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IIpuBeneHbl CPaBHUTEIIbHBIE XapaKTEPUCTU TEPMHUYECKOTO OKUCIICHUs yriieponHoro konueHcara (YK), nmosyden-
HOTO II0 METO/ly BBICOKOYACTOTHOTO — JyrOBOI'0 MCIIAPEHUS TPaUTOBLIX CTEPIKHEH U CTEPXKHEH, MMEIOIIUX 0CeBOe
OTBEpCTHE, 3aIOJHEHHOE MOPOIIKOM HHUKEs. Bo BTOpoM citydae Kpome pasyiiyHbIX (POpPM HaHOIUCIIEPCHOTO yIJie-
pona ob6pa3yloTcss HAHOYACTULIBI CO CTPYKTYPOIl HUKEJIeBOe spo—yriieponHas obostouka. [Tporeccsl TepMudeckoro
oxucieHnss YK ¢ copmeprkaHneM HuKesi M 0e3 HEro NmpoTeKaad C CYIIECTBEHHBIMU OTIMYMAMU. YacTHIBI HUKEIs,
UMCIOIHE YIJICPOAHYI0 O0OJIOUKY, MPOSIBIISJIM KAaTaIUTHYCCKAE CBOWCTBA MO OTHOIICHHIO K IPOLIECCY OKUCIICHUS
HAaHOPa3MEPHBIX YIVIEPOOHBIX CTPYKTYp. Habumonaercs cymecTBeHHOE OTIIMYME TEMIIepaTyphl OKOHYAaHHMS IpoLecca
OKHUCJICHUS Pa3/IMYHBIX HAHOPAa3MEPHBIX YacTHI] YIJIepoNa U YacTHI] HUKEJIS C YIJIEPOIHOH 000JIOUKOM.

3amaua HacTosIell paboThl — UCCIICIOBaHUE BIIMSHHS HAHOAMCICPCHBIX YaCTHUIl HUKEIA Ha TUHAMUKY OKHCJICHHS
YIJICPOTHOTO KOHJIEHCATa B Pe3yJIbTaTe HarpeBa B MOTOKE aprOHOKHUCIJIOPOIHON CMEHBI.
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BBepeHune

XopolIo U3BECTHO, YTO AJISl YCKOPEHHS NPOLIECCOB OKHUC-
JIeHUs] Pa3JIMYHBIX HPOIYKTOB Ha OCHOBE Yrjepona B Ka-
YecTBEe KaTaJlM3aTOPOB HPHMEHSIOTCS MeTaJIbl. BrIcokoit
KaTaJIMTUYCCKOM aKTUBHOCTBIO oOJiamaioT 3-d MeTauisl U
METaUTHl IUTATHHOBO# rpymisl [1]. MeTasutsl HCIoIb3yoTest
KaK B YACTOM, TaK M B HAHCCCHHOM Ha yriepon Buae [2].
B nporecce nia3MeHHOro CHHTe3a pas3yIMYHBIX HaHOpa3sMep-
HBIX CTPYKTYp Ha OCHOBE YIJIepojia IpU BBEICHUU MeTajl-
JIOB, KpoMe (pyJuIepeHOB, HAaHOTPYO, TpadeHOB 1 aMOpP(HHOro
yriiepofa eme oOpasyloTcsi W 4YacTUIBl CO CTPYKTYpoi
METaJJIMYEeCKOe sIpO—yIriiepoaHas obosouka [3].

3KCI16pI/IMEHTaJ1bHaﬂ YyacTb

Hamm ObUT mpoBemeH CHHTE3 YIJIEPOIXHOTO KOHICHCATa
(VK) B ycranoske ¢ BY myroBeiMu paspsiiamu B atMochepe
reJTusi P ero HopMaJIbHOM fiaBiieHud [4]. B mepBoM ciydae
pacHbUISUIMCh OTOXIKECHHBIE T'PaUTOBBIC CTCPIKHH MAapKH
OCY mnamerpom 6 mm. Bo BTOpOM citydae pacmbiisiemMble
CTep)KHH MMEJIM OCeBOE€ OTBEPCTHE, 3allOIHEHHOE HHKe-
neM. Hukens cocraBistit 19% oTHOCHTEILHO OOIIETO Beca
pacmbuisseMoil Macchl. COOTBETCTBEHHO ObLIIM IOJTy4YEHBI
obpasusl YK1 u YK2. Pentrenoda3oBeiii aHanmu3 moxasan,
9T0 B cocTaBe obpasna YKI1 mmerorcss ¢assl ¢ysiepeHos,
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rpadura u amop¢Horo yriepoma, a B cocraBe oOpasua
YK2, xpome BbIIICTIEPEUNCIICHHBIX CONEPIKUTCA enle u (asa
MeTaJUTM9ecKoro Hukess (puc. 1).

