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@da3z0BbIN M DJICMEHTHBIN COCTAB
MOJICKYJISIPHO-HANIBIJICHHBIX OKCUAHBIX MOKPbLITUHI

I'.A. %Kaoun', M.B. 3abirocron?®

1AO «HIIIT «Mctox» um. lokuHar»
2Cankt-TleTepOyprekuii rocy1apCTBEHHBIN 3IEKTPOTEXHUYeCKHi yHUBepeuTeT «JIDTU»

AHHOTanusi: B JaHHOM paboTe METOIOM pEeHTreHO(ha30BOro aHajiu3a HCCIEI0BAINChH
MOJIEKYJIIPHO-HAIIBIIGHHbIE OKCHIHBIE MOKPBHITHA (M-TIOKPBITHS) Ha Pa3IWYHBIX 00pasIax,
MOJTyYeHHbIE HOHHO-IUIA3MEHHBIM  HANBUICHMEM W3 MUIICHH TPOWHOTO KapOoHaTa
IIETOYHO3EMENBHBIX ~METaNIoB. TeMmeparypa TOAJOXKH TIPH OCAKACHHM IOKPBITHH
cocrapisia 150-230°C. TIpuBenens! smuccuonnsie xapakrepuctuku MHOK. Merogamun COM
U SHEProJucrepCcHoHHOro MUKpoaHanuza, ACM uccienoBana MoBepXHOCTHAS MOP(OJIOTUS U
COCTAaB IOKPBITUI.

KiaueBble cjioBa: MOJCKYISIpHO-HANIBUICHHBIH OKcuaHbIM katony (MHOK), MonekymsapHO-HambIICHHOE
OKcHOHOe TOKphITHE (M-TIOKpBITHE), HENOKANIbHBIE XapaKTepPUCTHKH, OKcHmHbll Katox (OK),
MOHHO-IUTA3MEHHOE HAmbUICHHE, IUIOTHOCTh TOKAa SMHCCHH, CKaHUPYOUIas 3JIEKTPOHHAs MHKPOCKOIHS
(COM), 3HEProANCIIEPCUOHHBIN MUKpOaHAJIu3, aTOMHO-CHIIOBAs 3JIEKTpOoHHAss MUKpockomnus (ACM)

1. BBegenue

B nacrosimiee BpeMs s M3rOTOBIEHHUS AMUTTEpoB Manomymsmux CBY-mpubopos
IIMPOKO HCIIOJIB3YETCS MOJIEKYIISIPHO-HAMBUIEHHOE OKCHUIHOE MOKpbITHE (M-TOKpBITHE),
nojydaemoe u3 muiienn cocrasa (BaSrCa)CO3z MeTo/10M HOHHO-TIJIA3MEHHOTO HAITBLICHHSL.
B ommune ot oxcunHeix katonoB (OK), M-IOKpBITHS MOJIEKYJSpPHO-HAIBIICHHBIX
OKCHIHBIX KaTo10B (M-KaTo/10B) TommuHOM 0,8-1 MKM HMEIOT TLIOTHOCTB OKOJIO 3,9 r/em’,
mepoxoBaTtocTb MeHee 100 HM, BBICOKYIO OZHOPOJHOCTb PACHPEIENICHHUS SMUCCHUHU 110
noBepxHocTU. [lpoBommMocth M-kaTona Ha MOPAJOK TMPEBBINIAET MPOBOJUMOCTD
okcumHoro karoxa [1,2]. Ha osmuccuonneie cBoiictea MHOK Biusitor mapameTpbl
OCaXICHUS M-TIOKPBITUST W COCTaB MHINEHEW Jis pachbuieHus [2]. HempokaneHHbIe
M-NIOKpBITHST U3 TPOMHBIX KapOOHATOB IleI04YHO3eMeNnbHbIX MeTaioB (IL3M) obnanator
HEOTHOPOAHBIM (a3oBbiM coctaBoMm [1,3]. B paborax [4,5] mpuBeacHb JaHHBIE O
BO3MOKHOCTH 0T60pa ¢ MHOK Toka miotHocThIO 10 10 A/CM? B Maketax CBU-nipu6opos
B HEMPEpHIBHOM pekuMe npu Ttemneparype katona 750°C u cpoke ciayx6s1 1000 vacos.
JU1st OBBIIIEHUS] BOCIIPOM3BOIMMOCTH M CTaOUIIBHOCTH SMUCCHOHHBIX TapameTpoB MHOK
B CBY-nmpubopax Tpebyercs nanbHeWIlee W3y4€HHWE BIUSHUS YCIOBUN OCAXKIACHHS Ha
(a30BBIi COCTaB U IMUCCUOHHBIE CBOWCTBA M-TIOKPBITHSI.

