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IIpencraBieHsl pe3ysIbTaThl KCIEPUMEHTAIBHBIX HCCIIEMOBAHMI, TOKa3bIBAOIE BO3MOXKHOCTb CHHTE3a KPHUCTaI-
Jmdeckux (a3 60punoB MombeHa o AeHCTBIEM aTMOC(EPHOTO yrOBOTO pa3psaa nepeMeHHoro Toka. CoryiacHo
pe3yJbTaTaM PEHTTEHOBCKOH NU(PPAKTOMETPHU MOPOIIKOBBIX MPOMLYKTOB, MOJYYEHHBIX NPU PA3IMYHBIX aTOMHBIX
COOTHOIICHUAX MOJIMOAeHa u Oopa, B paccMaTpHBaeMOH CHCTEMe BO3MOXCH CHHTE3 YETHIPEX KPHCTAJUIMYECKUX
¢a3x: Mo,B, MoB, MoB, u Mo,;Bs. Ilo maHHBIM pacTpoBO#l 3JIEKTPOHHONH MHKPOCKOIMH YacTHIBI OOPUIOB
MOJIMO/ICHa XapaKTepHU3yIoTCs MUPOKUM pacrperiesieHreM 1o pasmepam ot 10 o 100 um, hopmupyroT arsiomepaTsl

¢ pa3mepamu 0 ~ 550 um.

KmoueBbie cnoBa: 6opuyt Mosmb/ieHa, yroBoi paspsyl, IIepeMEHHbII TOK, 6e3BaKyyMHBII METO[I.

DOI: 10.61011/PJTF.2024.12.58058.19838

Bopunsl MeTaiioB SIBJISIOTCS, KaK MPaBUIIO, CBEPXTBEp-
ObIMH MaTepHalaMM, KOTOpble MOI'YT NPHUMEHSATHCS B 00-
pabaTbiBalonIeil MPOMBIIUIEHHOCTH. M3BecTeH psAx 3Kclie-
PUMEHTAJIBHO IIOJIyYE€HHBIX M PACUCTHBIX KPHCTAJLIIMYECKUX
CTPYKTYp OOpUIOB MOJMONEHA C MEePCHEKTUBHBIMU (U3UKO-
MexaHnuecknmu csoiictsamu [1]. Kpome Toro, akTuBHO 00-
CY)KITQIOTCSI BOIIPOCH! TOTEHIMAJIBHOTO MPUMEHEHHs 0OpH-
IOB MOJIO/IeHa B COCTaBe PasjIMYHbIX KaTaim3aTopos [2,3].
CuHre3 00opumoB MojHOOEHAa BO3MOKEH C IPUMEHEHHEM
psa U3BECTHBIX METOMIOB: MEXaHOCHHTE3, CaMOpaclpocTpa-
HSAIOIMICS BBICOKOTEMIIEPATYPHBI CUHTE3, CMHTE3 ¢ 00b-
eMHBIM C)KHT'aHHEM, TepMobapuyeckuii Meton u ap. [4-9].
B mocnenHne necATIICTHSI aKTHBHO pPa3sBUBAeTCsl TPyIIa
AJIEKTPOIYTOBBIX METOIOB CHHTE3a YIJICPOTHBIX HAHOCTPYK-
TYp, U3BECTHBIX U HOBBIX KapOumoB [10-13]. M3BecTHa Me-
TOJIMKA, OCHOBAHHAsI HA WCIIOJIb30BAHHH JIyTOBOTO paspsiia
IIOCTOSIHHOT'O TOKa, MHULMUPOBAHHOTO B OTKPHITOM BO3MYII-
HOIl cpefe, C JOCTIDKGHMEM TakK HasbBaeMoro 3gdexra
CaMOSKpaHUPOBAHUS PEAKIMOHHOrO obbeMa [14], B pamkax
KOTOPO#l OBUT YCIENIHO TMOJIYYeH pPs KPHCTAJUIMIECKUX
(a3 6opunoB Bosbpama. Ilpu aTom B smTeparype oTCyT-
CTBYIOT CBEJICHUS] O BO3MOKHOCTH CHHTE3a 0e3BaKyyMHBIM
AJIEKTPOIYTOBBIM METOIOM KPHCTAJUIMYECKUX (a3 Goprmos
MoJInOiIeHa, HECMOTPS Ha TOT (aKT, 4To OOPUIB! BOJIb(ppama
U MOJIMOfIeHa fABJIAIOTCA CTPYKTYpPHBIMU aHajioramu. Kpome
TOr0, OTCYTCTBYIOT SKCIEpHMEHTAJIbHBIC IOKa3aTesbCTBA
BO3MOXHOCTEH pean3auuu 0e3BaKyyMHOI'O BJIEKTPOLYIo-
BOI'O METOfla C HCIOJIb30BaHHEM MEPEMEHHOTO TOKa JIJIs
CHHTE3a OIpENEICHHBIX KapOuaoB, OOPHUIOB U T. 1.