Bo Bpemst pacmbuieHHsT TPadUTOBBIX CTEPXKHEH C HaIoJ-
HEHHEM W3 HHKEJICBOTO IIOpOIIKa 00pasyeTcsi HHKEJIeBO-
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Puc. 1. PentrenorpamMmer o6pasuoB YK, cuHTe3npoBaHHOro Iy-
TeM pacmbeuieHusi rpadura BY myrosemm paspsmom: I — VK1,
2 — YK2. PentrenorpaMmsl OBUT MOTy4YEeHBI Ha MOPOIIKOBOM

magppakromerpe Bruker, D8 Advance.
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Puc. 2. Nzo6paxenne obpasia YK2, nonyderHoe merogom [1OM
Ha npudope JEOL JEM-2100, yckopsiomee Hanpsbrkerue 200 kV.

yrileponHasi iasma. [Iokumasi BHICOKOTEMIIEPaTypHYIO 00-
JIacTh paspsiia, IJIa3Ma OCTHIBACT, MEPEXOoist B COCTOSIHHE
TOMOTCHHOM CMECH IMeperpeThiX MapoB HHUKENs W rpadura.
Hukenb npakTiyeckn He pacTBOPSICTCS B YIJICPOJIE, MOATO-
My IpU KOHICHCALMU MAapOB HHKEIS M yIVIepoma YIJIepon
BBICTYIIACT Ha IMOBEPXHOCTb JKUIKHMX YACTHI[ HUKeNs Tak
KaK HHUKEJIb He CymecTByeT B cocrosiunu Kapouma (NizC)
ke 700°C, To B mporecce OCTHBaHHA (OPMHUPYIOTCS
YaCTHIBI CO CTPYKTYPOU HUKEJICBOE SAPO— yIJIepoHast 000-
Jouka [4,5].

W3 puc. 2 BuaHO, 4T0 0OOJIe€ KOHTPACTHBIC O0JIACTH —
YAaCTHIBl HUKEIS C XOPOIIO BBHIPAKEHHBIM CJIOEM, pac-
MpEeesieHbl  HEeMOCPENCTBEHHO B MaTpHIle U3 aMOp(pHOro
yraepona. O00J109YKa HUKEIEBBIX YaCTHI[ HE OTIMYACTCS IO
KOHTPACTHOCTH OT MaTPHIbl, HO IMEET 3aMETHYIO CIIOUCTYIO

CTPYKTYPY.

PesynbTartbl U 06cyxpeHus

HWccnenoBanme mporecca okucieHus obpasnoB YK1 u
YK2 npoommnoch Meromamu auddepeHmnaibHoro Tep-
muueckoro ananmmsza (ITA) u TepMOrpaBEMETPHYECKOTO
anamm3a (TTA) ¢ mcnosb30BaHUEM CHCTEMbI CHHXPOHHOTO
tepmmaeckoro aHammsa NETZSCH STA 449 C, Jupiter.
Ckopoctp HarpeBa obpasnos 10 °C/min, ocymecTsisiach B
notoke cmecH ra3oB Ar/O; (80%/20%).

Pesynbrar TepmorpaBuMerprueckoro axammsa YK1 mo-
KazaH Ha puc. 3,a. B TemmeparyproMm mHTepBasie oT 250
no 690°C mporekaer sK30TepMmmdecKas peaknusi. [papux
TEeMIePaTYPHO! 3aBUCUMOCTH BBIICJICHHSI TEIJIOTH MMEET
HepoBHYIO (GopMy ¢ MHOXKecTBoM mmkoB. IIpomecc co-
HPOBOKIAETCST 3HAYMTE/IBHBIME IIOTEPSIMA Macchl o0pasna
(oxos10 90%). Hanbosiee HHTEHCUBHBIE OTEPU IPOUCXOMIST
B TemneparypHoM wuHTepBasie oT 390 mo 620°C. Drtor
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MPOLIECC COOTBETCTBYET FOPEHHUIO aMOP(HOro yriepoma u
(GY/UIepeHoB, a TaK JKe APYIuX HAHOCTPYKTYPUPOBAHHBIX
(bopm yriepona [6].

YK, nosrydeHHBIA TYroBIM pacIbUICHHEM B atMmocdepe
rejiis, UMeeT PacTBOPUMYIO 4YacTh, HPEICTaBJISAIONIYIO CO-
6oit cMmech ¢ysuiepeHos [6,7].