B pabore mnpoBeneno wuccnenoBanue (azooro cocraa MHOII, BemoaHEH
SHEPrOAAUCIIEPCUOHHBIA MHUKpPOAHAIN3 TOKPBITHM M HccieqoBaHa MOPQOJIOTHS  HX
MTOBEPXHOCTH.

2. IloaroroBka 00pa3uoB U IKCNEPUMEHTATbHbIE Pe3yabTaThl

OOpasnupl (TIacTUHBI) W3 MeTauinveckon ¢onpru - cruiaBa BP-27BIT (WRe-27)
tomuuHoi 50 MkM, candupa TonumHoN 0,5 MM, kpemHuss KO®-20 pazmepom 6x6 MM
MPEIBAPUTEIFHO OBLTH XUMHYECKH OYHINEHBI, MPOMBITHI JEOHU30BaHHOW BOJOW. [locie
ouncTku oOpasisl u3 WRe-27 O6putn 0TOXOKEHBI B Bakyyme mipu temneparype 1050°C. Ha
JBa OTOXOKEHBIX oOpasmax WRe-27 MeTogoM MarHeTpOHHOTO HaIbUICHHS ObLTa HaHEeCEeHa
rieHKa upuaus tonmuHon 0,25-0,3 MrM.

[Toce Hanecenus TICHKH UpuaAns oopasibl 3 WRe-27 oTxuraimch npu temiepaTrype
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1050°C. M-niokpbiTe Ha oOpasiax u3 dhoasru WRe-27, Ir/WRe-27, candupe 1 kpeMHUH
nonydanmu B atMocdepe aprona u COz MOHHO-TUIa3MEHHBIM METOAOM TIPU PACHbUICHHU
mumiend KTA-1 cocraBa (BaSrCa)COs c¢ cootHomeHuem siiemeHToB I1I3M 47:45:8.
Pabouee nmaBnenme raza cocrabmsio 0,11 Ila, Bpems HambUIeHHs] TOKpBITHS - 3 daca.
TemmepaTrypa MeIHON MOAJIOXKKH, Ha KOTOPOH HAaXOJUIUCh 00pas3ibl MpU HAIbUICHHH,
u3MepsIach TEPMOIAPO XpOMenb-Kamellb ¢ MOTpemHocThio 3-5% U cocTapisiia B KOHIIE
nporecca Hambuieaus 150-230°C. Ilepen pacnbpiieHHEM MUIICHHA B YCTaHOBKE HAIBLICHUS
MIPOUCXOJIMIIO TEPMHUYECKOE pa3JIoKeHHEe KapOOHATOB B BaKyyMe JIO OKHCIOB TMIpU
CTYIICHYATOM MOBBIIIICHUN Temreparypsi ¢ 25 1o 800-850°C [4,5].

[Tpy HOHHO-TIIA3MEHHOM HANBUICHUU M-TIOKPBITHS METAJUIMYECKHE TUIACTHHBI U OJIHA
U3 IJIACTUH KPEMHHUS HAaXOAWINCh HAa paJualibHOM paccTosHuu 33-36 MM OT ILEHTpa
MOJUTOKKH, TUTACTHHA U3 canupa ¥ BTOpas IIIACTUHA KPEMHUS HaXOMIIUCh HA PACCTOSTHUN
26-29 mMm.

dazoBplii coctaB M-MOKpBITHI Ha TwiacTUHax W3 Metamia u candupa (Al203)
HCCIICIOBAJICS METOJAOM PEHTTCHOBCKON MUQPAKIMK ¢ rmomoiisio yctaHoBku J[IPOH-6 Ha
crextpanbhoit muauu CuKg (A = 1,5406 A). Ilar ckanupoBanus coctasisn 0,02 rpagyca.

