kak 40-60 kBtu Ha 1 Xr
UCXOAHOM cMmecu (kak MuHMMYM). [lpu sTOoM B mpencraBienHoM B [238] metoze
MaccoBas JI0Ji UCXOIHOTO PYJHOTO KOHIIEHTpaTa cocTaBiisieT He Oonee 25 % Macc, B TO
BpeMs Kak B pa3pabaThlBA€MOM JJIEKTPOJYrOBOM METOJI€ B HCXOJHOW CMECHU
ucnoaszyercss 10 80 % wmacc Boyib)paMOBOro KOHIIEHTpata. Takum oOpa3oM, Mo
IIEPBUYHBIM OLIEHKAM, OCHOBHOM TE€XHOJOTMYECKUN LHUKJI, 3aKJIFOYAIOIIUNCS B HArpeBe
PYIHOTO KOHIIEHTpaTa, COTJIACHO pa3padaThiBAEMOMY METOJy XapaKTepU3yeTcs
CHU)KEHHEM sHepronorpednenus B 9-13 pa3. [Ipu 3ToM He yuTeHbI 3aTpaThl SHEPTHH Ha
OpraHM3alMI0 BaKyyMa WM HHEPTHOW CPEMIbL, @ TAKKE SFHEPro3arpaT Ha TOMOT€HU3AIUIO
MCXOJHBIX MaTEPHAJIOB B IIaPOBOM MEJIbHUIIE. Y UYUTHIBAsI, YTO OpraHU3aIus BakyyMa B
pamMKax paszpabaThlBA€MOr0 METOJla He TpeOyeTcs, W TOMOTEHHU3AIUS HCXOJIHOTO
BOILPAMOBOTO ~ KOHIIGHTpaTa HE TNPOW3BOAMIACH, TO JGDEKT  CHUKCHUS
HHEPronoTpeOICHUs 3a CYET pa3padaThiBAEMOT0 METO/a elle BhIle. TakuM oOpaszoM,
MOKHO C/JeJaTh BbIBOJA O BO3MOKHOM CHHUKEHMH JSHEpPromorpedjieHusi Ha
nepepadoTky BoOJb(PPAMOBBIX PYAHBIX KOHIEHTPATOB 32 CYET IPUMEHIEMOTO

0€3BAKYYMHOI'0 3JIEKTPOJAYIOBOr0 MeTOJAA HAa TOPSAOK B CPaBHEHUH C METOJIOM,
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OCHOBAaHHOM Ha HArpeBe HCXOIHOTO CHIPhS B MY(ETbHBIX Te4YaX B BaKyyMe WIH
WHEPTHOU Cpefe.

3.2. TloayyeHue MaTepuajoB HAa OCHOBe KapOUA0B MoJuOIeHA B
0e3BaKyyMHOM JJIEKTPOAYTOBOM IJIA3MOXMMHUYECKOM PeaKTOpe MOCTOSIHHOT0 TOKA

3.2.1. CoBpeMeHHbIe METObI CHHTE3a KApOMJA0B MOJIM0AeHA U NIPUMeHeHHe
MaTepuajioB HA UX OCHOBE

Kap6uapsl monubaeHa XapaKTepHU3yHOTCS KOMIUIEKCOM BaXKHBIX Ui HAYKU U
TEXHUKU CBOMCTB: BBICOKAsi TBEPAOCTb, NW3HOCOCTOMKOCTh, KOPPO3HUOHHASI CTOMKOCTb,
OTHOCHUTEJILHO  BBICOKAsl  AJIEKTPONPOBOJHOCTb,  BBICOKAsl  TEIJIOMPOBOJHOCTb,
KaTaJIMTHYECKask aKTHBHOCTh CpaBHUMAs ¢ MeTaJJIaMH TUIATHHOBOM Tpymibl [240-241].
Kommieke cBOMCTB kapOWAOB MOJMOJEHA MO3BOJSIOT YaCTUYHO 3aMEHUTHh METAJLIbI
MJIATUHOBOM rpymiibl [242] B psifie TEXHOJIOTUM, B YaCTHOCTH, B IIPOIIECcCax MPOU3BOJICTBA
BOJIOPOJIa, @ MMEHHO B COCTaBe Karaiau3aropoB [243]. B coBpeMeHHOM MHUpE aKTHBHO
BEJIYTCS UCCIICIOBAHMS, TIOCBAILICHHBIC METOJIJaM CUHTE3a U YJIYUIICHUIO XapaKTEPUCTUK
KaTaJnu3aTOPOB Ha OCHOBE KapOua0B MoyuOeHa. CuuTaercs, 4To 3HAYUTEIIbHO MOYKHO
yIy4lIUTh CBOWMCTBA, a MMEHHO, KaTaJUTUYECKYI0 aKTUBHOCTb HECKOJIbKUMHU
MOAXOJAaMH: TIOJyYeHUE 4YacTHI[ KapOujga MOJMOJIeHa C BBICOKOM yIelbHON
MMOBEPXHOCTRIO [244], pacripeiencHue 4dacTui] kapOujaa MonubJieHa MO MOBEPXHOCTH
YTIEPOHBIX U YIIIEPOA-a30THBIX FpaeHOno00HbIX MaTepranos [245], hopMupoBaHue
Ha TIOBEPXHOCTH YaCTHUIIBI KapOuaa MoiaubleHa yriepoaHoi obonouku [246] wiu ee
BHEJIPEHUE B MOJIOCTh YIIAEPOAHBIX HAHOTPYOOK [247]. [Tonyyarot kapOuabl MoubIeHa,
KaK U IpyTrue KapOuIbl METAIJIOB, TPUMEHEHUEM U3BECTHBIX MOIX0/I0B: MEXaHOCUHTE3,
AIEKTPOXUMHUYECKUN CUHTES, JIa3epHast aOJISIIHs, TUPOJIN3, CEPHUS METOJ0B, OCHOBAaHHBIX
Ha KapOOTEPMUYECKOM BOCCTaHOBJICHUU [248-264]. OgHuM U3 MEPCHEKTUBHBIX
MOJIXO/IOB K MOJYYEHHUIO KapOUI0B MOJIMO/ICHA U KaTaJTU3aTOPOB HA X OCHOBE SIBJISICTCS
reHepanus Tia3Mbl B MPUCYTCTBUU MonuOaeHa yriepona [227]. CoriiacHO JaHHBIM,
MpeCTaBICHHBIM B pazjesne 3.1. Hacrosiel paboThl, a TAK)Xe CBEJICHUSIM 00 U3BECTHOM
JMarpaMMe COCTOSIHUN «MOJHOIeH — yriiepoay» [265], pa3pabaTbiBaeMblii O€3BaKyyMHBIN
AIEKTPOAYTOBOM METOJ MOXKET OBbITh MPUMEHEH JJI CHHTe3a KpUCTaUIMYecKux (a3

KapOuI0B MOJNO ICHA.
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3.2.2. YcTaHOBJIeHHMEe OCHOBHBIX 3aKOHOMEPHOCTeH mpouecca MoJy4YeHust
MaTepPHaJIOB HA OCHOBE KaApOMI0B MOJIMOJAEeHA ¢ UCI0Jb30BAHNEM 0e3BAKYYMHOI'0
3JIEKTPOAYTOBOr0 peaKkTopa

DKCneprUMEeHTAIbHbIE HCCIIEIOBAHUS MTPOBOJMWINCH Ha AJIEKTPOAYTOBOM CTEHJIE,
OCHOBHBIE XapaKTEPUCTUKHU KOTOPOTO U MPUHIIUI ACHCTBUS OMHMCAHBI BO BTOPOI IiiaBe
HacToAlmEeH paboThl. YcnoBus MOCTHXKEHUS 3(dexTa SKpaHUPOBAHUS PEAKIIMOHHOTO
o0beMa OT OKUCIUTEIBHOW BO3IYIIHOW Cpelbl MCCIENOBaHbl Takxke B pasuaene 3.1.
[ToaToMy B MPOBEACHHBIX CEPHIX IKCIIEPUMEHTOB HCIOJIb30BATUCH TOJIbIE TPpaUTOBBIC
KaTOJIbl, BBICOTA CTEHOK KOTOPBIX cocTasisiia 30 MM mpu nuamerpe 21 MM; B Ka4ecTBe
aHOJa MCIIOJIb30BAJICA CIUIOIIHOM IWJIMHAPUYECKUN TIpaUTOBBI CTEPKEHb C
auaMeTpoM 8 MM. B cepusix 3KCIIEpMMEHTOB HM3MEHSUIMCh HEKOTOpBIE MapameTphl:
MaccoBast J0Js MOJHUOJEHAa B CMECHU MCXOJHBIX PEareHTOB, TOK pa3psAHOrO0 KOHTYpa,
IIPOJOJKUTEIBHOCT MOIEPKAHNS JYTOBOTO Pas3psiia; IPH 3TOM HCIIOIb30BaJIUCh B
KauecTBE MCXOJHOrO YIJIEpOJa IMOPOLIOK TIpaduTa, a TaKKe PpEeHTreHoamop(dHbIE
yIJI€poAHbIE  BOJOKHA, B KayeCTBE HCTOYHHMKA MOJIMOAEHA  UCIOJIB30BaJIC
KOMMEpYECKUN MOPOUIOK MOJiMOAeHa (CO CPeIHMM pa3MepoM dYacTull 1-5 MKM u
gucrtoroir 99,95 %, Raw Material Store, Kwurait), a Taxke HaHOpa3MEpHBIil
MOJINO/ICHOBBIM TMOPOILIOK, MOJTYYEHHBIH METOAOM 3JIEKTPOB3PbIBA IPOBOJHUKOB
(mosy4YeH COTpyAHUKAMU OT/AEJIEHUS €CTECTBEHHBIX HAyK TOMCKOro NOJUTEXHUYECKOTO
yHuBepcuteTa). [lomydeHHble MaTepHralibl COOMPaINCh CO THA M CTEHOK MOJIOCTH KaToa,
aHAJM3UPOBAIUCH METOJOM peHTreHoBckou nudpakromerpuu (Shimadzu XRD7000s,
CuKo-uznyuenue), pactpoBoil anexktpoHHoi Mukpockornuu (Tescan Vega 3 SBU c
sHeproaucnepcuoHHbiM  aHamuzatopom  Oxford X-Max-50), mpocBeunBaromieit
anekrporHoi Mukpockormuu (JEOL JEM 2100 F). KonnaecTBeHHBIN peHTreHO(ha30BbIi
aHaJIM3 TPOBOIWIICS U UCIOJIb30BaHneM nporpammbl Powder Cell 2.4,

B niepBoii cepun 3KCIIEPUMEHTOB Ha JIHO MOJIOCTH KaTOJa 3aKJIaJblBaJIaCh CMECh
MHUKpOpa3MepHOro MojubaeHa u nopoiika rpagura B konuuectse 0,5 T U1 MaccOBOM
cootHomennr M0:C ot 3:1 o 1:6. Tok pa3psgHOTO KOHTYpa YCTaHABJIMBAJICS HA YPOBHE
165 A, nyroBoii pa3psia noanepxubaicsa B TedueHue 10 cexyna. Cpeansist 2JIeKTpUudecKas

MOITHOCTh Ha MHTepBasie coctaBuia 3,4 kBt + 0,1 kBt. DHeprust nyrosoro paspsia B
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cepur 3kcniepumenToB coctaBuia 39,3 k/x + 1,1 x/Ix. Ha pucynke 3.22 npencraBiieHbl
PEHTreHOBCKUE AUPPAKTOrpaMMBbl UCXOJIHBIX MCIIOJIb3yEeMbIX MOpoIKoB rpadgura gC u
KyOmdeckoit gazbl MmomuOaerHa Mo, a Takke TUITMYHAS PEHTTEHOBCKas nudpakTorpamma

MMPOAYKTA SJICKTPOAYTI'OBOT'O CHMHTC3A.
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Pucynok 3.22 - PeHTreHOBCKHE TUPPAKTOrpaMMBI: 1. HCXOHOTO rpaduTa, 2. UCXOJHOTO
MosinOeHa KyOudyecko Monaumdukanuu, 3. TUIMWYHOTO MPOAYKTa 3JIEKTPOIYTrOBOIO
CUHTE3A.

CoryacHO CBEIEHUSIM MEXKIYHApOAHOU 0a3bl CTPYKTYpHBIX naHHbIX PDF4+ moxHO
CUMTaTh, YTO HMCXOAHas (aza KapOuma MoaHOJIeHA XapaKTepu3yeTcs KyOHM4ecKOu
peIIeTKoM, OJU3KIM 3TaJIOHOM B MpeeNiaX U3BEeCTHBIX KapTouek sBisercs ICDD NeOl-
077-834 ¢ mapamerpom pemetku 3,149 A. BBujy Hanmuus MHOKeCTBa KapTOuek
U3BECTHBIX TIpaUTONONOOHBIX YIIEepoaHbIX (a3 B 0a3ze MAaHHBIX, OTJIMYAOLIUXCS
HE3HAUUTEIBHO, MPEACTABISAETCS KpallHE CI0KHBIM COMOCTABUTh UMEIOLIYIOCS KApTUHY
nudpakimy rpaguTa ¢ KOHKPETHON KapToukon. B pamkax paccMatpuBaeMoit pabOThI HE
MPECTaBISIETCS MPUHIIUIHAIBHBIM BOTIPOC OHO3HAYHON MACHTU(UKAIIMA UCXOTHOTO
rpaduta. Ha TunuuHoO# KapTUHE peHTTeHOBCKON UGPAKIIUK MPOAYKTA, TOJTYISHHOTO B
CHUCTEME C MOJIMOJCHOM U YIJIEPOJIOM, UACHTU(DULIHUPYETCS MHOXKECTBO MaKCUMYMOB,
COOTBETCTBYIOIIUX CUHTE3UPOBAHHBIM KpUCTAIIMYeCKUM (hazam. CyJisl 1O MOJOKEHUSIM

I[I/I(l)paI(L[I/IOHHBIX MaKCUMYMOB COOTHOIICHHUAM  HUX I/IHTCHCI/IBHOCTeI\/JI, MOXXHO
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uaeHTu(uIupoBaTh B CcocTaBe Mpoaykra naBe (a3pl kapOuga MonuOaeHa:
optopomoudeckas daza Mo,C u rekcaronanbnas Mo;12Cos. [lanHbIM hazaMm B mpejenax
BO3MOXXHBIX ~ TOTpEIIHOCTe  CcOOTBeTCTBYIOT »TanioHbl |CDD  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). OTanoHbl  JAHHBIX  KPUCTAIUIMYECKUX (a3  MO3BOJISIOT
UACHTU(DULIMPOBATH BCE OCHOBHBIE TU(PAKIIMOHHBIE MAKCUMYMBI. TeM HEe MeHee, MOYKHO
TaK)Ke OTMETUTh HAIMYNE HECKOJIbKUX HEHICHTU(DUITMPOBAHHBIX CJICJIOB, HAIIPUMEp, Ha
~23 rpag u ~27 rpan., KOTOpble MOTYT NpPHUHAJUICkKATh PA3TUYHBIM NPUMECSM B
HE3HAYUTEIbHBIX KOJIMYECTBaX (B TOM YHCIIE OKCHJIOB HJIM OKCHHUTPUAOB MOJIMOICHA).

Ha pucynke 3.23 npencraBieHbl 3aBUCUMOCTH COACPKAHUSI KPUCTALIMYECKUX (a3

B COCTaBC MMPOAYKTA JICKTPOAYTIrOBOIr0 CHHTE3a OT MaCCOBOI'0O COOTHOIIICHUA Mo:C.

Mo,% [ 8C% [B M01,Cos% [l Mo.C%
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Maccosoe cootHOmenue Mo/C

Pucynok 3.23 - 3aBUCHUMOCTH COJEpkKaHUS KpUCTAUIMUECKUX a3 B MPOJIYKTE
AIEKTPOAYTOBOIO CHHTE3a OT MaccoBOro cootHoumenus Mo:C.

BuaHo, 4To ¢ yBenWYEHHUEM COJIEpKaHUs yriepoja B MUCXOAHOM CMECH pacTeT W J0Js
rpaduTa B cocTaBe NpoyKTa cuHrte3a. [Ipu s3ToM npu Hanbomblel aoje Moub/ieHa B
UCXOJHOM cMecu nonu (a3 kKapOuga MonubJeHa B MPOJIYKTE TAKXKEe HAaWOOJbIINE B
npejenax paccMaTpuBaeMon cepuu dKcnepuMeHTOB. Cynsl MO MOJYyYeHHBIM JTaHHBIM,

YMEHbILIEHHEM MacCOBOM J10JIU MoJInO1eHa 710 1/6 B cocTaBe NCXOIHOM CMECH, BO3MOMXKHO
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JOOUTHCS MPAKTUYECKU HYJIEBOTO COAEPKaHUS KyOnuecKoi ¢a3bl MOIHOIeHa B COCTaBE
MPOJYKTOB CUHTE3A.

[To maHHBIM pacTpPOBOM 3JIEKTPOHHOM MUKpockonuu (puc. 3.24) B TUNUYHOM
MNPOJYKTE SJIEKTPOAYIOBOIO CHHTE3a B CHUCTEME C MOJUOJAECHOM U YIIepOoJIoM
MPUCYTCTBYET HECKOJIbKO Mopdoiorndeckux TUmoB. OOBEKTHI MEPBOro TUIA — 3TO
KPUCTAJUTBl C BBICOKOW CTEMEHBIO HauoMopdu3Ma, MPSIMBIMA W POBHBIMH TPAHSIMH,
coJiep KalllUMKU HaOOJbIIee KOJUYECTBO MOJIMOAEHA U3 pacCMaTPUBAEMbIX OOBEKTOB;
pa3Mep KpUCTaUIOB MIEPBOT0O TUIIA MOKET JOCTUraTh 5-7 MKM. CTaTUCTUYECKH OOBEKTHI
MEPBOrO THIIA BCTPEYAIOTCS dHalle B o0Opaslax, ¢ 0ojee BBICOKUM COACpPKAHUEM
KyOudeckoil ¢aszpl MonuOaeHa. BeposTHO, [aHHbIE YacTUIIBI MOTYT OBITh
UACHTU(ULIMPOBAHBI KaK MPEACTaBISAOMME KyOoudeckyto a3y monudaeHa. OOBEKTbI
BTOPOrO0 THMAa — OTO IUIACTUHYATBHIE CIIOMCThIE OOpa30BaHUs, CYJIs IO JaHHBIM
HHEPrOAMCIIEPCHOHHOTO aHAJIN3a, COCTOAILLME U3 YIJIEpoa, C pasMepamu A0 JIECATKOB
MUKPOMETPOB. C BBICOKOI CTEMEHBIO BEPOSITHOCTH MOMKHO CYHUTATh, YTO OOBEKTHI
BTOPOIO THUIA MpeCTaBIsAOT a3y rpadura. OOBEKTHl TPETHErO THIIA MPEICTABIISIOT
coOOl yrIepoAHyr0 IUJICHKY (MaTpuily), B KOTOpPOM HaXOISTCS YacTHUIIbl, BUIUMO,
coJeprKalie MOJUOJIEH, XapaKTepU3yloIIMecs pa3MepaMu OKOJIO 1 MKM U MEHee.
OOBEKTHI UETBEPTOTO TUIIA - TO arperaThl YaCTHII, COJEPIKAIINE MOJIUOICH U YIIIEPOI;
pa3Mepbl arperatoB MOryT JOCTUTaTh pa3mepoB nopsiaka ~100 MM, a 4acTUIBl B UX
COCTaBE XapaKTEPU3YIOTCS B CpellHEM pazMepamu nopsaka ~1-5 Mxm. OOBEKTHI TISATOTO
TUMA XapaKTePU3YIOTCS OKPYIrJIoM (PopMoOi, ¢ MOPUCTHIMH CTEHKAMH C TpEIIMHAMH,
pasmepamu 110 ~10 mxm. B pe3ynbTaTe aHanmn3a MHOXECTBA CHUMKOB, MOJYYCHHBIX B
cepur 00pasiioB, YCTAHOBIIEHO, YTO B MPOAYKTaX CUHTE3a, MOJYyUYEHHBIX MTPU MEHbIIIEM
cCoJlepKaHUM MOJIMOZeHa B MCXOJHOM CMECH, YAaCTHUIIbl MU UX arperathl, COAEpKallue
MOJIMOJIEH, TMPEJCTaBICHBI MPEUMYIIECTBEHHO OOBEKTaMH TPETHErO0 U UYETBEPTOTO
TUTIOB. BO BCeX paccMOTPEHHBIX MECTaX CKOIUJICHUS OOBEKTOB TPEThETO, YETBEPTOTO U
MATOTO TUIOB MACHTU(PUUUPYETCA MPEUMYILECTBEHHO MOJUOAEH U yriaepod. B aToii
CBSI3M, C BBICOKOW BEPOSITHOCTHIO, MOKHO HACHTH(PUIIMPOBATH OOBEKTHI TPETHETO,
YEeTBEPTOro U MATOr0 TUMOB Kak (ha3bl kapOujga monubaeHa. [1o JaHHBIM HECKOJIBKUX

JCCATKOB I/I3MepeHI/Iﬁ XUMHYCCKOI0O COCTaBa OHCPIroAUCIICPCHMOHHBIM MCTOAOM, B
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OONBIIMHCTBE 00PA3I[OB MHTETPAIBHO comepxkuTcs oT 66 % mo 73 % (macc) yraepona,

ot 20 % 1o 24 % (macc) monubaeHa, 10 5-7 % (macc) kuciopoaa, u 10 2-3 % (Macc)

MMpOIUX XUMHUYICCKUX 3JICMCHTOB.

VIHTEHCUBHOCTb, 0.€.

Y. d s N
SEM HV: 20.0 kV ‘WD: 14.93 mm VEGA3 TESCAN| SEM HV: 20.0 kV WD: 14.93 mm
View field: 145 pm Det: LVSTD View field: 145 ym Det: BSE
SEM MAG: 2.39 kx  Date(m/dly): 07/13/18 SEM MAG: 2.39 kx  Date(m/dly): 07/13/18

L I
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¥ — N -
SEM HV: 20.0 kV WD: 14.93 mm | VEGA3 TESCAN| SEM HV: 20.0 l-(V WD: 16.12 mm | VEGA:; TESCAN| SEM HV: 20.0 kV WD: 16.02 mm | VEGA3 TESCAN|
View field: 82.5 ym Det: BSE View field: 102 ym Det: BSE View field: 39.0 ym Det: BSE

SEMMAG: 420 kx  Date(m/dly): 07/13/18 SEM MAG: 340 kx  Date(m/dly): 07/20/118 SEM MAG: 8.87 kx  Date(m/dly): 07/10/18 TPU

Pucynok 3.24 - Pe3ymbraThl pacTpoBOil 3JIEKTPOHHON MHUKPOCKOIMHU: a) OO30pHBIN
CHUMOK, 0) 0030pHBI CHUMOK B aerektope BSE ((a3oBbiii KOHTpacT), B) THIIMYHBIN
HSHEPrOJUCHEPCUOHHBIA  CHEKTp, I, [, €) CHUMKH HACHTU(ULIHUPOBAHHBIX
MOP(}OJIOrMYECKUX THUIIOB YacTUIl B COCTaBE MPOAYKTOB 3JIEKTPOJIYrOBOTO CHHTE3A,
MIOJTYYCHHOTO B CUCTEME C MOJIMOICHOM U yriiepoaioM (B netekrope BSE).

Hanuume  xucinopoma  NpeACTaBisSeTCS  €CTECTBEHHBIM — BBHJY  XpaHEHUs U
TPAaHCHOPTUPOBKK OOpPa3LUOB B BO3IYIIHOW Cpele, a TaKKe BBICOKOBEPOATHBIM
MOBEPXHOCTHBIM OKHUCJIEHHUEM MPOJIYKTOB CHMHTE3a. Hannune HEeCKOJbKUX MPOLEHTOB
IPOYUX XUMHUYECKHUX JIEMEHTOB, TAKUX KaK KPEMHUI, A IFOMUHHAMN, KEIE30 U AP. MOKET
OOBACHATBHCS TMOMNAJAaHUIO MpUMECEed W3 MaTepualla TOKOBEAYLIUMX KIEMM M HUX

ANEKTPUYECKON H30JSIUK TPU MPOBEAECHUU SKCIEPUMEHTA, a TaKXKE BO3MOXKHOMY
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NOMAJaHUI0 B HEOONBUIMX KOJUYECTBAX OBITOBBIX NpHUMECEHd MpH MepechITaHuu
o0pa3noB, HMX TPaHCIOPTUPOBKE, MOATOTOBKE MpoO s MPOBEIEHUS PacTpOBOU
AIEKTPOHHON MUKPOCKOIIUHU.

[IpoGpl a7 mpoBeNEHUs NPOCBEUYMBAIOIIEH DJIEKTPOHHON MUKPOCKONHU
(puc.3.25) DOArOTaBIMBAINCH IYTEM IPUTOTOBJIEHUS CIUPTOBOM  CYCIIEH3UU
MOJTyYEHHBIX MOPOIIKOB, KOTOpas oOpadarbiBajach Ha YJIbTPa3BYKOBOM CTaHIMH. DTO
MO3BOJIUJIO OTJEJIUTh OTHOCUTEIBLHO KPYIHBIE YACTUIIBl U BBIACIUTh CYOMUKPOHHYIO U
HaHOPa3MEpHYIO (hpakiiio, KOTOpask HAHOCUJIACh HA YIVIEPOAHYIO0 aMOP(HYIO CETOUKY

AJI1 IPOBEACHUA MUKPOCKOIIHNH.

6) :)

——— 200 nm BF =200 nm CK ————=200nm Mo L =200 nm OK

—— 250 nm BF ——=250 nm CK ——=250 nm MoL ©———=250nm O K

Pucynok 3.25 - Temuononbubie STEM-cHuMKH (a, €), a TakKe KapThl paclpeeIeHUs
XUMHUUYECKOTO COCTaBa: 0, ) — yriepoja, B, 3 — MOJUOACHA, T, U — KUCJIOPO/a.

CornacHO JaHHBIM SHEPTrOJUCIEPCHOHHOTO aHaju3a B OTHOCUTENIHHO KPYMHBIX (70
HECKOJIbKUX MHUKPOMETPOB) CKOIUICHMSIX 4acTull uaeHtuduuupyercs ao 32 % (Macc)
MonnbeHa, 10 64 % (Mmacc) yriepoaa, u 10 3 % (macc) kucnopoza (1o 1 % macc npounx
XUMUYECKUX 3JIEMEHTOB). COTJIAaCHO IaHHBIM CEPUH TEMHOIOJIbHBIX CHUMKOB, CHSITBIX B
pexxume STEM, u kapT pacnpeneneHus XUMHUECKOTO cocTaBa (puc. 3.25), yacTHIlbl,
coJiepKalimue MOJIMOACH MOTPYKEHBI B yIiepoaHyt0 MaTpuily. OCHOBHAsI Macca 4acTHII
XapaKTEePHU3yeTCsl pa3MepaMH TOPSIKa HECKOJBKUX HAHOMETPOB, MPHU 3TOM YIAIOCh

UJIEHTU(PUIIMPOBATh HECKOJIBKO HanboJiee KPYMHBIX YaCTHIl, COJAEPIKAIIUX MOJIHOJICH ¢
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pasmepamu 110 50-80 uMm. Ilo kapTam pacnpenesneHns XMMUYECKOTO COCTaBa BUJIHO, YTO
KapThl pacmpelesieHuss KUCIopoJa HE KOPPEIUpYIOT € KapTaMd pachpeaeicHus
MOJTHOICHA.

TunuunHble pe3ynbTaThl IPOCBEYUBAIOIIEH FTEKTPOHHON MUKPOCKOIIUU BHICOKOTO
paspeuieHusi, MPOIYKTOB JJIEKTPOJIYrOBOIO CHHTE3a, IOJYYEHHBIX B CHUCTEME C
MOJIMOJICHOM M yTIAEPOJOM, MPEACTaBICHBI Ha pucyHke 3.26. Cyas mo JaHHBIM CEpPUH
KapTUH DJJIEKTPOHHOM nudpakiuu, yriepoaHas MaTpulla TNpeicTaBiseTr coOoi
rpaguTOMOAO00HYIO CTPYKTYpPY, KOTOPOH COOTBETCTBYIOT 3 SBHO BBIPAKCHHBIX
Pa3MBITBIX KOJIbIIA, KOTOPHIE COOTBETCTBYIOT MEKIITIOCKOCTHBIM PAcCTOSHUAM ~3,42 A,
~2,48 A u ~2,14 A. B pexume npsaMoro paspelieHds B Teje YIIEpPOIHOH MaTpHIbI
IIPOCMATPUBAIOTCS MEKILIOCKOCTHBIE PAacCTOSHMS ¢ pasmepoM ~3.47 A. Dtu nannble
MO3BOJISIOT MPAKTUYECKU OJTHO3HAYHO UACHTU(HUIIMPOBATH YIIIEPOJHYIO MATPUILy Kak
rpaduTonogo0Hy0 CTpykTypy. Takke Ha KapTuHe Judpakiuu 3JIEKTPOHOB
UIACHTUDUITIPOBAHO MHOXKECTBO OTACIBHBIX MakKCUMyMoOB. [loiydeHHBIC OaHHBIC B
CpPaBHEHUU C OSTAJOHHBIMHU TMpejAcTaBieHbl B Tabnuie 3.1. BugHOo, 4TO MHOXECTBO
UIACHTUDUITIPOBAHHBIX MEKIUIOCKOCTHBIX PACCTOSSHHM MOTYT OBITh OTHECEHBI K (paszam
kapouyoB MoiuoaeHa Mo0,C u Mo012Cos. BBuay Onm3octé uaeHTHDHUITMPOBAHHBIX
BEJTUYMH MEXKIUIOCKOCTHBIX PACCTOSIHUN y 0003HA4YeHHBIX (a3 KapOuA0B MOIHOIeHA U
OTPaHUYCHHBIX BO3MOXXHOCTEH IMPOCBEYMBAIOIIECTO D3JIEKTPOHHOTO MHUKPOCKOMNA TIPH
MPOBEICHUH CHEMOK, HE yIaJoCch OJIHO3HAYHO UACHTU(DUIIUPOBATH OTACIHHO
Mopdosoruro gactuil Ga3zer M0,C u daszer M0;2Co g, CornacHO THIMMYHOMY CHUMKY B
peKMME TIPSAMOTO paspenieHus, B YacTHIAX KapOWIOB MOJMOJCHA MOXKHO
MAEHTU(PUIMPOBATH MEKILIOCKOCTHBIE paccTosHus d = 1.89 A u d = 1.41 A, xotopsie
TaK)Xe B MpeJenax BO3MOKHBIX MMOTPEITHOCTEH MOTYT COOTBETCTBOBATH Kak (haze Mo,C,
tak u paze M0;,Cos. CormacHo MOCTPOCHHOMY paclpe/IeICHUIO YaCTHI] 110 pa3Mepam,
OCHOBHAsl Macca 4acTHI] KapOU0B MOJIMO/IeHa XapaKkTepusyercsa pazmepamu 10 10 Hm.
Yactruku kapOUA0B MOJIMOJCHA B YIVIEPOJHBIX MaTpHIaX, MOJO0OHBIE MOTYYCHHBIM B
HACTOSIICH paboTe, CYNTAIOTCS MEPCIEKTUBHBIMUA B 00JIACTH CO3/IaHUS KaTaJIU3aTOPOB
JUIS TIOJIydeHHUs BOJOpoJa Hu3 Boabl [266-267]. VriepoaHas MaTpuiia MOXKET

MPEISITCTBOBATh ArJIOMEPAIMM YaCTUL], CPEIHUN pa3Mep KOTOPBIX, B CPABHEHUU C



134

IpyruMu paboTamu, MO3BOJISIIOT MPEANoaaratb NPUroAHOCTh MOTYyYaeMOro Marepuana
JUIs CO3[aHUS Ha €r0 OCHOBE KaTaau3aTopa ¢ COMOCTAaBUMOM C IIATUHOW aKTHUBHOCTBIO
[252, 254]. Takum 00pa3oM, COIJIACHO NMPEACTABJEHHbIM JaHHBIM MOKHO CHeJIaTh
BbIBOJ O BO3MOKHOCTH CHHTe3a YJbTPAJAMCHEPCHBIX KpHCTALIHYeckux ¢a3

kapOuaa MombaeHa pa3padarbiBaeMbIM 0€3BAKYYMHBIM METOI0M.

<3 35 5-7 7-9 9-1011-13 13-15 >15
Paszmep yactuu, Hm

Pucynok 3.26 - Pe3ynbTaThl TpOCBEUUBAIOIIEH JEKTPOHHOW MUKPOCKOIHUH BBICOKOTO
paszpemenusi: a) HRTEM-caumok yriaepogHoit maTpuilbl ¢ BKpAaIlUICHHBIMU B HEE
yacTUIlaMU KapOumoB MosuOjeHa; O) COOTBETCTBYIOLIAs KapTUHA JAUQPPAKIUU
3JIEKTPOHOB, B) CHUMOK OTAEJIbHOM YacTHIIbl KapOua MoaubIeHa B PEKUME MPSIMOTO

paspelieHus, T') pacrpeeieHue YacTull kapOuaa MoJubieHa 1Mo pa3Mepam.



135

Tabmuma 3.1. Pesynwsratet pactmmdpoku SAED (puc. 3.26) B cpaBHEeHNY ¢ dTaOHAMU

e, A Oranonoes A Ooranonoes A Ooranonoe, A

- (prc.3.26) | (Ne04-015-2407, gC) | (Ne04-016-3695, M02C) | (Ne04-006-2272, M0y1.2Cos)
1 | 3424 3.433 - -

2 | 2529 - 2.605 2571

3 | 2152 2.138 2.137 2.126

4 | 2.097 2.042 1.970 1.949

5 | 1.696 1.717 1.757 1.633

6 | 1556 1.562 1533 1.508

7 | 1.329 1.339 1.322 1.301

8 | 1.263 1.235 1271 1.262

9 | 1.217 - 1210 1.220
10 | 1.183 1.161 1.189 1.186

3.2.3. UccaenoBanue BJIAMSHHUS BeJIUYHMHBI CWIbI TOKA Pa3psiIHOTO KOHTYypa
Ha (pa30BbIi COCTAB NPOAYKTA 3JIEKTPOAYTOBOI0 CHHTE3a B CHCTEMe C MOJIHOAEHOM
U yIJIepOJAOM.

Cepusi dKCHEPUMEHTOB NPOBOAWIACH B COOTBETCTBUM C W3JI0O)KCHHOW BBIIIE
METOIMKON. B KkauecTBe MCTOYHMKA TOKAa HCIIOJIB30BAICSA 3JIEKTPOLYIOBOW CTEH[ C
BBIIIPSIMUTENBHO — HHBEPTOPHBIM mpeoOpaszoBarenieM Mapku Condor Colt 220. B
KaueCTBE KaTOJIOB MCIIOJIh30BAJIUCH TPaUTOBBIC TUTIIM C JUAMETPOM Mojoctu 21 mwm,
BbicOTOM — 30 MM. B kadecTBe HMCTOYHHMKA MOJUOACHA HCIOJIL30BAJICS MOPOIIOK
KyOnueckoil (ha3pl MOIMOAEHA (CO CpeaAHUM pa3MepoMm vyacTull 1-5 MkM u unctoToit 99,95
%, Raw Material Store, Kwuraii). B xadecTBe MCTOYHHMKA YIJIepoja HCIIOJb30BAINChH
peHTreHOaMOp(QHBIC BOJIOKHA C MPOAOJIBHBIM pasmepom mopsinka 100 mxm (Hi-tech
Carbon Co, Kuraii, conepsxanue yriepoa e meHee 97 % (macc), maotHocTs: 0,12 r/em?®,
coliep’KaHMe Heopranudeckux npumeceir He Oonee 0.5 % (Macc)). B kaximom
AKCTIIEPUMEHTE HCIOb30Baioch 0,5 r cMecu ¢ maccoBbiM cooTHomiennem Mo:C=3:1.
JyroBoii pa3psa noaaepxkusaicsi B TeueHue ~10 ¢ = 1 c¢. Tok pa3psiiHOro KOHTypa B
CEpUU DKCIEPUMEHTOB Hu3MeHsica or 90 A go 220 A, mpu 3TOM KOJUYECTBO

MOABEJICHHONW SHEPruu AYyroBoro paspsiga usmensiacb ot 23,9 kJ/lx nmo 49,6 x/lx.
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COOTBETCTBEHHO, IIOTHOCTh IOTOKA HEPIHU COCTaBWIa OT ~7,6 Br/mm? mo ~12,1
B1/MM2. Dpo3us aHOa COCTABMIIA B CEPHH DKCIIEpUMEHTOB 0T ~0,18 1 10 ~0,57 T.

CuHTE3upOBaHHBIC MaTepUaAIbl AHAJTU3UPOBAINCH METOJIOM PEHTTEHOBCKOU
nudpaxromerpun (Shimadzu XRD-7000s, A=1.54060 A), npu sTom as onpeeneHus
MOJIOKEHUN AUPPAKIMOHHBIX MaKCUMyMOB, UX HHTEHCHUBHOCTEH, a TaKXKe CTEIEHU
KPUCTAJUIMYHOCTH TPOAYKTOB CHHTE3a HMCIOJIb30BAIOCh CTaHAAPTHOE IMPOTPAMMHOE
oOecrieyeHue OT YINPaBISIONMIEH cTaHUUU audpakTomerpa. PacTpoBasi 3ieKTpoHHAs
MUKPOCKOIIHS MPOBOAMIIACKH Ha 3JeKTpoHHOM Mukpockorne Hitachi TM 3000.