TI'A pactBopumoit yactu obpasna YKI1 npencrasien Ha
puc. 3, b. Kak BugHO U3 rpaduka, B TeMIepaTypHOM HHTEp-
Basie oT 390 mo 600°C HaOiromaeTcst peaxiusi, UMerouast
sk3oTepmmdecknii 3d¢ext. Obpaser; Tepsier 96% Macch B
mranasoHe Temreparyp ot 450 mo 580°C. I'paduk Temme-
paTypHOIl 3aBUCUMOCTH BBIICJICHHSI TEIIOTHl MMEET OIUH
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Puc. 3. 3aBrcuMOCTb TEIUIOBOrO MOTOKA OT TEMIIEPAaTyphl HArpeBa
B IIOTOKE Ta30BOil CMECH aproHa M KHCJOpoja: @ — Julsi oOpas-

ma YK1, b — g pactBopumoii yactu obpasua YK1, ¢ — mia
obpasma YK2.
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YEeTKOBBIPYKCHHBIN YIINPEHHBINA UK. Y IIIPEHUE 3TOTO MUK
MPOUCXOIUT BCJICIICTBUE PA3JIMIHBIX TEMIICPATyp PEaKIIHU C
KHUCJIOPOIOM IJIs pasmyHbx Gopm dyruieperos [8,9).

Otmertnm, 4TO SHTAIBIUA ropeHus obpasnoB YKI1 u ero
pactBopumoit yactu pasabl 17.4 n 19.3 kJ/g cooTBeTcTBeH-
HO. DTO TOBOPUT O TOM, YTO PEAKIUS TEPMOOKHCIICHHS
($yJUIepeHOB BHOCHT CYHIGCTBEHHBI BKJIa[ B BBIICIICHHE
TEIUIa B IIPOIIECC OKUCJICHUSI YIVICPOTHOIO KOHICHCATa C
conepykaHueM (yJUIepeHoB.

Pesynprar TI'A anamuza obpasua YK2 mnokasan Ha
puc. 3,c. Xapakrep m3meHennii B YK2 cxomen c¢ YKI.
OnHaKO CTOMT OTMETUTb, YTO IK30TEPMHUUYCCKHil MK B YK2
cTajn 0ojiee KOMIIAKTHBIM M MIMEeT MCHEe pPa3MBIThIC MHUKH.
Peaknust ¢ BeIesieHMEM TeIl1a HAOJIIONAeTCcs B TeMIlepaTyp-
HoM mHTepBasie oT 280 mo 536°C. C morepeit Beca 62%
HanboJiee MHTEHCHBHO IPOIECC MPOMCXOOUT B MHTEpPBAJIC
ot 390 mo 507°C. Dutamenms okuciacHus obOpasma YK2
paBHa 14.9kJ/g, uro Heckonbko Hmxke yeM YKI. Csasano
3TO C TEM, YTO IO cpaBHEHMIO ¢ oOpasnom YKI maccoBas
nons QymurepeHoBoit cmecn B obpasme YK2 Hmxke ns-3a
NPUCYTCTBUS HUKEJIAL.

Kpome Toro, B obpasmax YK1 u YK2 B TemneparypHbIx
uaTepBasax or 700 mo 920°C m ot 620 mo 850°C coot-
BETCTBCHHO MPHUCYTCTBYET eIe OMH dK30TEPMUUYCCKHIA 3-
(eKT, TakkKe CONMpOBOXKIAOIIIICS moTepsiMu Beca. [lorepn
Beca coctasmi 8% B YK1 u 5% B YK2.

M3BecTHO, 4TO BBHICOKOTHMCIEPCHBIA I'padUT pearupyer C
KucyioponoM 1ipu Temreparype okosto 700°C, a HaHOCTpyK-
TypHPOBaHHBIE IPOIYKTH HA OCHOBE YIJIEpOIa BBIFOPAIOT
npu temneparypax ot 200 mo 600°C [8,9]. YuursiBas 370,
U CBsI3aB [IAHHBIC PEHTTeHOCTPYKTYpHOro ananmu3a (PCA) u
JCK o6pasnoB YK1 u YK2, MoxxHO criesiaTe BBHIBOI O TOM,
9TO 3TU 00pasIbl comepxar rpagut. DTO MOATBEPKIACTCS
U TeM, 4TO TP OKUCJIeHWH pacTBopuMoil dactu YKI, He
coneprkaieit a3y rpadura, OTCyTCTBYET SK30TSPMIYCCKHIA
a¢dext B muanaszone ot 650 mo 1000°C.