Cepusi SKCIIEpIMEHTOB 110 HOJIyYeHHIO OOpUIOB MOJIMO-
IeHa IPOBOMNJIACh HA OPUIMHAJIBbHOM JIADOPaTOPHOU 3JIeK-
TPOPA3psSAHON YCTaHOBKE IIepeMeHHOro Toka. McxomHas
CMeChb MUKPOPa3MEPHOro MOJIMOIEHA ¥ PEeHTIeHOaMOP(HO-
ro 0opa momMemarnach B IpaHTOBBIA TUreJIb C KPBIIIKON
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(1.000 £+ 0.005g), KoTOpBIH pa3mMernascs B GOIBLIIOM rpa-
¢uToBOM THresie. bosbmmii TUresTb TOAKIIIOYAJICA K OTHOMY
HOJTIOCY UCTOYHUKA MUTaHusA. Ko BropoMy Mosocy UCTOYHH-
Ka TOKa HOAKJIIoYaJICs IpaUTOBBI LIMIMHAPUIECKUN CTEp-
xKeHb. JlyroBoil paspsn IepeMeHHOIo TOKa MHULMHPOBAJICS
U TIONJCPIKUBAJICS MEKIY KPBIIKOH MaJioro rpaduroBOro
TUIJI M TOPIIOM TPadUTOBOr0 NHJIMHIPHYCCKOIO CTEpPIKHS
B TeueHre 50s. Cnita TOKa yCTaHABJIMBAJIACH B IHMAaIla30HE
300 £ 5 A. Ilpu Takux mapaMmeTpax TUrejb C IIUXTOH IMpo-
rpeBajicd IOJIHOCTBIO IO TeMIlepaTypbl B CpelHeil 4acTu
(mo Beicore) 1517°C (nmpu CpeqHEKBagpaTHYHOM OTKJIOHE-
Hun 57°C). Takoil IuanasoH TeMIeparyp AOCTATOYEH IJIs
cunre3a GopumoB mosmbnena [15]. Ipu HanpsokeHmn Ha
ayre 36—37 V konm4ecTBO NMOABEICHHON SHEPIHU COCTaBH-
so 537kJ (npm cpemHekBampaTHdHOM OTKiIOHeHHH 14 KJ).
B cepusix SKCIEpEMEHTOB MEHSUIOCh aTOMHOE COOTHOLICHHE
Mo u B B nuanaszone ot 1/1 mo 1/15. B mponecce kaxmgoro
9KCIEPUMEHTa COCTaB ra3oBOU Cpefbl B 00beMe IOJIOCTH
OosblIero rpaUTOBOrO THUIVIA ONpEHESIsICS MOTOKOBBIM
rasoanasmsaropom (Tect-1, Bonap, Poccust). M3BiiedeHHblit
MOCJIC KAXKIOT0 IKCIICPHMEHTa U3 TPadUTOBOrO TUTJIS IOPO-
[IOK aHAJIM3MPOBAJICS METOIAMU PEHTICHOBCKOI MrdpaKTo-
merpud (Shimadzu XRD7000s, fAnonusi, CuK,-u3nydenue)
U PacTpoBoii 3JieKTpoHHOM Mukpockomnu (Tescan Vega 3
SBU ¢ aHaim3aTopoM XUMHYECKOro cocTaBa, Yexus).

