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VOHHO-IUIa3MEHHBIM ~ PACIIBUICHHEM  yIVIepOa W CBHHIA BIICPBBIC IIOJIYHYCHBI
TBEpIbIC PACTBOPBHI 3THX 3JICMCHTOB B IIJICHOYHOM IOKPBITHH, COCYLICCTBYIOIIHC C
amopdHbIM yriieponoM. IIpu BakyyMHO# TepM0O0OOpaboTKe MJIEHOK YIJIepoi— CBHHEL]
¢ KoHIeHTparmeil 6osee 68.5at.% Pb mocieqamii MpakTUYECKH MOJHOCTBIO HCIIA-
psieTcst ¢ 00pa3oBaHIeM MOKpHITHS U3 amMopdHoro yriepona. [Ipu omkure 1100°C
amMop(dHBIl yryiepoyl KpuUCTaJuIM3yeTcss BO BHOBb OOHapy:KeHHyIo (a3y c rekcaro-
HaJIBHOH pemeTkoi ¢ mapamerpamu a = 0.7603 nm u ¢ = 0.8168 nm. OmnpeneneHsr
peHTreHorpaddecKie AaHHbIC U1 HICHTU(UKAIMI 00HAPYKEHHOH (ha3blL.
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HecMOTpst HA TO 9TO YIVIEPON SIBJISIETCSL OHAM M3 CaMBIX DACIpo-
CTPaHCHHBIX 3JIEMEHTOB, HHTEPEC K HEMy He 0cCJiabeBaeT IO IOCJICAHEro
BPEMCHH, YTO MO3BOJISIET OTKPHIBATH HOBBIE €ro Momubukarmu: Kapous [1],
¢ymnepenst [2] u rpaden [3]. Ilpu aTom asoobpa3oBaHUEe MOKET 3aBHCETh
oT MeTofa 06paboTKU YIiIepoiconep i alero Matepuaia [4], a Takke cocTo-
SIHUSL ¥ CTAOMJIBHOCTH UCXOIHBIX OOPa3IoB MPUMEHUTENIBHO K ILIEHOYHBIM
aMOPGHBIM TTOKPBITHSM [5].

DopMUpPOBAHHE MATCPHATIOB  YJIBTPAAUCIICPCHBIME YaCTHIAMH  IIPH
HOHHO-TJIA3MEHHOM HAIBUICHHH COIPOBOXKIAETCS 3HAYMTEIILHBIM yBEJIMYe-
HHEM KOHIICHTPAIMOHHBIX TPAHUI[ B3aMMHOI PACTBOPUMOCTH 3JIEMEHTOB
Besiencteue 3¢dekra TepMOQIIYKTYallMOHHOTO IUIaBJICHHsST [6], mpUMepoM
YeMy MOTYT CJTyXKUTb CHCTEMBI KeJIe30—yriiepon [7] u TaHTan—Kaamuii [8],
B KOTOPBIX NP HHU3KOi Temiepatype (Meree 150°C) mosydeHsl He Cylne-
CTBOBABIIME PAHEE TBEPIBIE PACTBOPHI—CILIABHL
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B 310l CBA3M MPENCTaBHIIOCH 1IEIeCOO0PA3HBIM UCCIICIOBAHUE CTPYKTY-
pbl yIVIepoaa, MOJYYeHHOTO U3 aMOP(HOro COCTOSHUS B KayecTBE OCTaTKa
IpY WCTIAPEHUM CBHHIA B Ipollecce BaKyyMHBIX OTKUTOB IIPH BBICOKOM
(mo 1100°C) Temmneparype u3 ucxomHoi 6unapHoit cucremsl Pb—C. Hcxonst
U3 3TOro0, BBHINOJIHEHO HCCIICOBaHUE, UMEIOLIee LesIblo MOTyYeHHe MOKpPbI-
TH CUCTEMbl CBUHEL—YIJIEPOI U MCCJICNOBaHUE UX CTPYKTYpPBI U (Ha30BOro
COCTaBa JI0 ¥ TOCJIC OT/KUTA.