Obpasenr YK2 Obu1 Harper B nepeBatorpadge B Tex
e ycyoBusix. HarpeB ObLI OCTaHOBJICH IpU TeMIIEpaType
550°C, obpaser ObLT U3BAT IJIsT UCCIICMOBAHUI METOHaMA
PEHTTEHOBCKO# (POTO3IeKTPOHHOI criekTpockormu (POIC)
U IIPOCBEYMBAIONIEH 3JIeKTPOHHOI MuKpockormu ([IOM).

Dopma nrKoB HEKeJIst (puc. 4, @) TPAKTHIECKA HE OTIIYa-
eTcst oT (popMBL, XapakTepHoi s coequaerunst NiO [10-12],
n3-3a Oospmneil e(EeKTHOCTH CTPYKTYpH, a Takxke 00-
pa3oBaHNs HE3HAYUTEIBHOTO KOJMYECTBA ITOBEPXHOCTHOTO
TMAPOOKCHIA HUKeNs. B crekTpax kucsiopona o muky O,
pemerke NiO oTBeyaeT Hambosiee MHTCHCHBHAS JIMHHSL C
sHeprueii cBsa3u 529.3 eV. Jlunus ¢ 3Heprueit cBsa3u npumep-
HO 531eV coorBercTBYyeT ,AehekTHOMY KHCIOPORY Oger
(aToMm KucIOpOna, MPUMBIKAIOMMIA K BakaHcusM Ni), KOTO-
past OSIBIISICTCST BCJICICTBIE BBICOKO IC(PEKTHOM CTPYKTYPBI
NiO [11]. Kpome Toro, mpu pasnoxennu crektpoB O 1s
MO)KHO BBIJIJTUTB OoJiee c1abble JIMHUU C DHEPIHsSMH CBS3U
533.3 u 532.1 eV, xoTopBle OTHOCATCA K aACcOpOMPOBAaHHON
BOJIC M KHCJIOPOIOCONEPIKAIINM OPraHHYCeCKHM COCIIHE-
HHUSM Ha TOBEPXHOCTH. B crmekTpax yriiepoma OCHOBHast
IIMPOKasi II0JIOCA C SHEPruedl CBA3M COCTOMT M3 BKJIA-
OB rpaduUTONONOOHOrO yriepoma C sz—m6p1/ml/13aunel71
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Puc. 4. POOC obpasia YK2 nocne HarpeBa 10 TeMmepaTypbl
550°C B mOTOKE aproHa ¢ KHCJIOpomoM. a — JmHES Ni 2p,
muanazoH 850—870¢eV; b — ymuus O 1S, nuanason 527—536 ¢V,
¢ — ymuusa C 1S, quanason 281—-293 eV.

(284.5eV) u yrnepona ¢ Sp’-rubpwmmsarmein 285.3 eV
(puc. 4,b). Kpome Toro, MoxHO BbiiesuTh JiHHM 286.3
n 288.6eV, xoropsle MOryT OBITP OTHECEHBl K CIHPTO-
BBIM U KapOOKCHJIBHBIM I'pyIIIaM COOTBETCTBEHHO. MloHHOe
TpaBjeHHE NPUBOAUT K HEKOTOPOMY YBEJIMYEHMIO [OJIU
SP*-rubpUIM3alN 32 CYET Pa3yropsi0YeHUs IpaduTono-
TOOHBIX CJIOEB.

ITo merony IIOM 6buT0 ycTaHOBJIEHO, uTo YK2 mocre
HarpeBa B IIOTOKE aproHO-KHCJIOPOMHOM cMecH INpH OMu-
CaHHBIX BBIIIC YCJIOBHSIX COHCPXKUT YaCTHIBL, ITOKPBITHC
yrJ1epojHoit 06osouxoit (puc. 5).
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Puc. 5. Uzo6paxenue obpasua YK2 mociie Harpesa, MoTy4eHHOE
¢ nomompio Merona I19M na mpubope JEOL JEM-2100, yckops-
fomee Hanpspkenne 200 kV.