Puc. 1 mumoctpupyer u3MeHeHHe KOHIIEHTPAIHI ra30B B
o0beMe TpauTOBOrO TUIJIA B IPOIECCE TOPSHUS TyTrOBOTO
paspsiia IepeMEeHHOTO TOKa. BHIHO, 4TO KOHIIEHTPAIHS KHC-
JIOpofa CHIKAeTCs ¢ HOPMaJIbHOM Ul BO3AyXa 10 YPOBHS
nopsinka 5—6vol% (puc. 1,a). IIpu 5TOM KOHIEHTpaImu
razoB CO u CO, Bospacraior 1o nopsaka 14—15vol%
(puc. 1,b). DTH naHHBIE CBUIETEIBCTBYIOT 00 OKHCJICHHU
yIJIEpoia B COCTaBE 3JICKTPOINOB C (POPMHUPOBAHMEM aBTO-
HOMHOU ra30Boii cpenbl. CllenyeT OTMETHTh, YTO B Ta30BOM
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Puc. 1. Jlannbie aHammM3a ra3oBoil cpesl B mpoiecce oopaboTKu
cMmecn MosOneHa M Gopa aTMOC(EpHBIM JIyrOBBIM PaspsiioM
TIEPEMEHHOTO TOKa.

TpaKTe aHaJIU3aTopa MPUCYTCTBYET aTMOC(EpHBIH BO3MIYX,
a cUCTeMa He M30JIMPOBaHa, II03TOMY C BBICOKOW BEpOSIT-
HOCTBIO KOHIICHTPAaIWK KHUCJIOPOAA 3aBhIIIeHHI, a razoB CO
u CO, 3anmxensl. Takum obpasom, nocturaercs 3pQPexT
CaMO3KPaHUPOBAHUS PEAKLIMOHHOI'O 00beMa, IPHUMEHACMBII
paHee B 3a7avax dJICKTPOIYTOBOTO CHHTE3a OOPUIOB BOJIb-
¢bpama [14] non neiicTBueM JYroBoro paspsijia MOCTOSHHOTO
TOKa. DKCIIEPUMEHTAJIbHO 3((EeKT caMOIKpaHUPOBAHUS Y-
TOBOTO pa3psfia MEePEeMEHHOro TOKA NP PELICHUH 3amgadd
CHHTE3a OOPHIOB METAJUIOB 3apETUCTPUPOBAH BIICPBHIC.

Ha puc. 2 npencraBiieHbl KapTHHBI PEHTTEHOBCKOH [IH-
({pakuuy NOPOUIKOB, IOJYYSHHBIX B CEPUH C YBEIIMYCHHEM
aromHoro cootHomenuss Mo/B: 1/1, 1/5, 1/10 u 1/15. He
AICHTUQUIUPYIOTCS MAKCUMYMBI, CBHICTEJIbCTBYIOLNIAE O
MIPUCYTCTBUAY MCXOIHOTO MOJIMOMICHA, YTO YKa3bBAET Ha €ro
HIOJIHBI pacxofl B Ipoliecce AyroBoil 0OpabOTKH IIMXTHL
He upentuduuupyiores: taxke AupakLUIOHHbIE MaKCUMY-
MBI, COOTBETCTByIOIIME (ha3aM OKCHIOB OOpa W OKCHIOB
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MOJIIO/ICHa, 9TO CBHAETENBCTBYET O HOCTIKEHHH d(p(eKTa
CaMOIKPAaHUPOBAHHUS C IOAABJICHUEM IPOLIECCOB OKUCJICHUS
IIPORYKTOB CHHTe3a. IneHTupUImpyoTCa KpUcTayimyecKie
¢aser Mo,B, MoB, MoB,;, Mo;Bs. He 3aduxcuposano
npucytcTBue (a3 Bolcmmx OopumoB MoBs_y, dopmmpo-
BaHUWE KOTOPBIX IPENCTaBJIAJIOCh BEPOSATHBIM BBUIY U3-
BECTHBIX JIATEPATYPHBIX MaHHBIX [16] mpM COOTHONIEHHH
Mo/B ot 1/10 go 1/15. Taxxke ciemyeT OTMETHTBb, YTO B
MIPOAyKTax CHHTE3a HE MACHTH(UIUpPYIOTCH (a3bl Kapouma
6opa, HUTpHAA YIJICpofia, HUTPKAA MosOIeHa (B Mpeesiax
YyBCTBHTEJIbHOCTH METOa PEHTICHOBCKON IH(PaKTOMET-
pun). OnHako 3aMeTHO Hamuune AN(PAKIMOHHBIX MAaKCH-
MYMOB, KOTOpPBIE MOTYT COOTBETCTBOBATbH (pa3aM HUTpPHAA
6opa (BN) u xapbuna mormbaena (Mo,C). B paccmarpu-
BaeMoit MHOro(a3HO# cHCTeMe MPH HAJIMIAd MHOXKECTBa
IA(PPAKINOHHBIX MAKCUMYMOB, COOTBETCTBYIOIIMX ITPUHIIH-
[IaM CyNepHO3ULUH, OTHO3HAYHO I0Ka3aTh IPUCYTCTBUE (a3
KapOuoB, OOpUIOB W HUTPHUAOB M ONPEHCTIUTb TOYHBIN
KOJIMICCTBCHHBIA COCTaB HE IPEICTABIISCTCS BO3MOMKHBIM.
TakuM 00pa3oM, B paccMaTpUBAaEMOil CHCTEME, BHJINMO,
IOMUHUpPYET peakuusi obOpasoBaHusi OopumoB. B mesom
pe3yJIbTaThl OLEHKU (pa30BOrO COCTaBa MPOLYKTOB CHHTE3a
COOTBETCTBYIOT IPEICTABJICHASIM O AMArpaMMe COCTOSTHHIA
6op—mosmbaen [17].