Ha pucynke 3.27 npeacraBieHbl peHTT€HOBCKHE TU(PPAKTOTPaMMbl MaTepHaoB,
MOJIYYEHHBIX B IJIa3Me JyTOBOTO pa3psiia MOCTOSHHOTO TOKA B MPUCYTCTBUU MOJIMOAeHA
W yriepojga B CpPaBHCHHH C JTU(PAKTOrpaMMOW CMECH HCXOTHBIX KOMITOHEHTOB.
CornacHo audpakrorpamme 1, UCXOJIHAas CMECh COJEPKUT OJHY KPUCTAJUIMUYECKYIO
da3y, a wuMeHHO, KyOuueckudt wmomuOaeH. McxomHoMmy amopdHOMY yriaepoay
COOTBETCTBYET pPa3MBITOC Tajlo, OTMEUECHHOC Ha YBEIMYCHHOM (hparMeHTe
mudpakrorpaMmbl. [lo JaHHBIM KayeCTBEHHOTO PEHTTEHOCTPYKTYPHOIO aHajiu3a, B
MPOIYKTaX CHHTE3a MOKHO HIACHTU(OUIIMPOBATH HATMYHUE YETHIPEX KPUCTALTUYCCKUX
da3. B npoaykrax HIEHTUPUIMPYIOTCS HEMPOPEArupoBaBIINE B XOJ€ BO3JIEHCTBUS
JyTOBOTO pa3psj/ia OCTATKH HECBSI3aHHOTO YIyiepoaa W KyOuudeckoi ¢aszbpl MOTUOACHA.
Takxe B MpOAYKTaX CHHTE3a MOXHO HaeHTuUIMpoBaTh a3y rpadura, 0OpazoBaHue
KOTOpOW BeCcbMa BEPOSTHO B PE3yJbTaTe KPUCTAIUIM3ALUUA HCXOJHOTO aMOpP(HOTO
yriaepojia TOoCHe BBICOKOTEMIIEPATyPHOTO BO3IACHCTBUS DJIEKTPOIYTOBOM  IIa3MbI
(cormacHO W3BECTHOM amMarpaMMe COCTOSHUH yriiepona). Kpome Toro, B mpoaykT
CHUHTE3a, KaK Y€ OTMEUajoCh paHee morajaer rpaduT pacxoayemoro aHonaa. daze
rpaduTa COOTBETCTBYET MHTEHCUBHBIA MakCUMyM Ha 20~26,1 rpaa. Kak u oxunanocs,
B X0/JI€ DJIEKTPOTYTOBOTO BO3/ICHCTBHS HA UCXOIHYIO CMECh YIJIepoaa U MOJIUOIeHa ObLITH
CUHTE3UpOBaHbl J1Be (a3bl kapOuma mommbaeHa: opropomOuueckas ¢aza Mo,C u
rexcaronaibHas ¢aza Moj 2Cog. Cyas 1Mo moioxeHusM AUQPPaKIIHOHHBIX MAKCUMYMOB,
CUHTE3UpOBaHbI (pa3wl, coorBeTcTBYIOMMUE dTanionaMm [CDD Ne04-016-3695 u ICDD Ne
04-006-2272, onucaHHbIM B npenbiayiieM pasaene. [loxoxue kapTUHBI peHTT€HOBCKOM

TU(pakIuy IpeaCcTaBacHbI B padoTe [268], B KOTOPOil BBIABUTAETCS MPEANOI0KEHHE O
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BO3MOXKHOCTH TIOJyuyeHHUs] KyOMYecKoWd MeTacTabmibHOM Monupukanuu KapOuga
mMonnbaeHa MoCi . Borpoc Hammuust gaHHOM (asel B COCTaBe MPOJYKTOB CHHTE3a
HEOJTHO3HAYEH, C OJIHOM CTOPOHBI, TaHHOM (Da3e MOTYT COOTBETCTBOBATH MAKCUMYMBI Ha
36.5 rpan., 42.5 rpan., 61.6 rpan., 73.9 rpaa., 77.7 rpana., ¢ APYrol CTOPOHBI ATHU
MaKCHUMyMbl MOTYT IpPHUHAJJIEKATh OOJ€€ M3YYEHHBIM M PaclpOCTPaHEHHBIM (azaM
Mo,C u Mo12Cos. B 3T0# cBsI3u, Ha JaHHOM 3Tare UCClIeA0BaHUN Oy/IeM CUUTaTh, YTO
Kapou MonuOeHa NpeAcTaBlieH AByMs (a3aMH, a UMEHHO opTopoMoOnueckoit Mo,C u

rexcarosaiabHor Mo1,Cos.
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Pucynox 3.27 - TunuuHble pEHTTCHOBCKUE AUPPAKTOTpaMMbl  MPOIYKTOB

3JIEKTPOIYTOBOTO CUHTE3a B CUCTEME C MOJIMOIEHOM U yriaepoaoM: 1. nudpaxrorpaMma
CMECH TOpOoIlIKa MOJMOJeHA W PEeHTreHoaMopdHoro yriepojaa; 2. audppaxrorpamma,
MpOAyKTa, TOJydeHHOro npu cuie Toka 90 A, 3. audpakrorpamMmma NpoOayKTa,
noytyueHHas npu cuiie Toka 200 A.

BBuay Haimuus B MPOAYKTax CHHTE3a KaKk aMOp(HOM, TaKk M KPUCTAUTMYECKON

COCTaBJIAIOIIUX, W KpPOMC TOI'O, BBHUAY 3HAYUTCIIBHOI'O pas3jindusaA aTOMHBIX MaccC
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XUMHYECKHUX DJIEMEHTOB, BXOJSUIMX B COCTAaB KPUCTATMYECKHX (a3, MpPOBEICHHE
KOJIMYECTBEHHOTO PEHTreHO()Aa30BOr0 aHaiu3a 3HAYMUTEIBHO 3aTpyAHEeHO. JoOuThCs
IPUEMIIEMO TOYHOCTH MOXHO, BEPOSTHO, MOCTPOCHUEM ITATIOHHBIX 3aBUCUMOCTEMN
MHTEHCUBHOCTEH MU(MPAKIIMOHHBIX MAaKCUMYMOB OT COOTHOIIIEHUS MAacC KOMIIOHEHTOB
MNPOJIYKTOB, OJIHAKO JUIsI 3TOr0 TpPeOYIOTCS STaJOHHBIE TOPOIIKH, AHAIOTHYHBIC
KpUCTAILTMYECKUM (ha3aM B COCTaBE MPOAYKTOB CUHTE3a. B 3TOM cBsi3u Ha pucynke 3.28.
MPEACTAaBICHbBl HE 3aBUCUMOCTH (ha30BOrO0 COCTaBa IMPOAYKTOB, a 3aBHCHUMOCTHU
OTHOCUTEJIBHBIX WHTCHCUBHOCTEW TJIaBHBIX MU(PPAKITMOHHBIX MAKCHMYMOB KayKIOU
da3pl OT CHJIBI TOKa pa3pAgHOrO KOHTypa. Takke Ha pHUCYHKE MpeACTaBlieHa
3aBUCUMOCTh CTENEHH KPUCTAJUIMYHOCTH (KaK (YHKIUS TOTO K€ PETyIUpyeMOro
napameTpa IMpoliecca CUHTe3a — CuJjibl Toka). Ha pucynke 3.28. BUAHO, IpH CUJIE TOKA OT
~90 A nmo ~165A rnaBHbIA JUQPPAKIIMOHHBIA MaKCUMyM TPUHAIJICKUT dase
KyOn4eckoro MoiubjieHa, mpu 3tom npu cuie Toka 200-220 A UHTEHCHBHOCTH 3TOTO
MAaKCHUMyMa 3HAYUTEIBHO CHIXKAETCS 10 BEUYUHBI ~10 %.
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Pucynok 3.28 - 3aBUCHUMOCTHM  OTHOCUTEIBHON HMHTEHCUBHOCTH  TJIABHBIX

JU(PAKIIMOHHBIX MAaKCUMYMOB KPUCTAJUTMUECKUX (Da3 B COCTaBE MPOIYKTOB OT CHJIbI
TOKA pa3psiAHOro KOHTypa
IIpakT4yeCcKn Ha BCEM MHTEPBAJIE BO3PACTAET OTHOCUTENIbHASI MHTEHCUBHOCTD IIaBHOTO

MakcuMmyMa ¢asnl rpaduta, gocturas 100 % mpu cune toka ~200 — 220 A. Takoii
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XapakTep 3aBUCUMOCTH MOXHO OOBSCHUTh KpUCTAM3alued OoyblIell 4acTu
amopdHoro yriepojga ¢ obpasoBanueMm ¢da3pl TrpaduTa npu OOJbIICH CHIIE TOKa,
COOTBETCTBEHHO U Oouiblieil a3Heprun 1yru. Kpome Toro, npu Oonbliei cuie Toka 6oee
WHTEHCUBHO MPOXOIUT MPOIIECC IPO3UU AHOJIA C IEPEHOCOM YaCTU €r0 MACCHI B MTPOTYKT
cuHTe3a. B 9TOl CBsI3M, HM3MEHEHHWE OTHOCUTEIBHOW HMHTEHCHUBHOCTH TJIABHOTO
MakcuMyMma Trpadurta mpeacTaBiseTcsi 000CHOBAaHHBIM, OXHJIa€MbIM; KPOME TOTO, 3TU
JTAaHHBIE COTJIACYIOTCA C WM3MEHEHHEM CTENEeHM KPUCTAUIMYHOCTH: B pe3yJbTaTe
BO3JICHCTBHS pa3psjia ¢ OOJIbIIEH CUIION TOKA CHHTE3UPYETCS IPOIYKT C 00Jiee BHICOKOM
CTETICHbIO  KPUCTAJUTUYHOCTH. VHTEHCUBHOCTH  OCHOBHBIX  AU(PAKITMOHHBIX
MakCUMyMOB (a3 kapOui0B MoOJIMOJEHA BO3PACTAIOT MPU YBEIUYEHUU CHJIBI TOKA
paspsaHoro kKoHTypa OoT 90 A g0 200-220 A. DTOT pe3ynbTar MpeACTaBISETCS
3aKOHOMEPHBIM BBHUJy POCTa KOJUYECTBA SHEPIHMU U TUJIOTHOCTH MOTOKAa DHEPTUU C
POCTOM CHJIBI TOKA U TepepaboTKe OOJIBIIEH JOIU UCXOTHOTO MOJIMO/IEHA B €r0 KapOU/IbI.

[1o raHHBIM PACTPOBOM PIEKTPOHHONW MUKPOCKOIHNH, B TPOAYKTaX CUHTE3a MOKHO
BBIJICIUTh TPU OCHOBHBIX THMAa OO0BEKTOB (pUCYHOK 3.29). OOBEKTHI MEPBOrO THUIIA
MPECTABIIAIOT COOOM YIJIepOIHbIE BOJOKHA C MPOJOJIbHBIMHU pazMepamu nopsiaka 100
MKM ¥ monepeddbiMu 10 30-40 MKM, BEpOSITHO, COOTBETCTBylouue (asze rpadwura.
OOBEKTH BTOPOrO THINA — D3TO arjoMeparbl OTHOCUTEIBHO KPYIHBIX (HECKOJIBKO
MUKPOMETPOB)  KPHUCTaNIOB,  COJAEP)KAlIMX  MPEUMYIIECTBEHHO  MOJIUO/CH;
COOTBETCTBEHHO, JaHHBbIC OOBEKTHI BEPOSITHEE BCETO MPENICTABISIOT KyOndeckyto (azy
MonuoaeHa. OOBEKThl TPETHETO THUMA MPEACTABIAIOT CO0OM yIiIepoAHBIE BOJIOKHA, C
BKIIIOUEHUSIMHU, COJAEpXaIMMU MonuoOneH. B xome anmekTtpopaspsaHOro mporecca,
MOJIO/IEH B3aUMOJICHCTBOBAJ C YIJIEPOJIOM B BUJI€ BOJIOKOH, TEM CAMbIM BHEJIPSISICh B UX
Teno npu GpopmupoBaHuu ¢a3 kapouaa moaudaeHa. CoOOTBETCTBEHHO MUKPOpa3MepHast
dpakuus kapouaa MOIUOICHA B pacCCMaTPUBAEMOM CEPUH HKCIIEPUMEHTOB IIPEACTaBICHA
KOMITO3UTOM, COCTOSIIIIMM W3 TPa(PUTOBBIX BOJIOKOH C BKJIIOYEHUSMU B UX 00beM (a3
KapOu1a MOJIMOeHA.

[lo maHHBIM 3HEProJMCIEPCUOHHOTO aHallM3a, MPOBeIeHHOro He MeHee 20 pas,
oOpasubl conepxat a0 66 % (Macc) yraepona, a0 24 % (macc) monubaeHa u a0 7 %

(macc) kucinopoma, a takxke g0 2-3 % (macc) nmpumeceil. Hannune 3arpsi3Hsommx
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npuMeceil B konuuectBe 10 2-3 % (Macc) MpeacTaBiisieTcsl €CTECTBEHHBIM BBUIY HX
HAJIMYUS B UCXOAHOM YTJIEPOJHOM BOJIOKHE, a TAK)KE BBUY BO3MOXKHOTO TOMAJaHUS B
MPOYKT 3arpsi3HEHUN B BUJE MaTepraja TOKOBEIYIINX 3aKUMOB M UX DJIEKTPUUICCKON
U30JSIIIMA B COCTaBE Pa3psIHOTO KOHTypa. Takke cleayeT OTMETHTh, YTO SIBHBIX
KaueCTBEHHBIX OTIUYHMNA B XMMHYECKOM COCTaBE MPOJYKTOB CHHTE3a, MOJIYYCHHBIX TPU
pPa3TUYHON CHJIE TOKA Pa3psAIHOTO KOHTYypa METOJOM SHEPTOAMCIICPCHOHHOTO aHAIHM3a
He Obulo OOHapykeHo. Takke He ObUIO OOHAPYKEHO SBHBIX MOP(OIOTrHIECKUX

0COOEHHOCTEH, KOTOpbIE OTIINYAIOT 00pas3Iibl, IOJy4YEeHHbIE IIPU PA3IMYHON CHIIE TOKA.

MHTEHCUBHOCTD, O.€e.

Mo Mo
4 3 4 E k3
Pucynox 3.29 - TunuuHele CHUMKH TPOJAYKTOB cuHTe3a (a, O, B), u

HHEPIOJIUCTIEPCUOHHBIN CTIEKTP (T).

Takum oOpa3oM, MyTEM UCTIOIB30BAHUS YTICPOTHBIX MHUKPOPA3MEPHBIX BOJOKOH
B KAaueCTBE MCXOJHOTO CBIPbS [JII CHUHTE3a MOJKHO TMOJYyYUTh MPOIYKT CHUHTE3a,
CoJIep Kallliii BOJIOKHA ¢ TpaUTOBOM CTPYKTYpOM, MOAUGDUIIMPOBAHHBIC BKIIOUCHUSIMU

Kpuctaumuecknx (a3 kapoOuga mommbaeHa. [Ipuw 3ToM yBennueHWEM CHIIBI TOKa
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Pa3psIHOTO KOHTYpa, COOTBETCTBEHHO, U YBEJIUYEHUEM KaK KOJIMYECTBA IMOJIBEICHHOM
HHEPTUH, TaK U TNIOTHOCTH MOTOKA SHEPTHUH, MOKHO JOOUTHCS MUHUMH3ALIUUA B COCTABE
MPOIYyKTa WMCXOAHOTO MOJHMOJEHAa IyTeM €ro mepepaboTKh C  MOJIyYCHHUEM
KpUCTATHYECKuX (a3 kapouaa MoaudieHa.

3.2.4. UccnenoBaHue BJIAMSIHUS MPOJAOKUTEIBLHOCTH IJIa3MeHHOH 00padoTKu
ChIPbSl, COJAEpP:Kaller0o MHUKPO H HAHO-pa3MepHble YAaCTHUIBI MOJIMOJeHAa, Ha
(a3o0BbIil cOCTaB MPOAYKTA CHHTE3a

Cepusi SKCHEPUMEHTOB MPOBOAWIACH C UCIOJIb30BAaHUEM CMECEH MOPOIIKOB
MosmbieHa u rpadura B MaccoBom cootHomernr M0:C=3:1. Mcnonb30Basiock iBa TUTIA
HCXOJTHOTO TMOPOIIKAa MOJUOJCHA: KOMMEPYECKUN TMOPOIIOK CO CPEIHUM pa3zMepoM
gactuil 1-5 MkMm 1 gucrotoit 99,95 % (Raw Material Store, Kurait), a Taxxe marepual,
coJiep Kallliii HAHOPa3MEPHYI0 U CYOMUKPOHHYIO (pakiuio (TOJy4eHHBIH METOIOM
AIEKTPOB3PbIBA TPOBOJIHUKOB, NOJIYYEH OT COTPYIHUKOB OTJEJICHUS €ECTECTBEHHBIX HAYK
ToMcKOTro moaMTEXHUYECKOro YHUBEpcUTeTa). Bo Bcex akcrepuMeHTax UCIOJIb30BaJIOCh
mo 0,5 r cmeceil. B cepusx SKCHEPUMEHTOB H3MEHSIACh MPOAOKUTEIbHOCTD
noAJepkKaHuss yroBoro paspsiga or 5 g0 20 cexkyHa. Tok pa3psIHOro KOHTypa
yCTaHaBIMBAJCSA HA ypoBHE 165 A. Mcnonb3oBasncs KaToa ¢ AUaMeTpoM Nosioctu 21 M,
BbicoTOM 30 MM, aHOM - B BHjE TpaduUTOBOTO CTEpXKHSA C AuameTrpoM 8 mMm. Bcero
npoBefeHo 13 skcnepumeHTOB. Temmeparypa BHEIIHENM CTEHKM Karoja B CEpUU
skcepuMeHToB u3mensnach ot ~600 °C 1o ~1100 °C. Cpenssisi B cepur SKCIIEPUMEHTOB
IJIOTHOCTh TIOTOKA »Heprum cocraBuna ~10,9 Br/mm?. KomuuecTBo IOJBENEHHOM
SHEpPruu B cepun uameHsics ot ~18,2 kJlx no ~80,5 k[ x.

[To maHHBIM PEHTTEHOBCKOW MudpaKTOMETpUH, (Pa30BbIil COCTAB MOIYYEHHBIX
MPOJYKTOB KAauE€CTBEHHO HE OTJIMYAETCS OT UIACHTU(PUIIMPOBAHHOIO paHEe: BO BCEX
MPOJYKTaX CHUHTE3a UJIeHTU(UIMpytoTcsa 4 kpuctaumueckue (asel: kyondeckas (asza
mosmbaena Mo, rpadut gC, kapoua mommbaena Mo,C u kapoun monnbaena Mo12Cos
(puc. 3.30, 3.31). CormacHO TOCTPOCHHBIM 3aBUCUMOCTSM OTHOCHUTEJIBHBIX
WHTEHCUBHOCTEH TJIABHBIX JU(PAKIMOHHBIX MAaKCUMYMOB KPHCTATUYECKUX (a3
MPOJYKTOB OT KOJIMYECTBA MOJIBEACHHON sHepruu (puc. 3.32), MOKHO BBIJICITUTH JBE

xapaktepHble 30Hbl. Ha pucynke 3.32a BUJIHO, UTO AMANa30HE KOJUYECTBA M1OIBEICHHOM
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sHeprun 10 ~30-35 k/[x, rmaBHbI Ha audpakTorpaMmax MaKCUMYM MPUHAIJICKUT
KyOnueckoi (aze MonmOaeHa; NMpU 3TOM Ha ATOM MHTEpBAlE€ MPOUCXOAUT POCT

WHTEHCUBHOCTEH MaKCUMYMOB 00eux (pa3 kapOuaoB MoaubdeHa u rpadura.

: N A L
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Mo12Cos 1011 | || | I | a1l

MHTeHCUBHOCTD, 0.€.
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Mo | | [
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Pucynok 3.30 - TunuuyHble KapTHHBI PEHTTEHOBCKOW MU(paKIUK MPOAYKTa CHHTE3A,
MOJIy4YEHHOTO IPH MCHOJIB30BaHUM UCXOJHOTO KOMMEPYECKOIO MHKPOHHOI'O MOPOIIKA
monuOaeHa: 1. Ucxonnas cmecsk, 2. [TpoayKT, MOTy4YeHHbIN NpY HAaUMEHbIIEH YHEPTUU B
CepHUH IKCNEPUMEHTOB, 3. IIpoAYyKT, MOJyUYEHHBIN MPU HAUOOJBUIEH SHEPTUU B CEPHUH
DKCIIEPUMEHTOB.

Poct uHTEeHCHBHOCTEH MakcUMyMoOB (a3 kapOujga MoJuOJeHa CBUJIIETEIILCTBYET 00
YBEIMYEHUH HMX JOJE€H B MPOLECCE CUHTE3a; POCT WHTEHCHBHOCTH MAKCUMyMa,
COOTBETCTBYIOILIETO IrpauTy TaKKe CBUIETEILCTBYET O POCTE €ro JI0JIU C YBEINUCHUEM
KOJINYECTBA MOJIBEAECHHON YHEPTHH, COMPOBOXKIAOIIETOCSA YBEIMUEHUEM MACCHI SPO3HUH
anona. Ha uaTepBasie konudecTBa nmoaseaeHHoM sueprun ~40-50 xJx nudpakiimoHHbII

MaKCUMyM CTaHOBHTCA OCHOBHBIM, @ MHTCHCHBHOCTb MaKCHUMyMa KY6I/I‘16CKOI\/’I (1)3_351
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MoyOJieHa CHIKaeTcs. VIHTEHCMBHOCTH MakCHMyMOB ¢a3 KapOWaoB MoOJuOAcHA Ha
TOM HHTEpBaJie JOCTUTAIOT CBOMX MAaKCUMyMOB, M C JAJIbHEHIIMM YBEIUYECHUEM
KOJIMYECTBA TMOABEICHHONW DSHEPrUM MX HWHTCHCUBHOCTH CHUXKAIOTCS. Takxke Ha
unrepBaiie ot ~40-50 x/x mo 80 kDX CHWXKAeTCd HMHTEHCHUBHOCTh MaKCHMyMa
KyOuueckoil (ha3pl MOTMOAEHA BBULY €TI0 pacxo/ia B IMPOIIECCEe CUHTE3a, a TAKKE C POCTOM
Macchl 3po3un rpaduroBoro anoda. [Ipu kommvecTBe moaBeneHHoM 3HEprUn ~80 KJ[XK
OTHOCUTEJIbHAs UHTEHCUBHOCTh OCHOBHOT'O MakcMMyma MoiubJieHa cocrasisier 18-20
%; TakuMm oOpa3oM B pPacCMaTpUBAaEMOM CHCTEME HE YAAJIOCh CHU3UTH COJEp KaHHUE

KyOndeckol ¢a3pl MoIuOIEHA 1O HYJIS.

T
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Pucynox 3.31 - TunuuHble KapTHHBI PEHTTEHOBCKOW MU(paKIUK MPOAYKTa CHHTE3A,
MOJIYYEHHOTO MPHU UCIOJIb30BAHUU MCXOJIHOTO HAHOPA3MEPHOIrO MOPOIIKA MOJUOAEHA:
1. Ucxonnas cmech, 2. IIponykT, mosy4eHHbI NPU HAWUMEHBIIEH JHEPTHM B CEpPUU
sKcriepuMeHToB, 3. IIpoaykT, TONy4deHHBIA MPU HAUOOJNbIIEH SHEPTUU B CEpUU

HKCTIEPUMEHTOB.
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PI/ICYHOK 3.32 - 3aBUCUMOCTH OTHOCHUTCIIbHBIX WMHTEHCUBHOCTEH OCHOBHBIX

TU(PaKIIMOHHBIX MAKCUMYMOB KPUCTAJUIMYECKUX (a3 B COCTABE MPOJYKTOB CUHTE3A OT
KOJIMYECTBA MOJBEJCHHON DSHEPruu: a) TMpPU UCHOJIB30BAHUU KOMMEPUECKOTO
MHUKpPOpPa3MEPHOTo MOPOLIKa MOJINOAeHa; 0) MpU UCIOJIB30BaHMUHU MOPOILIKA MOJINOIeHA,
MOJIy4YeHHOTO METOJIOM 3JIEKTPOB3pPbIBA IIPOBOJHUKOB (COAEPKALLETO0 HAHOPA3ZMEPYIO U
CyOMUKPOHHYIO (DpaKIIuio).

Kaxk BugHO Ha pucyHke 3.32, Hcrnoab30BaHue 00Jiee MEJKOUCIIEPCHOTO MOPOILIKA
MonO/ieHa (MOJYYEHHOTO METOIOM AJIEKTPOB3PbIBA, CONEPHKAIIEr0 HAHOPA3MEPHYIO U
CYOMUKPOHHYIO (PpaKIiM), TO3BOJSET CHU3UTh OTHOCHUTEIbHYIO HWHTEHCHUBHOCTD
MaKCUMYMOB KyOuueckou (a3pl MOIMOJEHA MPAKTUYECKHA O HYJsl, COOTBETCTBEHHO,
IIPaKTUYECKH 10 HYJISI CHUYKAETCS U €€ J0JIs B cocTaBe Npoaykra. COOTBETCTBEHHO, IS
MOJIHOM TIepepabOTKH MCXOJIHOTO MOJHMOJIEHa B €ro KapOuabl TpeOyeTcsl 3aTpaTuTh J0
~60 x/[x sHEeprum, BO3AECHUCTBYS JTyTOBBIM pa3ps/IoM Ha UCXOJHYIO cMech maccoi 0,5 r,
colepkamiyro 3 YacTd Macc MoJubOaeHa (cocTosmiero u3 CyOMHKPOHHOW W
HaHOpa3MepHOU (ppakuuii) U 1 yacTe Macc rpagura, IpU IUIOTHOCTH MOTOKA SHEPTrUU
~10,9 Br/mMm?. Takoii pe3ynbTaT ¢ OXHOW CTOPOHBI MOATBEPKAAET OOMIEH3BECTHEHIE
JaHHbIE O TOBBIIIEHUM PEAKIMOHHOW CIOCOOHOCTH HUCXOAHBIX MaTepHUajoB
UCITIOJIb30BAaHUEM B UX COCTABE CYOMUKPOHHBIX M HAHOPa3MEPHBIX (hpakimii; ¢ Jpyroi —
MOKa3bIBACT BO3MOXHOCTb MIPAKTHUUECKHU IOJIHOM 1MepepaboTKH UCXOIHOTO MOJIHOIeHa C

NOJIyYeHUEM KpUCTaIMYecKux (a3 kapOua MonudeHa pazpadaTbiBaeMbIM METO/IOM C
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UCIIOJIb30BAaHUEM CEPUHHO BBITYCKAEMOTO HCTOYHUKA JJIEKTPOMHUTAHUA C PabOuuM
TOKOM He MeHee 165 A.

3.2.4. Oco6eHHOCTH XMMHYecKOro u (pa3oBoro cocrapa, MOp¢0J10ruu 4YacTHUIL
NPOAYKTOB 3JIEKTPOAYIOBOI0 CHHTE3a, COOPAaHHBIX B Pa3JIMYHBIX YaCTHAX
PeaAKIMOHHOM 30HbI peaKkTopa.

B npoBeneHHBIX  DKCIEPUMEHTAaxX  HWCIOJb30Bajach  HCXOJHAs  CMECh
KOMMEPYECKOT0 MUKPOPA3MEPHOTO MOJIMO/IEHA CO CPETHUM pa3MepoM 4acTull 1-5 MM
u guctoroir 99,95 % (Raw Material Store, Kurait) u moporka rpajgura B MaccoBom
coornomreHn Mo0:C=3:1 B kommuectBe 0,5 r. B kauecTBe KaTroma HCHOIL30BAJICS
rpaduUTOBBIN TUTETh C JUaMETPOM ToJIOCTH 21 MM U BhicoTOM 30 MM. [I1TOTHOCTH MOTOKA
sHepruu cocrasuna 10,9 Br/mm? npu cuie Toka 165 A, M KOIMYECTBE BBIIEIUBIICHCS
sHeprun ~45 kJIx. I[lomydeHHble MaTepuandbl COOMPATUCH C PANIMYHBIX YacTe
PEaKIMOHHOM 30HBI: 00pa3Ilbl MEPBOTO THUIIA — ATO MATEPHJI, COOPAHHBIN CO JTHA TUTJISA
HEIMOCPEICTBEHHO B 00JIACTH KaTOAHOTO MATHA; 00pa31bl BTOPOTO THUIIA — 3TO MaTepHall,
COOpaHHBIM CO JIHa TUTJIA 3a MpeAeiaMH KaTOJIHOTO MsATHas (T.e. C KOJIBIICBOM
MOBEPXHOCTHU C BHYTPEHHUM JIMaMETPOM OT ~16 MM 110 21 MM); 00pa3ibl TPETHETO TUIA
— 3TO MaTepual, CoOpaHHBIN ¢ BHYTPEHHUX CTEHOK KaTojia 1o Bce BricoTe. [1o qaHHbBIM
PEHTI€HOBCKOW  audpakToMeTpuu, B  o0pa3lax TMEepBOTO THUIAa  OCHOBHOM
KpUcCTauInueckou (a3oil sBisercss rpaduT, NpyU 3TOM B MPOJYKTAX CHUHTE3a TaKkKe
comepxkarcs (a3pl kapbuma wmommbnena Mo0,C um Mo0:2Cos ommcaHHBIC BBIIIE.
OTnMYUTENHEHON OCOOCHHOCTHIO JAHHOTO THIA MPOAYKTa SIBJISETCS OTCYTCTBHE B €rO
coctaBe KyOuuecko (a3zpl monuOneHa (B Tmpeaenax 4YyBCTBUTEIBHOCTH METOJA
pEeHTreHoBCcKoW  mudpakromerpuu). B oOpasmax  BToporo  Tuma  MOXKHO
UAEHTU(ULIMPOBATh BCE paHee naeHTU(UIMpoBaHHbIe (a3bl: rpadut, Kyonueckas (asza
MosnOieHa kapou bl Mmoauoaena Mo,C u M01 2Cq g; Tpu 5TOM HHTEHCUBHOCTH TJIaBHOTO
mudpakironHoro makcumyma asst M0,C mouTu paBHa OTHOCHTENEHON HMHTEHCUBHOCTH
IJIaBHOTO TU(PpaKIIMOHHOTO MakcuMyma rpadura. B npoaykrax TpeTbero Tura riiaBHOM
KpUCTaJUTMUECKOU (pa3oil sBisieTcss KyOM4ecKruii MOMOIEH, TaK)Ke MPUCYTCTBYET (asza
rpaduta u Paspl kapoOumoB monubaeHa Mo,C u Mo012Cog pudeM HHTEHCUBHOCTH

rNIaBHOI'0O MaKCHUMYyMa (1)&31)1 |\/|02C BBIILIE OTHOCHUTEJIbHOM MHTEHCHUBHOCTU TJIaBHOI'O
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Makcumyma rpaduta. Kpome TOro, xapakrepHoil OCOOCHHOCTBIO IH(PpPAKTOTpamMm
00pa3loB TPETHEro TUIMA SBIIAECTCS HAIMYKE CIIEJOB MAKCUMYMOB Ha yriax 26-27 rpaf,
HE MPHUHAJJICKAIIMX OCHOBHBIM 0003HAYEHHBIM KpUCTAJIMUECKUM (a3zaM. BuszyanabHo
YCTaHOBJICHO, YTO Ha TOBEPXHOCTH CTEHOK KaToJia (C BBICOTOM CTEHOK mojoctu 30 MM)
YCIIOBHO MOJKHO BBIJICIUTH JIB€ 30HBI: BBIIIE TMOJOBUHBI M HUXKE I[OJOBHUHBI,
pa3IMyarorecs: TEKCTYpO TOBEPXHOCTH U OTTEHKOM YEpHO-CEpOro 1BeTa. BeposTHo,
B 00y1acT Hanbosee OJIM3KOM K TOPJIIOBUHE TUTJISl KUCJIOPO]T BO3/yXa OKa3bIBAET BIUSHUE
Ha MPOLIECChl CHHTE3a M KpUCTAUIM3auu. B aToMm ciydae, He HIEHTU(DUIIUPOBAHHBIC
ClIeJIbl, BEPOSTHO, MOTYT TPUHAUIEKATh OKCHUIAM, HUTPHAAM, OKCHHUTPHIAM
MoynOJieHa, (POPMUPYIOMIUMCS TPUCYTCTBYIONIMX B HE3HAYUTEIBHBIX KOJIMYECTBAX.
Oo6o3HaueHHBIE pa3nuins B (a30BOM COCTABE MPOAYKTOB CHHTE3a, COOPAHHBIX B Pa3HBIX
YacTAX PEAKIUOHHOM 30HBI MOXHO OOBSCHUTH HEPAaBHOMEPHOCTBIO PaCIIpE/ICICHHUS
TEMIIEPATYPHOTO IMOJIA, OOpa3ylolerocs B pe3yjbTaTe TOPEHHs AYroBOIO pa3psia.
OO6pa3ipl NEpPBOTO THUIA MOTYUYECHBI B 30HE KATOAHOTO MATHA, T.€. B 00JaCTH HAUOOJIBIIINX
TEMIIEpaTyp U3 pacCMaTPUBAEMbIX W HAMOOJIbIIIEH KOHIEHTPAIIMK aTOMOB yriepoja 3a
CUeT WX MepeHoca ¢ aHO/Aa Ha KaToj B Ipolecce ropenus paspsaa. [1o stum npudnaam,
00OpasIbl TPETHETO TUIA XapaKTEPU3YIOTCS (Pa30BbIM COCTAaBOM, B KOTOPOM IOJHOCTBIO
nepepadaThIBAETCsl UCXOIHBIN MOJIMOAEH C 00pa30BaHKUEM €ro KapOuI0B U JOMHUHHUPYET
¢daza rpadura. OOpasupl BTOPOro THUMA MOJYYEHBI MPU JUANA30HE TEMIEPaTyp
HECKOJIbKO MEHbILIE M 3a IMpeaejaMH 30Hbl TMOBBIIIEHHON KOHIEHTpPAllMd aTOMOB
yriaepoaa; B OTOH CBSI3M B 0Opas3lax BTOPOrO TUMA B 3HAYUTEIHHBIX KOJIHMYECTBAX
COJEPKUTCS Kyonueckas (aza MonubIeHa; MpH 3TOM U OTHOCUTENbHASI MHTEHCUBHOCTh
Tu(dpaKIIMOHHBIX MaKCUMYMOB (a3 kapOuaa MonubeHa CpaBHUMA C OTHOCHTEIIbHOMN
WHTEHCUBHOCTBIO TJIABHOTO AU(PPAKIIMOHHOTO MakcuMyMma. B oOpasmax TpeThero Tuma,
COOpaHHBIX CO CTEHOK KaToJla, KaKk ¥ B MPOJYKTax, MOJTYYEHHBIX MPU HAUOOIBIICH
YIAJIGHHOCTH OT 30HbI MHUIIUUPOBAHUS pa3psiia, U HAXOASAIINXCS, OYEBHIHO, IPU MEHEE
BBICOKHMX TeMIIEpaTypax, OCHOBHOU (a3oit siBisieTca KyOouueckuit MmonuoaeH. [Ipu stowm,
KaK OTMEUEHO BHIIIE, B 00pa3iiax TPEeThero TUIa, CyAs 10 KapTHHAM JUGPaKIIUd, MOTYT
MPUCYTCTBOBATh KpoMme o0003HaueHHBIX (a3 rpadura, moaubaeHa U KapOUIOB

MoMOJIeHa TaKke U Jpyrue kpuctammmdeckue ¢aspl. Comepkanue daspl rpadura u3
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paccMaTpruBaCMbIX O6p33HOB MWHHUMAJIBHO, BCPOATHO, B TOM YHMCJIC BBUAY OKHCJICHHA

yraepojia B 3Toi obnactu ¢ oopazoBanuem razooopasusix CO u COa.
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Pucynox 3.33 - Tunuunele KapTUHBI PEHTTCHOBCKON JupaKkiMu TPOTYKTOB
AJIEKTPOIYrOBOIO CHHTE3a B CHUCTEME C MOJHMOJIEHOM M YTriepoioM, COOpaHHBIX B
Pa3IMYHBIX YaCTSIX PEAKIIMOHHOW 30HBI: 1. HEMOCPEACTBEHHO C OOJACTH KaTOJIHOTO
MSITHA Ha JHE rPpaUTOBOTO THUTIIS, 2. CO AHA TUTJIS 3a TIpe/ieslaMUu KaTOAHOrO TsATHA, 3.
CO CTEHOK THUIJISL.

CoryacHO TaHHBIM PACTPOBOU AJIEKTPOHHONW MUKPOCKOTUU (B pexkuMe (pazoBOTO
KOHTPACTa) COBMEILIEHHOW C PHEProJAUCIEPCUOHHBIM aHAIM30M XHMHYECKOTO COCTaBa
BBISIBJICHBI OCOOEHHOCTH TPEX THUIIOB MOJYyUYEHHBIX 00pa3lioB (pucyHok 3.34). Bo Bcex
oOpasiiax mMpUCyTCTBYET YIIIEPOIHASI MATPHUIIA, UACHTU(PUITUPOBAHHAS U PAHEE B IPYTUX
oOpasiax MIPOBOJAMMBIX CEepuUil 3KcrepuMeHTOB (1), KOTOpass Ha MHOTHX CHHMMKAax
CONICP)KUT CYOMHUKPOHHBIE M MHKPOHHBIE YaCTUYKH, cojepkamme MoiudaeH (2).