Marepuas Al UCCJIENOBAaHUS — IUICHKU CHCTEMBI YIVIEPOA—CBHHEL,
HPUTOTOBJIEHBl COOCAXKACHUEM YJIbTPaAUCIEPCHBIX YacTHILl BEIIECTB, IOJIY-
YEHHBIX HOHHO-IUTa3MEHHbIM pPAacCIblICHHEM, Ha XOJIOOHBIE HOMIJIONKKH U3
MOHOKPHCTaJUINIECKOTO KPEMHHS W CTEKJIA.

Hnsa GopmupoBanusi 00pa3noB MICHOYHBIX OKPBITUI UCIIOIb30BaHbI YT~
Jiepon ¢ comepxanueM 99.995 mass % OCHOBHOrO ayieMeHTa (CIeKTPaibHO-
9UCTHIA yritepon) u cBuHerl (99.99 mass %) B Buje MuineHeit nuametpom 40
n TommuHON 4 mm. [Ipr MarHeTpOHHOM PacHbIJICHUH B Ka4eCcTBE ITa3MO00-
pasyroLIero ra3a UCIoIb30BaH aproH, MOABEPIIINICS OYUCTKE Ha TeTTepe —
PacIIbUICHHOM THTaHE.

Metonuka ¢popMupoBaHUs 00pa3LOB CIUIaBHBIX ITOKPHITUH 3aKJI0Yasiach
B COBMECTHOM OCQ)K[ICHUH YACTHII YIJICPO/ia U CBUHIIA HA TIEPEMEIIAIONIACCS
OTHOCHTEJIBHO TIOTOKOB ITJIa3MBI MOJJIOKKH B BHUIE CJIOEB C IapIHaIbHOM
tomuuHoi (deg  de) B mpenesax HECKOJIBKUX MEPUOIOB KPUCTAJUTUYECKOM
perieTk: 10 cymMmMapHoi TommuHbl wieHkd (dx) 04—1.2 yum. Cropocts me-
peMellenns HOAJIOKKH OTHOCHTETLHO MOTOKOB TiasMel 5 - 1072 m - s~ 1. Ha-
IbUICHUE OCYIIECTBJISUIA OJHOBPEMEHHO C IBYX OIIIO3UTHO PACIIOIOKEHHBIX
MAarfeTpOHOB, IPOCTPAHCTBO MEXIY KOTOPBIMH Pa3fieIeHO YCTPOUCTBOM ISl
HepeMelleHUs TOJIOKEK.

CocTaBOM MOKPBITHS YIPaBIsUIA M3MEHEHHEM COOTHOLICHHUS MOIIHO-
CTel, MofaBaeMbIX Ha pacHbUIAIOIINE YIjiepol U cBHHeL MarHeTpoHsL Co-
CTaB IUICHOK KOHTPOJIMPOBAJIM BECOBBIM METOIOM IIO Macce PacHbICHHOTO
Y OC)KIEHHOTO KaXKIOro 13 3JIEMEHTOB BO BpeMs (JOPMUPOBAHUS ITOKPHITHSL
TonumHy IUIEHKH ONpenessyld METONOM pe3ep(OpHOBCKOro 00paTHOro
paccesHusl MPOTOHOB Ha TaHAeMHOM yckoputene YKII-2-1 u pacueTHbIM
ITyTEM Ha OCHOBAHMH KOJIMYECTBA OCAKICHHBIX 3JIEMEHTOB U X IJIOTHOCTH.