ITo pesynbprataM pacTpoBO 3JIEKTPOHHON MHUKPOCKOIHU
(puc. 3) yCTaHOBJIEHO, YTO THIMYHBIC YACTHIBI XapaKTe-
pU3YIOTCH OKpyIJIoN (OopMol, HalbJomaeTcsi HaJIMYuMe Kak
OTHEJIbHBIX YACTHI], TaK M WX arjiomeparoB. [lis gacThiy
6opunoB MoimbaeHa XapakTepHsl pasmeps! oT 10 1o 100 um
1 GOPMHUPOBAHUE arJIOMEPATOB C pasMepaMu A0 ~ 550 ym.
MakcuMyM pacrpeeieHusl HaXxoguTcd B AuanasoHe oT 20
o 40 um. Iluporoe pacnpenesieHHE YacTHIl 10 pasMepam
TUIAYHO Uil JICKTPOMYTOBBIX METOOB CHHTE3a BBHUIY
3HAYNUTEJIbHOTO TpajMeHTa TeMIlepaTyp, HOCTHIaeMbIX B
npouecce cuHre3a. CorylacHO pesyibTaTaM TUIUYHOTO
SHEPrOAUCIICPCHOHHOTO aHaim3a o0pasloB W3 3asBJICHHON
cepuu, BO BceX 00paslmax OYeBHIHO HICHTU(GUIMpYeTCs
npucytcrBue Gopa (53.55at.% mnpu cpenHeKBaapaTHIHOM
otkyoneHnn 1234 at.%) u mommbpena (13.31 at% mpwu
cpenHekBanpatnaHoM OTKIoHeHHH 7.18 at.%). Ilpm sTom
JIOKQJILHO TIPHCYTCTBYIOT YACTHIIBI, MIMCIONIME B COCTaBE
HaunboJIbliee coneprkanue 6opa (85.93 at.% npu cpenHekBaI-
patmaHoMm otkiioHeHnn 0.52at.%), orTimuaronmecs: Gonee
TEMHBIM KOHTPAaCTOM Ha CHHMKAaX, CICJIAHHBIX B PEeKUMeE
0bpaTHOpaccesTHHBIX JICKTPOHOB (pHuc. 3, a). Kpome Toro, B
obpasnax ¢ Haubosbeil poneit 6opa (Mo/B=1/10—1/15)
UAeHTH(QUIUPYETCs JIOKaJbHOE Hanudue asora (or 7.89
no 26.60at%) u yrmepoma (ot 1592 mo 30.37at%).
OTH pe3ysbTaThl MOTYT KOCBEHHO IOATBEPKAATh HAJIMYUC
OTHEJIbHBIX YacTHL] KapOWIOB M HHUTPUIOB B IPOLYKTax
cuHTe3a. TakKe MPUCYTCTBYIOT HEKOTOPHIC MPUMECHBIC XH-
MIYECKHE 3JIEMEHTH, a UMEHHO KHCIJIOpOM, JKeJie3o, cepa
U KPEeMHHUI C CyMMapHbIM coiepaHueM He Oosee 2 at.%,
KOTOpble MOIVIM OBITb KOMIIOHEHTaMH HCXODHOTO ChIpbf,
THUIJICH, MOTJIM TONAacTh B IIPONYKT B IIpoLecce CHHTE3a,
cbopa, TPaHCIOPTHPOBKH 0OPAas3IIOB.
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Pwuc. 2. TunuuHble KapTUHBI PEHTTCHOBCKOI U(PaKIMK MOPOLIKOBBIX IPOLYKTOB CHHTE3a, HOJIyYCHHBIX B CEPHH C M3MCHEHHEM B IIMXTE