CornacnHo NpcaACTaBJICHHBIM pPaHCC NAaHHBIM, 9TO YaCTHUYKH MOKHO I/II[GHTI/I(l)I/II_[I/IpOBaTI)

KakK KapOuapl MOIMOICHA.
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Pucynok 3.34 - Pe3ynbraThl pacTpoBOM  JJIEKTPOHHOM  MHUKPOCKONHMH U

DHEPTOANCIICPCUOHHOTO aHajii3a OCHOBHBIX MHKPOPa3MEPHBIX MOP(OIOTHICCKUX
THIIOB TIPOJIYKTOB 3JIEKTPOYTOBOTO CHHTE3a B CHCTEME C MOJIMOAEHOM U YTJIEPOIOM: a,
0, B — 00pa31oB, COOpaHHBIX HEMOCPEICTBEHHO C OOJACTH KATOJHOTrO MSATHA Ha JHE
rpadguTOBOrO THUIJISI; T, A, € — oOpa3loB, COOpaHHBIX CO JHA THUIJISA 3a TpeaeiaMu
KaTOJIHOTO MATHA; XK, 3, 1 — 00pa3IioB, COOpPAHHBIX CO CTCHOK THIJIS.

NneHTnuuupyroTcss CKOIUICHHUS KPHUCTAZIOB C pa3MepoM TIOpsJKa HECKOIBKO

MHUKPOMETPOB, UJECHTU(DUIIMPOBAHHBIX paHEe KaK CKOIUICHUS dYacTull ¢a3 KapOujaoB
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mosmbeHa (3). Crorutenust (3) THMUYHO 0OHAPYKUBAIOTCS BO BCEX MPOTYKTAX CHHTE3A.
Crneur(pu4HbIM TUIIOM YaCTHIl, paHee HE UJICHTU(DUIIMPOBAHHBIX, SIBISIOTCS CKOIUICHUS
(4), congeprkamue kene30. ITOT THUIT YaCTHUI] OOHAPYKEH TOIBKO B 00pasiiax, COOpaHHBIX
CO CTEHOK Katoja. BepoaTHo, B X0e ropeHust pa3psja mia3mMa Jyr'd B3auMOJIEHCTBYET C
TOKOBEIYIIUMH  METAUTMYECKUMU  JIepKaTeliIMU  aHOJa,  PAaCIOJIO0KEHHOTO
HEIOCPEICTBEHHO HAJ KaTOJIOM, B PEe3yJbTaTe YeT0, B 00JACTH TOPIOBUHEI TUTIIS MOTYT
OBITH OOHAPYKEHBI COeTMHEHUS JKene3a. Panee He HIEHTUPUITMPOBAHHBIMU YaCTUYKAMHU
ABJISIIOTCSL OOBEKTHI (5), COCTOSIIIME MPAKTUYECKHU MOJHOCTBIO U3 MOJUO/EHA, CYsS 1O
JAHHBIM ~ SHEPrOJIUCIIEPCUOHHOTO  aHaIM3a. OTU YAaCTUYKU  XapaKTePU3YHOTCS
OIUIaBJIEHHBIMU (opMamMu (5), B HEKOTOPBIX ciydasx ONu3kuMu K chepuyeckum (6);
pasMepbl JTaHHBIX 4YacTUIl AOCTUrarT mnopsaka 100 mxm. BeposTHO, 3TO 4YacTUIbI
MosnO/ieHa, 00pa30BaBIIMECS U3 PACIUIaBa, UX MPUCYTCTBUE XapaKTEPHO JUIsl 00pa3IloB,
COOpaHHBIX CO JIHA THUTJIA, KaKk B OOJACTH KAaTOJHOTO ISTHA, TaK M 3a €€ MpeJeIaMH.
XapakTepHbIMU 00bEKTaMU, COCTOSIIIIMMHU U3 YTIEPOIa U MOJTHOIEHA U CONEPKAIIMMUCS
MPEUMYIIIECTBEHHO B MPOJIYKTaxX, COOPaHHBIX C O0JIACTH KATOJHOTO MSITHA SIBJISIOTCS
yactuipl (7) ¢ pasmepHocThio 10 ~100 MKM, TJIOCKUMU POBHBIMH TpaHsIMU U
npu3Hakamu ckoJioB. CoriacHoO ycpeaAHEeHHbIM JaHHBIM (110 He MeHee 18-20 uzMepeHusm
Ha KaXI0M o0pasiie), MPOAYKTHl COCTOAT B OCHOBHOM M3 MOJHOJEHa, yriepoja,
KHUCJIOpOJa, Kejle3a U CIAEJ0B JPYruX XUMHUYECKUX DJIEMEHTOB (aJIOMUHUN, KPEMHHUM,
KaJIbLIUi, cepa u 1p.). [Ipu 3ToM os1st *xene3a U Kuciaopoa B 00pasiax, COOpaHHBIX CO
CTEHOK KaToJa, 3HaUMTEIbHA: COAepKaHue kemne3a nocturaer 6 % (macc), a kuciopoaa
— 11 % (macc). B oOpaszax, coOpaHHBIX €O JIHAa KaToja 3a NpeeaaMu 30Hbl KaTOJHOTO
MSTHA, COJEpKaHUE JKele3a MHTErpaIbHo cHIkaeTcs 1o 1,7 % (macc), kuciopoaa — 10
4,7 % (macc). lns oOpa3ioB, COOpaHHBIX C 30HBI KaTOAHOTO IISITHA, XapaKTEPHO
coJiep kaHe Kucjaopoaa He 6oiee ~2 % (Macc) U OJIM3KOTO K HYJIO COJIEpKaHUS JKele3a
(B mpenmenax MOTPEIIHOCTEH METO/a W3MEPEHHS XMMHUYECKOTO cocTaBa). Hamuuume
KHCIIOpPOJia C OJJHOM CTOPOHBI SIBISIETCS HOPMOM JUIsl BCEX MOPOILIKOBBIX MAaTepUajoB
BBHUJIy BO3MOXKHOTO COJACpKaHUS aJCOPOMPOBAHHOTO KHCIIOPOJAa BO3AyXa; C JIPYrou
CTOPOHBI — B COBOKYIMHOCTH C JIaHHBIMH PEHTICHOBCKOW JH(PPAKTOMETPUH, H

ujeHTUUKAIINEH 3HAYUTEIILHOTO COJIEP)KaHMS JKejie3a B MPOAYKTaX, COOpPaHHBIX CO
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CTEHOK KaTO0J/ia, MOKHO CJIEJIaTh BBIBOJ O BJIMSIHUYM BHEIIHEH, B TOM YHCJIE BO3IYITHOM
Cpellbl, Ha MPOAYKT B 00JACTH TOPJOBUHBI MOJOCTU TUIIISL — KaTona. B 3Toil cBs3mM
NpeacTaBjsieTcs 1e1ec000pa3HbIM cOOP MPOAYKTOB CHHTE3a CO IHA TUTJIA KaToaa
U ¢ HUKHE MO0JIOBUHBI CTEHKHM KAaTO/AA.

3.3. BbiBoAbI 00 OCHOBHBIX 3aKOHOMEPHOCTAX M BO3MOKHOCTH CHHTE3a
KpucTtauindeckux (a3 kapomaoB BoabppamMa u MoauOAeHA O0e3BAKYYMHBIM
3JIEKTPOAYTOBBIM METO0M

CornacHO TpeACTaBICHHBIM B pasenene 3.1 MaHHBIM MOXHO YTBEPKIaTh O
BO3MOXXKHOCTH CHHTE€3a KapOuUIoB BoJbppama pa3paOOTaHHBIM Oe€3BaKyyMHBIM
AJIEKTPOYTOBBIM METO0M. B paszene ycTaHOBJIEHBI MOPOTOBbIE 3HAYCHUSI 3HAUUMBIX
YIPABISIEMBIX TTAPaMETPOB TpoIecca W KOHCTPYKIMH Pa3psAIHOTO KOHTYpa, KOTOpPHIE
00€eCIeYynBalOT CMEIIEHNWE PEAKIMU B CTOPOHY KapOUI000pa3oBaHus B YCJIOBUSX
dbopMHupoBaHUS ~ aBTOHOMHOM  Ta3oBOM  cpeabl W JOCTbKeHHs — d¢dekra
CaMOSKPAaHUPOBAHUS PEAKIIMOHHOTO 00BeMa OT KUCIopoAa Bo3ayxa. OCHOBHYIO POJb B
TOM TIPOILIECCE WIpPaeT BBHICOTA CTEHOK Karoja (MpW 3aJaHHOM €ro JHaMeTpe,
BOJIbTAMIIEPHBIX XapaKTEPUCTHKAX pa3psiia): 6onee 30 MM T10CTaTOYHO JJ1sl 0OeCTieUeHUs
KapOug000pa3oBaHusi B paccMaTpuBaeMoil cucteme (IIpU CHIIE TOKa pPa3psIHOTO
koHyTypa 10 200 A, numamerpe mosiocth kKatoma 0 20-22 mwm). Takke BaKHBIM
apaMeTpoM SIBIISIETCS TNIOTHOCTH MOTOKA SHEPTUH, KOTOpasi 00eCcTieunBaeT pacxo]] BCe
MacChl HCXOJIHOTO CHIPhS B TIPOIIECCE CUHTE3a MPU JOCTUXKEHUHU JTOCTATOYHON BETMYUHbI
JUTS 3aaHHOTO MaTtepuaina. OTIeNbHO ClIeIyeT OTMETUTh BO3MOKHOCTD HCIIOIH30BaAHHUS
HU3KOCOPTHOTO UCXOJIHOTO CHIPhsI, B YaCTHOCTH, BOIH()PAMOBOTO PyTHOTO KOHIICHTpAaTa
JUTSI CHHTE3a KapOu10B Bodb(dpama. Takke clieyeT OTMETUTD, YTO TIOJTyUYE€HHbBIE 00pa3ilbl
MOPOIIKOB KapOuaa Bosb(ppama TMpOLULIM anpodaluilo B KAYeCTBE HOCUTENEH
KaTaJn3aropa JUIsl polecca yriIeKHCI0THOW KoHBepcun MeTaHa (yrumaruu CO»).

[To coBOKymHOCTH MpEICTABIEHHBIX B pa3zeiie 3.2. TaHHBIX MOKHO CJEIaTh BBIBOI
0 BO3MOKHOCTH TOJIYYCHHsI TTOPOIIKOB, COACPKAIMUX KpUCTAILTHUECKHE a3kl kKapouaa
MoyO IeHa O€3BaKyyYMHBIM JJIEKTPOIYTOBBIM METO/IOM. [Ipu 3TOM yCcTaHOBJIEHO, YTO Ha
¢da30BBIil cOCTaB MPOIYKTOB CHHTE3a OKA3bIBAIOT 3HAYUTEIHHOE BIIMSHUE TJIOTHOCTDH

IIOTOKA SHCPIrun, KOJIUICCTBO HOHBGHGHHOﬁ OHCPIrur, COOTHOICHUEC MACC MOJ'II/I6I[eHa n
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yriepojga B COCTaBe HUCXOAHOW cmecH. lcmonp3oBaHue mopomika MoJaubIeHa,
COJEpIKAIer0o CYOMUKPOHHBIE M HAHOYACTHIBI IO3BOJIAET CHU3UTHh KOJMYECTBO
MOJIBEICHHOW SHEPTUH, TPEOYIOLIEH s ISl TOJIHOM MepepadOTKH UCXOIHOTO MOJIMOAeHA
10 BennuuHbl ~60 k/[k ipy BO31€HCTBUN TyTOBOTO pa3ps/ia Ha UCXOIHYIO CMECh MacCoi
0,5 T (c cootHomenuneM Macc M0:C=3:1) npu mIoTHOCTH TOTOKA 3Hepruu ~10,9 Br/MM?,
B mpoaykrax cuHTe3a MACHTHU(PHUIIMPYIOTCS YACTHUIBI C Pa3TUYHON Mopdosorueil u
pazMepamu OT €IUHUL] HAHOMETPOB JI0 AECATKOB MUKPOMETPOB. Y CTAHOBJIEHO, UTO JUJIS
peIOTBpAIICHHS TIOTIaJaHus TPUMECEH 11eTIeCO00pa3HO MPOU3BOIUTH Pa3ACIbHBIN COOp
IPOJAYKTOB B PA3IMYHBIX YaCTSIX PEaKTOpa: NPOAYKT C HAUMEHBIIUM KOJIWYECTBOM
npuMeceid  (OKCHJIOB  METajUIOB, JKe€Je3a) pacrhojaraercsi Ha JHE KaToja.
CHHTE3UpOBaHHBIE HAHOPA3MEpPHBIE YacCTUUbl B YIJIEPOAHOW TpaduTOnogoOHOM
MaTpulle, Cylsd MO JUTEPAaTypHbIM JaHHBIM, MOTYT OBIThb IMOJIE3HBIMU NPU CO3AAHUU
KaTaJu3aTOpOB Ha OCHOBE KapOuaa monubdaeHa. CorjgacHO MpeiBapUTENIbHBIM JaHHBIM,
NoJIy4aeMble pa3paboTaHHBIM O€3BaKyyMHBIM 3JIEKTPOAYTOBBIM METOI0M MaTepHAaJIbl Ha
OCHOBE KapOusa MOJIMOAEHA MPOSBIAIOT KAaTAIUTUYECKYIO aKTUBHOCTb B PEAKIMIX
MOJIYYEHHUs] BOJOpPOAA M3 BOJABI HE HUXKE, YEM MaTepUajbl CXOXKEro XMMHUYECKOrO U
(a30BOro cocrana, MOJy4YE€HHbIE IPYTUMU MeToJaMu. JanbHelne SKcriepuMeHTaIbHbIE
UCCIIEIOBaHUsI B OOJAaCTH OIEHKM TIOTEHIMajla MCIOJIb30BaHUS — IOJIy4aeMbIX
0€3BaKyyMHBIM JJIEKTPOJAYTOBBIM METOJIOM MAaTepHaloB Ha OCHOBE KapOWAOB
MOJIMOIeHA IS CO3JaHMsI KaTalu3aTOPOB MIPOLECCOB ANEKTPOXUMUYECKOTO PA3I0KEHHUS
BOJIbI HauaThl B 2020 roy 1 mpooJpKaroTCs B HacTosiee Bpems [269, 270].
[IpeacraBneHHble pe3yJabTaThl M MEpPBUYHAS OLIEHKA 3HEProdpQpekTBHOCTU
0€3BaKyyMHOI'O 3JIEKTPOAYTOBOIO METOJa MOKa3bIBalOT, YTO pa3paOOTaHHBIM MOAXO.]
MOBOJIAET MPAKTUYECKH HA MOPSJAOK CHHU3UTh KOJMYECTBO MOTPEOIIEMON >HEpruu
HEIOCPEICTBEHHO Ha MPOLECC CUHTE3A 3a CUET JIMKBHUIALUN CTaJUN BAKYyMMUPOBaHUS.
Kpome Toro, 3a cuer oTkasa OT psia y3J0B U JETAJIEH ra30BOM CHUCTEMBbI KOCBEHHO
MPOUCXOUT SKOHOMHUS PECYPCOB (ChIphEBasi COECTOMMOCTb YCTAHOBKU CHUXKAETCS B 2-3
pa3a) U SHEPruM, HEOOXOIMMBIX Ha TPOU3BOJICTBO 3TUX 3JIEMEHTOB, MX MOHTAX,

o0Cy’)KUBaHUE, YTUIU3ALHUIO.
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OcHOBHBIE pe3yJbTaThl, MPEACTABICHHBIE B TPEThEW TriaBe, OMyOJWKOBAaHBI B

OTEUYCCTBCHHBIX U 3apy0 KeHBIX JKypHaiax [269-278].
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I'JTABA 4. CuHTe3 NOpPOMIKOBBIX MATEPHAJIOB HA OCHOBE KApOUI0B NepPexXOaHbIX
meta/uioB IV-V rpymn (Ti, Zr, Nb, Hf, Ta) 6e3BakyyMHBIM 3J1€KTPOAYrOBbIM

METOI0OM.

4.1. Pa3paboTka HAYyYHO-TEXHMYECKHUX OCHOB JKCIEPHUMEHTAJIBLHOI0 METOAa
MOJIy4YeHHUsl KapOuaa TUTAHA ¢ HCMOJIb30BAHMEM Pa3JIMYHBIX HCXOHBIX peareHToB

4.1.1. O0ocHOBaHME AKTYAJbHOCTH Pa3pal0TKH HAYYHO-TEXHUYECKHX OCHOB
HOBOI'0 M€TO/Ia CHHTEe3a KapOuaa TUHTaHA

KapOuael THTaHa SBISIOTCS BaXKHBIMH MaTe€puajaMH B Pa3IMYHBIX 00JIaCTIX
HAayKl W TexHuku. KapOuapl TUTaHa TPOSABISIOT BaXHbIE (U3UKO-MEXaHUYECKUE
CBOWMCTBA, B T.4. CBEPXTBEPJIOCTh, BBICOKYI0 HM3HOCOCTOWKOCTH, TYT'OIUIABKOCThH IIPH
OTHOCHUTEJIFHO HHU3KOHM TioTHOCcTH [279-280]. Takoit KOMIUIEKC CBOWCTB 0OECTICUMT
[IEHHOCTh KapOuaa TUTaHa B psje OTpacieil, B TOM 4ucie B oOpabaThiBaroliel u
adPOKOCMHUYECKON TPOMBINIICHHOCTH. B  TociemHue ToAbpl TakkKe IMOSBIISIOTCS
COOOIICHHSI O BAXKHOCTHM MAaTE€pUalIOB Ha OCHOBE KapOuja TUTaHA JIsi CO3JaHUS
IEKTPOXUMUYCCKAX HAKOMUTEIEH SHEPTUH, CYMEPKOHIECHCATOPOB, a TaKXKe IS
NpOM3BOJICTBA Kataiau3atopoB [281-285]. Kpome Toro, B mocieHue ToJAbl aKTHBHO
o0Cy’KJ1aeTcs BOIPOC POk KapOuia TUTaHA U IPYTUX KapOUI0B MEPEXOTHBIX METAJIOB
B CO3JIaHUM TIOTJIOTUTENeH (a MMEHHO, B COCTaBE CEJICKTHUBHBIX T'a30BBIX (DHUILTPOB)
YIIEKHUCIIOTO Ta3a u3 Bo3ayxa [286-287]. B atoii cBsi3u pa3BuTHE METOAOB MOITYUYEHUS
KapOUJIOB THUTaHA TMPEJCTABIACTCS aKTyallbHOM 3amauedd s CO3JaHus  psla
MEPCTIIEKTUBHBIX TeXHONOTHH. CyIecTByeT MHOKECTBO METOOB TMOJydeHHUs KapOuja
TUTaHa: KapboTepMHuueckoe BoccTaHoBieHUEe [288], mexanocunre3 [289], ropeHue B
aBTokiaBe [290], a;mekTpoB3peIB MPOoBOIHUKOB [291], MeTos na3epHoit abisauuu [292,
293], meron neButaruu ['yaHa-Musuiepa [294], meron caMopacrpOCTPaHSIOIIETOCs
BBICOKOTEMIIEpaTypHOro cuHTe3a [295-296], BO3aeiicTBHE MIa3MEHHOTO TOTOKAa Ha
HCXOJIHBIC BEIIECTBA, COJIepIKale TUTaH u yriaepoa [297-298]. BaxxupiMu BompocaMu
pPa3BUTHS METOJOB TOJYYCHHS KapOua TUTaHA SIBISIOTCS YJEIIEBICHUE MTPOU3BOCTBA
W TIOJy4YEHHWE HOBBIX MATEPHAIOB, I YEro NPHMEHSIOT pPa3IMYHBIC ITOIXOIbI,

HaIpPUMED, UCTIONH3YIOT B KAU€CTBE HCTOYHUKA YTIIEpo/ia pa3audHbie 0TXoAbl [299] nnn
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B0300HOBIIsIEMBbIe Onopecypcebl [300]. OTHOCHTENHEHO MPOCTBIM METOAOM TMOJTYYCHUS
KapOuga TuTaHa siBisieTcss diekrtpoayroBoi [301], ogHUM W3 BaXHBIX MyTEH €ro
YIOPOILIEHUS W YJCIICBICHUS SBISETCS peanu3alus Mpolecca Ipu aTtMochepHoOM
naBineHuu. Takke cleayer OTMETUTh, YTO HECMOTPS Ha 3HAYUTENbHBIA 00BEM
MPOBEICHHBIX HCCJIEJIOBAHUM BO BCEM MHUPE B OTHOIICHUH METOJOB TOJYyYEHUS U
U3YYEHHUS CTPYKTYPHI U CBOMCTB pa3jMYHBIX MaTepHaoB Ha OCHOBE KapOWaa TUTaHa,
UHTEpEC K CHUCTEME «TUTAH — YTJEPO» COXPAHSETCS U CErO/AHs, B TOM YHUCIE, BBUILY
U3BECTHBIX NEPCHEKTUB KapOuJa TUTaHA KaK OJIHOIO M3 OCHOBHBIX KOMIIOHEHTOB
MOJTyYEHHUsI OTHOCUTENIBHO HOBBIX OMOoMOp(dHBIX MaTepuanos [302], a Takke HOBEHIINX
BBICOKOHTpONHIHHBIX Kapou0B [303]. Takum 06pa3om, MOXKHO C/IeaTh BHIBOT BHICOKO
aKTyaJIbHOCTH BOITPOCA Pa3padOTKH HOBBIX MPOCTHIX B PeAIU3a[MU METOJIOB OJIYYECHHUS
KapOuJ0B TUTAHA, a TAKKE MaTEpUaJIOB Ha €r0 OCHOBE. B 3Tol cBsI3u pa3zpabaTbiBaeMblit
0€3BaKyyMHBII 3JIEKTPOIYTOBOM METOJ NpPEACTaBISIETCS MOAXOASIEH OCHOBOM Jis
CO3JaHMsl HAYYHOW-TEXHUYECKUX OCHOB OYIYIIHMX TEXHOJIOTHI MOJIyYeHUsI MAaTEpPUATIOB
B CHICTEME C TUTAHOM M yriepoaoM. B0o3MOKHOCTb yCIIEIIHOTO CUHTE3a KapOuaa TUTaHa
C Y4eTOM H3BECTHBIX JAHHBIX O CHUCTeMe «THTaH yriepoa» [304], a Takke ¢ yuyeTom
MPE/ICTABIICHHBIX BO BTOPOM M TPEThEH riiaBax HACTOSIIEH paOOTHI IaHHBIX, & TAKKE B
paHee OMmyOJIMKOBAaHHBIX CTAThAX, - MOKHO CUUTATh BHICOKOBEPOSTHOM.

4.1.2. TlonyyeHue KyOM4YecKOro KapOuaa THTaHA B JIKCIEPHUMEHTAIbHOM
0e3BaKyyMHOM INIa3MOXHMHYECKOM pPeaKkTope

3asBJICHHBIM METOJIOM IIPOBEICHO JBE CEPUU SKCIEPUMEHTOB, B KOTOPBIX
U3MEHSIACh JJIUTEIbHOCTh TOPEHUSI TYyTOBOI'O pa3pslia, CEpUU OTIMYAIMCh MAaCCOBBIM
COOTHOIIICHUEM ITOPOIIKOB THTaHa U yriepoaa (rpadura) B ucxoaHoi cmecu T1:C = 4:1
u Ti:C=2:1. Bcero B KaXA0M 3KCIIEPUMEHTE HCIOJIb30Baioch 0,6 T CMeCH THTaHA W
yriepoaa. Ha ucToyHuMKe NHUTaHUs yCTaHABIMBAJIACh CUJIa TOKa, paBHas 165 A.
[TpoaomKUTENBHOCTL TIpollecca u3MeHsuiach oT 5 ¢ g0 20 c¢. Ilpu makcumanbHOU
JUTATEIIbHOCTY OAAEP KaHUsI TyTOBOrO pa3psijia BeLACIsIIOCh 10 ~110 x/[ sHepruu npu
IJIOTHOCTH TIOTOKA dHeprum 10 17,1 Br/mMm2,

[Tony4yeHHBIE B CUCTEME C TUTAHOM M YTIJIEPOJOM MaTepHUalibl aHATU3UPOBAIHCH

MeToAaMu peHTreHoBckoi audpaxtomerpuu (Shimadzu XRD 7000s, meanas TpyOka),
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pacTtpoBoii anekTpoHHOM Mukpockonuu (Vega 3 SBU Tescan ¢ nmpucrtaskoit Oxford X-
Max-50 misi mpoBeneHHs HSHEProJUCIEPCHOHHOIO aHaiW3a), MPOCBEYMBAIOIICH
anekTpoHHo mukpockonuu JEOL JEM 2100 F.

CoryacHo TaHHBIM PEHTICHOBCKOMW U pakToMeTpur (puc. 4.1) B UCXOTHOM CMECH
MIOPOIIIKOB TUTaHA U YTIepoja OJHO3HAYHO WACHTH(DHUIIMPYIOTCS JABE KPUCTATUTHUSCKUC

¢a3e1, 0003HaueHHBIE HA pucyHKe (TuTaH oTl1, u rpadut gC).
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Pucynok 4.1 - KapTuHbl peHTT€HOBCKOM TU(PPaKIUU: TUITUYHOTO IPOayKTa cuHTe3a (1)
Y UCXOJTHOM CMECH MOPOIIKOB TUTaHA U rpaduTta (2)

B TUnuuHOM MpOJyKTE CHHTE3a MOXHO TaKKe MACHTU(ULUUPOBATH 0OPAa30BABIIYIOCS
¢da3y kapOouma turaHa TIC ¢ kyOudeckod pemierkord. Pasze kapOuga THUTaHA
COOTBETCTBYET CEpHs U3 MSATH SBHO BBIPAKEHHBIX JU(PPAKIIMOHHBIX MakcMMyMoB. Ha
YBEJIMYEHHOW 00ylacT JudpakTorpaMMbl BHIHA aCUMMETPHUSl JAUDPAKIIMOHHBIX
MaKCUMYMOB: CO CTOPOHBI OOJBIIMX YIJIOB MaKCHUMyM XapaKTepU3yeTcs IJIaBHBIM
CIaJioM WHTEHCUBHOCTU. Takas gopMa DUPPaKIMOHHBIX MAKCUMYMOM MOXKET OBITh
CBHJICTEIbCTBOM HamW4us KapOunma tutaHa T1Cy mepeMEeHHOro cocTaBa, Iapamerp
pelIeTKH KOTOPOTO PACTET € YBEJIUYEHUEM J0JIH YIIIepoJa B 00JaCTH TOMOTEHHOCTH OT
TiCos 1m0 TiCio. MOXHO MNPENNONOKUTh, YTO B THPOAYKTE JOMUHHPYET
CTeXHMOMETPUYHBIH KapOua TutaHa T1Cigp, KOTOPOMY COOTBETCTBYET HAMOOJIBIIHIA

napameTp pemetku (4,32 A), u, cOOTBETCTBEHHO, MPUHAUIEKAIINE dTOH CTPYKType
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MaKCUMYMbI BUHBI HA KapTUHE AUGPAKIIUNA CO CTOPOHBI MEHBITNX yTioB. B mpenenax
MEXIyHapoaHOH 0a3pl gaHHbIx PDF4+ pganHOW cTpykType Hamboliee OJIM3KO
COOTBETCTBYeT KapTouka dTamoHa ICDD Ne04-003-6209 (a=4,32 A). Ilo naHHBIM
PEHTIeHOCTPYKTYPHOTO aHajlIM3a CEepUM OOpa3IOB OIpEACNieH Auana3oH MapaMeTpoB
pEIIeTKH, COOTBETCTBYIOMIMK KyOmdyeckoil ¢aze (dazam) TiCy, KOTOpHIA COCTaBUII OT
~4,28 A£0,01 A no ~4,32 A+£0,01 A. Jlauusiii unTepBan oXBaThIBAeT NPAKTHUECKH
BCIO 00JIaCTh TOMOTEHHOCTH KyOuueckoro kapouna tutana TiCy cOrllacHO M3BECTHBIM
CBelcHHAM O juarpamme coctossHud «Ti-Cy». [lpum 3TOM 3aBUCHMMOCTEH Jauara3oHa
MapaMeTPOB PEIICTKH KyOMYECKON CTPYKTYPHI OT KOJIMYECTBA MOJABEACHHON YHEPTUU B
CepUsIX IKCIIEPUMEHTOB OT KOJIMYECTBA MOJIBEICHHON YHEPTUU HE BBISBICHO. BeposiTHo,
IIUPOKWA JHAMa30H TapaMeTpOB PEIIETKH TMoJiydaeMoi ¢a3bl KapOuaa THTaHA
MEPEMEHHOT0 COCTaBa MOXKET OBITh CJIEJACTBUEM BBICOKOTO IpaJiieHTa TEMIIEPATyPHOTO
MoJIsI, CO3/1aBaéMOr0 CTOJIOOM JIyTOBOIO pa3psiia, a TakkKe HEpaBHOMEPHBIM
pacmnpeneneHneM IIOTHOCTH aTOMOB yTJIEPO/ia B CBS3H C IIPoIieccoM 3po3uu anonaa. [1o
JTAHHBIM O MAacce aHOJOB JO JKCIEPUMEHTa U IOCJE€ HEro, YCTaHOBJIEHO, YTO Macca
APO3HH aHOJIa CPaBHMMA C MacCOM CMECH MCXOHBIX PEareHTOB, MPAKTUYECKU JIMHCHHO
pactet ¢ ~0,10 r 10 ~0,55 T ¢ yBeIMYEHHEM MPOJOJLKUTEILHOCTH TOPEHUSI TyTOBOTO
paspsna ¢ 5 ¢ 10 20 c. C 3TuM e IpoLeccoM NMEPEHOCa YaCTU MacChl aHOAA B IIPOJIYKT
CHUHTE3a MOXKET OBITh CBSI3aHO Pa3IBOCHHE OCHOBHOTO MaKCUMyMa TpaduTa, oJI0KCHHE
KOTOPOTO TUITUYHO JIJIsi OOJILITUHCTBA YTIAEPOIHBIX IPpaPUTONOA00HBIX (a3, 4TO B CBOIO
ouepeib, MOKET CBUIETEIHCTBOBATh O HATMYUU B TIPOIYKTEe (a3 rpadura ¢ HECKOIBKO
OTIIMYAIONTUMUCS TTapaMeTpaMy pemnieTkd. Buaumo, ogHa u3 3THX IBYX (a3 sBISETCS
HEJI0OPACXO0JIOBAHHBIM UCXOJHBIM PEareéHTOM, BTOpasl — MPEACTABISET MPOIYKT SPO3UU
aHoja.

BaxxHpIM mapameTpoM paccMaTpuBaeMOM CHCTEMbI SIBIIIETCA KOJMYECTBO
MOJIBEICHHOW SHEPTUU, KOTOPOE TO3BOJISET BIMATH Ha ()a30BBI COCTaB MOPOIIKOBOTO
MPOJyKTa CHHTE3a, KaK 3TO BUAHO HA pUCYHKE 4.2. B THIMTMYHOM TIPOyKTE CHHTE3a, KaK
OTMEYEHO BBIIIE, COACPKHUTCA TpH Kpuctamanueckue (aspl: rpadput gC, tutan aTl u
KyOmueckuit  kapoux  turana TIC  (TiCy). CormacHo  KOJIUYECTBEHHOMY

peHTFeHO(baSOBOMy aHalin3dy, € YBCIWMYCHHUCM KOJMYCCTBA HOI[BCI[GHHOP'I OHCPIUHU
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CHIDKAETCs JIOJIsl TUTaHA Ha BCEM HMCCIEAYEMOM MHTEpBaje, U MOXKHO MOJ00paTh TaKou
pexuM palboThl pPa3psiAHOTO KOHTYypa, IMPU KOTOPOM BECh MCXOAHBIA TUTaH
nepepabarbiBaeTcsi B KapOua tutaHa. CyAs MO TMOJy4YEHHBIM JaHHBIM, COJAEp)KaHUE
MCXOJTHOTO TUTaHa B MPOJIYKTE CUHTE3a JIOCTUTAET HYJs B pacCMaTpUBAEMOMl cucTeMe
IpU KOJMYECTBE MOJBeAeHHOM sHeprun He MeHee ~90 k/[x (Ha 0,6 T cMecHu UCXOHBIX
pearentoB). Jlons rpadura cHmxkaeTcs Ha wHTEepBase A0 ~70 kJ[k, 4ro CBs3aHO C
pacxoJIoM yriiepojia B mpoliecce cuHTe3a kapouaa tutana. Ha unrepsane ot ~70 kI 10
~110 x/[>x nmons rpaduTa BO3pacTaeT, YTO CBA3AHO (KaK YXe OTMEYajoch paHee) ¢
MEPEeHOCOM MacChl aHOJa B MPOAYKT CHHTE3a B MPOIECCE €ro 3pO3UH, KOTopas
CYIIIECTBEHHO IMPEBBIIIAET HEOOXOAUMOE JIA CHHTe3a KapOuja TUTaHA KOJUYECTBO
yriaepoaa. CooTBeTCTBEHHO, Ha wuHTepBaie a0 ~70 k/[>x pgons kapbuaa TUTaHa
BO3pACTaET B CBSI3M C €r0 CUHTE30M, a Ha uHTepBajie ot ~70 kJ[x copepkanue kapouaa
TUTaHa CHIKAETCA B CBA3U C HAOOpOM Macchl rpaduta B poiyKTe cunTe3a. Haubompinas
KOHIICHTpaIusi kapOujia TUTaHa B MPOAYKTe cuHTe3a coctaBuiia 10 ~30 % (06.). Ilpu
TOM B 0Opasliax, B KOTOPBIX COJEpP)KaHHE TUTAHA CHIDKAETCA MPAKTUYECKU JI0 HYIIS,
nosst rpadura cocrabisieT 10 ~90 % (oO0bemHbIX). TakuMm oOpa3oMm B JalibHEMIIEM
TpeOyeTcsi BbIpabOTaTh MOAXOJA K BBIACICHUIO M3 MPOJYyKTa MCKOMOW (a3l kapOuia
TUTaHa WM MOJJaBUTh 00pa3oBaHUE MPUMECHBIX (a3 (rpadura).
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Pucynok 4.2 - 3aBucumMoctu (pa3oBOro cocraBa mpoiyKTa CUHTE3a OT SHEPTHUHU JYyTOBOTO
paspsiaa: a) mpu MaccoBoM cooTHolneHuu T1:C=4:1 B ucxomHoi cMecu; 0) Py MacCOBOM

cootHowenuu T1:C=2:1 B UCXOIHOI cMecH
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Ha npumepe pe3ynbTaToB KOJIMUECTBEHHOTO PEHTI€HO(a30BOT0 aHANIN3a CIAEAYET
paccMOTpPETh MOBTOPSIEMOCTh JKCIEPUMEHTOB. Paboumili pekuMm JyroBoro peaxkrtopa
MOBTOPSJICS TPUKBI B LIEJISIX OLEHKH ITOBTOPSIEMOCTH PEATM3YEMBIX ITPOLIECCOB CUHTE3A.
Kak BumHO Ha pucynke 4.2 (a) Ha uHTepBasie OT ~55 kX 10 ~65 K/[X pe3ynbTaThl
peHTreHo(a3zoBOro aHajin3a MPOAYKTOB CHHTE3a, IOJYYEHHBIX MPU HJICHTUYHBIX
UCXOJHBIX HACTPOMKax pabOThl peakTopa, OTIMYarOTCs He Ooisiee yeM Ha ~5%. Takoi
pe3yabTaT MOKHO CUMTATh IPUEMIIEMBIM C TOUYKHU 3pEHUS 00eCrIeYeHUs] TOBTOPSIEMOCTH
B CEpUAX MPOBOANMBIX 3KCIIEPUMEHTOB.

CormacHO pe3ynbTaTaM pacTpPOBOM 3JIEKTPOHHOW MHMKPOCKONHH, B COCTaBE
IPOAYKTa CUHTE3a UIEHTUPUIUPYETCS HECKOJIBKO MOP(OIOrHUECKUX TUIIOB OOBEKTOB,
cCollepKalllUX TUTAaH W YIJIEPOJ, XapaKTEPU3YIOUIUXCS MHUKPOHHBIM JHana3oHOM
pa3MepoB, KaK 3TO BUIHO Ha pUCYHKe 4.3.

OOBEKTHI IEPBOTO TUTIA XaPAKTEPHUIYIOTCS COJEp)KaHueM TUuTaHa a0 62 % (Macc)
u (QopMOIl M30METPUYECKOTO TradUTyca OTIAEIbHBIX HMHIWBHJIOB, CpPACTAIOIIMXCS B
wioTHele arperatbl (puc. 4.3a). HauOonee yacto Takue OOBEKTHI BCTpPEUAlOTCA B
oOpaslax, NOJyYEHHBIX B 3KCIEPUMEHTaX C HAUMEHbBIIUM KOJMYECTBOM MOJBEICHHON
sHeprun (mo ~30 k/lx). Ha mnoBepxHocTH arperatoB MOXeT (OPMUPOBATHCA
«MHKPOJIYTUIEKCHAs» CTPYKTypa KapOuaa tutana (puc. 4.3 0, B), MOAPOOHO ONMKMCaHHAS B
psaae u3BecTHBIX paboT [305-306]. Ko BTOpOoMy MOPGhOIOTHYECKOMY THITY OTHECCHBI
IJIOTHBIE, YACTUYHO OIJIABJICHHBIE KPUCTAILIBI ¢ pa3mepamu nopsaka ~30-40 MkM, Kak
3TO BUJIHO Ha puc. 4.3. 1, comepxkamnme ~55-62 % (macc tutana). K Tperbemy
MOpP(OJOTUYECKOMY THILy OTHECEHbI arperarbl ¢ pazmepamu 200 MKkM u Ooree,
COJIEp>KaHUE B KOTOPBIX TUTaHA HUXKE, YEM B YACTULAX NIEPBOTO U BTOPOIO THUIIOB: ~39-
45 % (macc), Kak 3TO BUAHO Ha puc. 4.3 1; IpU 3TOM B JAHHBIX arperarax Takke
HaOmomaeTcss W Oojiee BBICOKOE cojepkanue yriaepoma — g0 60 % (macc).
CraTUCTHUECKU TaKhe OOBEKThI BCTPEUAIOTCS B KaJpax yaiie B oOpa3nax, Mmoxy4eHHbIX
npyu  OOJIbIIEM  KOJIMYECTBE  TOJBEICHHOM  OJHEPruM, JOCTUras MPUMEPHO
NSATUACCATUIIPOLIEHTHONW BEPOSITHOCTH MPUHAIICKHOCTH PaCCMaTPUBAEMBIX 0OBEKTOB K
TpeTbeMy MOpP(OJIIOTHUYECKOMY THIY B 00paslax, MOJYYEHHBIX MpU HauOOJbIIEH

SHEPIHH MpoIiecca.
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Pucynok 4.3 - Tunuunsie SEM-cHUMKH MOP(OIOTHYECKUX TUIIOB YaCTHI] B MIPOYKTE
3JIEKTPOJYTrOBOIO0 CHHTE3a CHUCTEMbI «THUTaH — yriaepoa» (a, 0, B, I, J), a Takxke
COOTBETCTBYIOIIIHE YHEPTOUCTIEPCUOHHBIE CIIEKTPHI (€, K, 3).