PeHTreHOCTpYKTYpHBEIE HCCIICNOBaHUA NPOBENEHH HA AU(PAKTOMETpe
D8 Advance ¢upmer Bruker ¢ menHpiM nsnnydeHueM Ak, = 0.154051 nm ¢
rpadUTOBEIM MOHOXPOMAaTOPOM. 3HaUCHHE NTapaMeTPOB PEIIETKU BBIYMCIICHO
KaK CpelHee NPH HMCIOJIb30BAaHUH BCeX NAU(PPAKIMOHHBIX JIMHAN OT WUICHTH-
¢unmpyemoii ¢assL
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Ta6bnuua 1. DeMeHTHBI U (A30BBIA COCTAB, TAPAMETP PEINETKA CBHHIEA U TIAPIH-
aJIbHAsI TOJIIUHA CJIOEB B IUICHKax cuctembl Pb—C

yﬁ:gg;:?:’lz:% ®da3nl apyp, M dpp, nm | dc, nm
5.7 Pb 0.4950 + 0.0001 3.70 0.05
289 Pb 0.4951 £ 0.0002 1.16 0.10
334 Pb 0.4949 + 0.0002 0.71 0.08
68.5 Pb + amopdusiit C | 0.4944 + 0.0006 0.15 0.08
779 Pb + amopdusiit C | 04935+ 0.0016 0.16 0.12

DJIEKTPOHHO-MHUKPOCKOITMTYECKIE MCCIICIOBAHMST BBIIIOJIHEHB! HA TIPOCBE-
yuBaromeM 3JieKTpoHHoM Mukpockone JEOL JEM-2100 ¢ snepromucnepcu-
oHHbIM feTekTopoM X-MAX (Oxford Instr.).

BricokoTemnepaTypHble OTXKUTH IPOBEICHB Ha BaKyyMHOH BBICOKOTEM-
nepaTypHOi Ieyd, U3roTOBJIEHHON Ha Oase ycranoBku YPBT-2500.

Hns uccnenoBanus copmMupoBaHo 5 06pa3noB miieHoK cucteMsl C—Pb,
KOHIICHTpAIMsl YIJIepoda B KOTOPBIX BapbupoBasiack oT 5.7 mo 77.9 at.%.
[IneHkn HaHeceHBl Ha CTEKJIO MJI YCTpaHEHHs MeENIAomuX paclu@poBKe
audpaxkTorpaMM pedJIeKCoB OT IOMJIOKKH, a MOKPHITHS C KOHIIEHTparuei
yriiepona 57.5—71.2 at.% — Ha NOJI0XKKY U3 MOHOKPHCTAJIIIMYECKOTO KPEeM-
HUA U1 00ecrieueHus] BO3MOKHOCTH IIOCTIENYIONIEro BaKyyMHOTO OTYKHIa
npu temueparype 1o 1100°C. Janasie 06 obmeil 1 mapryaIbHON TOJIIIHE
OT[EJIbHBIX CJIOEB CBHMHLIA M YIVIEPONA, 3JIEMEHTHOM M (pa3oBOM cocTaBe
WCXOIHBIX TIOKPHITHI MPUBECHHI B Ta0. 1.

Anamu3 au¢paxTorpamm mokpbuituil cucremsl Pb—C mokasan, uto npu
KOHIICHTpAllMX yryiepoga B MOKpeITuH oT 5.7 mo 33.4at.% ceuren mMeer
TabJIMYHBIN IapaMeTp peLIeTKU, COBIANAIONIMIl ¢ yKa3aHHBIM B KapTOUKe
ASTM No 04-0686. Yriepom mpu 3THX KOHIICHTPAIMSAX HUKaK ceOs Ha
audpaxTorpamMMe He posiBiifeT. IIpy KOHIEHTpaIysaAX yriaepona B IOKPEITHH
68.5 1 77.9 at.% B (ha3e cBHHIIA BO3HUKAIOT HANPSHKEHUSI, KOTOPBIEC TIPOSIBJIS-
I0TCS B YBEJIMUEHUH OIIMOKK OIpeesiecHUs IIapaMeTpa PelleTKH, a cpenHee
3HayYeHHE IapaMeTpa PeIIeTKH YMEHBIIAeTCsd B CBA3U C TEM, YTO aTOMBI
yIJlepona UMEIOT MEHBIINT aTOMHBIA PAIUyC, YeM aTOMbI CBUHIIA [9], XOTs
B IIpefiesiax OmMOKY HaOJIofaeTcs COBNAJeHue napamMeTpa pelieTKH CBUHIIA
¢ ero TaOJMYHBIM 3Ha4YeHHWeM. [Ipu 3ToM Ha mudpakTorpamMme Hapsity c
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Puc. 1. Tudpaxrorpamma mokpeitusi cuctembl Pb—C ¢ comepikaHueM yriiepo-
ma 779at%: a — mo omkura, b — mociie omkura 1100°C 4 vaca: ¢ — Pb;
MIYHKTHP — aMOPQHBL yriiepox, ¥ — YIVIEPOM; © — KPEMHHIA (IIOIJIOKKA).