aroMHOro cootHomenuss Mo/B ot 1/1 mo 1/15.
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Puc. 3. TunmyHble CHUMKH PacTPOBOM JIEKTPOHHON MUKPOCKOIMH NPOIYKTA CHHTE3a. d, C — B PEIKUME OOPAaTHOPACCESHHBIX 3JICKTPOHOB

(BSE), b — B pexume BTOpUYHEIX 371eKTpoHOB (SE).

[IpencraBieHHBe Pe3ysIbTaTHl IKCHCPHUMEHTAIBHBIX HC-
CJICTIOBAHMUIA MTO3BOJISIOT C/IEJIATh CJICAYIOIINE BEIBOMBL

1. BmepBble 3aperucTpupoBaHO HOCTIOKeHHE 3(ddexTa
CaMO3KPaHUPOBAHUS PEAKLMOHHOIO 00beMa OT KHCJIopona
BO3/lyXa [UI JYTOBOTO pa3psfia MepeMEeHHOI'o TOKa, YTO pa-
Hee CUUTAJIOCh CHPAaBEJIMBBIM TOJIBKO Il IYTOBBIX pa3ps-
IOB IOCTOSIHHOI'O TOKa. DTOT (haKT MO3BOJIAET CYLIECTBEH-
HO pacIINpUTh I'PaHULBI TaK Ha3bIBAEMOro Oe3BaKyyMHOI'O
JIEKTPOLYIOBOrO MeETofla U NPOHOJDKUTH MOACPHHU3ALIMIO
METOIUKH U 000pYHOBaHHUS.

2. B cpaBHeHMM c aHajOramMM TIpEIUIOKCHHAs CXema
9KCIICPHMEHTa M0 MOJIYYCHHIO IMOPOINKOBBIX MaTepHasloB

ABJIICTCS TPOCTEHINEil, TaKk Kak TpeOyeT TOIbKO HaJd-
WS MINXTHL, IPapUTOBBIX 3JICKTPONOB W HCTOYHHMKA Iepe-
MEHHOTO TOKa. B 1esioM 0e3BaKkyyMHBIN 3JICKTPORLYTOBOM
METOJ OTJIMYAaeTCd OT AHAJOTMYHBIX METONOB MPOCTOTON
KOHCTPYKIIH, MOBBHIIICHHONW 3HEProd(QeKTUBHOCTHIO, IIH-
POKHMM JIMANa30HOM HOCTUTaeMbIX TeMIEepaTyp W HU3KHMU
TpeOOBaHHUAMH K MCXOTHOMY CHIPBIO.

3. BriepBble moka3aHa BO3MOKHOCTb TTOJTyYCHHUS] KPHCTaJI-
Jmaecknx (a3 OopHIoB MOJIMOICHA C TIOMOIIBIO pa3BHBa-
€MOr0 OTEYECTBEHHOI0 OE3BaKyyMHOT'O 3JICKTPOyrOBOTO
METOJA, peaau3yeMoro Ioj AEUCTBHEM TyroBOTO paspsia
IIEPEMEHHOI0 TOKa B OTKPBLITOM BO3AYIIHOM Cpefe.

Mucbma B XKTD, 2024, tom 50, Bbin. 12
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JanpHelme WCCIeNoBaHus IUIAHUPYEeTCs IMPOBECTH B
00J1acTH ONTHMH3AaIMK IapaMeTpoB 3HEPronoTpeOsIeHHs,
MaclITabUpOBaHUs, OLIEHKH CKOPOCTU PacXofa 3JIEKTPOIOB,
OLICHKH BO3MOXXHOCTH CHHTE3a APYTUX OOPHIOB U KapOUIOB
METAJIJIOB C NIPIMEHEHUEM TPEAJIOKEHHOTO MOIXO/IA.

®uHaHcupoBaHue pa6oTbl

HccnenoBanue BBHIIOSHEHO 3a cueT rpanta Poccuiickoro
Hay4yHoro ¢onma Ne 23-79-01145 (https:/rscfru/project/23-
79-01145/).
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