JlanHple arperaTbl € BBICOKOIOPHUCTOM CTPYKTYpPOM U PBIXJIOM HEOJIHOPOJHOMU

MOBEPXHOCTHIO MOTYT 0OOpa30BBIBATHCS IMPHU CIIEKAHUU YacCTUL KapOuja TUTaHA, YTO
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COIJIACHO paHee OMmyOJIMKOBaHHBIM paboTaM, MPOUCXOAUT MpU Temmeparypax ~1250-
1450° C [298]. Taxxe cieayeT OTMETHTh, YTO C POCTOM KOJWYECTBA IOJBEICHHOU
SHEPIUM YBEIUYMBAECTCS COJECPKAHUE PA3NIMYHBIX MMPUMECEH, B YACTHOCTH, XKejle3a U
HUKEJIs, COJIepKaHUE KOTOPBIX MOXET AocTuraTh 10 5 % (Macc). B mpoBenenHol cepuu
HKCIIEPUMEHTOB 3TO SIBJICHUE MOKET ObITh 0OBSICHEHO KOHTAKTOM IUIa3MEHHOTO (pakena
C TOKOBEAYLIMMU KJIEMMaMHU.

K gerBepromy MophooruueckomMy TUITY YacTHII, COJAEPKAIIMX TUTAH U YIJIepos,
OTHECEHBI cdepynasl ¢ pasmepamu 10 ~15-17 mxm (puc. 4.31). OTAMUUTETHHON
OCOOCHHOCTBIO ~XMMHYECKOTO COCTaBa JIaHHBIX YaCTUI[ SBJSIETCS  HaJdu4due
3HAYUTEIBHOTO KOJM4ecTBa Kucinopona. [Ipu 3ToM paHee Mo JaHHBIM PEHTIE€HOBCKOMN
TU(pakTOMETPUN HE OOHAPY>KEHbI OKCUHBIE UM OKCUHUTPUJIHBIE (Pa3bl; B TOXKE BPEMS
Ha TUIUYHBIX PEHTTEHOBCKUX AU(PpaKTOrpaMMax MPUCYTCTBYIOT MaJOUHTEHCUBHBIEC HE
UJCHTU(ULIPOBAHHBIE CJIE/IbI, KOTOPhIE MOTYT COOTBETCTBOBATh HE 0OO3HAUEHHBIM Ha
puc. 4.1. pazam. OcoOEHHOCTh MPUMEHIEMOTO MOAX0Ja CHUHTE3a, 3aKII0Yaonascs B
3allipaHiM PEaKIUOHHOTO 00bEeMa MOJIOr0 KaToja IMOTOKOM TIa30B MOHOOKCHIA U
JMOKCHUJA YIJIEPO/1a; BO3MOKHO He obecrieunBaeTcs 3P(HEeKT SKpaHUPOBAHUS IPOTYKTOB
CHUHTE3a OT KHUCJIOpOAa BO3AyXa B OOJACTH TOPJOBUHBI TUIJIA-KATOAQ, UTO SIBISETCS
OPUYMHOM HamuuMsg B HEKOTOPBIX YacTULAX Kuciopoga. Takum oOpa3oM, B
paccMaTpuBaeMbIX o00pa3nax HMACHTUPUIMPOBAHBI OOBEKTHI B BuUAE cdepyd,
COJIEpKAIMX 3HAYUTENIBHYIO JOJII0 KHUCIOPOJAa, KOTOpbIE, BEPOATHO, MOIJIHU
0o0pa3oBaTbCsl HA TPaHUIIE pa3ziesia MEXKIY U30JUPOBAHHOM U OTKPBHITOM aTMOC(hepHOM
cpenamu. OgHAKO, CTATUCTUYECKU JAaHHbIE OOBEKTHI BCTPEUAIOTCS KpailHe peaKo, U 1o
JaHHBIM PEHTICHOBCKOW AU(PPAKTOMETPUM B MPOAYKTaX CHHTE3a HE OOHApYKEHBI
OKCHUJHBIE KpUCTaJUIMUECKHE (a3bl (B Mpeiesax TOYHOCTH PEHTTeHO(a3BOro aHaIN3a).

CyOMMKpOHHAsi COCTaBJISAIONIAs TUITMYHOTO MPOJYKTa CUHTE3a BbLAENIEHA MyTeM
IPUTOTOBJICHUSI CIUPTOBOM CyclieH3uH M 00pabOTKH €€ B YJIbTPa3BYKOBOMl BaHHE C
NOCJIEYIOIIUM 0TOOpOM (hopMUpYIOLLIEHCS Ha MOBEPXHOCTHU TJIEHKM U HAHECEHUHU €€ Ha
CTaHJIAPTHYIO CETKYy JUIsl yAepXaHus oO0paslloB B MPOCBEUMBAIOIIEM 3JIEKTPOHHOM

MuKpockorie. [lpu momolu npucTaBKUM SHEProJIMCIIEPCMOHHOTO aHajau3a Ha 0ase



161

IMPOCBCUYMNBAIOIICTO JJICKTPOHHOI'O MHUKPOCKOITd OCYIICCTBJICHBI ITOMCK U KAPTUPOBAHHC

XMUMHYECKOTO COCTaBa YacTHUI[ B COCTaBE MPOAYKTA, COACPKAIIMX TUTaH (puc. 4.4).

o

— 250 nm BF — 250 nm Ti K

Pucynok 4.4 - Pe3ynpTaThl NPOCBEYMBAIONIECH 3JIEKTPOHHOM MUKPOCKOIHH: a) CHUMOK B
peKUME  CKAHUPYIOIICH  MPOCBEUMBAIONICH  AJICKTPOHHONM  MHKPOCKOIHH, ©O)
COOTBETCTBYIOIIAsl KapTa paclpeleseHus TUTaHa, B) TUIWYHBIA CBETIOMOJbHBIN
CHHMOK, I') COOTBETCTBYIOIIAsi KAPTUHA AU(PPAKIIUU FIEKTPOHOB.

CornacHo pe3ynbpTaTaM aHaldM3a XHMHYECKOIO COCTaBa, JAHHBIE YaCTHIIbI
conepxxatr B coctaBe ~74,9 % (Macc) TuTaHa NpU CPEAHEKBAIPATUYHOM OTKIOHEHHH
5,7%:; 22,0% (Macc) yriaepojaa pu CpeIHEKBAIPaTUYHOM OTKJIOHEHUU 5,9 %, a Takxke 10

3,2 % (Macc) pa3IMuHbIX OpuMecei, B ToM yucie 10 1,8 % (macc) kucnopoaa. O0BEKThI
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XapakTepu3yroTcs pasmepamu nopsiaka oT ~100 am 1o ~300 HM, XapaKTepHU3yrOTCS
HEOJHOPOJIHOM CTPYKTYpO#l: B TeJ€ YacTUIl MPOCICKHUBAIOTCS BKpaIlJICHHbIE OoJiee
TEMHBIE 00pa3oOBaHUSI C pa3MepaMu TMOpsAIKa JECATKOB HaHoMeTpoB. Ha kaptune
TudpakivK 3JIEKTPOHOB UACHTU(PUIIUPYIOTCS OTPAXKEHUSI OT CEMEHCTB IJIOCKOCTEH CO
CJIeIyIOIINMHI MEXILIOCKOCTHBIME paccTosHusmMu: 2.53 A, 2.18 A, 1.80 A, 1.32 A, 1.13
A. B npenenax BO3MOXHBIX HOTPEITHOCTEH, HAEHTU(OHUIUPOBAHHBIE MEKIIIOCKOCTHBIE
paccrosHus 2.53 A, 2.18 A, 1.32 A moryT cooTBeTcTBOBaTH KyOHUeckoii (aze kapouaa
tutana, a 1.80 A u 1.13 A moryr coorsercrBoBath pase aTi. Ha 3ToM 3Tare 10 JaHHEIM
MIPOCBEUHMBAIONICH 3JIEKTPOHHON MHUKPOCKONUK HE YAAIOCh HACHTU(UIMPOBATH
OTJEJIbHBIE KpUCTAILIBI (pa3 kapOuaa TuTana u (asel aT1, OHAKO, IOJYyUYEHHBIE JaHHBIE
MO3BOJISIIOT CYUTaTh, YTO B MPOAYKTE MPUCYTCTBYIOT CYOMHKPOHHBIE YaCTHIIBI,
conepkaiue a3y kapOuia TUTaHa.

[Io COBOKYNHOCTM JaHHBIX PEHTI€HOBCKOM AM(PPAKTOMETPUU U 3JIEKTPOHHOU
MUKPOCKOIIMM  MOKHO  OJAHO3HAYHO 3asiBUTH O BO3MOKHOCTM  CHHTe3a
KPHCTAVIHYECKUX MAaTEPHAJIOB, COAEPKAIIUX KyOMUeCKyI0 a3y kapOuaa THTaHA
pa3padarbiBaeMbIM JJIEKTPOAYIOBbIM MeToaoM. I[lpu 53TOM KapOujg TuTaHa
IPEJICTaBICH MUKPOHHBIMU M CYOMHKPOHHBIMHM KpUCTaJJIaMU IIEPEMEHHOTO COCTaBa U
ux arperatamu. Hamuume B mpoaykTax CHUHTE3a KyOmdeckou (a3l kapbuma TuUTaHa
NEPEMEHHOI0 COCTaBa, a TAKXK€ HECKOJbKHX MOP(OJIOTHYECKUX THUIIOB €ro YacTHI]
MOJKET OBbITh OOBSICHEHO B COOTBETCTBUU C M3BECTHBIMU JINTEPATYPHBIMU JTaHHBIMHU 00
SHTANBINKU (OPMUPOBAHUS KPUCTAUIMYECKHUX (Pa3 KapOuJa TUTAHA U TEMIEPATYPHBIX
MOJISIX, peann3yeMbix B mporecce cuaTe3a [307]. DHrampnus oOpa3oBaHus KapOuaa
tutana TiCy (B mpeaenax morpeHocTei 1 HEOJHO3HAYHOCTEH pa3IMYHbIX HCTOYHUKOB
nHdopManyu) ysenmuuuaetcs ot ~108 xJlx-mMons™ 1o ~184 k/lxk Moab™ ¢ n3MEHEHUEM
crexuomeTpuu Kapouaa tutana ot T1Cqe 10 TiCo g1 Takum 00pa3oM, B 3aBUCHMOCTH OT
IUIOTHOCTH IIOTOKA 3HEPIMM W PACIPENENICHHS KOHLIEHTpalUi YIJepoaa, KOTOpBIE,
OYEBMJIHO, HEOJHOPOJHBI B PEAKIHOHHOM O0ObeMe, MOXET (HOPMHUPOBATHCS KapOUa
TUTaHA C PA3IUYHON CTEXHOMETPHUEH B Mpejienax 001acTi TOMOTeHHOCTH. B Toxke Bpems
MOP(OJIOTHS YACTHUI] MOXKET CYILIECTBEHHO 3aBUCETh OT TEMIIEPATYPHI MPOLECCA CUHTE3A,

I10JI€ KOTOpOﬁ C OI[HOﬁ CTOPOHBI XapAKTCPU3YCTCSI BBICOKHM I'PAAUCHTOM B IINIA3SMCHHOM
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dakere, ¢ Ipyroi — MEHSIETCS B IUPOKUX MIPeiesiaX B X0/I€ HarpeBa MOBEPXHOCTH KaToa
Y MCXOJIHBIX MaTEpHUAJIOB JYTOBBIM Pa3psIoM IPH pa3IMUHON MPOIOKUTEILHOCTH €TI0
nojaJepxxanus. B pesynpraTe MpOBEIEHHOM CEpHHM 3KCIEPUMEHTOB YCTAHOBIIEHO, YTO
MyTeM U3MEHEHUS! UCXOHBIX MapaMeTpOB MPOlecca CUHTE3a MOXKHO JOOUTHCS MOJHOM
nepepaboTKX UCXOAHOTO TUTaHa B ero kapouj. OCHOBHOM mpuMecHOU ¢ha3oi sBiseTcs
rpaduT; 4TO ABIACTCS U3BECTHOU IPOOIEMOM psiia METOIOB TIOJTyUYeHHsI KapOua TUTaHA
[308], xoTopas ycrenHo pemaeTcs myTeM 00padOTKH MPOYKTa CHHTE3a, COACPIKAIICTO
KapOuJl THUTaHa U Trpa@UT pacriaBoM Kaiblus ¢ (GOPMUPOBAHHEM KapOuga KaibIIMs,
KOTOPBIM 3aTe€M MOXET OBITh YJaJeH M3 MOPOILIKOBOTO MPOJIYKTAa MyTEM IPOMBIBKU
Matepuana 3tanoiaoM u Bojaou [290]. CooTBETCTBEHHO, CIIOCOOBI BbIIENIEHUS KapOuaa
TUTaHA U3 €r0 CMECH C YIJIEPOJOM H3BECTHBI, YTO IMO3BOJIAET CUUTATh MOJYyUYCHHBIHU
MPOYKT MIPUEMIIEMBIM JJIsI TOCIEAYIONIETO UCTIOIb30BaHUS.

4.1.3. CuHTe3 KyOH4YeCKOro Kapouaa THUTAHA C MCHOJb30BAHHEM JHOKCHIA
TUTAHA U PEBECHOI0 YIJIfl.

Kak Obl10 OTMEYEHO BBIIIE, COTJIACHO MPOBEACHHOMY JIMTEPATypPHOMY 0030pY,
0COOBIIf MHTEpEC MPEACTABIISIIOT MaTEpHaIbl HA OCHOBE KapOuia TUTaHa, OJIyYEHHbIE C
WCIIOJIBb30BaHUEM JIPEBECHOTO YTl B KAUE€CTBE MCTOYHUKA YIJIEpoJa. DTO CBA3AHO B
MEPBYI0 O4Yepeb C BO3MOXKHOCTHIO TMOJY4YEHUS TaK Ha3bIBAEMOro OHOMOpP(HOTO
MaTtepuana, MOpQoJIorust KOTOporo 0Ju3Ka MUKPOCTPYKTYpPE HAaTypaJIbHOTO JIEPEBA, UTO
MOXXET obOecrieunBaTh crenupuyHbie (HU3NKO-MEXaHUYECKHME CBOMCTBAa MaTepHaa.
Kpome Toro, aApeBecHBbIi yrojib — 3TO BO30OHOBIISEMbIM HCTOYHUK MPAKTUYECKU YUCTOTO
yriiepoja, B KOTOpOM, KakK MPaBUJIO, OTCYTCTBYET B 3HAUUTEIBHBIX KOJIUYECTBAX cepa U
WHBIE IPUMECH.

B pamkax HacTodield paboThl ObLI UCIIOJIB30BaH APEBECHBIM YroOJib, MOJTYYEHHBIH
U3 OTXOJIOB JiepeBooOpadaThiBatoliero npeanpusaTis. OCHOBHYIO MacCy HCXOJHOTO
CBIPbSI COCTABJISUIA OIMWJIKK COCHBI, Tipou3pactatomeid B Tomckoit obmactu. Omuiku
MOJIBEPrajuCh MUPOJIUTUYECKON 00pabOTKE B LEISAX MOJYYEHHUS YACTHUI[ JBEPECHOTO
yIasi W3 OTXOAOB JIepeBOOOPabATHIBAIOIIETO MPOU3BOACTBA (B paMkax pador
COTPYJHUKOB  HAy4YHOTO-UCCIEIOBATEILCKOTO  IIeHTpa  «ODKodHepreTuka  4.0»).

[Tomy4yennas hpakiusi mpocenBanach il MOTYyUYSHUS OTHOCUTEIBHO KPYITHBIX YaCTHI] C
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pasmepamu nopsigka ~100 MkM. B kauecTBe BTOpPOro HCXOJHOTO peareHTa
ucroap3oBasics auokcua TutaHa (99.9 %, mnocraBmmk «Peakuit  meramiy, T.
HoBocubupck, Poccus) co cpemammu pasmepamm He Oonee 5-10 mMxm. B cepusx
HKCIIEPUMEHTOB UCIOJIb30BAJICS aHO/| B BUJIE TPA(PUTOBOTO CTEPIKHS C TUAMETPOM 8 MM,
KaToJ - C BHYTPEHHUM JuamMeTpoM 21 mM, BeicoTol nojocty 30 mm. C y4eToM ionaan
JHA Tpa(UTOBOTO TUTIIA — KaTOJa M HU3KOW HACHIITHOW INIOTHOCTH JIPEBECHOTO YTJIS €T0
Macca B cepusix skcnepumeHToB coctaBwia 0,1 . K apeBecHoMy yrito noGaBisiics
MOPOIIOK OKCHJA TUTAaHAa, KOTOPBHIA BBHUJY 3HAUUTEIILHOM pa3HUIIBI B pa3Mepax H
IJIOTHOCTH MaTepuaia He paclpeieisieTcs PaBHOMEPHO IO TMOBEPXHOCTU YacCTHIL
JPEBECHOTO YIisi. MexaHn4ecKoe NEPEMEIIMBAHUE HE JAET KETAEMOI0 Pe3yJIbTara, Kak
U CMEIIMBaHUE C JI00aBJIEHUEM HEKOTOPOro KoJinuecTBa BOJBL. [l0JI0KUTENbHBIN
pe3ynbTaT ObUI JOCTUTHYTH MpPH JI00ABICHUM K HCXOJHBIM KOMIIOHEHTaM Macia
PaCTUTENBHOTO MPOUCXOKIACHUSI, KOTOpoe Oyarojapsi CBOEH BS3KOCTH OOECIEYMIIO
BHEIIIHE PABHOMEPHOE paclpeiesICHHE MOPOIIIKa OKCHAa TUTaHA Ha TOBEPXHOCTH YaCTHI]
JIPEBECHOTO YIJISl. ODMIUPUYECKH YCTAHOBIEHO, YTO [JIi CMEIIMBAHUS HCXOJHBIX
KOMIIOHEHTOB MUHUMAJIbHOE KOJMYECTBO HE0OXoauMoro Macia coctasisietr 0,5 mi (Ha
0,1 r npeBecHorO yriis). B nepBoii cepun 3KCIEPUMEHTOB K TTOJIyY€HHOU CMECH B TIEPBOM
CEpPHUH SKCIIEPUMEHTOB JI00ABIISIICS TTOPOIIOK THOKCHAA TUTaHa B kosmuectse 0,2 T, 0,4
r, 0,6 T,0,8 1, 1,0 1. TOK pa3psaHOro KOHTypa ycTaHaBinuBajics Ha ypoBHe 200 A, pa3psn
nojJiep>kuBascs B TeueHue 15 cekynn. Takue mapaMeTpsl pabOThl pa3psIHOTO KOHTYpa
COOTBETCTBYIOT KOJIMYECTBY AHEprun, ~90 k/[>k mpu MmIOTHOCTH MOTOKA SHEpPruu 10 19
Br/Mm2. Bo BTOpOi#i cepun skcrepumentos cmemmBamu 0,1 © apeecnoro yrms, 1,0 T
nuokcuaa tTutana u 0,5 Mi1 Macia, HOJIydeHHYIO0 CMECh OMEIIAIN Ha THO TUTJIS — KaTO/a;
B CEpUM DKCIEPUMEHTOB H3MEHSIM MPOJOKUTEIBHOCTh TMOJACPKaHUS JAYTrOBOIO
paspsna ot 10 cek 110 35 cek, 4TO COOTBETCTBYET IMANA30HY KOJIUYECTBA BbIICIUBIICHCS
sHepruu ot ~56 kJIx 10 ~204 xJIx.

BBumy oTcyTcTBHS macmopTa HMCXOJHOTO JIPEBECHOTO YIUISI  MPOBEICHBI
aHAJIMTUYECKUE HCCIEOBAHMUS €ro cocraBa M CTPYKTypbl. CorjacHO JaHHBIM
PEHTTEHOBCKON AU(PAKTOMETPUHM, KaK M CJIEIOBAIO OXHUAATh, JAPEBECHBIN YTOJb

xapaktepu3yercsi amopdHOW CTpykTypoil. BBumgy oTCyTCTBHS IH(PPAKIIMOHHBIX
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MaKCUMyMOB PEHTTEHOBCKasl AH(pakTorpaMMa HE NPUBOAUTCS B JaHHOW paboTe.
XUMHUYECKUI COCTaB BO3MOKHBIX MpUMECEH aHAIM3UPOBAICSA METOJAOM aTOMHO-
smuccuonHas crnektpometrpusi (iICAP 6300 Duo, Thermo Scientific) mo 301pHOMY
OCTaTKy MOCJIE€ CKUTaHUSI JPEBECHOTO YIJisd. AHAIN3 XUMUUYECKOr0 COCTaBa Moka3al, 4To
30JIbHBIM OCTATOK JPEBECHOTO YISl COACPNKUT MHOXKECTBO XMMHUYECKHX 3JIEMEHTOB
(amromuHUH, Oop, Oapwii, Kambllui, KaaMUH, KOOAIBT, XpOM, MEIb, JKEIE30, KaJHi,
JUTWNA, MarHui, MapraHen, HaTpui, HUKeNIb, ¢ochop, CBUHEI, KPEMHHUM, CTPOHIIHM,
TUTaH, [IUHK), HAHOOJBIIYI0O MAacCy M3 KOTOPBIX COCTaBIISIOT KPEMHUU W KalbIIUH C
CyMMapHbIM cojaepxkanueMm okojo 31 wmr/kr. Kpome Ttoro, meromom CHSNO -
aHaJM3a OMPEJIEICHO COJIepKaHUE JIETKUX 2JIEMEHTOB, B pe3yJibTaTe ObLJIO YCTAHOBIICHO,
YTO MCXOHBIN APEBECHBIN YToJib coaepkut A0 3,3 % (Macc) Bogopoaa, 1o 19,4 % (macc)
kuciopoaa, 1o 0,2 % (macc) azoTa.

Ha pucynke 4.5 mpencraBiieHbl pe3yibTaThl PEHTTEHOBCKOW IU(MPAKTOMETPHUH
HCXOJTHOTO JHOKCHIAa THUTaHA, a TaK)Ke THUIUYHBIX 0OpPAa3IOB, MOIYYCHHBIX B CEPUH C
U3MEHEHUEM MACChl TMOKCH/IA TUTAHA B UCXOTHOM CMECH.

Ha xaptune amdpakiind MUCXOTHOTO JHOKCHIAa THUTAaHA MPHCYTCTBYIOT TOJBKO
MaKCHUMYMbI, COOTBETCTBYIOIIME (haze pyTuia (TeTparoHaibHas ¢aza JUOKCUIA TUTAHA).
Makcumymbl  3TOM  (a3pl TPUCYTCTBYIOT Ha BCEX KapTUHAX Jaudpaxiuu
paccMaTpuBaeMOM CEpUM IKCIIEPUMEHTOB, OCHOBHOM M3 KOTOPBHIX MOKHO OJTHO3HAYHO
uneHTuuIpoBaTsh Ha 20<27,5 rpan. Takxke BceM MONyYEHHBIM TudpaKkTOorpaMmam
XapakTepHO HaJMYUe MAaKCHMYMOB, COOTBETCTBYIOIIUX CTPYKType rpadura.
[IpucyrctBue ¢aspl rpagura 0O0YCIOBICHO B MEPBYIO OYEpEb KpUCTaLIA3ALUEN
amop(HOro yriepojia B COCTaBe IPEBECHOTO YIJIsl, T.K. OCHOBHAsI Macca IOIa IaloIlero B
NPOAYKT rpaduTa, SBISIONIETOCS MNPOAYKTOM HPO3WU aHOJa, ObLIa MEXaHUYECKHU
ylajlieHa B BHJAE TBEPIOrO KAaTOJHOTO JIemo3uTa. B mpoaykrax CcUHTE3a
UACHTUDUIIMPYETCS TaKkKe Kyomdeckas ¢daza kapOuma TUTaHA C TTapaMETPOM PEIIETKH
(onpenenenHoM no 5 usmepenusam) 4,32 A. Kak u panee, qu(ppakIHOHHbIE MAKCHMYMbI
KapOua TUTaHa XapaKTePU3YIOTCSI aCHMMETPHUEH C TUTABHBIM CIIaJlOM HHTEHCUBHOCTH CO
CTOPOHBI OOJIBIITUX YTJIOB, OJTHAKO 3TOT A(M(PEKT MPOSBISIETCS B MECHBIICH CTEIICHH B

CpaBHCHHU C JAaHHBIM IPCABLIAYIICTO pa3jciia. B »T0li CBSI3U MOXKHO mojararb, 41O B
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paccMaTpUBaEMOI CEpUU IKCIIEPUMEHTOB B ITPOIYKTAaX CUHTE3a MOXKET IPUCYTCTBOBATh

KapOuJT THUTaHa TIEPEMEHHOT0 COCTaBa, HO JIOMHHUPYET CTEXHOMETpHYECKas
KOMITOHeHTa KapOuma turana TiC.
3
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Pucynok 4.5 - Tunuunbeie KapTUHBI peHTreHOBCKOM nudpakmuu: 1. McxomHoro okcuaa

tuTaHa; 2. [Iponykra cuHTE3a, MOJIYyYEeHHOTO B 3KCIEPUMEHTE C MACCOM TUOKCUA TUTAHA

0,4 r; 3. IIpoaykTa cuHTE3a, MOJTYYEHHOTO B SKCIIEPUMEHTE C MacCOil JUOKCHIA TUTaHA

1,0r.

[To nmaHHBIM KOJWYECTBEHHOTO PEHTreHO(a30BOTO aHaim3a (IMIPOBEICHHOTO B

nporpamme PowderCell 2.4) ycranosneno (puc. 4.6), 94To0 ¢ pOCTOM MacChl JUOKCHIA

THUTaHa B HCXOI[HOﬁ CMCECH BO3paCTacT KakK A0JIA OKCHJAa TUTaHa, TaK U Kap61/121a THUTaHa B

COCTaBe MPOAYKTa CHHTE3a, MPU dTOM CHIDKAeTCs cojepkanue (aswer rpaduta. Jos
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Kapbuna tutana He mnpesbimaer 11 % (06.), mpu 3TOM B MPOAyKTe AOMUHUpPYET (aza
rpadura. Conepxanue ¢as3bl OKcHUla TUTaHa cocTaBisieT A0 4 % (00.). COOTBETCTBEHHO
BUJHO, YTO B paccMaTpUBAEMON CHUCTEME KOJMYECTBO IMOJBEICHHOW JHEPrUH WU
IJIOTHOCTh MOTOKA SHEPruu (WJIM PaBHOMEPHOCTb PAaCHpeeieHUs] UCXOAHOTO ChIPhs)
HEJI0OCTATOYHBI ISl TIOJTHOM MepepadOTKU OKCUa THUTaHa B ero kapOua. B sToil cBszu
MPUHATO PEIICHUE B JATbHEHIINX SKCIIEPUMEHTAaX YBEIHUUUTH KOJTUIECTBO MOABEICHHOM
HHEPTUH, UCTIOIB3YSl UCXOAHYIO CMECh C HAMOOJBIINM COACPKAHUEM JTUOKCHIa TUTaHA
(1 r amokcuna Tutana B cmecu ¢ 0,1 © IpeBECHBIX OMMUIIOK).
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Pucynok 4.6 - 3aBucuMocTH (azoBoro cocraBa MpoayKTa CHHTE3a OT MacChl HCXOHOTO
JTUOKcHaa TUTaHa (ipu 3Hepruu paspsiaa ~90 kJx).

3aBUCHUMOCTh ()a30BOr0 COCTaBa MPOAYKTAa CUHTE3a OT €ro MPOJOJIKUTEIbHOCTH
IpeAcTaBiieHa Ha pucyHKe 4.7. Cnenyer OTMETUTh, YTO MPOAOJKATEIBHOCTD MpoLecca
IJIa3MEHHOM 00paoOTKU ChIpbs, paBHass 35 ceKyHJaM, IOCTUTHYTa B XOJie JBYX
NIOCJIEIOBATEIBHO MPOBEIECHHBIX 3KCIEPUMEHTOB C MPOJOHKUTEIBHOCTBIO CUHTE3A 25
cekyHI U 10 cexyna. BUIHO, 4TO C yBEIMYEHHEM JJIMTEIIBHOCTH IPOLIECCAa CHUHTE3a
yBEJIMYUBAETCS cojepkaHue ¢asbl rpaduTa, YTO CBSI3aHO C APO3MEN aHONa, KaK 3TO
OTMEYaJIOCh paHee, U poCcTOM Macchl oOpasiua. [Ipu 3ToM conepkanue ¢aspl JUOKCHIA
TUTaHa CHIKaeTcs npakTudecku a0 Hyds (0,1 %). Jlons kapbuaa THTaHa HA UHTEpBAJIE
or 10 cekyHnm mo 25 CeKkyHJ NPAaKTHUUYECKH HE MEHSETCS, YTO MOXHO OOBICHUTH

OAHOBPEMCHHBIM €T0 CHHTE30M C PACXO0J0M JHOKCHJA TUTaHA U YBCIIMUCHUEM YIIJICPOda
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B CUCTCMC 3a CUCT 3pO3UH aHO/a. B HEJIOM, IMOCTPOCHHAA 3aBUCUMOCTD 110Ka3ajd, 4TO
MOXHO IIOJTHOCTBIO Hepepa60TaTL a0 I r JUOKCHAa THUTaHa B CIO Kap61/m B

paccMaTprUBaEeMON CUCTEME TIPU MPOJOLKUTEIBHOCTH TTpouecca 10 30-35 cekyHa.
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Pucynok 4.7 - 3aBucumoctu (a3oBOro cocraBa IPOAYKTa CHHTE3a OT

IIPOIOJDKUTEIBHOCTHY MTOAACPKAHNUS AYTOBOTO pas3psiaa.

ITo maHHBIM PACTPOBOM JIEKTPOHHOW MUKPOCKOIIMHU UCXOAHBIN IPEBECHBIN YIOJIb
XapaKTEPHU3YIOTCS TTOPUCTO-KAMMJUSIPHON CTPYKTYpOH, Kak 3TO BUIHO Ha pucyHke 4.8.
OTnenpHbIE YacTULBI YT XapakTepusyroTcs pasmepamu 10 300-500 mxm. B ux tene
MPOCMATPUBAIOTCA KAaNWULSIpbl C  MOPOJOJIBHBIMU  pa3MepaMH MOpSiAKAa COTEH
MUKPOMETPOB, TTONepeYHbIMU — 10 ~40 MKM. OTIIeNIbHbIC KaMUIIIAPHI COSTUHEHBI MEXTY
co0Ol OTBEPCTUSIMU, PACIOJIOKEHHBIMU B TE€OMETPUUECKHX IIEHTPAX OKPYIJIbIX
KpaTepoB ¢ auaMeTpoM 10 15-20 MxMm.

CormacHo pe3ynbTaTam pPacTPOBOM SICKTPOHHOM MHMKPOCKONMUA THUIUYHOIO
MOJIy4eHHOTO 00pasiia, COCTOSIIETO MPEUMYIIIECTBEHHO U3 TpaduTa U KapOua TUTaHA,
B MPOJYKTE CUHTE3a MOKHO BBIJICJIUTH JIBa OCHOBHBIX MOP(OJIOTHUYECKUX THIA KapOuia
TuTaHa. [lepBblid TUM - 3TO IJIOTHBIE ArJIOMEPATHl Pa3MEPHOCTHIO JO HECKOJIBKUX COT
MUKPOMETPOB, KOTOPBIE COCTOSIT M3 OTACJIBbHBIX KPHUCTANIOB C pa3MepaMu MOpsaKa

HCCKOJIBKMX MHKPOMCETPOB. B PEKUME (baSOBOFO KOHTpacTa OYCBHUAHO, YTO M3 ABYX
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BO3MOXHBIX (a3 (rpaguT u kapOua TUTaHA) JaHHBIE YACTHIIBI IpPHUHAJUIEkKAT ¢aze

KapOuja TUTaHa.

X WS, SN

100 MKM HL D61 x1.0k 100um 100 MKM HL D65 x1.0k 100um

Pucynok 4.8 - TunuvHBbIC CHUMKH YacCTHUI[ JPEBECHOTO YTJIS, MOJTYYEHHBIC METOIOM
PacTpOBOM ANEKTPOHHON MUKPOCKOTTHH.

B Goubiieit cTenenn WHTEPECHBI 0OBEKTHI, KOTOPBIE OTIMYAIOTCST Mopdoorue
CXOXeH C XapaKTepHOW MCXOJHOMY ApeBecHOMy yrito (puc. 4.9 6, B, r). Buano, uro
OTJIENbHBIC YYAaCTKU MCXOJHBIX KaMWJUISIPOB APEBECHOTO YTJIS MOKPHIBAIOTCS TOHKUM
cinoeM (TOpsiIKa HECKOIBKUX MHUKPOMETPOB) KapOuaa THUTaHa. DTOT (PakT MO3BOJISAET
moJiaraTh BO3MOKHBIM CHHTE3 OMOMOpGHOro kapOuja TWTaHa, T.€. KapOuja TUTaHa,
MOPQOJIOTUSI KOTOPOTO CX0Ka C MMPUPOTHON CTPYKTYpOH JPEBECHOTO YTJISL.

["'oBOpSt 0 XUMHYECKOM COCTABE MOTYYEHHBIX MATEPHAIIOB, CIICTYET OTMETHTH, YTO
B IIEJIOM B 00pa3iiax uaeHTU(OUIUPYIOTCS YIIepod, a30T, HATPUH, MarHUW, aIFOMUHUM,
KpeMHUH, cepa, Kajaui, KajabllUui, jkene30, HUHK. Ha ydacTkax ¢ HauOOIbIIUM
coJiepaHueM TUTaHa ujeHTuduImpyetcs B cpeanem ~55,3 % (atom.) yrinepona, ~41,9
% (atom.) TutaHa, 10 ~2,4 % (atom.) kucnoposa, a takxe 10 0,3 % (arom.) mpounx

XUMHYCCKUX 3JICMCHTOB.
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CornacHo MpeaCcTaBICHHBIM JAHHBIM MOKHO C€JIaTh BBIBOJ O BO3MOKHOCTH
CHHTe3a KyOuveckoil (pa3bpl kapOuaa TUTaHa pa3padaTbiBaeMbIM 0€3BAKYYMHBIM
3JIEKTPOAYTOBbIM METOAOM C HCIOJIb30BAaHUEM PA3JIMYHBIX HMCXOJHBIX PEareHTOB:

METaJUIMYECKU TUTaH, TUOKCU TUTAHA, TPAQUT, IPEBECHBIN YTOJb.

D69 x1.0k 100um

H D69 x20k 30um

Pucynok 4.9 - Tunuunsie SEM-CHUMKHM 4yacTHll IPOAYKTa CHUHTE3a, MOJYYEHHOTO U3
JPEBECHOTO YTJIA U OKCH/Ia TUTaHA.

4.1.4. OcHOBHbIE BBIBOAbI O BO3MOKHOCTH TMOJIyYeHUs] KapOWja TUTaHA
0e3BaKyyMHBIM 3J1€KTPOAYTOBbIM METOI0M

CornacHO TpPEICTaBICHHBIM BBIIIE pe3yJbTaTaM, MOXXHO CJielaTh BBIBOI O
BO3MOXKHOCTH CHHTE3a KapOuja ThTaHa 0e3BaKyyMHBIM 3JIEKTPOIYTOBBIM MeTOAOM. B
NPOAYKTE CHHTE3a HACHTU(HUIMpYeTCs Kyonueckas (aza kapouaa turana (tuna NaCl)
NEPEMEHHOTO COCTaBa, YTO COOTBETCTBYET H3BECTHBIM IMPEJCTABICHUSM O CHCTEME
«TUTaH — yraepoa». B xoje skcrnepruMeHTaIbHbIX UCCIeI0OBaHUM 0TpaOOTaHbl PEKUMBI

JyTOBOTO PEaKTOpa, KOTOpPhIE MOTYT OBITh HMCHOJIb30BaHbl AJIA pead3aliy CHHTE3a
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KyOnueckux ¢a3 kKapOHIOB APYTrUX METAJUIOB B MOCIEAYIOMUX pasnenax. OTaeabHbIM
pe3yibTaToM CJEAyeT OTMETUTh pealU3alMi0 CHUHTE3a TMOPOIIKA, COJEPKAIIEro
YaCTHUIbl, COCTOSIIIME U3 rpaduTa U KapOuJa TUTaHA C TaK Ha3blBaeMoi OmomopdHOI
CTPYKTYpPOH, T.€. B IAHHOM CJIy4yae ¢ Mop(dosorueit 6JIM3K0i K CTPOCHUIO IPEBECHUHBI.