Ha pucynke | mpecraBiieHbl JaHHBIE U3MEPEHUI peHTreHO(])a30BOro cocTaBa 00pa3IoB
M-MOKpBITHSI Ha MTOJIOKKE cardupa 6e3 OTKUTa U C OTIKUTOM.

o6pa3Libl (Ba,Sr,Ca)COS/AIZO3 ALO.
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SIBaCco,

Pucynok 1. PentrenodasoBblii coctaB 00pa3ioB M-niokpbiTusi Ha candupe 6e3 omkura (a) u C
omxurom (0)

W3BecTtHO, uTO TpoitHOW kapOoHar II[3M MokeT HaXOOUTbCS B KPUCTAIUIMUECKOMN
MoauduKkanu aparoHuTa, Kajdpuuta W Bateputa [3]. Ha mommoxkke wu3 candupa
dbopmupyeTcst ClloKHas cucTeMa OKuCiIoB u KapOonatoB II[3M (BaSrCa)COs. Ilnenku
SBIISIFOTCS TTOJIMKPUCTAIIIMYECKUMH, COCTOAT M3 pa3IM4yHbIX (a3 Kak COEAMHEHWH, Tak U
MOJIUTUITHBIX MOAM(UKAIIMN OJHOTO M TOro ke coenuHeHus. [lomHbd (a3oBbIil cocTaB
YCTaHOBHTH HE MPECTABISIETCS] BOSMOXHBIM. B 00pasuax npucyrcrByrot ¢assl (SrBa)CO3
u (SrCa)COs B aparonutoBoii Moaubukaiuu, ¢aza kanpnuta CaCOz, a Takke BEPOSTHO
HaJM4YMe mpocThix okcuaoB Sr, Ba u Ca. TekcTypupoBaHHOCTb IJIEHKH OTCYTCTBYeT. Kak
BUJIHO U3 PUCYHKA |, HECKOJIBKO MEHSIOTCS HHTEHCHBHOCTH MTUKOB KapOOHATHBIX (a3, 4To
TOBOPUT O HE3HAYUTEIbHOM TMepepacnpe/ieieHM KOMIIOHEHTOB Mexay ¢a3amu B
oOpasmax.

Ha pucynke 2 npencraBieHsl JaHHbIE H3MEPEHUI PEeHTIeH0(a30BOro cocTaBa 00pasioB
M-nokpsiTHst Ha mouiokkax WRe-27 u Ir/WRe-27.
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PucyHok 2. Penrrenoda3oBslii cocTaB 00pa3inoB M-nokpsitust Ha noioxkax WRe-27 u Ir/WRe-27
6e3 okura (a) u ¢ omkurom (6)

Bbeuto mccnenoBano 2 obpasua M-mokpeiTus Ha motoxkke Ir/WRe-27 u 2 ob6pasua
M-niokpeitasi Ha WRe-27. O0pa3ipsl UMEIOT TMOJIMKPUCTALUIMISCKYI0 CTPYKTYpy 0e3
IPUCYTCTBUS BBIEICHHON TEKCTYpbl. DPOpMHpYIOLIUIICS COCTaB IUICHOK BO MHOIOM
ananoruueH cocrtaBy mokpeiTus (BaSrCa)COs/Al:O3 ¢ HEKOTOPBIM  KOJIMYECTBEHHBIM
U3MEHEHHEM KOMIIOHEHTOB Mexay ¢azamu. OTiinuMeM OT IUIEHOK Ha camdupe sBisercs
npucyTcTBUe B 00beMe Kpuctaumndeckoit dassr BaCa(COz)2 (pucynok 2a). OTMedeHHbIe
3BE3/104KaMHU pedIieKchl Ha pUCYHKe 2, IPUCYTCTBYIOT TOJIBKO Ha oOpasuax c Ir. BepostHo
IpoUCXOMuT BbiZeneHne (a3el peHuss B TpoitHoM cmaBe W, Re, Ir mocne
BBICOKOTEMITEpaTypHOro oTKHUra obpasios Ir/WRe-27 [6].

C menplo WCCIEeNOBaHUS M3MEHEHHs CTPYKTYPHI OBLI MPOBEACH OTXKHI O0pa3loB
M-nokpeitust Ha moanoxkax WRe-27, If/WRe-27 u Al2O3 B Bakyyme 1*10°® ITa. O6pa3ibt
ObuTH HarpeTsl o Temieparypbl 650°C u 800°C ¢ BeIIEpKKOW MPHU JAHHBIX TeMIIepaTypax
B TeueHue 20 W 5 MHUHYT, COOTBETCTBEHHO. 3aTeéM MPOMCXOJUIIO OXJAXKICHHUE CO
ckopocTbio ~2°C/mun. [locie oxmaxaeHus o0pa3IoB 10 KOMHATHOW TeMIepaTypbl CHOBa
MIPOBOJIMIINCH U3MEPEHHsI PEHTI€HO(a30BOr0 COCTABA.