mIKamMu OT ()asbl CBHMHIIA OTYCTIIMBO (DHKCHPYETCS Tajiylo OT aMopgHOH
¢a3bl yriepona. Ha puc. 1,a mpencrasieHa audpakTorpamMma HOKpPBITHS,
conepxkamero 77.9 at.% C, Ha nomoxkKy n3 crekia. [IlyHKTHpOM BeIEsIeHO

TaJyIo OT aMOp(HOro yriepona.
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Tabnuua 2. MeXIUIOCKOCTHBIC PaccTOsIHHs Chii, OTHOCHTESIBHBIC MHTEHCHBHOCTH
Habmomaembx ymani (Int-f) u npenmonaraembie namekcst Muwtepa (hkl) kpucran-
Jlorpaduaeckoit MOTU(HKAIMK YIJIEPOAa ¢ TeKCarOHAIbHON MPIMUTUBHON PEIIeTKOM

Ne Ohia, nm Int-f (hkl)
1 0.2562 86 (202)
2 0.2123 74 (212)
3 0.1901 307 (220)
4 0.1855 362 (221)
5 0.1823 25 (310)
6 0.1781 33 (311)
7 0.1709 999 (303)
8 0.1282 552 (404)

[lpr omxure B BaKkyyMe IIOKPHITHII C KOHIIHTpaLuedl yriepona B
obpasnax ¢ comepxkannem C 33.4 at.% u menee, Haunnas ¢ 300°C, nponc-
XO/IMJIO TIPAKTUYECKU MOJIHOE HCIIAPEHUE CBHUHIA U3 IUICHKH C HapylICHUEM
CIUTOIITHOCTH IIJICHOYHOTO TOKpHITHsL. Ha 3TOM 0OCHOBaHMM Bee mocCeqyIonme
UCCJIeIOBaHUS BBIIIOJIHEHB! ¢ IUIEHOYHBIMH 00pa3liaMy, UMEIOIMMH B CBOEM
cocrase 68.5—77.9 at.% C.