4.2. Cunre3 kapOug0B mnepexoaHbix MeTtasioB |V-V rpynm, a Ttakike
BBICOKOIHpONHiiHOTO KapOuaa cocraBa TI-Zr-Nb-Hf-Ta-C B mimasme ayrosoro
pa3psa NoCTOSIHHOTO TOKA

4.2.1. UccnenoBanne BBICOKOIHTPONMWHBIX KApOUI0B KaK HOBOIO KJjacca
MATEePHAJIOB JIJIsl IPUMEHEHUS B YCJOBHAX YJIbTPABbICOKUX TEMIIEPATYP

B nocnegaue 10-15 neTr akTUBHO OOCYXKJAIOTCS TEPCIEKTUBBI CHUHTE3a
BBICOKOOHTPONIMIHBIX CIUIABOB, XapaKTEPU3YIOIIMXCA KOMIUIEKCOM YHUKAJIbHBIX
ceorictB [309-313]. B mocneayromme Troabl OBUTA TPOBEACHBI HMCCICIOBAHUS
BO3MOYKHOCTH TIOJIYYEHHS] BHICOKOHTPOMUNUHBIX KEPAMUYECKUX MAaTEPUATIOB HA OCHOBE
OKCHUJIOB, HUTPUIOB, OOPUIOB U KapOUAOB MeTaioB. CeroAHs aKkTUBHO pa3BUBAETCA
HarpaBJICHUE CHHTE3a U UCCIICI0OBAHMS CBOMCTB BHICOKOAHTpONUHBIX kKapouaos (HEC),
MPEACTABIIAIONIUX COO0M TBEPBIM PacTBOP ¢ KyOMUECKON KPUCTAIUIMYECKON pereTKOn
tunia NaCl, coctosimux u3 4-5 MepexoHbIX METAIOB YETBEPTOM M TATOM (pexke
HIECTOM) Ipynn NEePUOANYECKON CHCTEMbl XMMHUYECKHUX 3JIEMEHTOB M yriepoga. JToT
KJIacC MaTepPHaJIOB CYMTACTCS OTHOCHUTEIBHO HOBBIM [314], ero oCHOBHOE MPUMEHEHUE
npeanojaraercs B oOJAaCTH KEpaMHUKU I yJIbTPAaBBICOKOTEMIEPATYPHBIX YCIOBUI
JKCIUTyataniui. B Hacrosiniee BpeMsi aKTUBHO BEAYTCS HCCIENOBaHUS B 00JACTH
peanu3aluy CUHTE3a TaKUX MAaTepUajoB U UCCIENOBAaHUS UX CBOMCTB. OOBIYHO CHHTE3
HaIpaBjeH Ha MOoA00p codeTaHus u3 4 WM S5 METaluIOB U3 W3BECTHOTO TEPEUHS
BO3MOXXHBIX (TUTaH, [UPKOHUN, HUOOWH, radHui, TanTan, BoJdb(Ppam, MOIUOAEH) U
yraepoja [315-316], obecnieuenre paBHOMEPHOCTH UX pacnpeneneHus [317] B oobeme
MOJIy9aeMbIX MaTEPUATIOB U TTOI00PY PEKUMOB X TEPMOOOPAOOTKH 17151 POPMUPOBAHUS
xKenaeMo KyOuueckor cTpyKTypbl. OUeBHIHO, YTO YUCIIO BO3MOXKHBIX KOMOUHALIUNA U3
4 wn 5 XUMUYECKUX DJIEMEHTOB W3 3asBJICHHBIX BBIIIE COCTABIISIET IECSITKHA BApUAHTOB,
KQXKJbIM U3 KOTOPBIX MOKET 00J1aJ]aTh YHUKAJIbHBIMU CBOMCTBaMH. B HacTosiee Bpems

BCAYTCA  HCCICHOBAHUA 11O  ITOJYYCHHUIO BBICOKOBHTpOHHﬁHLIX Kap61/1)1013 nus3
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0003HAaYEHHBIX BBIIIE METAUIOB, KX OKCUAOB U Mpounx coenunenuii [318]. OcHOBHBIM
MHCTPYMEHTOM JIJI51 TIOJTyYEHUS BHICOKOHTPOITUNHBIX KapOUIOB CIIETyEeT CYUTATh METO/T
HCKPOBOTO IUIA3MEHHOTO CIIEKaHMs, KOTOPBIA MPUMEHSICTCS PSAIOM HCCIeI0BaTele B
pasnuuHbIX cTpaHax (Hampumep, [319-321]). OnHako, Takoll MOAXOJ TMO3BOJISAET
MOJIYYUTh TOJBKO KEepaMHUUYeCKHe OOBEMHBIE MaTepuajbl, a B 00JIACTU Hay4YHBIX
WHTEPECOB W MPAKTHYECKOW IIEHHOCTH OBLIO OBl MHTEPECHO PACCMOTPETh U CBOMCTBA
yIBTPAIUCIIEPCHBIX TOPOIIKOBBIX MarepuanoB [322] Hapsy C KepaMUYECKHUMHU,
MPOCIEANTH IBOJIIOIHMIO CTPYKTYPHI B XOf€ peanu3anuu crekanus. OcoOblii mHTEpecC
MPE/ICTABIISIIOT CBOMCTBA CYIICCTBYIOIIMX M THUIIOTETHYECKUX BBICOKOIHTPOITHMIMHBIX
KapOuJ0B, B YAaCTHOCTH IMPOIIECCOB HX OKHUCJICHHUS TPU BBICOKOTEMIEPTAYPHBIX
BO3JICHCTBUAX B Bo3ayxe [323], B BomssHOM mape [324], npyrux cpenax, onpeaesiIoTcs
TeII0OpU3NYECKUe CBOMCTBA MOJMy4YeHHBIX MaTepuasioB [325]. I[lpu 3TOM BaKkHBIM
HAyYHBIM PE3yJIbTaTOM CETrOJHS CUMTAETCS IMOJy4YeHUue OJHO(DA3ZHOM CHUCTEMBbI
BBICOKORHTPOIIMITHOTO KapOuIa B BHIE TBEPAOTO pacTBopa [326], yero B psje cirydacn
HE yJaercs JOCTUYh, U O YEeM CBHJIETEIHCTBYIOT MHOKECTBEHHBIC TU(MPAKIIMOHHBIE
MaKCUMyMbl Ha KapTHHE PEHTTCHOBCKOW MHU(PaKIMH, COOTBETCTBYIONIUE OTACIHLHBIM
Kkapoumam MetaioB [327]. O6ecneueHue mporeccoB GOPMUPOBAHUS TBEPAOIO pacTBOpa
¢ 01HO(Da3HOM KPUCTAIUTMYECKOMN PEIIETKOM B psAJIe CITydaeB BOZMOXKHO, KaK TTIOKA3bIBAIOT
aBTOpHI psiaa padoT. B 3ToM Bonmpoce MOXET ObITh MOJIE3HA 3JEKTPOAYyTroBas o0padoTka
UCXOJHBIX MaTeprasioB [328] B crily BOBMOKHOCTH JOCTH)KEHHUS BBICOKUX TEMIIEPATyp.
CBelleHUs1 M3BECTHBIX jauarpamMm coctosHui (pucyHok 4.10) [329-333] «ruran —
yTIACPOI», KIUPKOHUN — YTIIEPO», KHUOOHH — yTaepoa», «raHHA — yriaepoay, «TaHTal
— YIJIepOo1» TMO3BOJISIOT MOJaraTh BO3MOXHOM peaM3allfio JIEKTPOIyTrOBOIO0 CHHTE3a
MHOKeCTBa KapOumoB MeTauioB. O011eil 0COOEHHOCThIO pacCMaTPUBAEMbIX JIUArPAMM
COCTOSIHUH SIBJISIETCSI BO3MOXHOCTh popmMHpoBanus Kyondyeckux a3z MeC;.x tuma NaCl
(rme Me=Ti, Zr, Hf, Nb, Ta). O603na4ucHHbIe KyOnueckue $has3bl POPMHUPYIOTCS B 00J1aCTH
KOHLIEHTpaluil yriepojia HauMHasg npumepHo oT ~ 35 - 43 % (aromubix) no 50 %
(atomubix) u Oonee. [Mogxomsmmm mns GopmupoBaHus BceX 0003HAUEHHBIX BBIIIE
KapOUJI0B MOXKHO TTPUMEPHO 0003HAYUTh MHTEpBal TemmepaTtyp ot ~1500-2000 K mo

~3000-3500 K. TIlpu sTom sHTanmbmus 0Opa3oBaHus KapOwma TUTAHA COCTABISIET -/8,3
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k/>x/Monb, kapbuna nupkonus -78,3 kJ[kx/Monb, kapouma HuoOus - 45,5 x/[x/mMonb,

kapouna radaus -91,3 k/bx/monb, kapOuga TaHTama -56,4  kJIx/Moub,

BBICOKOOHTPONMIHOTO KapOuaa Ha OCHOBE ATHX >K€ XUMHYECKHX 3JIEMEHTOB -47,8

kJ>x/Momb [326].
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Pucynok 4.10 — M3BecTHbIE AuUarpaMMbl COCTOSIHUM CHUCTEM «IIE€PEXOAHBIA METall —
yriepoqay [329-333]: «rtutan — yraepoa» (a), «HHOOMH — yraepon» (0) «IUPKOHUN —

yraepo» (B), «TaHTall — yriepoay» (T) «raduuit — yraepom (1)
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B pamkax pa3pabaTsiBaeMoil METOAUKH JYTOBOU pa3psi/ MO3BOJSIET 00eCeUnBaTh
nvara3oH padounx temmneparyp nopsjaka 2000 K — 4000 K Ha moBepXHOCTH KaToja, U J10
10000 K B cronbe myrosoro paspsiaa [231]. [Ipu cune toka g0 200 A B Teuenne 20-30
CEKyHJ] pabouero 1ukia cucteMbl BoiaenseTcs a0 160 kJx sHepruu, pacxomayeMoi Ha
MOBBIIEHNE TEMIIEPATypbl KOHCTPYKTUBHBIX 3JIEMEHTOB PEAKTOPA, B T.Y. DJIEKTPOJIOB,
atMoc(epsl, a TaKke Ha IMpolecc cuHTe3a. [Ipu 3ToM cHHTE3 MPOXOAUT, KaK OTMEUYCHO
BhI1Ie, B atMochepe razoB CO u CO,, 3KpaHUPYIOUTUX PEAKIIMOHHYIO 30HY OT KHCJIOPOJia
BO3ayxa. [IpucyTrcTBHe 3THX K€ Ta30B HUIACHTHPHUIMPYETCS B MPOIECCE MOITyUYeHUs
BBICOKOOHTPONIMIHBIX KapOMJOB M3 OKCHJIOB METAUIOB METOJOM HCKPOBOIO
wia3MenHoro crekanus [335]. COOTBETCTBEHHO, B HAYYHBIX HU3JaHUAX HE OOHAPYKEHO
TEOPETUUYECKUX WJIM IKCIEPUMEHTAIBHBIX CBEIACHUN, MPOTUBOPEUAIIUX peaTn3aluu
AJIEKTPOLyTOBOTO METO/1a MOTYYEHUSI BHICOKOHTPOTUIUHBIX KapOUIOB.

[Iporuecc cuHTE3a MOXKHO omucaTh cepued peakiuit (1-8). Okcuibl MeTaIIoB
BOCCTAaHABJIMBAIOTCS IO COOTBETCTBYIOIIMX KapOWJOB TOJ JEUCTBHEM BBICOKHUX
temneparyp. Kuciopona, BBIACISIOMMICA MPU Pa3I0KEHUU OKCHUIIOB U KHUCIOPOJ
BO3/IyXa COeNUHSIETCS ¢ yraepoaoM u oopazyet raz CO. ['az CO 3arem TOOKUCTIAETCS C
obOpazoBanueMm CO;. Takum 00pa3oM CUHTE3 MTPOXOAUT B aTMochepe cmecH razoB CO u
CO; B HE3aBUCUMOCTH OT COCTaBa UCXOHOM ra30BOil Cpe/ibl, B KOTOPOIl HHUIIUUPOBAJICS
JyTOBOM paspsil; 3TO SIBJIEHHUE IMO3BOJISIET peaju30BaTh CUHTE3 KapOWJOB METaJUIOB,
BEPOSITHO, B TOM YHUCJIE€ U BBICOKODHTPOMHUIHBIX KapOWIOB, MPU HHUIIMHUPOBAHUU U

TOPEHHUH TyTOBOTO pa3psAia B OTKPBITOM BO3AYIIHOM CpEE.

TiO,+3C=TiC+2CO (1)
Zr0,+3C=ZrC+2CO )
0.5Nb,05+3.5C=NbC+2.5CO (3)
HfO,+3C=HfC+2CO (4)
0.5Ta,05+3.5C=TaC+2.5CO (5)
2C+0,=2CO (6)
2C0+0,=2C0; (7)

TiC+ZrC+NbC+HfC+TaC=TiZrNbHfTaCs (8)
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B ciyyae ucnonb3oBaHUSi B KaueCTBE HCXOJHOTO ChIPbSI YMCTHIX METAJUIOB,
cuctemMa ypaBHeHuil npumer Bui (9-16). Ilpu 3TOM HCTOYHMKOM KHCIOpOAa st

obpazoBanust raz3oB CO u CO; sBisieTcs TOIBKO aTMOC(EpPHBIN BO3TYX.

Ti+C=TiC (9)

Zr+C=ZrC (10)

Nb+C=NbC (11)

Hf+C=HfC (12)

Ta+C=TaC (13)

2C+0,=2CO (14)

2C0+0,=2CO0; (15)
TiC+ZrC+NbC+HfC+TaC= TiZrNbHfTaCs (16)

C y4yeTOM WU3BECTHBIX [JaHHBIX O JuarpamMmax coctosuuii (puc. 4.10),
MPUBECHHBIX BBIIIE PE3YJIbTATOB YKCIIEPUMEHTAIBHBIX UCCIIEIOBAHUMN, ITOKA3bIBAIOIINX
BO3MOYKHOCTh peajiu3aiuy 0e3BaKyyMHOTO METOJIa CHHTEe3a psja KapOUI0B METAILIOB,
BOIIPOC CHHTE3a KapOWAOB coriacHo peakuusm (1-16) cBoauTcs K ONpeaeraeHHI0
MOIXO/ISIIIIETO COCTaBa MCXOAHOTO CHIPhS, a TAK)Ke MapaMeTPOB Pa3psTHOTO KOHTYpa U
€ro pPEeXUMOB pabOThl JUIsl JOCTHKEHUS JOCTATOYHBIX JJiA peaju3alldd CHUHTE3a
TEeMIIepaTyp U MOJABEICHUIO JOCTATOYHOTO KOJUYECTBA IHEPTHUH.

4.2.2. OcobGennoctu peaju3anuu 3JIEKTPOAYTOBOI0 CUHTE3a
KpUCTAJJINYecKuX ¢a3 B cucteMe XumMuueckux 3jemenToB Ti-Zr-Nb-Hf-Ta-0O-C

B kauecTBe MCXOIHBIX MAaTEPHAIOB HCIIOJIB30BAJIUCh OKCHIBI MeTaIoB 110,
ZrOz, NbyOs, HfO,, Ta,Os xommepueckoit guctothl (99.9 %, mocraBimk «Pemkumii
metamu, r. HoBocubupck, Poccust) co cpennumu pasmepamu He Ooiiee 5-10 MKM.
[TpoBOMINCH OSKCHEPUMEHTHI, B KOTOPBIX HCIIOJIB30Badach CMECh KaXIOTO W3
0003HAYEHHBIX BBIIIE OKCHIOB METAUIOB C YIJIEPOJOM, a TaKKE€ B KOTOPHIX B COCTaB
UCXOAHON cMecHu BXxomammn ogHoBpeMeHHO 110, ZrO;, Nb,Os, HfO,, Ta,Os Cwmecu
OKCHUJIOB METa/UIOB CMENIMBAJIUCh C PEHTTCHOAMOP(HBIM YTJIEPOJIOM B Pa3TUUHBIX
COOTHOIICHMSIX, pa3MajblBalach B IIIAPOBOM MEIBHUIIE B TEUEHHWE 6 YacoB id

JOCTH>KEHHSI TOMOT€HHOCTH M MOMEIAINCh B 30HY (POPMUPOBaHUS AYyTrOBOTO pa3psiia.
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Pa3psin nomkurancs B moioctu rpadutoBoro karoaa (auamerp 16 mm, Beicota 30
MM), TIpU MTOMEIIEHUH B 3TY MOJIOCTh TPaUTOBOTrO aHO/AA (CTEPKEHb, TUAMETP & MM).
Toxk pa3psaHOro KOHTYypa nogaepxkusaicsa Ha yposHe 200 A npu HanpspKeHWH HA Ayre
30-35 B. JlyroBoii pa3psa MoAAepKUBAICA 25 CEKyHI B KaKJIOM DKCIIEPUMEHTE, 4TO
COOTBETCTBYET BBIJICIICHUIO JHEPTUM B KoauyecTBe A0 ~160 k/[xk mpu cpennen
IJIOTHOCTH MOTOKA 3Hepruu 10 29,0 Br/Mm?. OfuH U TOT ke MaTepHall IOIBEpPrajics
BO3JICHCTBHIO TIa3MBbI TyroBOro paspsiaa ot 1 10 3 pa3 (cymmapso N pa3, kak yka3zaHo B
tabymie 4.1). CHHTEe3MpOBaHHBI MaTepHall COOMPAJICS CO CTCHOK IOJIOCTH KaToja,
CIEKH W3MENIbYAIIUCh B araTOBOU CTYTIKE.

OcHOBHBIE TapaMeTPbI CEPUN IKCIIEPUMEHTOB NpUBEIeHBI B Tabnuuax 4.1. u 4. 2.
B tabnumax BBeAeHbl 0003HAUCHUA: MHU(P — MNOCIEAOBATEIBHOCTh CUMBOJIA, KOTOpast
0003HayYaeT JaHHBINA T 00pa3IoB, | - TOK pa3psaHOrO KOHTYpa, yCTaHABIMBAEMbIN Ha
UCTOYHUKE MHUTaHUsA, t — MNPOAOIIKUTENBHOCTh MOIAEPKAHUS AYTOBOIO paspsia
MOCTOSIHHOTO TOKa, N - KOJIM4ecTBO BO3AECHCTBUI yTOBOTO pa3psjia MOCTOSTHHOIO TOKa
Ha JaHHbIi obOpazer] (1, 2, 3 paza), ZW — KOJUYECTBO MOJABEJACHHONW PHEPTUU B XOJI€
TOPEHUS JIyTOBOTO pa3psiia 3a 1, 2, 3 — KpaTHOTO BO3IEHCTBHS, Mc / Moyenza — OTHOIICHUE
Macchl UICXOAHOTO YIJIEpOJia K Macce MCXOAHOTO OKCHJIA METAJUIa MM CMECU OKCHUIOB
METaJIJIOB, M,ex — Macca UCXOIHON cMecH, MOMellaeMoi Ha JHO rpaUTOBOTO TUTJISA —
KaToJ1a JIJIsl TOCJIEAYIOIIEH AIEKTPOYTrOBON 00pabOTKH.

Tabmuua 4.1. OcHOBHBIE MapaMeTpPhl CEPUU IKCIEPUMEHTOB IO TMOJIYYCHHUIO

KapOUJ0B MEPEXOIHBIX METAIJIOB C KyOMYECKON IpaHEEHTPUPOBAHHON PEIIETKOM

Ne | Hudp LA |tc N, W, CocraB me /| Mycex, T
pa3 | k/Ix HCXOJIHOT'O Moxcnna
marepuana
1 |TiC01 200 |25 1 160 Ti,C, 0O 1/1 0,5
2 | ZrC01 200 |25 1 160 Zr,C,0 1/1 0,5
3 | NbCO1 |200 |25 1 160 Nb, C, O 1/1 0,5
4 | HfCO1 200 |25 1 160 Hf,C, O 1/1 0,5
5 | TaCO1 200 |25 1 160 Ta, C, O 1/1 0,5
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[TomydyeHHsie  MaTepwaibl  AHATU3UPOBAINCH  METOAOM  PEHTTEHOBCKOU
nudpakxromerpun (Shimadzu XRD 7000s, A=1.54060 A), pacTpoBoii 31eKTpoOHHOIl
mukpockormuu (Tescan Vega 3 SBU) ¢ mpucraBkoit EDS Oxford X-Max-50,
MIPOCBEUMBAIOLIEH  ANeKTpoHHOW  Mukpockornmu JEOL JEM 2100 F ¢
sHeproaucnepcuonnsiM ananmsaropom JEOL (EX-24063 JGT).

Tabmuua 4.2. OCHOBHBIE TapaMeTPbl CEPUU FKCIIEPUMEHTOB 10 noiaydenno HEC

N, |[XZW, | Cocras ucxogHoro | me  /

Ne | III LA |t
Hop ’ ¢ pa3 | k/[x | marepuana Moxcuna

Mycx, T

1 |HECO01 |[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 |HECO03 |200 |25 |2 320 | Ti, Zr, Nb, Hf, Ta, C, O 1/1 0,5

4 |HECO04 [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 |HECO6 |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 |HECO08 |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

4.2.3. CuHTe3 KyOM4ecKnX KapOnJa0B TUTAHA, IUPKOHUNA, HHOOUS, TapHUSA 1
TAHTAJIa, a TAK/Ke BBICOKOIHTpPonuiiHoro kapomaa cocraa Ti-Zr-Nb-Hf-Ta-C u3
OKCH/I0B MeTAaJIJIOB

Ha pucynke 4.11 npencraBieHbl TUITHYHBIC KAPTUHBI PEHTICHOBCKOM Mudpakiumy,
MOJIYYCHHBIX MAaTEPHAIOB HA OCHOBE KapOWJOB THUTaHA, IIUPKOHUS, HUOOMS, radHwUs,
tanTanga. O003HauUeHHBbIE KapOUIbI XapaKTEePU3YIOTCd KYOMYECKUMH PEIIeTKaMy THUIa

NaCl, koropsie B mpeenax BO3MOXKHBIX MOTPEHIHOCTEH COOTBETCTBYIOT 3TAJOHAM M3
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mexayHapoanoit 6aszet PDF4+: TiC ICDD Ne00-032-1383, ZrC ICDD Ne00-035-0784,
NbC ICDD Ne(00-08-1364, HfC ICDD Ne(00-039-1491, TaC ICDD Ne00-035-0801.
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Pucynok 4.11 - TunuyHble KapTHUHBI PEHTI€HOBCKOM AU(pPaKUMU MPOAYKTOB CHHTE3A,
coJieprKalrx KapOuIbl TUTaHA, IIMPKOHUS, HHOOUS, raHUs, TaHTaja.

[TapameTpbl JIEMEHTAPHBIX SYEEK, OMPEICIICHHbIC MO KapTUHAM AU(paKiUu B
CpPaBHEHUU C DTAJOHHBIMH TMpuUBENeHbI B Tabmuue 4.3. BumHo, 4ro mapameTpbl
DJIEMEHTAPHBIX AYEEK, ONPEAECICHHBIE HDKCIEPUMEHTAIBHO XOPOIIO COTrJACyHOTCA C
ATAJIOHHBIMU U JTUTEpaTypHbIMU. Hasnuue yriaepoaHsix rpaduTono100HbIX MaTepUaioB
B paccMaTpHBaeMOMl CHCTEME SIBJISETCS HOPMalbHBIM BBHIy HM30BITKA YIJiepoja B
CHUCTEME, B TOM UHCJIE B PE3YJIHTATE FJIEKTPUUECKON 3PO3UU aHOJIA, UTO COMTPOBOKIACTCS
MEePEeHOCOM YacTH €r0 MacChl B MPOAYKT CHHTE3a, KaK ITO YK€ ObLIO OTMEUYEHO B
MPEABIAYIUX pa3jesiax HacTosIel padoThl. BuaHo, 4TO Ha KapTUHAX PEHTTCHOBCKOM
Tudpakiuu MPOAYKTOB, MOJYUYEHHBIX B CHUCTEMaX C ITUPKOHHWEM U TadHUEM BHUIHBI
cmabble cieAapl MakCUMyMOB (Ha wuHTepBanie ~27-32 Tpaj.), KOTOpPhIE MOTYT

NpUHAAJIEKATh OKCUIAM LUPKOHUS W rapHus. B psge paboT oTMmeuaercs Hamuyue
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HE3HAUYUTETHHBIX CIIEJOB OKCHIOB METAJUIOB B MPOAYKTax CUHTE3a, conepxkamux HEC,
KapOuabl mupkonust U raduus [319], cOOTBETCTBEHHO, UX MPUCYTCTBUE HE CBSI3aHO C
0COOEHHOCTSIMU MMPUMEHAEMOT0 6€3BaKyyMHOTO MeTo1a. Cy/isi IO OCTaIbHBIM KapTHHAM
PEHTIeHOBCKOM U(]paKiny, B MPOIYKTaX CUHTE3a MPUCYTCTBYIOT TOJIBKO YIJIepOAHbIC
rpaduTonogo0Hble Marepuanbl W KapOuabl MeTtawioB. llocnme omnpeneneHus
BO3MOYKHOCTH (hOPMHUPOBAHUS KyOM4YecKuX (a3 KapOUIOB THUTaHA, IIMPKOHUS, HUOOWS,
radHus, TaHTana C Kyondeckoi pemetkoi Tuna NaCl u3 ux okcuaoB paccMaTprBacMbIM
METOIOM TPOAOJIKEHBI IKCIIEPUMEHTHI B TENISIX (POPMUPOBAHUS BHICOKOIHTPOITHIHHBIX
KapOUI0B.

Tabnuua 4.3. Ilapamerpsl seMeHTapHbBIX sueek KapOuaoB meramioB IV u V
TPYIII, a TAKKe BBICOKOAHTPOIMUHBIX KapOWIOB, OMPEICICHHBIC B X0/1¢ MTPOBEACHHBIX

9KCIICPUMCHTOB B CPaBHCHHU C 3TAJIOHHBIMU U JIMTCPATYPHBIMH.

Ne | Ucrounuxk [TapameTp 3i1eMeHTapHO sSueiiku a, A
TiC ZrC | NbC HfC TaC HEC

1 ICDD 4,327 4,693 | 4,470 4,638 4,455 -

2 [306] 4,508*

3 [307] - - - - - 4,518*

4 [317] - - - - - 4,512*

5 [318] - - - - - 4,609*, 4,456*, 4,504*,
4,514* 4 521*,  4,524*

6 [319] 4,330 4,690 | 4,470 4,640 - 4,50***

7 [326] 4,337 4,724 | 4,507 4,650 4,483 4,550*

8 [326] 4,330 4,710 | 4,500 4,710 4,470 4,600*

9 [328] 4,340 4,720 | 4,510 4,650 4,480 4,550*

10 | [328] 4,330 4,710 | 4,500 4,710 4,470 4,550*

11 | [329] 4,352 4,694 | 4,485 4,651 4,450 4,506**

12 | [329] 4,328 4,698 | 4,469 4,636 4,455 4,529*

13 | [330] 4,324 4,704 | 4,477 4,641 4,474 4,528*

14 | Nannas 4,323 4,690 | 4,466 4,632 4,457 4,543 (HEC 02)*

paborta 4,535 (HEC 03)*

4,532 (HEC 04)*
4,533 (HEC 05)*
4,533 (HEC 06)*
4,526 (HEC 07)*
4,531 (HEC_08)*
4,526 (HEC 09)*
4,526 (HEC 10)*
4,538 (HEC 11)*
4,529 (HEC_12)*

*(TaNbHFTiZr)C, **(TiZrNbTa)C, *** (TiZrHfVNb)Cs
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Muxkpopa3zmepHas Qppakiys MoJIy4eHHbIX KapOu0B METANIOB MPEUMYIIIECTBEHHO

IpEeCTaB/ISICT COOOM CIeKIHecs ariioMmepatsl yacTuil (puc. 4.12-4.16).

WMHTEHCUBHOCTb, O.€.

SEM HV: 20.0 kV WD: 14.99 mm
View field: 83.0 Det: BSE, SE

SEM MAG: 3.34 kx Date(midly): 12/16/20 o 2 4 6 8 E,kEV

Pucynok 4.12 - Tunuunele pgaHHBIE pPAcTPOBOM AIEKTPOHHOM MHMKPOCKOIIAH
MUKpOpa3MepHOU (pakuuu NpOAYKTOB CHHTe3a (0Opasell, MOJyYEeHHBIH B CHUCTEME C
JTMOKCHUJIOM THUTaHA): a) CHUMOK ariomepara B pexkume SE; 0) CHUMOK, TIOTy4eHHBINH B

pexume BSE; B) cooTBeTCTBYIOITUI SHEPTOAUCTIEPCUOHHBIN CIIEKTP.

MHTEHCUBHOCTb, 0.€.

T T T

O 2 4 6 8EKEV

Pucynok 4.13 - TunuuyHble JaHHBIE PACTPOBOM BJIEKTPOHHONM MHUKPOCKOIIHUH
MUKpOpa3MepHON (Ppakiuu MPOIYyKTOB CHUHTE3a (00pasell, MOTYyYEHHBIN B CHUCTEME C
JTMOKCHJIOM HUOOWS): a) CHUMOK arjomMepara B pexxume SE; 0) CHUMOK, MOJTy4eHHBIH B
pexume BSE; B) cooTBeTCTBYIOINI YHEPTOAUCTIEPCUOHHBIN CIIEKTD.

ArmomepaTsl XapaKTEpH3yIOTCS pa3MepaMH TIOPsSAKa HECKOJBKUX JECATKOB
MUKPOMETPOB, TOPHUCTOM CTPYKTYpOH, BKJIIOUEHUSAMH OTACIBbHBIX KPUCTALIOB
MOJTy4YEHHOT0 KapOuja ¢ pa3MepaMu Mopsiika HECKOJIBKUX MUKPOMETPOB. XUMUUECKHI
COCTaB IO JIaHHBIM SHEPTOJAUCIIEPCHOHHOTO aHaM3a MOATBEP)KIaeT HAININE HCKOMOTO

Kap61/ma MCTaJlJIa B COCTABC MPOJAYKTa CUHTE34d, IIPpU 3TOM HOJ'IYKOJ'II/I‘-IGCTBGHHI:Jﬁ aHaJIn3
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MOKa3bIBaET OJIM3KOE K CTEXHMOMETPHUYECKOMY COCTaBy COOTHOIICHHE YIiIepoja M
metaiaa (Ti, Zr, Nb, Hf, Ta) B cocraBe ariomeparoB. Takxke B cocTaBe arjioMepaToB
UACHTU(DULIMPYETCS B HE3HAYUTENbHBIX KOJIWYecTBax Kuciopor (mo ~2 % art.), uTto
IPEICTABISICTCS €CTECTBEHHBIM JUIS JIIOOBIX MaTepUAJIOB, XPAHSIIMXCS B BO3IYIIHOM
Cpelic U MCCICAYEMBIX METOJOM SHEPIOAMCIIEPCHOHHOTO aHajIK3a; TaKKe MPUCYTCTBHE

KHCJIOpOJa MOXKET OBITH OOBSICHEHO MMOBCPXHOCTHBIM OKHCJICHUCM YaCTHII.

MHTEHCUBHOCTL, O.€.

50 MKM

SEM HV: 20.0 kV WD: 14.92 mm
View field: 113 ym Det: BSE, SE
SEM MAG: 2.4 kx Date(mvary): 12117/20

Pucynox 4.14 - TunuyHble JaHHBIE PACTPOBOM DJIEKTPOHHONM MHUKPOCKOIUU
MUKpOpa3MepHOU (pakuuu NpOAYKTOB CHHTe3a (0Opasell, MOJyYeHHBIH B CHUCTEME C
JTMOKCHJIOM ITUPKOHHS): a) CHUMOK arjoMmepara B pexkume SE; 0) CHUMOK, MOTydeHHbBIH

B pexxume BSE; B) cooTBeTCTBYIOIIMIT DHEPTOIUCTIEPCUOHHBIN CIIEKTP.

H B)
o
(o]
=
3
o
I
m
s
O
L
(O]
|
s T

X HE
Hf
Hf
o 2111 oy S 0 2 4 6 8 E,kKEv
Pucynox 4.15 - TunuuHble [aHHbIE pPACTPOBOM DIIEKTPOHHOM MUKPOCKOIUU

MUKpPOpa3MepHON (PpakIuu MPOIYKTOB CHUHTE3a (00paserl, MOJTyYeHHBI B CUCTEME C
JTMOKCHIOM TadHUs): a) CHUMOK arjiomepara B pexkume SE; 6) CHUMOK, MOJy4eHHBIHN B

pexxnme BSE; B) COOTBETCTBYOIINIA SHEPTOAUCTIEPCUOHHBIN CIIEKTP.
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Pucynok 4.16 - TunuyHble AaHHBIE PACTPOBOM AJIEKTPOHHOM MHUKPOCKOIHHU

MUKpPOpa3MepHON (Ppakuuy MPOIYKTOB CHUHTE3a (00pasell, MOTYyYEHHBI B CHUCTEME C
JTMOKCUJIOM TaHTaJIa): a) CHUMOK arjioMepara B pexxume SE; 6) CHUMOK, MMOTy4YEHHBIN B
pexume BSE; B) cooTBeTCTBYIOITNI SHEPTrOAUCTIEPCUOHHBIN CIIEKTP.

[1o qaHHBIM IPOCBEYMBAIOIIEH IIEKTPOHHON MUKpockonuu (puc.4.17 —puc. 4.21),
B MPOAYKTaX CHHTE€3a MOKHO WJICHTU(PUIIMPOBATh YACTUYKU COOTBETCTBYIOIIUX
KapOHIOB METAJJIOB B YIJIEPOJHBIX 000JOYKAX WM YIIEPOAHBIX TpadHuTONno00HBIX
MaTpuiax. YacTUYKd XapaKTepusylTCs pa3MepamMu OT €IUHUIl JO JIECSITKOB
HaHOMeTpoB. KapTunbl nudpakiuy 3J1€KTPOHOB, B TOM YHCIIE CHSTHIC C OTICIBHBIX
KPUCTAJUIOB, a TAKKE CHUMKH B PEXKUME MPSMOTO pa3pelieHus MOKA3bIBAIOT HATNIUE
MEXIIJIOCKOCTHBIX PACCTOSIHUM, COOTBETCTBYIOIIMX KyOWM4YeckuM (hazam KapOuIoB
TUTaHa, IUPKOHUS, HUOOWS, TadHUS W TaHTaja. Pe3ynbTaThl SHEPTrOAUCIIEPCHOHHOTO
aHallM3a TMOATBEPKIAIOT HAIMUYME B MPOAYKTAaX CHHTE3a COOTBETCTBYIOIIMX KapOWIOB
MeTauioB. KapTuHbl 57EKTpOHHOM MUKpOAUdpaKIMKM, KaK W JaHHbIE CHHUMKOB,
MOJIYYCHHBIX B PEKHUME TPSIMOTO Pa3peIICHUs, TOATBEPKAAIOT TMPUHAIICKHOCTh
COOTBETCTBYIOIIUX HAHOPA3MEPHBIX OOBEKTOB K (a3e KyOMUYecKUX KapOuoB
COOTBETCTBYIOIIUX METAJUIOB. OKCIIEPUMEHTAJIbHBIE JIAHHBIE B CPAaBHEHUHU C
STAJIOHHBIMU TIpeACTaBieHBl B Tabmune 4.4. Taxxke ciaeayer OTMETHTh, YTO
MEXIIJIOCKOCTHBIE PACCTOSHUS, COOTBETCTBYIOIINE YTICPOTHON MATPHUIIE U YTIIEPOTHBIM
0007109KaM 4acTHI] KapOU10B METAILIOB cOCTaBIAIOT ~3,6 A - 4,0 A, uto xapakTepHo s
YTIAEPOIHBIX TPAdUTONIOI0OHBIX HAHOCTPYKTYP; B rpadUTONOI00HBIX HAaHOMATEpHAIax

MaTepHaiaX HepeaKo HaOII0AaeTCs YBEIMUCHHE MEKITIOCKOCTHOTO pacCTOSHUS Uog.
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Tabnuua 4.4. Pe3yabTaThl aHAIM3a CTPYKTYPHI TOJIYYEHHBIX MATEPUATIOB METOI0M
IPOCBEUMBAIONICH 3JIEKTPOHHOM MUKPOCKOIUHM BBICOKOTO pa3peuieHus B CPAaBHEHHHU C

9TAJIOHHBIMHN JaHHBIMH

HcTounuk/ TiC ZrC NbC HfC TaC
dbaza
d, A (PDF4+)
111 2,4982 2,7095 2,5808 2,6778 2,5721
200 2,1635 2,3465 2,2350 2,3190 2,2275
220 1,5298 1,6592 1,5804 1,6398 1,5751
311 1,3046 1,4150 1,3478 1,3984 1,3432
222 1,2491 1,3548 1,2904 1,3389 1,286
d, A (SAED) |2,528 2,765 2,653 2,380 2,624
2,192 2,331 2,230 1,684 2,265
1,315 1,724 1,316 1,614
1,404 1,308
d, A (upsmoe | 2,54 2,76 2,58 2,73 2,63
paspelieHue) 2,36 2,27

Pucynok 4.17 - TunuuHble pe3ynbTaThl IPOCBEUMBAIOIICH JIEKTPOHHOW MUKPOCKOITUU
oOpasia, coJepkaliero Kapoua TUTaHa: CBETJIOMOJIbHBIH CHUMOK B PEXHME HPSIMOIO

pasperieHus (a), KapTuHa MUKPOAUPPAKIIAN HITEKTPOHOB (0).



Pucynok 4.18 - Tunudunble pe3yabTaThl IPOCBEYUBAIONICH IJIEKTPOHHON MUKPOCKOIHH
oOpasia, coepkalero KapOu HUPKOHUS: CBETJIONOIbHBIN CHUMOK B PEKUME IPSIMOTO
paspemieHuss (a), KapTUHAa MHUKPOIU(PPAKIUU HJIEKTPOHOB, CHSTAas C OTIEIBHOIO

kpuctaia (0).