OCHOBBIBasACh Ha [AHHBIX, IOJYYEHHBIX C IIOMOIIBIO
POOC wu »7eKTpOHHOH MHKPOCKONMH, MOXHO CHEJIaTh
BoiBom, u9to YK, momywenmerii B BY mmasme, comep-
HUT YacTHUIBI HAa OCHOBE HHKEJd, UMEIOIIUE CTPYKTYpY
Anpo—obosiouka. B kauecTBe sfpa BBICTYNAET IOJUKPHU-
CTAJUTMIECKAN HUKEJIb, a 000JIOUKa TMPENCTaBIseT COOOM
yIIlepon ¢ SpP’-rubpuausaleii BOIM3M HMKEJIEBOTO Spa,
nepexosieii B Yrepos ¢ SP>-rubpuTuzaiueii Ha BHENIHEi
rpaHuiie 000JI0YKM YacTull. B mpomecce HarpeBa B MPUCYT-
CTBUU KHUCJIOPOZIa HUKEJIEBOE SIIPO OKUCIIAETCA MpPU 3TOM
yraeponHas obojiouka ocraercs a0 Temmeparypsl 600°C.
[Ipn nmanpHe#IeM MOBBIIICHAW TEMIEpPaTyphbl YIJICPOOHAS
000J109Ka CropaeT, OCTaBjAd SAPO U3 MOJUKPUCTAILIAYE-
CKUX HaHOPAa3MEPHBIX YaCTHILl OKCH/IA HUKEJIS.

3akniovyeHue

B nacrosimeit pabore mokaszaHo, 4yTO Bce (a3bl, comep-
xkamuecs B YKI1 obpasyromemes mpu IyroBoMm crocobe
pactibuieHus. TPaQUTOBBIX CTEp)KHEH, T.e. TPH CHUHTE3E
(dyJUIepEeHOB, B MOTOKE KUCIJIOPOA-aprOHOBOM CMECH I'a30B
BBIFOPAIOT, HO C Pa3sHbIMU TeMIepaTypaMH MaKCHMyMOB
ropenusi. Ilpoueccsl ropeHus pasjinyHbBIX (a3 HaKJIAIbIBa-
IOTCS, YTO TO3BOJISICT CHEIATh BBIBOJA O HEBO3MOXXHOCTH
BBIICJICHUS] KaKOW-TM00 (has3pl yriieposia METOIOM TepMHde-
CKOTO OKHCJICHHs B IIOTOKe KHcjoposa. BeneHue Huxens B
npoliecce PaclbuIeHNs] IPUBOAUT K BOSHUKHOBEHHIO YaCTHIL
CO CTPYKTYpO# yIyepomHast 000JI0YKa—HUKEJIEBOE SIPO.
VK2, copmepxammii Takne YacTHIIBI, B3aUMONCHCTBYET C
KUCJIOPOZOM OoJiee MHTEHCHBHO M IPOLECC MaKCUMaJIbHOU
MHTCHCUBHOCTU TopeHusi Bcex (a3 cmemaercs B Oosiee
HusKkue Temrepartypsl. [Ipu Harpese no Temmepatypst 550°C
B NPHUCYTCTBHU KHcJopoga obpasma YK2 sppa wactun ns
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HUKEJIS OKUCIISIIOTCS, IIPY 3TOM 000JI0UKa U3 yIyIepona ocTa-
eTcd CTOUKOU. YriepormHass 000JI0YKAa HHMKEIEBBIX YacCTHIL
BBITOPaeT B IMOTOKE KHUCJIOPOA-aprOHOBOM CMECH JIMIIb B
nuanasoHe Temreparyp 660—920°C. A IMEHHO CyIIeCTBYeT
TeMIepaTypHas 30Ha, IPEKPaTHB Mofady KHUCJIOpPOsia B KOTO-
POif, MO)KHO OCTaHOBHTD BHITOPAHHE YIJICPOIHOI 000JI0UKH
yacTull. Takum oOpa3oM, TepMUYECKOE OKUCIICHUE TI03BOJIS-
eT BBIICIIATh YAaCTULB! SAPO (OKCHA HHKEJIs ) — yIrJIepOIHast
obostouka u3 YK, mosydeHHOro mpu BBEOCHUU HUKENS B
MIPOIIECC CHHTE3a.

bnaropgapHocTH

Uccnenosanne npu nomormu Metoga [IOM BbimosiHeHO

C HUCIIOJIb30BAHUEM O60pyZ[OBaHI/IH OMcCKoro PETUOHAJIBHOT'O
LIKIT CO PAH.

HccnenoBanue BBIIOJIHEHO NpU (UHAHCOBOW MOIJEPIKKE
Poccuiickoro ¢onna ¢pyHIaMeHTaIbHbIX UCCICAOBaHMIA, Tpa-
BuTesbcTBa KpacHosipckoro kpas, KpacHosipckoro kpaeBoro
(¢oHIa TONEPKKH HAYYHOW W HAYYHO-TEXHWYECKOH [esi-
TEJIbHOCTH B paMKax HaydHoro mpoekTa Ne 16-43-242148.
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