Ha puc. 1,5 npusenena mudpaxrorpamMma HokpbeiTusi cucremsl Pb—C
¢ KoHUeHTpaiwmei yriepona 77.9 at.% mnocne omxura mpu 1100°C 4 ygaca.
[IpoBeneHHBIE OTKUTH B BBICOKOM BakyyMe Ipu TemmnepaTtypax 400—1100°C
(B TeyeHHe OIHOTO Yaca) MOKa3ajd, YTO CBUHEIl UCHAPSICTCsl U3 MOKPHITUS U
nepecraeT pUKCUpoBaThCs Ha qudpakrorpamme yxe npu 400°C, Ho yriepon
IIPU 9TOM OcTaeTcss aMOp(hHBIM. AMOP(HOE COCTOSTHME YIJIepofa COXpaHsi-
ercs u mocsie oTxkuros mpu 500, 700 u 1000°C. ITocne orxura mpu 1100°C
(puc. 2) Ha audpakTOrpamMme IMOSIBIICH pPedIeKChl, HE COBIAIAOIINE
C W3BECTHBIMHA K HACTOSIIEMY BPEMEHH Il YIJICpONHBIX (a3, KOTOpbIe
HaMH OTHECEHBI K HOBOH KpHCTayIorpaduieckoil MoguduKkanmy yriepona.
ITonGop MHAEKCOB M pacyeT MapaMeTpoB PEIICTKH ObUIM IPOU3BENEHHI 110
nporpamme RTP [10]. B cootBercTBum ¢ pacyeramu pedieKCh OMUCHIBAIOT-
¢l TeKcaroHaJIbHON MPUMUTUBHOM perieTkoil ¢ mapamerpamu a = 0.7603 nm
u ¢ = 0.8168 nm c gucnepcueit 20 = 0.052, 9T0 MOKHO KOHCTATUPOBAaTh
Kak OOHapyXeHHe HOBOM KpUCTALIOrpaduIecKoil MOTU(UKaIK yriepona
¢ c/a=1.074. Hekoroprle n3 HaOmomaeMbeIX pPe(JIeKCOB COBHNAmAIOT C
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Puc. 2. MukpocTpykTypa M MUKpoau(pakIMOHHAs KapTUHa HOKpbitHs Pb—C
¢ KoHIeHTpaiweil yriepopa 77.9at% mocne omkura 1100°C 4 waca. Crpesnkoit
yKa3aHa 00JIACTb MOJIYYCHHs 3JICKTPOHOIPAMMBIL.

ornmcaHHbiME B pabote [11], rme Ha mudpakTorpamMme MPUCYTCTBYET elie
HECKOJIBKO JIMHUH, a MHAeKCH Mwiepa He NOCYMTaHBl HU JUIS ONHOH U3
HUX. DTO MO3BOJISIET MPEMIoJiaraTh, 4To aBropamu [11] Oputi HaGITIOMCHBI
mudpakoHHbIe JMHUM Oosiee 4eM OT OmHOH (a3l MEXIUIOCKOCTHbIC
paccTosiHusi OOHApPY)KEHHON HaMu (as3bl yriiepona, OTHOCHUTEIbHbIC WHTCH-
CHBHOCTH HaOJIIOIaeMBbIX pedJIeKCOB H IpeAnoaracMele MHISKCH Muuiepa
reKCaroHaJbHON NPUMHTHBHON PEIeTKH Ui MICHTU()UKAIMN TIPUBCICHDI
B Tabu. 2.

ITockoseky HOBas (ha3a OblsIa 3aperMCTPUPOBAHA PEHTICHOTPapHICCKIM
METOIOM B HAIBIJICHHOM Ha KPEMHHEBYIO MOIUIOKKY TIOKPBITUH MOCJIE BBICO-
KOTEMITCPaTyPHOTO OTKUTa, TO IS HOATBEPKICHHUS TOTO, YTO IOJTyYCHHAS
¢da3a He sBIAETCA NPOLYKTOM B3aMMOIEHUCTBUS YIVIEPO#A ILJIEHOYHOTO
HOKPBHITHSA € IOIJIOXKKOH, NMPOBENEHbl MCCIICNOBAaHUSA HA IPOCBEUYHMBAIOIIEM
asiekTpoHHOM MuKpockorie (ITOM). AHanu3y momBeprHyThl (parMeHTHl
IIeHkH, otcyousuieiics npu omxure 1100°C ot kpas obpasia, pasMelieH-
HEBIE TI0 METO/Ty CYXOr'o IIpelapupoBaHus Ha MEIHO-TIAJUIAINPOBAHHOM CETKeE.
Cremka npownsBenieHa pu yckopstomeM HanpsbreHnn 200 kV. Ha ydactke
[IOM-n306paxenus ucciaexyeMoit (assl yriaepona, 00pa3oBaBIIerocs Mocie
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UCTIapeHUs] U3 IUICHKH CBUHIA M KPHCTAJUIM3AlMKM HOBOU (hasbl, BHJICH
Y4YacTOK 3€pHa, B KOTOPOM OCh 30HBI IapaljielbHa 3JIEKTPOHHOMY ITYYKY
(puc. 2). BupmHO, YTO IUIOCKOCTH MHepeceKkaioTcs mox yriom 120°, dem
MONTBEPXKIAETCS MPEOIIOJIOKEHNE O TOM, YTO OOHapyXeHa reKcaroHajIbHast
¢a3a yriepoga. DJeMEHTHBII COCTaB IUIGHKM B TOYKE HaOJIIONEHMS, U3Me-
PCHHBII ¢ TIOMOIIBIO SHEPTOANCIIEPCHOHHOTO AeTeKTopa, Aaet 99.55 at.% C,
023at.%Pb u 0.22at.%Si. [Ipenamosaraem, uyTo HabiIomaemoe CciemoBoOe
KOJIMYECTBO CBHMHIIA OTHOCUTCS K MHTEPKAJIMPOBAHHBIM B PEIIETKY yrjepona
atomMam Pb, koTopble ye He MOTYT IOKHHYTb YIVIEPOHOHYIO (azy mpu
BaKyYyMHOM OTKHTC, a KPEMHHI OTHOCHUTCSl K 3arpsi3HCHHSIM OT T'PaHHMIIbI
pasziena MOUIOKKH U HAIIBUICHHOTO CJIOS.