Pucynok 4.19 - TunuuHbie pe3ynbTaThl IPOCBEUMBAIOIICH AJIEKTPOHHOW MUKPOCKOITUU
oOpasia, cojeprKaliero kapOua HUOOHUS: CBETJIONOJbHBIM CHUMOK B PEXUME MPSIMOIO
pazpemieHust (a), KapTUHA MUKPOIAUPPAKIHUM DJIECKTPOHOB, CHATAs C OTACIBHOTO

kpucrasia (0).



Pucynok 4.20 - Tunudnele pe3yabTaThl MPOCBEYUBAIONICH 3JIEKTPOHHON MUKPOCKOIIHU
oOpasna, cofepraiiero kapou ragHus: CBETJIONOJIbHBIM CHUMOK B PEKUME MPSIMOrO
paspelieHus (a), KapTUHA MUKPOIUPPAKIUM BJIECKTPOHOB, CHATAs C OTACJIBHOTO

Kkpucrasia (0).

2 S YA SRV
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Pucynox 4.21 - Tunuunbie pe3ynbTaThl TPOCBEUMBAIOIIECH SJEKTPOHHOW MUKPOCKOITUHU
oOpasiia, cojeprKailero KapOou TaHTajaa: CBETJIONOJIbHBIM CHUMOK B PEXKHUME MPSIMOTO
pazpeimieHust (a), KapTUHA MUKPOIAUPPAKIHUM DJECKTPOHOB, CHATAs C OTACIBHOTO

kpucrasia (0).



186

B xone paGoThl MPOBEIEHO HECKOJIBKO CEPUI IKCIIEPUMEHTOB, B KOTOPBIX CMECH
OKCHUJIOB TUTaHAa, IIMPKOHUSI, HUOOUS, TaHTaNIa U rapHus ¢ yriaepoaoM odpadaThiBasiach B
I1a3Me JAYyroBOTO pa3psiia MOCTOSHHOTO TOKA 3asBJICHHBIM O€3BaKyyMHBIM METOJIOM.
Pe3ynbpTaThl mepBON cepuM SKCIEPUMEHTOB MPEACTABICHBI B BHUE PEHTICHOBCKUX

nrdpakTorpamMm NpoyKTOB CHHTE3a Ha pUcCyHKe 4.22.
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Pucynox 4.22 - TunuvHble KapTUHBI PEHTTCHOBCKOM IU(PPAKIIMK TMOPOIIKOBBIX

MaTepHayioB, TOJYYCHHBIX U3 CMECH OKCHUJIOB THTaHa, IUPKOHUS, HUOOUS, TaHTalla U
radpuus (a — kapTuHbl audpakuuu B auanazoHe 20 ot 20 rpax. go 80 rpag, 6 — B
nuanaszone 20 ot 32 rpaa. g0 42 rpaz.): 1. u3 cMecu OKCHA0B METAJIJIOB CMEIIaHHOW B
aratoBo crymnke u oOpabortanHoi minazmoi ogHokpatHo (W=160 x/[x); 2. u3 cmecu
OKCHJIOB METAJIJIOB, CMEIIAaHHOW B IIAPOBOM MeEJIbHUIIE M OOpabOTaHHOM M1a3Moi
omaokpatHo (W=160 k/[x); 3. U3 cMECH OKCHJOB META/NIOB, CMCIIAHHOW B IIIApOBOM
MeJbHUIIE U 00paboTanHOM masmoit npykpatHo (W=320 x[[x); 4. U3 cMeCcH OKCHUJIOB
METaJIOB, CMEIIAaHHOW B IMIAPOBOM MEIBHUIE M 00paOOTaHHOM MJIa3MOW TPEXKPATHO

(W=480 xJTx).
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B naHHO¥ cepuu SKCIIEpUMEHTOB UCIIOIb30BaIach cMech okcuioB metamuios (Ti, Zr, Nb,
Hf, Ta) u yriiepoaa. OkcuIpl METAJIJIOB CMEIIMBAIUCH B TIPOIIOPIIUAX, COOTBETCTBYIOIIMX
HKBUMOJIIPHOMY COOTHOILEHHUIO BXOSIIMX B UX COCTaB METaIOB. B cBOlo ouepenb B
CMECh OKCHJIOB MeTaiioB o6aBisuiock 50 % (macc) peHTrenoamop@Horo yriepona. B
KOKIOM DHKCHEPUMEHTE HCHosb3oBasock no 0,5 r Ttakoil cmecu. llepBoHavyasbHO
UCXOJIHBIE PEareHThl CMEMIMBAINCH B araTOBOM CTYNKE M 3aT€M NOMEIIAIMCh B 30HY
dbopmupoBaHus paspsja; pe3yJabTaToOM TaKoro noaxoja craina audpaxkrorpamma (1) Ha
puc. 4.22 (HECOIl). Buano, yto B coCTaBe MpPOAYKTa MPOCIECKUBACTCA CEpHUs
TUGPAKIIMOHHBIX MaKCUMYMOB, PaclOJOXEHHBIX Ha OCH 20 C MepHOJUYHOCTHIO,
COOTBETCTBYIOIICH KyOHdeckoil rpaHelrieHTpupoBaHHoi cTpykrype (ffc). [Ipu stom Ha
kaptuHe peHtreHoBckoi audpakuuu 1 (HECO1) BuaHO, 4TO KaKblil J1UPpaKIMOHHBIN
MAaKCUMYM SBIIICTCS CYIEPIO3UIMEN KaK MHHMMYM TpPEX, YTO CBHJETEIBCTBYET O
HAJIMYUH KaK MUHUMYM TPeX KyOUUYECKHUX CTPYKTYP € pa3IMYHBIM TAaPaAMETPOM PEIICTKH.
Takoli pe3ysbTat, BEpOATHO, SIBJSETCS HEAOCTATOYHON OJTHOPOJHOCTBIO PaCHpeIeICHUS
UCXOJHBIX PEArcHTOB. B 3TOH CBA3M MOCIEAYIOIIHE SKCIIEPUMEHTHI IPOBOJMIUCH C
UCIT0JIb30BAaHUEM CMELIAHHBIX B IIAPOBOM MEJIbHUIIE UCXOIHBIX peareHToB. Ha kapTune
mudpakun (2, HEC02) BuiHO, YTO TOMOT€HU3ALMS UCXOHBIX PEareHTOB B IIApOBOM
MEJbHUIIE TMO3BOJISIET TMOJY4YUTh OoJiee SBHO BbIpaXXKEHHbIE JU(PaKIUOHHBIC
MaKCUMYMBbl, TOJI0KEHUS KOTOPHIX HE COOTBETCTBYET MOJIOKEHHUIO OTAECIbHBIX KapOUIOB
METAJJIOB, BXOJSIIMX C COCTaB HCXOJHOW cMecH. OTOT (akT MOXKET ObITh
ceuaerenscTBoM (hopmupoBanust HEC B Buae TBepaoro pacrsopa. TeM He MeHee, BUJIHO,
YTO JU(PAKIMOHHBIE MAKCUMYMBI BCE K€ SIBJIAIOTCS CYNEPIO3ULNEH HECKOJIbKHUX, YTO
MOJKET OBITh CBS3aHO C MPUCYTCTBUEM B HEKOTOPOM KOJIMUYECTBE KapOUAOB OTIEIIbHBIX
METaJUIOB, BEPOSITHO, TAHTAJIA U HUOOUS, Cy 1 [0 ACHMMETPUA MAaKCUMYMOB Ha CTOPOHE
oonpmmx yrioB. Ha xkaptunax audpaxiuyd o0pa3oB, MOJIYYSHHBIX MPU JBYKPATHOM MU
TpexkpatHoM BozaeiictBun ayrooro paspsga (HEC 03 u HEC 04) moxHO yBUIIETH
3HAUUTEIBHOE YBEJIMYEHUE CHUMMETPUYHOCTH JU(PPAKUMOHHBIX MakCMMyMoOB. B
yactHocTH, oOpasiy HEC 04, mnomydeHHOMYy mipu TpeXKpaTHOM BO3ACHCTBUU

COOTBETCTBYET KapThHa AU(paKIuu OJAHO(PA3HOTO BBICOKOAHTPOMHUIHOTO KapOua
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(TiZrNbHfTa)C c¢ pemetkoit Ttuma NaCl, mapamerpsl KOTOpOH COOTBETCTBYIOT
OMKMCAHHBIM B HEKOTOPHIX pabOTax, B YaCTHOCTHU, B MIEPEUHCIICHHBIX B Tabule 4.3.

[TomobHbIE pe3yabTaThl COTIACYIOTCSA C MPEACTaBICHUSAMH 00 3JIEKTPOIyrOBOM
CUHTE3€ TBEPABIX PACTBOPOB C KYOHMYECKOM TpaHEUEHTPUPOBAHHOM pEIIETKON; B
4acTHOCTH, B pabore [328] aBTOpHI CHMHTE3UPYIOT TOMOTEHHBIN TBEPHABIA PAcTBOp Ha
OCHOBE IIMPKOHUS, TapHUSI U TaHTala U yriepojaa BO3JCHCTBIEM AYTOBOIO pa3psaa Ha
cMech KapOuJi0oB IMpKoHUs TadHMsS U TaHTajga. ABTOpel [328] oTMeuarT, 4YTO
¢dbopMHpOBaHE TOMOTEHHOTO PACTBOPA MPOUCXOAMT B JKUIKOM (hase, U BO3MOKHO TpU
BO3JICHCTBUM JIyTOBOTO pa3psia Ha MCXOJHYIO cMmech 3-5 pa3. Takum oOpazoMm, 1o
JTAHHBIM PEHTTEHOBCKOM AU(PPAKTOMETPUH, MOKHO 3aKIIOYUTh, YTO pa3pabaThIBa€MbIM
AIEKTPOAYrOBbIM  O€3BaKyyMHBIM  METOAOM  BO3MOXHO  PEaJM30BaTh  CHHTE3
TOMOT€HHOTO OJHO(A3HOTO TBEPJOTO PacTBOpa C KyOWUYECKOW IpaHEIEHTPUPOBAHHOMN
PELIETKOM B X0/1€ MHOTOKPAaTHOT'O BO3AEHCTBUS JYyTOBOTO pa3psia NOCTOSIHHOTO TOKa Ha
CMECH OKCUJIOB METAJIJIOB C YIJIEPOIOM.

B mensx mnoBbIIEHUST KOHIEHTpAIlMM B COCTaBe IMPOAYKTa HCKOMOHM (ha3bl
(TiZrNbHfTa)C mnpoBeneHa cepus SKCIEPUMEHTOB, IOCBSIICHHAS HCCIIECIOBAHUIO
BJIMSIHUSL COOTHOIIEHUS U CYMMapHO MacChl OKCHJIOB METAJIJIOB U yTIIepoJa B COCTaBE
MCXOOHOM cMecH. Kak oTMeuaioch BhIIIE, B paCCMaTpUBAEMOM 3JIEKTPOLYTOBOM CUCTEME
B XOJl¢ paOOThl YCTAHOBKM MPOUCXOAUT 3pO3Hsi rpaUTOBOrO aHOJd, YTO BHOCHUT
3HAYMTEIbHBIE KOJMYECTBA (JI0JIM TpaMM) YIJiepoja B COCTaB MPOAYKTa, B pe3ybTaTe, B
cocTaBe NpOAyKTa TJIaBHOW (a3oil sBisgerca rpadut. B paccmarpuBaemoit cepuu
skcniepumentoB (HEC 05 — HEC 08, Tabmuna 4.2, tabmuma 4.3, puc. 4.23)
COOTHOULIEHHE MACChI YIiIepoJia K Macce CMECH OKCHI0B METaJJIOB CHUXKanock ot 1/1 no
1/4, a Takke MpPOBEIAEHBI HKCIEPUMEHTHI C HCHOJIb30BAHHEM B KAau€CTBE HCXOIHOIO
MaTepuaia CMecHu OKCHAOB MeTauioB 0e3 moOasienus yriepona (HEC 08). Kaxnbrit
oOpasenr ToOABEprajcs BO3JCHCTBUIO yTOBOTO paspsifa TPWXKABL.  XapakTep
PEHTTEHOBCKUX THU(PpPAKTOrpaMM KadeCTBEHHO HE OTJIMYACTCS: BO BCEX IMOJYYEHHBIX
MaTepuanax wuueHTupuupyercs (asza rpadwura, a Takke kybmueckas ffc-gaza c
napamerpoM pemnietku ~4,53 A. JlaHHas cepus SKCIEPUMEHTOB MOKA3a/a, YTO C TOUKH

3pCHUA PCHTITCHOCTPYKTYPHOI'O aHAJIN3a JOJIA YIJICpoda B COCTABC HCXOI[HOﬁ CMCCH HC
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BJIMSIET HAa CTPYKTYPY MPOJAYKTA MoJydaeMoil (asbl; KpOME TOTrO, BBUY 3HAUUTEIHLHOTO
KOJIMYECTBA APOJUPOBAHHOIO TpaduTa (CPaBHUMOIO C MACCOM UCXOAHOM CMECH — JIOJIU

rpaMMm), HE YAAIOCh OOECIIEYUTh TOMUHUPOBAHKUE B COCTABE MPOJTYKTA CUHTE3a UCKOMOM

da3er HEC.
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Pucynok 4.23 - TunuuHble KapTUHBI PEHTIEHOBCKOM IHU(PPAKIMU MOPOIIKOBBIX

MaTepHayioB, TOJYYCHHBIX U3 CMECH OKCHUJIOB THTaHa, IUPKOHUS, HUOOUS, TaHTalla U
radpuus (a — kapTuHbl audpakuuu B auanazoHe 20 ot 20 rpax. go 80 rpax, 6 — B
nuanaszone 20 ot 32 rpan. mo 42 rpaj.), MOJyYeHHbIE B PE3yJIbTaTe TPEXKPATHOTO
Bo3nericTBusi nyroBoro paspsga (W=480 kJlx): 1. cooTHoimieHWe Macc yriepoja u
OKCUJIOB MeTauioB 1/1; 2. cooTHOIlIEHHE Macc yriaepojia U OKCHAOB MeTaioB 1/3; 3.
COOTHOIIIEHHE MacCC YTJIepoJia M OKCUIIOB MeTauioB 1/4; 4. 6e3 qo0OaBieHus yriepoaa B
HCXOJIHYIO CMECh.

B Toxe Bpems mois yriepona BIMSET Ha JIEKTPO(DU3UIECKUE CBOMCTBA CMECH
HCXOJHBIX PEAreHTOB: MOPOUIKH OKCHIOB METAJUIOB SIBIISIIOTCS JIUAJIEKTPUKAMH, YTO

HCTAaTHUBHO OTPAXaCTCA Ha HAJJCKHOCTHU IIPpOoHCCCa MHUIUMUPOBAHUA AYTIrOBOI0 pa3psjia B
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paccMaTpUBa€MOM CHUCTEME MpPH KaCaHWM aHOJa M JIHA KaToAa (TUIJIsl), TOKPBITOTO
CMECBI0 UCXOJHBIX peareHTOB. HanMeHblllee COOTHOILIEHHE MacC YTiepojia U CMECU
OKCHJIOB METaJUIOB, OOECIEUMBAIOIIEe HAJCKHYI0O PabOTy CHCTEMbl MHUIMHUPOBAHUS
IyroBoro pazpsaa cocraBuio 1/4. Takum o0pa3oM B 1ENsAX TOBBIIIEHUS BbIXOJA
UCKOMOM (a3bl MpeACTaBIseTCS 11eJecO00pa3HbIM  YBEIUYUTh MacCy HCXOAHBIX
peareHToB, TOTJa OTHOCHTENbHAs JOJs 3POJUPOBAHHOTO TrpaduTa CHHUZHUTCS
OTHOCUTEIBHO MAaCChl METAJJIOB.

Cepust skcriepuMmenTtoB no mnonyuenuto HECS B mmasme myroBoro paspsiga
MOCTOSIHHOT'O TOKAa C K3MEHEHHEM MacChl HICXOAHOW 3arpy3KH IPOBEICHA JIJIsl TPOBEPKHU
TUIIOTE3bl O BO3MOXKHOCTHM TOBBIIIEHUSI BbIXOAa MCKOMBIX (a3. Kaxnelii obOpazen
ITOABEPraJICsl BO3JACHCTBHIO IUIa3Mbl JyTOBOT'O pa3psiaa Tprkael pu cuiie Toka 200 A B
teueHue 25 cek. Ha pucynke 4.24 npencraBieHbl TUIUYHbBIE KAPTUHBI PEHTI€HOBCKOMN
nudpakiuy noy4eHHbIX 00pa3ioB. [lepsoiit skcnepumenT B ganHou cepun (HEC 09)
ITOJIyYEH IIPU Macce UCXOAHOM 3arpy3ku 1.0 r, comep:kaiieit ToIbKO OKCHbI METAJLIOB
(0e3 nmoGaBneHust yriepona). XapaKTepu3yrollas KapTHHa €ro KapTuHa Au(pakuuu
(mosumst 1 Ha puc. 4.24.) moKa3bpIBaeT HAJIMYUE ACHUMMETPUHM TUPPAKIIMOHHBIX
MaKCHMYMOB, UTO MOXKET ObITh CBUJETEILCTBOM HaJIMuUs O0Jiee ueM OJHOU KyOndecKoi
¢a3bl B cocTaBe MoJlyueHHOro marepuana. CoOTBETCTBEHHO, JalbHEHIIee OBBIIICHNE
ucxoaHoi maccel (0onee 1.0 1) HeneaecooOpa3HO ¢ TOYKH 3PEHUS JKEJIaeMOoro MPoIyKTa
B BHUJIe 0JIHO(A3HOTO BBICOKODHTpOMUtHOTO Kapobuma. Kpome Toro, oobem mopoiika
OKCHJIOB METaJIJIOB, 3aHUMAeMbIil Ha AHE THUIJISA — KaToda B KoimdecTtBe Ooibmie 1.0
rpaMM HE MO3BOJSET HAJEKHO HHHUIIMUPOBATH JYrOBOW pa3psll, T.K. CMECh OKCHUIOB
METAJIJIOB SABJIAETCA JAMAJIEKTpUKOM. Takum o00pa3oM, najbHeHIue HcciaeaoBaHus
BO3MOYKHOCTH  YBEJIMYEHUS MacChl HCXOJHOIO Marepuaia MpPOBOJWIHCH C
UCIIOJIb30BAHUEM paHEe NPUMEHSEMON CMECH yIiepoJa U OKCHIOB METaUIOB C
MacCcoBbIM cooTHoOIIeHUEM 1/4. Ha kapTuHe peHTreHoBckon nudpakiuu 2-4 Ha puc. 4.24
(HEC 10, HEC 11, HEC 12) npuHuunuaibHO HE OTJIMYAIOTCS OT MOJYYEHHBIX paHEee:
OJIHO3HAYHO UAeHTUUIIUpYeTCs TpaduTonogoOHas CTpykTypa u kyondeckas daza HEC
¢ napameTpoM pemetku ~4,53 A-4,54 A. CooTHomeHne abCOMOTHBIX HHTEHCHBHOCTEH

riaBHBIX audpakimonasix MmakcumymoB HECS u rpadgura Bo3pacraer mpumepHo B 2.6
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pa3 MpH YBEJIIMYEHUU MACChl UICXOAHOTO cbIpbs ¢ 0,5 T 10 2,0 r (IpH COOTHOLIEHUU MacC
CMecH OKCUIOB U yriepojna 1/4). Tem He MeHee B paccMaTpuBaeMoW cepuu
HKCIIEPUMEHTOB JOMUHHUpYIOIe (a3oil ocTtaercs rpadur; mpu STOM JalbHEHIIEe
YBEJIIMYEHUE MACChl MCXOJHOTO MaTrepuaja OrpaHHMYEeHO pabouuM OOBEMOM IOJIOCTH
Karoja, odecneunBaromien 3p(PekT caMonpon3BOIBHOIO SKPAaHUPOBAHUS PEAKIIMOHHOTO
o0Bbema. ITOT BBIBOJ 0003HaYaeT HEOOXOAUMOCTh pa3pabOTKU B JaIbHEUIIIEM METOIUKU

BbIZIeTIeHNs uckoMoi ¢a3el HEC u3 cunTe3upyemoii cmecH.
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Pucynok 4.24 - Tunuyeble KapTUHBI PEHTTEHOBCKOW AU(PPAKIIMH MOPOIIKOBBIX

MaTepHayioB, TOJYYCHHBIX U3 CMECH OKCHUJIOB THTaHa, IUPKOHUS, HUOOUS, TaHTalla U
radpHusa (a — kapTuHbl audpakauu B auanazone 20 ot 20 rpag. no 80 rpag, 6 — B
nuamnazoHe 20 ot 32 rpan. no 42 rpaj.), NOJy4YEHHbIE B PE3yJbTaTe TPEXKPATHOIO
BoznericTBust nmyroBoro paspsga (W=480 xIx): 1. 6e3 gobaBimeHus yriaepoja B
HUCXOJHYIO CMeCh, Macca 3arpy3ku 1,0 r; 2. COOTHOILIEHME MacC yIiiepoja U OKCUIOB
mertamioB 1/4, macca 3arpy3ku 0,5 T; 3. COOTHOIIEHHWE Macc yriepojia U OKCHUJIOB
mertamioB 1/4, macca 3arpy3ku 1,0 T; 4. COOTHOIIIEHHWE MacC yriepojia U OKCUIOB

MeTtaiioB 1/4, macca 3arpy3ku 2,0 T.
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Mukpopa3zmepHasi ¢Gpakius MPOAYKTa CHHTE3a H3y4eHa METOJIOM PaCTPOBOM
ANEKTPOHHOM MUKpockonuu. Ha pucynke 4.25. npeactaBieHbl TP OCHOBHBIX TUITUYHBIX
MOP(OJIOTUYECKUX TUTIOB OOBEKTOB B COCTaBE MPOAYKTOB cuHTe3a. OOBEKTH TIEPBOTO
tuna (puc.4.25a) — 310 arjgomepaThl pazMepHOCTBIO ~50-70 MKM C OIUIaBJICHHOM
MOBEPXHOCTHIO, B KOTOPOM MPOCMATPUBAIOTCS MHOTOYMCIICHHBIE TpeIIMHBI. B Tene
arjoMepara IOJ €ro OIUIABJICHHOM HOBEPXHOCTBIO MPOCMATPUBAIOTCS YaCTHUILBI

OKpYTJI0i1 (OpMBI ¢ pazmepaMu ~1-4 MKM.

MHTEHCMBHOCTb, O.€.

SEM HV: 20.0 kV WD: 14.71 mm VEGA3 TESCAN|  SEM HV: 20.0 kv WD: 14.73 mm | VEGA3 TESCAN|

View field: 78.4 ym Det: BSE View field: 72.6 ym Det: BSE 20 pm
SEM MAG: 3.53kx  Date{m/dly): 02/11/20 SEM MAG: 3.81 kx  Date(m/dly): 02/11/20 0 2 4 6 8 10 E, I-<3 B

Pucynok 4.25 - SEM-CHUMKM THNWYHBIX CHHTE3MPOBAHHBIX OOBEKTOB B COCTaBE
MPOJYKTOB CUHTE3a

JlaHHbIE  YacTUIBI, BEPOATHO, MOTYT OOpa3oOBBHIBATHCS B  PE3yJbTaTe
MHOTOKPATHOTO BO3JICHCTBUS AIEKTPOAYTOBOMH IJ1a3MBbl: Ha TIEPBOM dTane (GOpMUPYIOTCS
OTJIEJIbHBIE KPUCTAJUIBI M UX arjloMepaThl, TOBEPXHOCTh KOTOPHIX 3aT€M B PE3yJIbTATE
MOBTOPHOTO TEPMHUYECKOTO BO3JCUCTBUSA DIEKTPOAYTOBOW IJIa3Mbl OIUIABIISETCS.
OOBEKTHI TPEThETO THMA — ATO 00pa30BaHUs C HAMMEHbINEH MIOTHOCTHIO, OUEBUIHO,
MPEACTABIAIONINE TPaPUTONOAOOHYIO YIIIEpOAHYI0 (hasy C BKIIOYEHUSMU B TEJO
«MaTpUIBD CYOMHKPOHHBIX M HaHOPAa3MEPHBIX KPHUCTAUIOB C HEPA3TUYUMON TpHU
JTAHHBIX YCIOBUSAX CheMKH Mopdoiorueir. O0beKkThl TpeThero tuma (puc. 4.25 6) 310
MOHOJIUTHBIE KPUCTAJUTMUECKUE 00pa3oBaHUsI ¢ pa3MepaMu 10 ~50 MKM, TUIOCKUMH
MHOTOUHWCJICHHBIMU TpaHSIMH, OOpa30BaBIIMMUCS, BEPOSATHO, B pE3yJNbTaTe CEPUU
cko0s10B. COTJIacCHO MOTYYEHHBIM CHUMKaM, B TOM YHCJIC B PEKUME 00OPATHO OTPAKEHHBIX
AJIIEKTPOHOB, HE HAOJIFOAaeTCs 00acTel ¢ MOBBIIICHHOW WJIM MOHMKEHHOH TJIOTHOCTHIO

Marcpuajia B TCJIC 00BEKTOB IICPBOI0 U TPETHETO THUIIOB, YTO MOKET KOCBCHHOI'O OBITH
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CBUACTEIHCTBOM PABHOMEPHOI'O PACIPEACTCHUS XUMHUYECKHX 3JIEMEHTOB Ha YPOBHE
MUKPOCTPYKTYphl. Cysi IO TUIMIUYHOMY SHEPTOJUCIEPCHOHHOMY CHEKTPY, B COCTaBe
NPOAYKTOB CHHTE3a OJHO3HAYHO HUACHTU(DULMPYETCS YIJIEPOJ, TUTAH, LHUPKOHHA,
HUOOM, radHUl M TaHTal, YTO COOTBETCTBYET XHMHUUYECKOMY COCTaBYy HMCKOMOTO
BBICOKORHTpONUIHOTO Kapouaa. CoriacHo yCpeaHEHHBIM Pe3ysIbTaTaM KaueCTBEHHOTO
aHanu3a, MOJIy4YeHHBIN MaTepuan coiepxut ~28,2 % (macc) yriepoaa, ~7,7 % (macc)
TuTaHa, ~7,9 % (macc) uupkonus, ~9,9 % (macc) auobdus, ~22,3 % (macc) rapuus, ~21,9
% (Macc) tantana, ~3,5 % (Macc) KUCIOpOAA, U HECKOJbKHX MPOLEHTOB IMPOYUX
npumeceid. [lpucyTcTBHEe  HE3HAYUTENBHOTO  KOJUYECTBA  KHUCIOPOJA  MOXKET
CBUJETEIBCTBOBATh O MPHUCYTCTBUU HEKOTOPOTO KOJMYECTBA OKCHIHBIX (a3, 4TO
XapaKTepPHO ISl BRBICOKOOHTPOIUUHBIX KapOUI0B (BHE 3aBUCHUMOCTH OT METOJ]a CHHTE3a
MaTepuasa Wik COCTaBa UCXOIHOIO ChIPhs), KAK 3TO OTMEUEHO B psijie padoT, HalpuUMep,
[311].

Ha pucynke 4.26. u 4.27 mnpexacraBineHsl TuUnudHbie SEM-CHHUMKH U KapTbl
pacnpeneneHns XUMUYECKUX JIEMEHTOB 00BbEKTOB NIEPBOIO U TPETHETO TUIIOB COCTABE

MPOJYKTOB CUHTE3A.

50 MKM

SEM HV. 20.0kV. wo: 1e79mm || L

View field: 134 ym Det BSE 20pm
SEM MAG: 2.06 kx _ Date{mcly}: 02/11/20

MKM

S0um S0um 50um

& 18K iF. ]

Pucynox 4.26 - CHUMOK arjoMepara KpUCTaUIMYECKHX 0OBEKTOB B COCTaBE MPOJYKTa

CUHTE3a (a) 1 COOTBETCTBYIOIINE KAPThl pacCIpeieNICHUs] XUMUYECKUX 3JIEMEHTOB (0-€).
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TunuaHbie 00BEKTHI, KaK BUIHO, COJIEP)KAT B CBOEM cocTaBe ogHoBpeMeHHO T1, Zr, Nb,
Hf, Ta, xoTopsle, cyas MO KapTaM XHMHYECKOIO COCTaBa, PacIpeescHbI IO BCEMY
00BEMY OTHOCUTEIHHO PABHOMEPHO C YYETOM HCKa)XCHHH, BBI3BAHHBIX peabedom

IMOBCPXHOCTHU, HAJTMIUCM 110D HUJIN HAJTOKCHUA Ha HUX APYTUX 00BEKTOB.

SEM MV 200V
View field: 72.6 ym
SEM MAG: 381 kx  Date(mvay) 021120

25um

' )
L. | B s . |

Pucynok 4.27 - CHUMOK OTZEJIBHOTO KPUCTAIITMIECKOTO0 00BEKTa B COCTaBE MPOIYKTa
CUHTE3a (a) ¥ COOTBETCTBYIOIINE KAPThI paclpeieNieHUsI XUMUIECKUX DJIEMEHTOB (0-¢).
JIist yTOYHEHHS XUMHYECKOTO COCTaBa CHUHTE3MPOBAHHBIX KPUCTAJUTMUYECKUX
00BEKTOB OBLI MOATOTOBJICH NUTKG o0pasiia B SIMOKCUAHOM KoMmmayHe. Takol moaxon
JOJDKEH MHUHMMHU3WPOBATh TMOTPEUTHOCTH, CBSI3aHHBIE C HEOJHOPOJTHOCTHIO pernbeda
MOBEepXHOCTH oOpasna. Ha pucynke 4.28. mpencraBieHbl pe3yibTaThl PacTPOBOM
AJIEKTPOHHOH MUKPOCKONUU TUM(]a MOJTUKPUCTAIUIMYSCKOTO OOBEKTa B COCTAaBE
MPOJyKTa CHHTE3a. B ero Tesie BUIHBI TPEIIMHBI M CKOJIBI, @ TAK)KE OT/IEIbHBIC 3epHA B
CTPYKTYpE, KOTOpbIE 00Jiee YEeTKO MPOCIICIKHBAIOTCS B PEKUME OOPAaTHO OTPaKCHHBIX

anekTpoHoB. B BSE-neTekTope Bce 3epHa IMEIOT OAMHAKOBYIO INTIOTHOCTh, YTO KOCBEHHO
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MOXKET OBITh CBHUJETEIILCTBOM OTCYTCTBHSI B CTPYKType Marepuaia 3€peH,
IpeICTaBISIIOIMMX (ha3bl KapOUJOB OTAENIBHBIX METAJIOB (TUTaHA, LIUPKOHUS, HUOOHUS,
rapuus, Tantana). OCHOBHas Macca 3epeH XapaKTepu3yeTcsl pasMepaMu MeHee 1 MK,

KaK 3TO BUJIHO MO MOCTPOEHHOMY pacripeziesieHuto (puc. 4.28 B).

10 mKm

SEM HV: 20.0 kV WD: 15.00 mm
View field: 31.2 pm Det: SE, BSE
SEM MAG: 8.86 kx Date(m/dly): 02/13/20
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Pucynox 4.28 - Pe3ynabTaThl pacTpoOBOM 3JIEKTPOHHOM MHMKPOCKONMM HUIUda

MOJINKPUCTAIITMYECKOTO O0BEKTA B COCTABE MPOAYKTOB CHHTE3a: a) CHUMOK B JIETEKTOPE
BTOPHUYHBIX JIEKTPOHOB, 0) CHUMOK B JIETEKTOPE 00OPATHO-OTPAKEHHBIX JIEKTPOHOB, B)
pacmpeiesieHrne 3epeH B KpUCTaIIIE TI0 pa3Mepam, T') YCPEAHECHHOE 10 CepUU U3MEPECHUN
colepKaHWe THUTaHa, IUPKOHWS, HuoOus, raduus, TaHTama (0e3 yueta B
KOJIMYECTBEHHOM aHAJIU3€e YTIIepoia).

B aTOM KpHcTamIMYIeckoM 00bEeKTE U TIOJIOOHBIM €MY, COIEPKATCS OJHOBPEMEHHO
TUTaH, IMPKOHUN, HUOOWH, radpumit u TanTan. CorjaacHO yCpeTHEHHBIM JaHHBIM CEPUU

I/IBMepeHI/Iﬁ XUMHUUYCCKOIro CoCTtaBa MaTrcpHal COACPNKUT 3HAYUTCIbHOC KOJIUYCCTBO
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yTaepo/ia, KOTOPBIN COAEPKUTCS KaK HEMOCPEACTBEHHO B aHAIM3UPYEMOM MaTepHalie,
AMIOKCUHOM KOMIAyH/IE, @ TAKKE B HAIIBJICHHOM JIJIsI CHATHUSA 3apsijia YTIEPOHOM CIIOE.
B 53TOM cBSI3M 1A OLEHKM COOTHOIIEHWSI KOHUEHTPAIMKA aTOMOB METAJNIOB B COCTABE
MOJIYYEHHOTO BBICOKOPHTPOMMUIHOTO KapOuja M3 pacuera KOJIWYECTBEHHOI'O0 aHaIM3a
OB yJaJlieH yIiepo/l, a TaKKe MPOYUe 3JIEMEHTHI, MPECTaBISIONIME HE3HAUNTEIbHBIH
obbem mpumecedd. CorjlacHO TMOJYYEHHBIM YCPEAHEHHBIM JaHHBIM, B IOJYyYEHHOM
Matepuaie coaepxurcs 16,3 % (ar.) turtana, 16,4 % (ar.) nupkxonus, 20,9 % (art.)
Huoows, 24,4 % (ar.) radpuus, 19,2 % (at.) raarana u 2,8 % (at.) kucmopona. CpemnHee
3HAYEHHUE 3TUX BeJIMUUH cocTaBiseT 19,4 % (ar.) mpu cpesHEKBaIpaTUIHOM OTKJIOHEHU U
3,4 % (at.). COOTBETCTBEHHO, C y4E€TOM BO3MOKHBIX TOTPEIIHOCTEN 1 HEOTHOPOTHOCTEH
MaTepuasa MOXKHO CYHTaTh, YTO COOTHOIICHHWE KOMIIOHECHTOB BBICOKODHTPOIUHHOTO
KapOu1a 6JIM3KO B IKBUMOJISIPHOMY.

AHanu3 XUMHUYECKOro cocTaBa numda OTIeTbHOTO KpUCTala BJOJb JIMHUU TIO

€To TIPOJI0JIBHOM CTOPOHE (¢ maroM | MKM) TIpeIcTaBieH Ha puc. 4.29.

MHTEHCMBHOCTD, O.€.

5 6 7 8 26} B R
PacctoaHue, mKm

Pucynox 4.29 - CHUMOK KpUCTaJUTMUYE€CKOTO0 0O0OBEKTa B COCTaBE MPOJYKTa CUHTE3a (a) U
JMarpaMMbl pacripeeeHus] XUMUYECKUX 3JIEMEHTOB BAOJb KpucTaia (0).

Bunno, 4to mpakTHYecKM BO BCEX TOYKAaX M3MEPEHHUs NPHUCYTCTBYIOT BCe
XUMHUYECKHE AJIEMEHTHI B MPEiesiax BOZMOKHBIX CKakeHU. [10 COBOKYITHOCTH JaHHBIX
pacTpoBOM 3MEKTPOHHONM MUKPOCKOIMHU, MOKHO YTBEPXKJaTh, YTO B COCTaBE MPOAYKTa

CHUHTC3a INPUCYTCTBYIOT KPUCTANIMYCCKHUC MHUKPOHHBIC U CY6MHKpOHHBIe OOBEKTHI C
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pa3nuuHOW Mopdosoruel, comepxkamue oxaHoBpemenHo Ti, Zr, Nb, Hf, Ta. B
COBOKYITHOCTH C JaHHBIMH PECHTTEHOBCKOM AM(PPAKTOMETPHUH, MOXKHO YTBEPXKAATh, YTO
JaHHBIE O0BEKTHI SBIISIOTCS BRICOKOAHTponHitHBIM Kapouaom (TiZrNbHfTa)C.
Pe3ynbTaThl MPOCBEUMBAIONICH DSJICKTPOHHOM MHKPOCKOIMU IOATBEPIKIAAIOT
JaHHBIC PACTPOBOM DIIEKTPOHHONH MHKPOCKOIIMU M PEHTIC€HOBCKON AH(PPaKTOMETPUN B

OTHOUIEHUU HAJIW4YWsA B MPOAYKTE CHUHTE3a KPHUCTAUIOB C KyOMYECKOW CTPYKTYpOH,

coxepxkammx Ti, Zr, Nb, Ta, Hf (puc. 4.30-4.32).

100 Hm 100 Hm_
Specimen [ STEM DF ] — 1 50 nm

r) .

— 50 nm OK /50 nm TiK ™—50nm Zr L

— 50 nm NbL Cc=50nm HFM /50 nm Ta M

Pucynok 4.30 - Pe3synpTarbl SHEpProAMCIEPCHOHHOTO  aHaiau3a Ha 0ase
MIPOCBEUMBAIOLIETO ANEKTPOHHOIO MUKPOCKOIA: a) CBETIONoIbHbIN STEM-cHuMOK, 0)

TeMHOMOJIbHBIN STEM-CHIUMOK, B-1) KapThl pacrpeaesieHust XUMUIecKux 31emMeHToB (C,

O, Ti, Zr, Nb, Ta, Hf)



Pucynoxk 4.31 - Pe3ynbTaThl NPOCBEYMBAIOIICH JEKTPOHHON MHUKPOCKOIIUM BBICOKOTO
paspernieHusi: a) ceeTuionoyibHbi TEM cHEMOK, 0) KapTuHa AU pakiuy JIEKTPOHOB C
o0nacTu yriaepoaHON MaTpuilel,; B) CHUMOK Kpuctammia HEC B pexwume mpsimoro
paspernieHus, r) KapTuHa JUPPaKIUU AIeKTPoHOB ¢ Kpuctamia HEC.