Jis M-niokpbITHs Ha candupe He 0OHapYKEHO CTPYKTYPHBIX M (Pa30BbIX U3MEHEHUH B
KpuctauuTax nokpbeitus (pucynok 16). st M-niokpeitust Ha WRe u Ir/WRe niposiBiisiercs
CHIDKEHHE KPHMCTAJIMYHOCTH IUIGHOK MpH Temmeparype omxura 650°C B JaHHBIX
TEXHOJIOTUIECKHUX YCIIOBUSIX.

VBenuuenne Ttemmeparypsl omkura a0 800°C  mpuBOAMT K = M3MEHEHUIO
KOMITOHEHTHOTO U (pa3oBoro cocraBa mokpeituii Ha WRe u Ir/WRe-27. B o0beme miieHOK
(pucynok 206) otcyrctByer (aza BaCa(COs)2, ee KOMIOHEHTHI TepepactpeeiIstoTCs
MeXTy (hazaMu B KpUCTAIUTMYECKUX MOJU(PHUKAIMAX aparoHuTa U KambiuTa. daza Kampura
Ca(CO)s orcyrcTBOBaANIa B aHAJTOTUYHBIX 00pas3iax 0e3 oTxkura. B cooTBeTCTBHU C 3TUM
MO>KHO YTBEp)KIaTh, YTO JOJS aparoHUToBOW (azbl B M-TOKPHITUM Ha camndupoBoit
MIOJVTOYKKE 3HAYHUTENIFHO YBEJIMUeHa B cCpaBHEHUH ¢ mokpbiTueM Ha WRe u Ir/WRe.

Hcnone3ys COM S-3400N HITACHI ¢ sHeproancnepcHonHoN mprcTaBkoii Thermo
UCCIIEIOBAaH COCTaB M-TIOKPHITHSI Ha 2-X IUIACTMHAX KPEMHHMS, PACIOJIOKEHHBIX Ha
paccrosiaun 26-28 mm (Ne 16 S) u 33-36 mm (Ne 16) ot 1ieHTpa MOIOKKH (PUCYHOK 3).
[Ipu yBenmu4eHUU paguaIbHOTO PACCTOSHUS M-TIOKpHITHE MMeeT OoJiblliee 3HAYeHUEe IO
COJIEpKaHUIO yTiIepo/ia, T.e. 6oee KapOOHU3UPOBAHO.
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Full scale counts: 1161 165 Ar(2)_pt1 Cursor:  0.813 keV
44 Counts

Nel6 C-K | O-K | Si-K | Ca-K | Sr-L | Ba-L
Weight% | 8.2 | 25.7 | 104 | 2.1 18.9 | 34.7
Atom% 214 | 505 | 11.7 | 1.7 6.8 | 80

Nel6 S CK | O-K | AI-K | Ca-K | Sr-L | Ba-L
Weight% | 6.1 | 24.7 | 04 | 2.5 23.2 | 431
Atom% 18.9 | 57.0 | 0.6 2.3 9.8 11.6

kim - 18 - Ar keV

Pucynok 3. /laHHbIe SHEPrOAUCIIEPCHOHHOTO MUKpOaHAIN3a M-TIOKPBITHS Ha IIACTHHAX KPEMHHUS
Ne 16 m Nel6 S, pacmonoxkeHHBIX Ha paauanbHOM paccTosHuM 33-36 MM u 26-28 MM
COOTBETCTBEHHO

[ 023pm

” 000um

Pucynok 4. ®oto moBepXHOCTH M-TIOKpPBHITHII Ha IUIACTMHAX KPEMHHS, PACIOIOKEHHBIX IPH
HaIbUICHUH Ha paccTosHuM 26-28 (a) u 33-36 (6, B) MM OT LIEHTpa MOJIEKYJISIPHOTO MOTOKa. PoTo
MOBEPXHOCTH M-KaTo/1a Ha BOJIb()paM-PEHHUEBOM KEPHE 10ciIe TepMO0OPaObOTKH 1 00€3raXBaHHS B
Bakyyme (T).