H3mepeHHsbIe 1o 3JIeKTpoHOrpamme (puc. 2, b) MEKIUIOCKOCTHBIE paccTo-
SIHUSI COOTBETCTBYIOT B IIPE/iesiaX TOYHOCTH M3MEPEHUIl TaHHBIM PEHTTCHO-
rpaduyecKnx UCCIICNOBAHUI, CHMMETPHS SJICKTPOHOTPAMMBI ITOITBEPIKIACT
IeKCaroHaJIbHOCTh OOHapy)KeHHOIl (as3bl yrjiepoga M, B COBOKYIHOCTH,
cylecTBoBaHHe HOBOH (aspl. [Ipenmnosaraercs, 4ro Ha (GOpPMHpPOBaHUE
HOBOI KPUCTAJUTMYECKOH PENIeTKH YIJIepona OKasbIBAIOT BIIMSIHHE HWHTEp-
KaJIMpOBaHHBIC aTOMBI CBUHIA. TakuM 00pa3oM, IpU MarHETPOHHOM COOCa-
’KIEHUU YIJIepoda M CBHUHIA BIEPBHIC MOJyYeHbl TOMOTCHHBIE IJICHOYHbBIC
TOKPBHITHSL. YCTaHOBJICHO, YTO YIVIEPOH IPU COOCAKICHHH CO CBHHIIOM
oOpasyeT peHTreHoaMop¢HyIo (asy, KoTopas IIpU KOHIEHTpaLUK yrjiepona
6onee 68at.% peructpupyercd Ha OudpakTorpamMMe B Bume rawio. Ilpu
BaKyyMHOU TepMoobpaboTke (mpu Temmeparype Gomee 300°C) morpbiTHit
CUCTEMBl YIJIEpOA—CBHHEIl ¢ KOHIeHTpauueil Oosee 68 at.% Pb, on ucmna-
psercss U ocTaeTcsl HOKpHITHE U3 amopdHoro yriepopa. Ilpu Temmneparype
orxkura 1100°C amopdHBI yriiepon KpUCTAJIM3YyeTCs BO BHOBb OOHapy-
’KEHHYI0 (ha3y C reKcarOHaJIbHON MPUMHUTUBHON DEIIETKON C MapaMeTpaMu
a =0.7603nm u ¢ = 0.8168 nm. OnpeneneHsl peHTreHOrpapuyecKue faH-
HBIC JUIA UACHTU(HUKAIN OOHAPYKEHHOH (has3bl.
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