Ha pucynke 4.30 npeacTaBieHbl TUITHYHBIC CBETIUIONOIBHBIA W TEMHOIIOIbHBIH
STEM-cHUMKH ¥ KapThl pacupeeleHUus] XUMHUECKUX AJIEMEHTOB, TI0 KOTOPBHIM BUJTHO,
YTO B MPOAYKTE MPUCYTCTBYIOT OTHOCHUTEIHHO TIUIOTHBIE OTPAHCHHBIC OOBEKTHI C
pasmepamu Mmenee 100 HM. KoHTyp 00BeKTa MNOBTOPSAIOT KapThl paclpeneseHus

XuMHYecKux daementoB T1, Zr, Nb, Hf, Ta, npu sTom mo xapTe KucCa0poaa BHIHO, YTO
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OH HE KOHTpAacTUpPyeT HU C KaKUMH OOBEKTaMH Ha CHHMKax. PaccmarpuBaembie
KpPUCTaJUIbl, KaK MPaBWIO, HAXOJATCA B CKOIUICHHM YTJIEPOJHBIX YACTHUIl UIU B TeJe
YIJICPOJAHON MATPHIlBl, HMCIOIINUX TpaduTonoo0HyI0 CTpyKTypy (pucyHok 4.31). Ha
SAED, cHsaTOIl ¢ 00:1aCTH YIIEpOIHON MaTPUITLI HASHTUPUIIUPYETCS 5 MU PaKITMOHHBIX
KOJIEI, COOTBETCTBYIOIIMX OTPAKEHUSIM CEMENUCTB IUIOCKOCTEH TIpaduTonogqo0HON
cTpykTyphl: 0<3.60 A, d=2.14 A, d=1.78 A, d=1.27 A, d=1.18 A. Ha kaptune nudpakimu
AJIEKTPOHOB, CHATOM HEMOCPEACTBEHHO C KpucTauia Ha pucyHke 4.31 (B, ') MOXHO
HIEHTU(DUIUPOBATh MEXIIOCKOCTHBIE paccrosHus 0=2.66 A, d=1.34 A, d=1.08 A.
Cuuras  MAeHTU(GUIUPOBAHHOE  MEKIUIOCKOCTHOE  paccTosHue — 0=2.66 A,
coorBeTcTByrommM hKl 111, pacuerHblii mapameTp KyOMYECKOH PEHICTKH COCTABISICT
4,61 A, 4ro Cc y4eTOM BO3MOKHBIX IIOIPENIHOCTEH COOTBETCTBYET pE3yIbTaTaM
PEHTI€HOBCKOM IH(PPAKTOMETPUNM W U3BECTHBIM JIAHHBIM O BBICOKOIHTPOMUHHBIX
kapounax (TiZrNbHfTa)C. Ha cHumke B pexxuMe MPsSIMOTO pa3perieHuss BUIHO, UYTO
paccMaTpuBaeMbIM YacTHUKaM XapaKTepHa CTPYKTypa THIOA «000JI0YKa-SAPO».
O0o0104Ka, KaKk MPaBUIIO, COCTOUT U3 HECKOJIBKUX JIECATKOB CJIOEB, C MEKIIIIOCKOCTHBIM
paccrosaueM 0<3,6 A, T.e. 000NOYKa ¢ BBICOKOH BEPOSATHOCTHIO HPHMHAMIEKUT K
CTpyKType rpaduTonogoOHon yriepoaHoi ¢aspl. Ha kaptune nudpakuuu el MOryr
COOTBETCTBOBATH JIBA CHJIBHO Pa3MbITBIX KOJbIa. B fape yacTHUKU mpocMaTpuUBaeTcs
XOpOILO YIOPSAJOYEHHAs CTPYKTYpa C MEKILIOCKOCTHBIMU paccTosHuamu 0<2,7 A.
BaxHbIM pe3yabTaTOM CIIEIyeT CUMTATh, UTO B MOIYy4a€MbIX YACTUUKAX HE OOHAPYXKEHO
CTPYKTYpP, COOTBETCTBYIOIIUM OMHAPHBIM KapOuaaM TUTaHa, IUPKOHUS, HUOOUS, rapHuUs
UM TaHTaja, T.e. paccMaTpuBaeMble OOBEKTHl HE SABISIIOTCA MOJUKPUCTAIIAMH,
COCTOSIIIMMU U3 OTAETbHBIX KapOWUJOB MEPEXOIHBIX METAJUIOB; JaHHbIE KPUCTAJLIbI
XapaKTEPU3YIOTCS OAHOPOJHOM CTPYKTYpPOl pPaBHOMEPHBIM pacHpeeieHUEM BCeX
BXOJSIIIUM B UX COCTaB XMMHUUYECKUX 3JIEMEHTOB.

B nensix nemonctpanuu gaxra HAIMYKs B pacCMaTPUBAEMbIX MPOIYKTaX CUHTE3a
UICHTU(GULIMPOBAHHBIX YacTUYEK BbICOKOAHTponuitHoro kapouna (TiZrNbHfTa)C
NpeJCTaBiIeH PUCYHOK 4.32, Ha KOTOPOM MPEJACTaBICH TUIHYHBIN CBETILIONOJIBbHBIH

STEM-cHUMOK W KapThl paclpeieieHuss XUMHUUYECKUX OJJIEMEHTOB B CKOIUICHUU
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MHOKCCTBA YaCTHYCK IPOAYKTAa CHHTC3a. BI/II[HO, 9TO 4YaCTUYKH IIOI'PY’KCHBI B

YIJIIEPOAHYIO MATPHILY M coepxkar ogHoBpemerno T1, Zr, Nb, Hf, Ta.

— 100 nm BF =100 nm CK =100 nm Ti K =100 nm Zr L
An) ) '

— 100 nm NbL /100 nm Ta M =100 nm HfFM —= 100 nm

Pucynox 4.32 - Pe3ynpTaThl SHEProJUCIHEPCHOHHOIO  aHaiu3a Ha  0ase
MIPOCBEUMBAIOIIETO JIEKTPOHHOTO MUKPOCKOIIA: a) TeMHONOJbHBIN STEM-cHuMOK; 6-5K)
KapThl pacrpenenacHus xumudeckux arementoB (C, Ti, Zr, Nb, Ta, Hf); 3) coBmemennas
KapTa XuMuueckux snementoB Ti, Zr, Nb, Ta, Hf

JIaHHBIE  TMPOCBEUYMBAIOLIECH  DJIEKTPOHHOW  MHUKPOCKONMH  IMOATBEPKIAIOT
pe3yNbTaThl  PEHTTEHOBCKOM  MU(MPAKTOMETPUM UM PACTPOBOM  DJIEKTPOHHOU
MUKpOCKOTIMU. B mponykre o0OHApyXeHBbI YaCTHUYKH, HICHTU(PDHUIIMPOBAHHBIE KakK
npuHaaiexanye (ase BoicokodHTponuiHoro kapouaa (TiZrNbHfTa)C ¢ kyOuueckoi
PEIIETKOM.

[Io pe3ynmpTaTam MpPOBEAEHHBIX HCCIENIOBAHUN IIOJYyYeH MATEHT Ha CHOC00
NoJy4YeHHus: OJHO(a3HOro BbICOKOdHTpomnuitHoro kapouaa (TiZrNbTaHf)C B dopme
TBEPAOro pactBopa ¢ Kybudeckoir pemerkoii tuma NaCl paspabatsiBaeMbiM
0e3BaKyyMHBIM 3JIEKTPOAYroBbIM MeToaoM [189]. [Ipu 3TOoM st peanuzanuy CUHTE3a
HEOOXOMMO MPOU3BECTH 00pabOTKY MCXOAHOM CMECH OKCHIOB METAJUIOB U yriepoja
AJEKTPOAYTOBOM IIJIA3MOM HE MEHEE TPEX Pa3, C CYMMapPHbBIM KOJIMYECTBOM ITOJABEICHHOM
sHeprun He MeHee 480 kJIK ¢ IIOTHOCTBIO MOTOKa He MeHee 10 29,0 Br/mm? (mpu

WCITOJIb30BAaHUHU UCXOJIHON CMECH JI0 2 T, B KOTOPOU ColepKUTCs He 0osiee 4 MacCOBBIX
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4acTeil CMECH OKCHJOB COOTBETCTBYIOLIMX METAJUIOB M HE MEHee | MaccoBOW 4acTH
yraepona). Ilapamerp pemetkn kKyOuuyeckod ¢as3bl COCTABISIET MO JaHHBIM CEPUU
sKcepuMeHToB  ~4.53-4.54 A, YTO COOTBETCTBYET ONYOJMKOBAHHBIM  paHEe
(M3BECTHBIM) CBEJIEHUAM O JaHHOM MmaTepuane. B mpoaykre wuieHTUDUIHPYIOTCA
YaCTHUYKH KaK MHUKPOHHOIO, TaK U HAaHOPA3MEPHOIO AMANa3OHOB, KOTOPBIE COAEpH AT
omHoBpemenno Ti, Zr, Nb, Ta, Hf B Onm3koM K SKBHMOJSIPHOMY COOTHOIICHHIO.
Hanopa3smepnsie YaCTUYKHU BBICOKOHTPOIUITHOT O Kapouaa OKPYKEHBI
rpadurononoOHoit 060m0ukoil. CoriacHO TPOBEACHHOMY aHAIW3y JHUTEPaTypPHBIX
JAHHBIX, BBICOKOIHTponuiiHblii kapoua (TIZrNbTaHf)C BmepBble moJyyeH c
NpUMEeHEHHEeM  0e3BAKYyMHOI0  JJIEKTPOAYroBoro  meroja. JlampHelmue
UCCJIEIOBAHMUSI B 3TOM 0O0JAacTHM NPOBEAEHBI B OOJACTH MOJEPHU3ALMH METOJAa JUIS
noJiaBjaeHusl 00pa3oBaHUs MpUMECHOM (a3pl TrpaduTa W HUCCIETOBAHUS HEKOTOPBIX
XapaKTePUCTUK,  MOJy4aeMbIX  O€3BaKyyMHBIM  3JIEKTPOAYIOBBIM  METOJOM
BBICOKOOHTPONUIHBIX KapOUAOB M KapOUJ0B OTJEIbHBIX METAJIOB.

4.2.4. Moagepau3zanusi 0e3BaKyyMHOI0 3JJIEKTPOAYTOBOI0 PpeaKTopa s
MOJIyYeHHs YJIbTPATYTrOIUIaBKHUX KapouaoB MeTa/uioB cuctembl Ti1-Zr-Nb-Hf-Ta-C
¢ MUHMMHU3ALUEH 10U IPO3MOHHOIO rpadura

IIpeacraBieHHblE BBINIE PE3YJbTaThl 3KCHEPUMEHTANBHBIX HCCIEIOBAHUN
MOKAa3bIBAIOT BO3MOYKHOCTh MOJYYEHUS KyOMUECKHMX KapOWIOB TUTaHA, LUPKOHUA,
HUOOMsI, radHHUsI, TaHTaJla W BbICOKOHTponuitHoro kapbuma (TIZrNbHfTa)C
pa3pabaTbiBaeMbiM ~ 0€3BaKyyMHBIM  3JIEKTPOAYTOBbIM  METOAOM.  (OCHOBHBIMU
HEJI0OCTaTKaMU H3JIOKEHHOTO METO/A SIBJSIETCS HU3KOE COAepKaHWe MCKOMOW (a3zbl, a
TakKe€ B Cily4yae TMOJY4YeHHUs] BBICOKOAPHTPONMMMHOIO Kapbuma — HEOOXOAUMOCTh
TPEXKpaTHOM 0O0pabOTKH Marepuia. JTU HEJAOCTAaTKH HE IMO3BOJIIOT pPaccMaTpUBATh
pa3palaThiBaeMblii METOJ KaK HAyYHO-TEXHHUYECKHE OCHOBBI OYyIylIell TEXHOJOTHH
MOJTyYEHUS yIbTPaTYTrOIJIaBKUX Kapou1oB. J{is MoiepHU3auu MeTo1a Obliia mpoBeIeHa
cepusi DKCIIEpUMEHTOB, OCHOBHOW wujeed KOTOpoW Oblla peanm3anus Iporecca B
YCIOBUSX M30JSLUN 00pabaThIBAEMOT0 3JEKTPOIYTOBON MIa3MOIM MCXOAHOTO CHIPhS OT
AIEKTPOIPO3UOHHOIO YIIIEPOa, 3arpA3HSIOIEr0 NPOAYKT HECBA3aHHBIM YIIEpPOJIOM U

TOBBIIICHUS JIOJM METAJJIOB B MCXOJHOM CMECH JI0 CTEXHMOMETpUYecKou. B kadectBe
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MCXOJHBIX MAaTEPHAIIOB MCIOJb30BAIMCH KOMMEPUYECKUE MOPOIIKH METAJIOB (TUTaHa,
HUPKOHUS, HUOOUS, TaHUS, TaHTaJa) CO CPETHUM pazMepoM YacTHIl nopsaka 10 mxm, a
TaK)X€ YJIbTPAAUCIEPCHBIA YIJIEPOAHBIA MOPOIIOK TOProBol Mapku «CuOyHHUT» (C
yIEIbHOM MOBepXHOCThIO Oonee 350 Mm?/r). Mcnonb30BaHME MOPOIIKOB METAUIOB B
OTJINYME OT OKCHUAOB  TMO3BOJSET OJHOBPEMEHHO  IMOBBICHUTH  COJEpKaHUE
COOTBETCTBYIOIIETO XHUMHYECKOTO JJIEMEHTa B YCIOBUSAX OTPaHMYEHHOrO0 oObeMa
PEaKIMOHHOM 30HBI, a TaK)Ke 00ECIeUrBAET AIEKTPUUECKYIO TPOBOJUMOCTh CMECH Ha
nHe rpaduTtoBOro TUrNIA — Kartona. Mcmonb3oBaHue YIBTPaIMCIEPCHOTO YIiepoaa
MO3BOJISIET 00ECHEUNUTh €r0 PAaBHOMEPHOE PACIPEIECICHHE B MCXOAHBIX cMecsX. [[ms
IPOBENCHHUSI  CEPUU  OJKCIEPUMEHTOB  TOTOBHJIMCH  3KBUMOJSIPHBIE  CMECH
COOTBETCTBYIOIIMX METAJUIOB M YIJIEpOAA JJIsl MOIyYeHUs! KapOU0B TUTaHa, [IUPKOHHS,
HUOOMSI, TaQHUA, TaHTAJIa, @ TAK)KE BBICOKOIHTPONMIHOTO Kapouma coctaBa Ti-Zr-Nb-
Hf-Ta-C, koTopblie 3aK1aapIBaIkCh Ha JHO rpadUTOBOTrO TUTIIA (KaTo/1a) B CHCIIHATIBHYIO
pOTOYKYy B (hopme KoJsblla B 00beMe JHA KaTona. [locne 3akiagku UCXOAHOTO ChIPbs
MOJIOCTh JIHA THUTJIA MOKPHIBAJach IpaUTOBOM MPOKIAAKOM, BHIMOJHEHHOW B (hopme
HUAJIVMHIpA ¢ JUaMETPOM, PaBHBIM JTHAMETPY IHY Kartoaa u BeicoTou ~1,5-2,0 mm. Ota
yrilepoAHasi MPOKJIaJKa SBJSUIACh CMEHHBIM BTOPBIM JIHOM THUIJIS Karoja. B monoctu
rpaUTOBOrO KaTtoAa MOJKUrajcs AyroBoil paspsa. [locie npoBeaeHus skcriepuMeHTa
yIiIepoAHasl TPOKIANKa YAAISUIACh BMECTE € KAaTOAHBIM JEMO3UTOM M ITOPOIIKOM
rpaduTa, 4TO TMO3BOJWJIO OTIEIUTh PEAKLHMOHHYIO 30HY OT 30HBI T'OPEHUS IyTU U
pacnbuieHus rpaguToBoro anHoga. C ydyeToM AaHHBIX NPOBEAEHHBIX paHee cepui
DKCIEPUMEHTOB, a TAK)KE C YIETOM ITOBBILIEHNS COIEPKaHNS METAIIJIA B UCXOAHOM CMECH
ObUIO MPUHSATO PEUICHUE YBEIUUYUTh BpeMs BO3AEHCTBUS 10 45 cek, a TaKkkKe MOBBICUTH
cuny Toka g0 220 A. Ilpu sToM sl TOCTHMIXKEHUS] HauOOJbIIEH TJIOTHOCTH IMOTOKA
SHEpPruM ObUIM MCMOJb30BaHbl KATOABI C TUAMETPOM BHYTPEHHEW IMOJIOCTH paBHBIM 16
MM. [IJTOTHOCTH MOTOKA PHEPTUM cOcTaBUa A0 ~35,2 Br/MMm2, a CpelHee KOJIUYECTBO
MOJIBEICHHONW »HEpruu (MO OMNpEeeICHHOE IO CEpUU HKCIIEPUMEHTOB) COCTABUIIO
318 xk/Ix. Takue osHepreTMYecKWe MapaMeTpbl pa3psSAHOTO KOHTypa  SBISIOTCA
MaKCUMaJlbHBIMH, TMPU KOTOPBIX YK€ MPOUCXOAMUT MOBpPEkKIAEHUE (pacliiaBICeHUE)

TOKOBCOYIIUX I[epxcaTeneﬁ QJICKTPOIAOB. TunuuHbie HCXOJHBIC JaHHBIC CCPHHU
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HKCIIEPUMEHTOB IpeCTaBieHbl B Ta0nuiie 4.5. Ciaenyer OTMETHTb, YTO IO CPABHEHHIO C
MIPOBEICHHON paHee Ccepuu JKCIepuMeHTOB (Tabmuibl 4.1, 4.2) B paccMaTpuBaeMoi
CEpHUH yJIaJIOCh MOBBICUTH KOJWYECTBO MOABEACHHON YHEPIrUU MPAKTUYECKHU B 2 pasa, a
UMEHHO, B cpeJiHeM 1o cepuu 110 ~318 kI (3a oguH pabounii UK YCTAHOBKH).

Tabnuna 4.5. OcHOBHbBIE TTapaMETPbl CEPUH IKCIEPUMEHTOB MO MOIYYEHUIO KapOUI0B

MNEPEXOJHBIX MCTAJUIOB U BBICOKOBHTpOHHﬁHOFO Kap61/1):[a

Ne | [udp I, A t,c W, kJx CocraB UCXOAHOTO ChIPhs
1 | TiC02 220 45 318 Ti, C

2 | ZrC02 Zr, C

3 | NbC02 Nb, C

4 | HfC02 Hf, C

5 | TaC02 Ta, C

6 | HECI3 Ti, Zr, Nb, Hf, Ta, C

Ha pucynke 4.33 nipencraBiieHbl TATUYHBIC KAPTUHBI PEHTTEHOBCKON TUMPAKIITHH
MOJIy4eHHBIX 00pa3noB. BugHO, 4TO OCHOBHOHM KpuCTauIMuecKoil (a3oii BO Bcex
Cllyyasix sBJISIETCS KyOuueckas CTPYKTypa, O Y€M CBHUJETEIbCTBYET CUMMETPUS
yepenoBaHus AUPPAKIIMOHHBIX MakCUMyMoOB. Ha ypoBHe cienoB uaeHTUDUIIUPYIOTCS
nu(dpakIMOHHBIE MAaKCUMYMBI, KOTOpbIE MOTYT MpHHaaiIexkaTh ¢asze rpadura, dhazam
OTJICJIbHBIX METAJUIOB, - OCTATKOB HEMPOpPEAarupoBaBIIMX peareHToB. [[s Kaxxaoro
KapOuaa ompeseNieHbl MapaMeTphl pelleTKH, KoTopble coctaBumu: 4,318 A s dassl
kapbuna turana, 4,680 A nna ¢asel xapbuna mupkonus, 4,468 A nna dassl kapouna
Huobus, 4,612 A nns ¢assl kapouna raguus, 4,453 A nns dassl kapbuna TaHTana, u
4,506 A nns ¢passl BeicokosHTponuitnoro kapouaa (TiZrNbTaHf)C. Takue napamerps
PEIIETKU XOPOIIIO COOTBETCTBYIOT ATAJIOHHBIM U JINTEPATYPHBIM JaHHBIM (Tabnuia 4.3).

CorjacHO JaHHBIM PACTPOBOW 3JCKTPOHHOH MuKpockomuu (puc. 4.34),
MOJIyYEHHbIE MaTepHUalibl COCTOAT U3 arjioMepaToB C pazMepaMu MOPsAJIKAa HECKOJIbKHUX
JIECATKOB MHMKPOMETPOB; TIPU OSTOM B CBOK O4YepeJb B Tele arjioMeparoB
MPOCMATPUBAIOTCA OTACJIbHBIE KPUCTAUIBI C pa3MepaMH OT MopsAlka | MKM [0

HECKOJbKUX MKM. bosnee Menkue (CyOMUKPOHHBIE) OOBEKTHI B COCTABE arjioMepaToB HE
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IIPOCMATPUBAIOTCS BBHJlYy OTPaHUYEHHBIX BO3MOXXHOCTEW HCIIOJIB3yEMOI0 PacTpOBOIrO

MHUKPOCKOIIA. AHanu3 CHUMKOB B pPCKHUMax O6paTHLIX QJICKTPOHOB H O6paTHO-

OTPAKCHHBIX J3JICKTPOHOB ITOKA3bIBACT, UYTO IMOJYYCHHBIC O6p&3LIBI OOHOPOJHBI, B HUX

AOMHHHUPYCT OJHA KPHUCTAJUIMYCCKaAs (1)33&. IIo AaHHBIM SHCPIroAUCIICPCHUOHHOIO

aHanm3a, o0pasipl cocrosar u3 wmetawioB (T,

HC3HAYUTCIIbHBIX KOJIHMYCCTBAX I/II[eHTI/I(l)I/IHI/IpyeTCH KHUCJIOPO/,

Zr, Nb, Hf, Ta) u yraepoma. B

€ro COJCPIKaHHC

KOJIEOJIETCSl B cpe/iHeM He mpeBbimaet 2-3 %.

jk A HECI13
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Pucynokx 4.33 - PentreHoBckue audpakTorpamMMmbl TOJYYCHHBIX KapOWIOB THUTAaHA,

UPKOHUS, HUOOUS,

(TiZrNbHfTa)C

radHMs, TaHTalla, a TAaKXe BBICOKOIHTPOIUMHOTO Kapouaa



Ti 68.9% (Bec.)
C 29.7 % (Bec.)
O 1.5% (Bec.)

586 % (Bec.)
37.8 % (Bec.)
2.5 % (sec.)
Hf 1.0 % (Bec.)

Nb 70.1 % (Bec.)
C 26.6 % (sec.)
O 3.4 % (Bec.)

84.5 % (Bec.)
12.1 % (Bec.)
3.4 % (Bec.)

Ta 85.0% (Bec.)
C 121 % (Bec.)
O 29% (Bec.)

ooON

0 2 4 EKEv 0“ ' 2 - 4 EKEv oo 2 , 4 EKEv oo 2 4 EKEv On 2 "4 EKEv
Pucynox 4.34 - TunuyHble CHHUMKH, TIOJYYCHHBIE HA PACTPOBOM DJICKTPOHHOM
MHUKPOCKOIIE, a TAK)KE COOTBETCTBYIOIIHE YHEPTOUCIIEPCHOHHBIE CTICKTPHI TTOJTYICHHBIX
o0pasioB: a, 6) TiC02; B, r) ZrC02; a, ) NbCO02; x, 3) HFC02; u, x) TaC02.

[To naHHBIM PAcTPOBOM ANMEKTPOHHOU MHKpockomuu obpasna tTurnma HEC13 (puc. 4.35)
TaKK€ MOXHO CKa3aTb, YTO MaTepuall COCTOMT W3 arjioOMEpaToB OTEJbHBIX YaCTHIL C
pa3MepaMu TOpSIKa OT OJHOTO JO HECKOJIBKMX MHKPOMETPOB, IPH 3TOM pa3MephbI
arJioMepaToB COCTAaBJIAIOT HECKOJIBKO JIECITKOB MHUKPOMETPOB. AHAJIN3 CHHUMKOB B
pexruMe (pa3oBOro KOHTpACTa MOKA3bIBAET, UYTO MaTepuall IMPAKTUUYECKH OJIHOPOJICH,
JOMUHUPYET OJHA KpUcTamudeckas (aza. TUMUYHBIA SHEPTOAUCTIEPCUOHHBIN CIIEKTP
MOKAa3bIBACT, YTO MaTEpHaJl COCTOUT M3 TUTaHA, ITUPKOHMS, HUOOWS, radyHUs, TaHTaja,
yriepoaa, a TakXke KHUCIOpoJia W a30Ta. AHalW3 JaHHBIX 8 M3MEPECHHH XHMHYECKOTO
COCTaBa YHEPOJAMCIIEPCUOHHBIM METOJIOM IOKa3al, YTO MaTepuasl cocTout u3 15,9 % +
2,9 % yrnepona, 5,8 % = 0,7 % turana, 18,3 % £+ 2,1 % uupkonus, 11,3 % £ 1,3 %
Huoowms, 23,2 % £ 4,2 % raduus, 20,9 % £ 1,0 % tanrana, 4,2 % + 0,7 % xucinopoja, a
takxke 10 0,4 % Apyrux XuMHYECKUX AJIEMEHTOB, SABISIOMUXCA MpuMeciMu. C ydeTom
OTHOCUTEIBHO HEBBICOKOW TOYHOCTH KOJHMYECTBEHHOTO JHEPrOAMCIIEPCHOHHOIO
aHajgu3a  MOXXHO  CUMTaTh, YTO  pacCMaTpUBacMbIi  MaTepHald  SBISCTCA
BBICOKOIHTPOIHUIHBIM KapOuom, coaepskarium Ti, Zr, Nb, Hf, Ta. Hanuuune xucnopoaa
MPE/ICTABIISICTCS HOPMAJIBHBIM B TAaKUX KOJMYECTBAX BBUJY XpaHEHUS 0O0pas3IoB B

BOS}IYHJHOﬁ cpeac, a TaKXKC BO3MOXKHOCTHU IMPHUCYTCTBUA HE3HAUYUTCIBHOT'O KOJIMYCCTBA
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OKCHJIHOM (pa3bl, 4TO XapaKTEPHO JJISI BBICOKOIHTPONUUHBIX KapOUI0B B LIETIOM, KaK 3TO

OTMCUYCHO BBIIIIC.

&

® ey 20 MKM

Pucynok 4.35 - Tumnuyable pe3ynbTaThl pPacTPOBOM BIEKTPOHHOW MHMKPOCKOIHH
BbICOKO3HTponuitHOro kapouma TIZrNbHfTaCs: a) cHuMOK B pexuMe OOpaTHBIX
AJIEKTPOHOB, 0) CHUMOK B PEXKHMME O0OpaTHO-OTPaKEHHBIX AJIEKTPOHOB, B) THUITHMYHBIHA
HHEPrOJUCIEPCUOHHBINA CHEKTP, I' — 3K) COOTBETCTBYIOIIME KapThl pacIpe/ieieHUs

TUTaHA, IUPKOHUS, HHOOUS, TadHUS U TaHTaA.

Pucynok 4.36 - Tunuusable pe3yapTaTbl pacTPOBOM JIIEKTPOHHOM MHMKPOCKOIIHH
BbICOKOOHTponuitHOro kKapbuma TIZrNbHfTaCs: a) cHuMOK B pexume 0OpaTHO-
OTPaKEHHBIX JJIEKTPOHOB, O — €) COOTBETCTBYIOIIME KapThl paclpeaciieHus] TUTaHa,
HUPKOHUS, HUOOUS, radHUs U TaHTaja.

AmnHanu3 kapT pacrnpenesaeHus XuMUIeckoro coctasa (puc. 4.35, 4.36) nmokasbiBaer,
YTO XUMHUYECKUE DIIEMEHTHI MTPAKTUICCKH PABHOMEPHO PACIPE/ICIICHbI, BCE XUMHUUECKHE

QJICMCHTEBI COACPIKATCA BO BCCX arjioMeparax 4aCTHII. B »To0#1 cBs3U CJIeaAyeT CUUTATh,
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YTO JAHHBIE PACTPOBOM JJIEKTPOHHOM MMKPOCKOIIMHM IOATBEPXKAAIOT PE3YJIbTAThI
PEHTI€HOBCKOM TU(PPaKTOMETPUH, CBUJICTEIBCTBYIOT 0 HOJIyYCHHUU
BBICOKOSHTPOMNHUIHOTO KapOuja, coAepKaliiero TUTaH, MUPKOHUN, HHOOHWH, rapHui u
TaHTAaJl.

Jljis MaTepuanoB Ha OCHOBE 0OO3HAYEHHBIX BBIIIE KapOUJOB OJHUM M3 BaKHBIX
aCIIEKTOB, ONPENCIHIIONIMM KX BO3MOXHOCTH IPUMEHEHMS, SBIIIOTCA IMapaMeTphl
npouecca UX ropeHus: (OKucieHMs). B 3Toil cBsi3u 1 MOIMY4YEHHBIX MaTepHajioB

npoBesieH nuddepeHIanbHbi TepMudeckuii anamus (puc. 4.37).
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Pucynok 4.37 - Pesynbrarsl quddepeHnanbHOro TepPMHUUECKOTO aHalr3a MOJTyYeHHBIX

oOpa3iioB ~ KapOWJOB  TUTaHa,  [UPKOHUSA, HUOOMs,  radHUs,  TaHTala,

BbICOKOAHTponuitHOro Kapouma TiZrNbHfTaCs. a) TI-kpusbie, 6) JTI-kpuBsie, B)

JCK-kpuBble, T) mMacc-CIEKTpOMETpUYECKUe Mpoduiiu, COOTBETCTBYIOIIME m/z = 44

(COy).
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Ha puc. 4.37. npencraBienbl kpuBbie udMeHeHust Macchbl (TI-KpuBble), KpUBBIE,
COOTBETCTBYIOIIME TIEPBOM MPOU3BOAHOM OT (yHKIMH u3MeHeHus wmaccbl (ATT -
KpPUBBIE), KPUBbIC, XapaKTEPU3YIOIIHE TEIJIOBBIE MOTOKH, BO3HUKAIOUIUME B MPOIECCE
cbemku o0pasioB (J{CK-kpuBbie), a Tak:ke KpUBbIE HOHHBIX TOKOB, COOTBETCTBYIOIIUX
Bbiiesiennio raza CO, Ha TT-kpuBbIX npu ABUKEHUU BJOJIb OCH a0CLKCC B CTOPOHY
YBEIMYCHHS TEMIIEPATypPhl TIEPBBIM SBJICHUEM HICHTUDHUIIMPYETCS PE3KOE YBEINUCHUE
MaccChl, KOTOpPOE COMPOBOXKAACTCS IK30TEPMUUYECKUM DPGHEKTOM, a TaKKE POCTOM
KoHIeHTparuu raza COz. DTOT mpolecc ClAeAyeT CUUTATh OKUCICHHEM KapOWAOB ¢

oOpazoBaHneM OKcuaoB. [Iporiecc MOXeT OBITH OMHCAaH WM3BECTHBIMU YpPaBHEHUSMU

PCaKIUU:
TiC + 20, — TiO, + CO; 17);
ZrC + 20, — ZrO, + CO; (18);
4NbC + 90, — 2Nb,0s + 4CO; (19);
HfC + 20, — HfO, + CO, (20);
4TaC + 90, — 2Ta,0s5+ 4CO; (21);

2TiIZrNbHfTaCs + 210, — 2Ti0O; + 2ZrO, +Nb,Os + 2HfO, + Ta,0O5 + 10CO, (22)
Taxxe crnegyeT OTMETUTb, YTO MpH JajbHEHIIEM JABMKEHUH B CTOPOHY
YBEJIMYCHHSI TEMIIEpaTypbl MOXKHO HJICHTU(DHUIIMPOBATH HK30TEpMUUYECKHUI A(DPEKT,
XapaKTEPU3YIOIIUIICSA CMaJoM Macchl 00pa3loB W TMOBbIMIEHHEM KoHIEHTpauuu COp;
TOT A(PPEeKT MOXKHO HACHTUPHUIIMPOBATH Kak ropeHwe ¢aszpl rpadura B COCTaBE
NPOAYKTOB cuHTe3a. HecMOTpst Ha JOMUHUPOBaHUE B UCCIIEYEMbIX MTPOIYKTaX CHHTE3a
KapOuIHbIX (pa3, Bce XK€ HEKOTOpPOE KOJIMYECTBO HECBS3aHHOTO YIJIEpO/ia MOXKET
IPUCYTCTBOBATh B 00pa3liax, TOpeHrne KOTOPOTo 1 Habronaercs (Ha MHTEpBae CBBILIE
600 — 700 °C). OcHOBHBIE XapaKTEPHCTUKH TpOIlecCa TOPEHHS B CPAaBHEHUH C
JUTEPATYpHBIMA JaHHBIMU TIPEACTaBlieHbl B Tabnuie 4.6. (s mpoiecca TOpeHus
kapOunoB). B tabmure 4.6. mpuHATH cienyromue o003HaueHus: t, — Temreparypa
Havaja Tpollecca OKucieHus, 1, — Temmeparypa TpH KOTOpOd HabmogaeTcs
MaKkcHUMaJjbHas CKOpOCTh HaOopa Macchl, {, — TemmepaTypa OKOHYaHHUS Ipolecca
okuciaeHus (kapOoumaoB), Om — MakcUMalbHas CKOPOCTh HaOopa Macchl, Om —

MAaKCUMAJIbHBIN TEILUIOBOM MOTOK.
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Tabnuna 4.6. OcHOBHBIE TapaMeTpPhI MpoIlecca OKUCICHUS KapOUJI0B METAIIJIOB

06p. | t, °C t, °C to, °C Am, % dm, Qs

%/MuH MBT1/Mr

sker. | [331] | okcm. | [331] |oakcm. | [331] |oakcm. | [331]

TiC02 | 474 - 817 - 1010 | - 27 - -1,26 9,62

ZrC02 | 519 660 609 700 937 | 750 185 |[18,4 |-2,031 14,24

NbC02 | 510 540 591 610 772 | 700 28,0 |259 |-2,78 14,42

HfC02 | 490 732 718 800 973 |960 6,9 9,6 -0,88 4,55

TaC02 | 684 742 774 790 843 | 900 120 [139 |-144 3,91

HEC13 | 386 785* | 629 850* | 835 |1000* | 21,0 |155* |-2,08 7,79

* BeIcOKORHTponuiHbIN Kapoua (Hf-Ta-Zr-Nb)C [339]

B tabnuie 4.6. BUgHO, 4TO Bce 00pa3ibl HAOMPAIOT MAcCy B MPOLECCE OKUCIICHHUS,
IpUyYeM, U3MEHEHHE MAcChl JJIs MTOJyUYE€HHBIX 00pa31oB OJIM3KO B Mpeiesax BO3MOKHBIX
HNOTPEIIHOCTe K  JINTEPaTypHbIM  JIaHHBIM; 3TO KOCBEHHO  JIOTIOJHUTEIBHO
MOJITBEPXKIAET, UYTO TMONYYCHHbIE MaTepuajbl SBISIOTCA KapOWJAaMH TEpPEeXOIHBIX
metauioB. [lpu 3TOM Mo naHHbIM Tabmuibl 4.6. BUAHO, YTO TEeMIlepaTypa Hadasa
npoliecca OKUCIICHHS MOJYYeHHBIX B JAHHOW paboTe MaTepHalioB B CPEIHEM HUXKE, a
TeMIlepaTypa OKOHYAaHHS TIpoliecca Bbie, yeM B pabote [339]. M3BecTHO, uTO Ha
IPOLECChl OKHUCIIEHUS! CYIIECTBEHHO OKAa3bIBAIOT BIUSHUE IUCHEPCHOCTH MOPOIIKa,
COCTaB, MPUMECEH; KpOME TOro, Ha pe3yibTarbl AU EepeHInaIbHOr0 TEPMUUECKOTO
aHaiM3a MOTYT BJMATH TapaMeTpbl ChEMKH, B YaCTHOCTH, CKOpPOCTh Harpena,
KOJINYECTBEHHBIM COCTaB OKHUCIMTEIBHOU cpeapl. Bce 3T0, MOMHMO BO3MOYKHBIX
WHCTPYMEHTAIBHBIX TMOTPEITHOCTEH, MOXKET OBITh MPUYMHON OTIMYUH, MOJYYSHHBIX
OKCIIEPUMEHTANILHBIX JIAHHBIX OT JIMTEpaTypHbIX. Kpome TOro, BBHIY OTCYTCTBUS
JaHHBIX O TMapaMeTpax MpoIllecca OKUCICHUS BBICOKOIHTPOIUHHBIX KapOHWIOB COCTaBa

(TiZrNbHfTa)C, B Tabmuiie 4.6. mpeactaBieHbl JaHHBIC IS BBICOKOIHTPOIUHHOIO



210

kapouna cocraBa (HfTaZrNb)C, otimuaromerocst 0T SKCIIEpUMEHTAIBHO TOIYYEHHOTO
OTCYTCTBUEM B CTPYKTYpE€ TUTAHA.