Metogamu COM u ACM ycTaHoBiIeHO, YTO M-TTOKpPBITHE Ha MOJUPOBAHHBIX 00pasmax
KPEMHHUS PacIIONIOKEHHBIX Ha PacCTOSHUM 33-36 MM OT LIEHTpa MOAJIOKKH UMEET TUIOTHYIO
MEJIKO3EPHUCTYIO CTPYKTypy ToimuHon 724-734 um (pucyHok 50), 0e3 mop, co
CPeAHEKBaIpaTUYHOM IIepoXoBaTOCThI0 12 HM (pucyHok 4B). M-niokpeITHE Ha OoOpa3lax
HAXO/IMBIINXCS MTPH HAITBUIEHUH HA PACCTOSTHUH 26-29 MM MeeT OOJBIIYIO MEPOXOBATOCTh
U TpeuIrHbl Ha moBepxHocTH. HemokanpHas xapakrepuctruka MHOK ¢ TakuMm mokpeiTrem
CABMHYTa B BBICOKOTEMIIEPATYPHYIO 00JacTh, TOK SMHUCCHH OBICTPO TagaeT (PUCYHOK Sa).
TepmooOpaboTka u  pa3nokeHHWe B  BakyyMe KapOoHAaTOB  M-TIOKpBITUS  Ha
BONIb()paM-PEHUEBOM KEpHE C IUICHKOW HPUAMS COMPOBOXKIACTCS YIMOPAIOYCHUEM
CTPYKTYpPHI MOKPBITUSL U YMEHBIIICHHEM [IEPOXOBATOCTH (PUCYHOK 4T).
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Pucynok 5. Henokanbnele xapakrepuctukn MHOK B 3aBUCHMOCTH OT PacCTOSHHUM 10 LieHTpa
MOJIEKYJISIPHOTO TOTOKA (a) M (OoTO M-TIOKPHITHSL Ha IIONEPEYHOM CKOJIC IIIACTHHBI KPEMHHS
PAacIIONIOKEHHOM Ha panaibHOM paccTostHAHU 33-36 M (0)

3. 3aki0uyeHue

Tonmuna M-nokpbITHST Ha 00pa3lax pacloyioKEHHbIX Ha paccTosHuU 33-36 MM OT
[EHTpa MOJUIOKKH cocTaBuia 724-734 um. Tommuua M-IOKpBITHS HAa paccTOsTHAH 26-29 MM
OT LeHTpa coctaBuia 2,7 MkM. Ilpu uccnenoBanuu Moposoruu MOBEPXHOCTH 00pa3lioB
Metonamu COM u ACM ycTaHOBIIEHO, YTO C YBEIMYEHHUEM PaTUAIBHOIO PACCTOSHUS
IIEPOXOBATOCTh MOBEPXHOCTH M-TIOKPBITHS yMeHbInaeTcs. M3-3a Bo3leicTBUA Mia3Mmbl U
BBICOKOW TEMITepaTypbl B IICHTpE MOJICKYJsipHOTO TmoTOoKa (Oomee 250-300°C) mpu
HanbUIEHUH M-TIOKPBITHS, TPOUCXOJUT €0 OTXKUT C Pa3lIoKeHUEeM KapOOHATHOH TpyMIIbI
CO3 u yBenWueHHEM JIOJHM aparoHUTOBOHM (a3bl. [IpM SKCIO3UIMH TAaKOTO MOKPHITHS Ha
BO3yX€ MPOMCXOJUT €ro rujaparanus U pactpeckuBanue u mnosromy MHOK ¢ takum
MOKPBITHEM HMEIOT HEYIOBIETBOPUTEIEHYIO YMHICCHIO.

[ToBbimieHne kapOoHU3aUUKU M-TIOKPBITHS NPU HANBUICHUH YIy4IIAeT SMUCCHOHHBIE
cBoiictBa M-katonioB B CBU-npubopax.

Jns nonydenuss MHOK ¢ BBICOKHMH 5MHUCCHOHHBIMH U 3KCILTyaTallMOHHBIMU
CBOWCTBAMH B OIMCAaHHON YCTaHOBKE HMOHHO-TIA3MEHHOTO HAIBUICHHUS, HEOOXOIUMO
OCYILECTBIATh OCaXaeHue M-TIOKPBITHS Ha paJualbHOM paccTosiHUM 33-36 MM OT LIEHTpa
MOJIEKYJISIPHOTO MIOTOKA MpU TEMIIepaType MO UI0KKH B JaHHOHM 30He He Oosee 250°C.
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