4.3. BbIBOABI 0 BO3MOKHOCTH CHHTE32, 0COOEHHOCTSX M 3aKOHOMEPHOCTSIX
3JIEKTPOYTOBOI0 0€3BAKYYMHOI'0 CMHTE3a KapOuJI0B nepexoaHbix MeTaLioB 1V-V
rPyni U BbICOKOHTponuitHoro kapouna (TiZrNbHfTa)C

[Io COBOKYNHOCTH NpPEACTABICHHBIX JaHHBIX MOXHO CHENaThb BBIBOA O
BO3MOKHOCTH CHUHTE3a KapOuI0B TUTaHA, IIMPKOHUS, HUOOUS, radyHUs, TaHTaja, a TAKXKe
BBICOKOIHTPONMIHOTO KapOuma pa3paldaThiBaéMbIM O€3BAKYyMHBIM 3JIEKTPOYTOBBIM
MetogoM. IIpu 3TOM € HCHOJIB30BaHWEM pPa3ETUTEILHON MPOKIAIKU (MUIIEHU) U3
YIJIEPOJHOTO BOMJIOKA MEXAY HCXOAHBIM CBIPBEM M JJIEKTPOAYTrOBOM ILIa3MOM
BO3MOYKHO OTPAHUYUTH 3arpsA3HEHUE MPOJAYKTa Ipa(UTOM, SBISIOMIMMCS CIEICTBHEM
nporecca 3po3uu aHona. CoOOTBETCTBEHHO, PEIICHA OJHA U3 TJIABHBIX TEXHOJIOTUYECKUX
npo0sieM 3JIEKTPOJIYrOBBIX METOJOB CHHTE3a B 1LEJIOM K B TOM YHCIE U
pa3pabaTbiBaeMOro 0€3BaKyyMHOTO METO/1a, 3aKI0YAIOIIAsACA B CMEIIMBAHUU IPOIYKTA
CHUHTE3a C MaTEpUAJIOM 3JIEKTPOAOB Pa3psTHOrO KOHTypa. IIpeokeHHOe TEXHUYECKOe
pElIeHHE MO3BOJSAET IMOJIy4YaTh MNPOAYKT, B KOTOPOM JIOMHUHUPYIOT HCKOMBIE (ha3bl
KapOUJ0B METAJJIOB U HEMETAJUIOB, B TOM YHUCJIE BHICOKOAIHTPOIUUHBIX KapOUIOB, YTO
MO3BOJISIET CUMUTATh pa3padaThIBAEMBbIM METOJ] HAyYHO-TEXHHMYECKOW OCHOBOM JIJIsi
Oyayuield MpOMBIIUIEHHON TEXHOJIOTMM TIOJIy4eHHUs KapOuJoB B aTMoc(hepHOM
AIIEKTPOPA3PSAIHON IJIa3Me.

B Xxoxme mnpoBENEHHOrO HCCIENOBAaHUSL YAAJIOCh OOECHEeYuTh MapaMmeTpaMu
pa3psAaHOrO KOHTYpa, a HMMEHHO, IUIOTHOCTBIO TOTOKA JHEPTrUUM U KOJUYECTBOM
NOJIBEICHHOW  3Hepruum  (opmupoBaHHe  OJHO(A3HOTO  TBEPAOrO  pacTBOpa
BBICOKOAHTponuiiHOrOo Kapouga coctaBa (TiZrNbHfTa)C BBumy amoctkeHus
HEO0OXO0MMOro auarnaszoHa temmneparyp. OTaenbHO ciaeayeT OTMETUTh, YTO YAaJloCh B
OTJMYKE OT AHAJIOTOB 00ECIEeYUTh T'OMOTE€HHOCTh MPOJYKTa CHHTE3a B pE3yJIbTaTe
OJIHOKPATHOTO JTyTOBOTI'O BO3JIEHCTBUS (C MPOAOIKUTENBHOCTBIO 45 CeK MpHU CUJie TOKa
220 A). PesynbpTarhl, NONy4YeHHbIE B pasjaeiic 4.2. OTKPHIBAIOT BO3MOXXHOCTH K
peanu3aluuyd  JalbHEHIIero CUHTe3a BBICOKOOHTPONUUHBIX KApOUIOB  JIPYroro

XUMHUYICCKOI0O COCTaBa, TCOPCTHYCCKHUC MH3BbICKAHUA KOTOPBIX AKTUBHO BCAYTCA B
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HACTOSIIIIEE BpEeMsI BO BCEM MHPE, O UYE€M CBHJIETEILCTBYET PSAJl COBPEMEHHBIX
nyOnuKauii 00 WCIONB30BAaHUHM PA3IMYHBIX pPACYETHBIX METOJOB UM IMPOTHO3aX
CYIIICCTBOBAHHS HECKOJIBKUX JICCATKOB BHICOKOOHTPOIIMIHBIX KapOumoB [315-316].
OCHOBHBIE Pe3yJIbTAThl YETBEPTOH IIIaBbl U3JI0KECHBI B CTAThSX, OMYOJIMKOBAHHBIX
B OTCUYECBTCHHBIX M 3apyOekHbIX m3maHusx [340-343]; peann3oBaHHbBIC PEIICHHS
OIMyOJIMKOBAaHBI B BHJIC IMATCHTa HA CMOCOO TOJydYeHUs KapOwma THUTaHa, CIOCo0

oJydeHus1 BhICOKOAHTporuiiHoro kapbuma (TiZrNbHfTa)C u ycrpoiictBo i ux

peanmzanuu [184, 188, 189].
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I'JTABA 5. Pazpaborka ¢pu3n4ecKux OCHOB TEXHOJIOTMHM CHHTE3a MaTepHaJIOB HA
OCHOBe KapOuaa KpeMHHsI MNpPHM YTWIM3alUMH TPOMBILUICHHBIX OTXO0J0B

6e3BaKyyMHLIM METOA0M.

5.1. O cuHTe3€ KapOUIa KPEMHUS U MOJYUYEHUH MATEPUAJIOB HA €ro OCHOBE.

5.1.1. OcHOBHBIE METOAbI MOJYYEHHS U XaPAKTEPUCTUKH Kapouaa KpeMHHUS.

KapOuapsl kpemMHus Onaronapsi IMIHUPOKOMY CHEKTPY (PU3MKO-MEXaHUYECKHX U
ANEKTPOPU3NYECKUX CBOMCTB HAXOJAT MPUMEHEHUE B PA3IMUYHBIX OTPACIAX HAYKU U
TEXHUKH, TAaKUX KaK TMPOU3BOJCTBO IMEPCHEKTUBHBIX  BBICOKOTEMIIEPATYPHBIX
MOJIYIIPOBOJTHUKOBBIX TMpruOopoB [344, 345], co3maHue CBEpXTBEPAOW TYrOIUIABKOMN
MOJIMKPUCTATTNYECKON KEpaMUKHU [346-347], apMUPOBaHUE MaTepuaaoB
KOHCTPYKIIMOHHOTO HazHaueHus [348-351], popmupoBaHue MOPUCTHIX KEPAMUUYECKUX
MatepuanoB [352]. [IpogykToM eCTeCTBEHHOTO OKUCICHUS KapOuaa KpeMHUS SIBISETCS
JTUOKCHJ] KPEMHHSI, 94TO TO3BOJSET (OPMHPOBATH CTPYKTYpPHl THMA ‘“METalI-OKCHI-
nosynpoBogHuk” (MOS-electronics) aiisi MpOU3BOJCTBa COBPEMEHHBIX TPaH3UCTOPOB
(tuma MOSFET) [344], npuMeHsieMbIX JII KOMMYTAIldd B BBICOKOBOJBTHBIX CETIX
anekTpocHaOxkeHus [345]. HecmoTps Ha TO, 4TO MeTOoA AdYecoHAa IS MOTYUICHHS
KapOuga KpeMHHUs H3BECTEH OoJjiee cTa JIeT, OH BCe elle OCTAeTCsl OCHOBHOI
NMPOMBIIIJIEHHOT0 TMPOU3BOJACTBA KapOuIa KpPeMHHs, a WCCICIOBAHUS B JIAHHOM
obnmactu mpomoipkatoress U ceromHs [353]. CoBpemeHHbIe 0030pHBIE pabOTHI,
MOCBSIIIEHHBIC TIOJYYCHUIO U MPUMEHEHUIO KapOWJI0B KPEMHHS, MOTYT HAaCUUTHIBAThH
oonee 200 [344], a B HeKOTOPBIX ciaydasx U 10 400 IuTepaTypHBIX UCTOYHUKOB [354],
YTO C OJIHOM CTOPOHBI 3HAYUTEIHHO MPEBBIIIACT 00BEMBbI TUTTUYHBIX O030PHBIX CTaTEH
(mampumep, [355]), ¢ mpyroii - oxBaTteiBaeT He Ooisee 0,2-0,4% oObeMa myOHMKaIHiA
MOCJICTHUX ABAIATH JIET. ITH (PAKThI CBUIACTEIHCTBYIOT O HAJTUYHH HHTEPECA IIIUPOKOTO
Kpyra HCCJIEA0BATENIEN K BOIPOCAM CHUHTE3a U UCCIEAOBAHUMN CBOWCTB MAaTE€pHUAJIOB Ha
OCHOBe KapOmmoB kpemHHS. CyIIeCTBYIOIIME IOAXOABI K TOJYyYCHHIO KapOWIOB
KPEMHUSI B OCHOBHOM Oa3upylOTCS Ha pealu3allid YCJIOBHM, COOTBETCTBYIOIIUX

M3BECTHOM TMarpaMmMe COCTOsTHUM “kKpeMHuii-yriaepon” [344]. IlepBoii 3anaTeHTOBaHHOM
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TEXHOJIOTUEH TIONy4eHus: KapOuaoB KpemHHs sBisercss merox AwuecoHa [353],
pa3paboTaHHBIA B OTHOCHUTENHHO JaJIEKOM TMpouuioM. B oOcHOBe MeToda JEeKHT
kapOoTepMudeckoe BocctaHoBienne SiO; [356] B npucyrcTBum rpaduta [350], caxw,
WIM MHOTO HUCTOYHMKA Yyriepoaa [357]. Ilpomecc peanusyercss TpH  BBICOKHUX
Temreparypax, nopsaka 1600-2500°C. B o0030pHbIXx pabortax (Hampumep, [354])
HAKOTUICH 3HAYUTENBHBIN OIBIT MOTyYeHHUS KapOuaa KPEMHHUS U3 COACPKAIIUX YTIIepO.T
U KPEMHUH TBEPJIbIX MPEKYPCOPOB MPHU BO3ACHCTBUU HA HUX BBICOKHX TeMmmeparyp (0T
1300-1500 °C u BbIlIe) B HHEPTHOM aTMocdepe. B kadecTBe ycTpOMCTB, AJsl CO3TaHUS
BBICOKHX TEMIIepaTyp, OOBIYHO HCIONB3YIOTCA Kak pe3ucTuBHble [358], Tak wu
MUKpOBOJIHOBBIC [359], n nHAyKIIMOHHBIE [360] meun. OCHOBHBIMHU HEAOCTATKAMH TaKHX
METOJIOB SIBJISIIOTCS 3HAYUTEIbHAS JIJIUTEIBHOCTh IIpollecca (HECKOJbKO YacoB) W
BBICOKOE 3HEpPronorpeOjeHue; Kak MpaBUiIO, HEKOHTPOJIUPYEMOE 3arps3HEHUE
OpOAYKTa, B TOM YHCIE MaTepUalioM THUIJS, OOJMLOBKA I€YH; HEBO3MOXKHOCTb
ITOJIYYEHHsI HAHOpa3MeEPHBIX MaTepuanoB. MerogoM CVD MHOXKECTBO mcciieIoBaTenen
HOJIYYalOT yIBTPAJAUCIICPCHBIC KapOHIbl KPEMHHS U3 ra3000pa3HbIX mpekypcopos (CHa)
B IIpUCYTCTBUM KpeMHus [347, 361-366].

DIEeKTPOAYrOBbIE METObI IOTYUYEHUS YIbTPAAUCIIEPCHBIX MAaTEPHAJIOB HA OCHOBE
KapOu1a KpEMHUS U3BECTHBI YK€ JECATKU JIET, HO MPOJOJKAIOT Pa3BUBATHCS U CETOHS
[367, 368]. 'eHeparus m1a3Mbl AIEKTPOAYTOBBIM METOJOM C IIEIbI0 CHHTE3a KapOuaa
KPEMHUS MO3BOJIAET PEAIN30BATh BHICOKUE CKOPOCTH PEAKIMH, UTO SIBJISETCS OJHUM U3
OCHOBHBIX JOCTOMHCTB paccMmarpuBaemoro metona [369]. OmHolt M3 WHTEPECHBIX
Pa3HOBUIHOCTEHN paccMaTpUBAEMOTO METOJa SBIISETCS pealn3alus CHHTe3a KapOuia
KPEMHHUS B MPOIIECCE TOPEHUs TyrOBOTO pa3psaaa Mexay rpapuToOBBIMU 3JIEKTPOJaMU B
KUIKOM JUAJIEKTPUKE, B YacTHOCTH B aucTwumpoBaHHoi Boae [370]. boiee
TPaJULMOHHBIM TOJIXOJOM SIBJIIETCS T€HEpalUsl 3JIEKTPOIYyrOBOM IJIa3Mbl B UHEPTHOM
3alUTHOM aTMocdepe (OOBIYHO TMOHMKEHHOTO JAABJICHHUSI) MEXIY 3JEKTpPOJIaMH,
coiepKaMMu KpeMHul 1 yriepon [371-373]. JIpyruM noxonoM K TeHepainy mia3Mbl
B LIETISIX peajM3alliy MPOLECCOB CUHTE3a KapOuaa KpEeMHUs SBIISETCS HCIIOJIb30BAHUE
YCTAaHOBOK Ha OCHOBE IJIa3MOTPOHOB. CuMTaercsi, 4YTO NPUMEHEHHE IUTa3MEHHBIX

WMCTOYHUKOB TIOJIOOHOTO poma (0COOEHHO WMIYJIBCHBIX) TO3BOJISIET pPEaM30BaTh
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BBICOKHE CKOPOCTH M3MeHeHHs TeMneparyp (mopsaka 10° K/c), uto TeopeTuuecku MOKeT
MO3BOJIUTH MOJTy4YaTh MeTacTaOWIIbHbIE KpucTaumueckue (assl [374]. Kak nmpaBusio, s
paloTHI MIIa3MOTPOHA MPUMEHSETCS] apTOHO-BOAOPOIHAS CMECh, B IIOTOK KOTOPOI MOTYT
MO/IaBaThCSl UCXOIHBIE peareHThI JIJIs OJydYeHHs KapOuia KpeMHus [375]; Tak:ke MOTYT
UCII0JIb30BAThCSl Ta3000pa3Hble MPEKYPCOPhI, HanpuMep, MeTaH [376]. DnexTpudeckas
MOIIHOCTh CHCTEMBI 3JICKTPOMUTAHUS MOJOOHBIX YCTPOWUCTB, KaK MPABUIIO, HECKOJIBKO
BBIIIIE, YEM DJIEKTPOIYTOBBIX PEaKTOPOB COBMEILIEHHOTO THUIIA, U COCTABIISIET opsika S50-
80 kBt [374, 377]. Heckonpko MeHee pacmpOCTpaHEHBI IPYyrue METOJbl CHHTE3a
MaTepuajoB, TaKUe KaK MUPOJIM3, T€HEpalus SJIEKTPOHHBIX MYYKOB, MAarHETPOHHOE
pacnbuieHre, MoHHas umruiantanus [355, 378-381]. AkTyasieH BOMpOC yelIeBICHUs
MPOM3BOJICTBA, MJISI YEro MPHUMEHSIOTCS Pa3lWYHbIe MOAXOIBI MO HCIOJB30BAHUIO
PaCTUTEIBHOTO CHIPbsS JIJIsl OJTy4eHus: kapOumoB kpemuus [382]. B obmactu coznanus
O0OBEMHBIX MOHOKPUCTAINIMYECKMX MAaTEpUalioB IIHPOKO H3BECTEH OTEUECTBEHHBIN
meron «JIDTU» [383-385]. Cpeam W3BECTHBIX IMOIXOI0B K IOJYYCHHUIO KapOwia
KPEMHHUS CIEAYyeT BBIICIUTh METOJ KapOOTEPMHUYECKOIO BOCCTAHOBJICHHS OKCHAA
KPEMHHS B pEaKTOpax C aBTOHOMHOM 3allMTHON aTtMocdepoi, obecrnedynBaeMoi
smuccueit yrapaoro raza (CO) [386], uyTo mo3BoisieT ¢ BbICOKOIi BEpPOSITHOCTHIO
NPOrHO3MPOBATH YCNEIIHOCTh CHHTe3a KapOuaa KpeMHHsI pa3padaTbiBaeMbIM
0e3BaKyyMHBbIM  JJIeKTPOJAYIrOBBIM  METOAOM C  TpuMeHeHueM  d¢dekra
CaMOPKpPAaHUPOBAHUS PEAKLMOHHOIO O00bEMa OT KUCIOpOJa BO3AyXa ra3zoo0pa3sHbIMU
OKCHJIOM M TUOKCHJIOM YTIIEpPOJa.

5.1.2. DOkcnepuMeHTAJIbHbIE HCCJIET0BAHNSI MPOLECCOB MOJYUYEeHHUsI Kapouaa
KpeMHHs B aTMOc(pepHOoii nj1a3Me 1yroBoro pa3psiia NoCTOAHHOI0 TOKA U BIUSIHUSA
pado4yux napamMeTpoB Ha (pa30BbIi COCTAB POAYKTA.

B nensix uccrienoBanus mpoLeccoB 3JIEKTPOAYTOBOIO CUHTE3a KPUCTANIMYECKUX
¢a3 kapOuga KpeMHUS pa3padaThIBAEMbIM O€3BaKyyMHBIM METO0M OBIJIO TPOBENCHO 15
cepuil AKCIepUMEHTOB. 3MeHsnach MPOJOIKHUTEILHOCTh TOJACPXKAHUS JTyTrOBOTO
paspsiia, cuia TOKa pa3psiiHOTO KOHTYpa, M3MEHSUIOCh COOTHOIIEHHE KPEeMHHS U
yriaepoaa B HCXOJHOH CMECH; HCIOJIb30BAINCH PAa3IMYHBIE HCXOJHBIE PEAreHTHI:

YIBTPATUCTIEPCHBINA TpaduUT, YIIEPOIHBIE PEHTTEHOAMOpP(HBIC BOJIOKHA, IPEBECHBIN
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yTOJIb, TOPOIIOK KPEMHHSI C MUKPOHHBIM JHANa30HOM Pa3MepOB, MOPOIIOK THOKCHIIA
KpEMHUS. DTH SKCIIEPUMEHTHI IPOBOJIMIIUCH C MCIOJIB30BaHUEM CO3JIaHHBIX B Pa3HBIC
TOJIbI 3JIEKTPOJYTOBBIX YCTAHOBKAX, MPU UX PA3TUYHBIX KOMITIOHOBKAX W IMapamMeTpax
cCUCTeM, - B TeucHue 3 yet [182-192].

Crparerusi cuHTe3a KapOuIa KPeMHHUS B PaCCMaTPUBACMON CUCTEME MOXKET OBITh
OTMCaHa U3BECTHHIMHU YPABHCHHUSIMU XUMHUECKUX PEAKIIMA B3aUMOJACHCTBUS DIIEMEHTOB
B CHCTEME C KHCIOpPOJOM, YIIEpPOJAOM M KPEMHHEM IIPU BO3JCHUCTBUU BBICOKHX
temriepatyp. [Ipu HaMuuu B cucTeMe TUOKCHAa KPEMHUS U YTIIEpOo/ia MPOIECC CHHTE3a
KapOuga KpeMHHS B pacCMaTpUBAEMON CHCTEME MOXET OBITh B OOIIEM BHJE ONMHUCAH

ypaBHeHusiMU (5.1 1 5.2)
Si0,+3C= SiC+2CO (5.1)
2C0+0,=2CO0; (5.2)

Bbonee noapoOHO TOT IpoLece ONUcaH B psAe padoT, HOCBSILEHHBIX MOJTyUYEHUIO
KapOuIa KpeMHHUS M3 €r0 OKCHJa B IJa3Me JIYroBOTO paspsia MOCTOSHHOTO TOKa B
WHEPTHOMW ra3oBoil cpeae [375]. B wacTHOCTH, IPUHSTO BBIACISATH YETHIPE OCHOBHBIC
cranuu GOpMUPOBaHUSA KapOWIa KpPeMHHS M3 €ro OKCHIa C MPUMEHEHHEM IUIa3Mbl
JYTOBOIO paspsia MOCTOSSTHHOro Toka. C MOMEHTa MHULMUPOBAHUSA NYTU JTHUOKCHU
KPEMHHUS U YIIIEpOJ] U3 TBEPJOTO COCTOSHUS MEPEXOAT B KUAKOE U 3aTEM UCHApSAIOTCS,
BBICBOOOXKAasi Tra3zoo0Opaszuwii  kuciaopon O, T'azoo0pazubiii  kucimopony O
B3aMMOJICHCTBYET C yriepoaoM, obOpa3ys raz CO, KOTOpBIA 3aTeM TOOKHCIAETCS 10
yriekucnoro rasza CO;. ATOMBI KpEMHHS W YIJIEPOJA B3aUMOAEHCTBYIOT, U TIPH
OXJIQXKJECHUU KPUCTALIU3YIOTCS, oOpasyro ¢a3zy kapOujga KpeMHHs, Kak MpaBHIIO,
Kyonueckoit monudukanuu. CoOTBETCTBEHHO, MTPU HAJTMYHUH Tra30-TJIA3MEHHOTO (akena
B Iporecce cunTe3a B cucteMe Si-C-O, 00pa3yrorcss cyOMHKPOHHBIC B HAHOPAa3MEPHBIC
4acTUIbl KapOuaa kpemHus. B paspabaTeiBaeMO#l SJEKTPOIYrOBOM CHUCTEME Ha JHE
TUTJISI — KaToJla MOTYT OOpa30BBIBATHCS KPUCTAUIBI KapOuja KpeMHHUS W3 paclijiaBa
(liquid — solid — MexaHu3M), a Ha CTCHKAaxX THUIJS MOTYT OOpPA30BBIBATHCS YACTHUIIBI

KapOua KpeMHHs U3 aporazoBoii (assl (Vapor — solid — Mmexanusm).
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Pa6ora [375], B KOoTOpOIi onucaH mpolecc CHHTe3a KapOuIa KpeMHUS U3 OKCHIA
KPEMHHUSI C HCIOJb30BAHMEM IUIa3Mbl JYTOBOTO paspsjia IMOCTOSHHOIO TOKa,
WHUIIMUPOBAHHOW B aTMOc(epe renus, MOKa3bIBaeT, YTO B HE3aBHUCHUMOCTH OT COCTaBa
MCXOJTHOM Ta30BOM Cpeibl, IPOIECC MPOUCXOAUT B IPUCYTCTBUU T€HEPUPYIOIINXCSI Ta30B
CO u CO,. Takum 006pa3oM, MOKHO BBIABUHYTH MPEANOJIONKEHUE O BO3MOXKHOCTH
peanu3anus TAKUX YCIOBUM TOPEHHs JYrOoBOrO paspsiia B BO3AYLIHOW cpene, Mpu
KOTOPBIX KUCIOPOJ U3PACXOIYETCs HE TOJIBKO U3 COCTaBa UCXOIHOTO IMOKCH 1A KPEMHUS
c oopazoBanueM razo CO u COy, HO U U3 BO3YIIHON CPE/bl, O3BOJISISL OCYILIECTBUTH
peakiuu (5.1. u 5.2) mpu 3TOM MPHUCYTCTBHUE KHUCIOPOJa aTMOC(PEPHOTO BO3IyXa B
CUCTEME HE SBJIAECTCS KPUTUUECKUM (PAaKTOPOM, HE MO3BOJISIOLIMM OCYILIECTBUTh CUHTE3
KapOuaHbIX (a3. B ciyyae HCHoOAb30BaHMs B KAa4eCTBE HMCXOJHOTO ChHIPbSl KPEMHHS
ypaBHeHue S5.1. He OyneTr coaepkaTb KHUCIOpOJ, OYyIeT NPOUCXOAUTH MpsSMOe
B3aMMOJIEICTBHE KPEMHUS U YIIIEpo/a, a ypaBHEeHHUE (5.2) ocTaHETCs] HEM3MEHHBIM.

Ha pucynke 5.1 mnpencraBieHbl THUIOWYHBIE OCHUJUIOrpaMMbl Toka 1(t) u
HanpspKeHus u(t), 3aperucTpUpPOBAHHBIE B IPOIIECCE TOPEHUS IyTOBOTO pa3psiia, a TakxKe
pacyeTHble KpuBbIE MOIIHOCTH p(t) W BbAeneHUs sHepruu w(t). Hampsbkenue Ha
IEKTPOJAX pa3psAIHOTO KOHTypa B JYIrOBOM CTaJIWH B PACCMaTPUBAEMBIX CEPUAX
HKCIIEPUMEHTOB HaxoauTcs B uHtepBaie ~30-40 B npu HanpspkeHUU XOJOCTOTO XOJa
ucroyHuka nutanus ~60-80 B (B 3aBUCUMOCTH OT MapKu HCIOJIb3YyeMOT0 MHBEPTOPA).
Jlo MOMeHTa WHHUIMHMpPOBAHHUS aTMOC(HEPHOTO JYyrOBOTO paspsia HalpsDKeHHE Ha
ANEKTPOJAX PABHO HAIPSHKEHUIO XOJIOCTOTO XOJa HCTOYHUKA, B MOMEHT KacaHWs
AJIEKTPOJOB B LEMU MOSABISIETCS TOK (C aMIIUTyn0i 10 ~220-230 A), a HampsbkeHue
cHmkaetcs 10 BenuunHbl ~30 B. 3arem B Teuenue 1-2 cek dhopmupyeTcs paspsIHbIi
IPOMEKYTOK, CONPOTUBIIEHHE AYT'M OIPAaHUYMBAET TOK Pa3psAIHOTO KOHTYpa, IPU 3TOM
HaIpsbKeHHUeE ogHuMaeTtcs 110 ~35 B, a Tok orpannunBaercs 10 ~170-180 A. B npouecce
rOpeHusi QYyroBOTO pa3psia aHOJ PAcXOAYeTCs, BEIMYMHA DPA3PSIAHOTO IPOMEKYTKA
YBEIIMUMBAETCS, HANPsDKEHUE ogHuMaetcs 10 ~40 B, a Tok orpannuuBaercs 1o ~150 A.
CpenHsst MOIIIHOCTh HAa MHTEpBaJie OlIEHEHHas Kak 5,9 kBT, obecrieunBaeT BbIJEICHNE
sHepruu 10 176 xJx 3a ~30 cexyH paboThl pa3psaHOTO KOHTYpa. B paccMatpuBaeMoM

NpuMEpPeC INIOTHOCTb IIOTOKA SHCPIrMH, OLOCHCHHAA IIO INIOIAaAMW KAaTOJHOI'O IIATHA H
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CpelHell MOIIHOCTH Ha MHTEPBAJIE, COCTAaBIAeT 10 ~29 Br/cm?. Ilpu 3ToM B mpouecce
TrOpeHusi JyroBOro pa3psja pacTeT TeMIlepaTypa »dJEKTPOJOB; Tak TeMIeparypa
BHEIIIHEH CTEHKHM KaTOJla HAIPOTUB 30HBI TOPEHUS TYTH HAXOJUTCS B 3aBUCHUMOCTH OT
MPOJIOJKUTEILHOCTH MPOIlecca CUHTE3a U JIOCTUTAeT MaKCUMyMa B pacCMaTPUBAEMbIX

cepusix skcnepuMeHToB 10 ~1287 °C npu nmogaep:kaHuu AYroBOTO pas3psiia B TEUEHUE

~30 CexyH/I.
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Pucynox 5.1 - IlepBuuHbIe 2KCIIEpUMEHTATBHBIC JAaHHBIC: ) TUITUYHBIE OCITUIIOTPAMMBbI
ToKa 1(t) u HanpspkeHus u(t), 6) pacueTHbIE KPUBBIC DJICKTPUUYECKONW MOIIHOCTU P(t) U
sHEpruu ayru w(t), B) KpUBBIE U3MEHEHUS TEMIIEpaTyphbl BHEITHEW CTEHKHU KaToa.

Ha pucynke 5.2 mnpeacrtaBieHa THUNM4YHAs PEHTIEHOBCKas Au(pakTorpaMmma
IPOAYKTa CHHTE3a, IOJyYEHHOTO MPHU MUCTOIH30BAHIUH B KAUECTBE UCXOIHBIX PEarcHTOB
YJIBTPAIUCIIEPCHBIX MOPOIIKOB KpeMHMs U Tpadura (mudpaxrorpamma 1). [Ipaktudecku
Ha BCEX TMOJIYYCHHBIX B CEPUHU IKCIEPUMEHTOB KapTHHAX PEHTICHOBCKOHW MudpaKmuu
UICHTUDUIIUPYIOTCS TpU KpucTaiundeckue ¢asbl: rpadput C, kyOuueckas (aza KpeMHUS
Si u xkybuueckas ¢aza kapouna kpemuus SiC. Hammune kyOudeckoit ¢a3pl KpeMHUS B
NPOAYKTE CBS3aHO C HEMOJHOW MepepadOTKONW MCXOJHOTO KPEMHHUS B €ro KapOua B
npoiiecce cuHTe3a. Hanmune B mpoaykre (a3wl rpadurta MpeACcTaBiIsIeTCs] OUYCBHIHbBIM,
T.K. UCXOJHBIN yTJIEpOJ B COCTAaBE CMECH KPEMHHSI M YTIIEpOa, BUANMO, HE TIOTHOCTHIO

nepepadaThIBaeTCsl B KapOUI; KpoMe TOro, rpaduT MonaaaeT B MPOJAYKT CHHTE3a BBULY
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U3BECTHOIO SIBICHUS JJIEKTPOIPO3UU aHOAA C IEPEHOCOM MAacChl HA KAaToOJ, KaK YxkKe
oTMevasioch paHee. PopmupoBaHue (a3l KapOuga KPEMHHsS SIBISAETCA O0KUIAEMbIM
SBJICHUEM C YYETOM U3BECTHBIX TAHHBIX O AMArPAMME COCTOSIHUM «KPEMHUH — YTIEPOI»,
CBEIICHUM O JOCTUraeMbIX BBICOKMX TEMIIEparypax B ILIa3Me IyroBOro paspsaa

IIOCTOAHHOI'O TOKA.

VIHTEHCMBHOCTD, O.€.

I
gC I ([ I I I
Si | [ I | |
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Pucynok 5.2 - TunuuHble pEHTIeHOBCKME IU(PAKTOrpaMMbl MPOAYKTOB CHHTE3a,
MOJIyYEHHBIX C HCIIOJIb30BAHMEM B COCTAaBE HMCXOJHOM CMECHM MUKPOHHOTO IMOPOILIKa
KyOnueckoitl gasbl kpemHuus (1) 1 HaHOpa3MEPHOTO TUOKCHIA KpeMHus (2).

[Tapamerp pemeTku oOpasyromeiicss kpucramumuecko ¢(assl SiC cocTaBisieT
~4,356 A +£ 0,016 A (no gaunbiM 20 audpakrorpamm), 4To GIM3KO K HTATOHHOH (ase
ICDD 00-029-1129 (a=4,359 A). Cnenyer oTMETHTB, YTO HA KAPTMHAX PEHTIE€HOBCKOI
JudpakMi MOXKHO MICHTU(DHUIMPOBATH CIA0bIA Clel ¢ MaKCUMyMOM Ha 20 = 33,68
rpaa. Hamumuwe storo ciaema MOXHO OOBSCHHTH aedekTamu CTPYKTypsl [376] wiu
NPUCYTCTBHEM B HE3HAYUTEIBHBIX KOJWYECTBAX TEKCAroHaIbHOW (ha3pl KapOuga
KpeMHus. TunuyHas KapTHHA PEHTICHOBCKOW AM(pakuuu maTepuana, MOJy4YeHHOTO
UCTIOJIb30BaHUEM HAHOPA3MEPHOTO MTHMOKCHAA KPEMHHS B COCTaBE HCXOJHON CMecH

npejcTaBieHa Ha puc. S5.2. (audpaxrorpamma 2). Ee OCHOBHOE OTiIMYME OT
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mudpakrorpaMmbl (1) 3akmiouaeTcs B OTCYTCTBHM MaKCUMYMOB KyOwWdeckou ¢asbl
kpemuus. [Ipu 3TOM ocTaTku He IepepabOTaHHOTO MaTepraa Mo psALy JUPpaKkTOrpaMM
uAeHTU(UIMpPOBaHBI B  BUAE aMOp(HOro Trajmo, COOTBETCTByoImEro  (ase
peHTreHoaMopGHOTO TUOKCHIa KPEMHHUSI.

B 3aBucuMocTH OT coniep:kaHusi KpEMHHS B COCTABE UCXOAHON CMECH U3MEHSICTCS
¢azoBbIif cocTaB npoykTa cuHTe3a. C poCcTOM coiepKaHMs KPEMHHUS B UCXOTHOM CMECH,
BO3pacTaeT A0 KapOuaa KpeMHUs 1 KyOudeckoi (a3pl KpeMHUS B COCTAaBE MPOYKTOB
cuHTe3a. B obmiem ciaydae, MOKHO 1O100paTh TaKOE COAECPKAHUE KPEMHUS B UCXOHOU
cMecH (M MPOYMX MapaMmeTpoB Ipoliecca CHHTE3a, a MMEHHO, CHJIBI TOKa, BPEMEHU
HOJIIEpKaHUsl JAYrOBOTO pas3psiia), IpuU KOTOPOM N0yl KyOWueckoil ¢azbl KpeMHHUs

CTpEeMHTCS K HyJt0 (puc. 5.3a).
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Pucynok 5.3 - 3aBucuMocTu (a30BOro cocraBa MpoOAYKTa CHUHTE3a OT JOJU KPEMHHUS B
COCTaBE WCXOJHOW CMECH: a) TIpU HCIOJIb30BaHUM B  HUCXOJHOM  CMecH
yinbTpagucnepcHoro rpadura (Toxk wcrouHuka nutanus 200 A, MpoaOIKUTETBHOCTh
nporecca 12 cek, BHyTpeHHUN auamerp karoga 20 mMM), 0) MpU HCIOJI30BAaHUU B
HCXOJTHOM CMECH JIPEBECHOTO PEHTTreHoaMOp(MHOro yris (TOK UCTOYHHMKA TuTaHus 220
A, IPOAOIKUTENLHOCTD Mporecca 20 cex, BHYTpEeHHHI auameTp Karoga 20 Mm).

HckitoueHneM sIBIISETCSl CEpHUsl SKCIEPUMEHTOB, MOCBALICHHAS MOJYyYEHUIO KapOuaa
KPEMHUSI C UCIIOJIb30BAaHUEM B KAyeCTBE MCXOJHOTO ChIPbSl JIPEBECHOrO VYT,
MOJIY4YEHHOTO M3 OTXOJOB JepeBOOOpadaThIBAIOIIETO MPOU3BOACTBA. B naHHON cepun

OKCIICPUMCHTOB, COXPAHACTCA TCHACHINA POCTA COACPIKAHNA rpa(I)HTa U CHHKCHHA JOJIHN
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KyOnueckoi ¢a3bl KpeMHHUs B NPOAYKTE CHUHTE3a MpPU CHIDKCHHM JOJIU KPEMHHUS B
UCXOJITHOM cMecH, HO TpU OOO3HAYEHHBIX B MOJAPHUCYHOUHOH MOAMKMCH MapameTpax
mpolecca CHHTE3a HE YIaeTCs peaqn30BaTh MOJHYIO MepepaboTKy UCXOAHOTO KPEMHHUS
(puc.5.36). Ilpu ucnonab30BaHUM B Ka4€CTBE UCXOIHBIX PEareéHTOB PEHTTeHOaMOp(pHOTro
JTIMOKCUJIa KPEMHUS TaK)KE COXPAHSAETCS TEHICHIUS Ha YBEJIMYEHHUE COJIepKaHUs (a3bl
KapOuJia KpeMHUS B MMPOJYKTE C POCTOM JIOJIM KPEMHHUSI (2 TOUHEE JUOKCHUJIa KPEMHUS) B
VUCXOJHOW CMECH MpHU MPOYUX PABHBIX YCIOBUAX, YTO BUJIHO IO WHTEHCHUBHOCTHU
T paKIIMOHHBIX MakcuMyMoOB. KonndecTBeHHas orieHKa (pa3oBOro cocraBa MpoyKTOB
METOJIOM PEHTI€HOBCKON AU(PPAKTOMETPUM TMPU UX TOIYYCHHH C HCIIOJIb30BAHUEM
JUOKCHIA KPEMHUSI HE TPHUBEICHA BBUAY €€ HEKOPPEKTHOCTU MO MPUYMHE HAIAYUA
3HAYUTEIBHOU IO PEHTI€HOAMOP(PHON KOMIIOHEHTHI.

B xozne noucka ontuManbHbIX TapaMeTPOB MPoOLiecca CUHTE3a KapOuia KpeMHHUS
ObUIO MPOBEJIEHO JIBE CEPUM SKCIEPHMEHTOB, B KOTOPBIX HCIOJb30Bajach MCXOJHAs
CMECh KPEMHHS U YIIEpPOJa CTEXHOMETPUUECKOTO COCTaBa OTHOCHUTEIBHO COCIMHEHUS
SiC, Ha KOTOpPYI0 BO3ICWCTBOBAIM IUIA3MOW JYTOBOIO pa3psijia MOCTOSHHOTO TOKa C
M3MEHEHHEM CUJIBI TOKA B IIEPBOM CIIy4ae, C U3MEHEHUEM IIPOIOJKUTEBHOCTH TOPEHNUS
JyTOBOTO paspsja — BO BTOpoM ciydae. Ha pucyHke 5.4 mpenctaBieHbl IOJyYECHHbBIE
3aBUCUMOCTH (pa3oBoro cocraBa. Ha pucynke 5.4a BUAHO, 4TO C pOCTOM CHJIbI TOKA, U
COOTBETCTBEHHO, JHEPTUU JIyTH, CHUXKAETCS J0JsI KyOMdyeckod ¢a3bl KpeMHHUS H
Bo3pactaer goiisa (a3el Tpadura. PaccmaTtpuBaemblii Hana3oH MO OCH  aOCITUCC
COOTBETCTBYET KOJIMYECTBY BBIJICIMBILEICS JHEPTUN TYTOBOTO paspsaa oT ~25 kJlx 1o
~40 x/Ix B Teuenue 12 cekyH pabouero nukia. B cnegyronieil cepun npu HEM3M