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ITpoBeneHo uccienoBaHue oopasila BBICOKOYMCTOTO MapraHiia, peaocTaBieHHOro BricTaBKo-KosieK-
IIMeil BelecTB 0co00i YMCTOTHI, paboTatolnieit Ha 6a3e MIHCTUTYTa XUMUM BBICOKOYMCTHIX BEIIECTB WM.
I'.l'. deBsateix PAH, 1 oxapakTepru3oBaHHOIO Ha coliepXaHue U ciienbl 59 nmpumeceii-anemeHToB. Conep-
JKaHWe OCHOBBI cocTaBWIIO 99.9993 mac. %. PocToBast TOBEpXHOCTB MPEACTABIIsAET COO0M CpOCIINECS U OT-
NeJIbHbIe MOHOKPUCTAJUIbI, U3 KOTOPBIX ObUIM BbIpe3aHbl 00pasiibl 111 U3MEPEHUI TapaMeTpOB KpUCTaII-
JIMYECKOM pelreTK. BEICOKOTOUHEIE M3MepeHMsI BBIITOJTHEHBI IIPY KOMHATHOM Temnepatype (298 £ 1 K) B
MOJIHOM cepe DBanbaa Ha 4-Kpy>KHOM peHTreHoBckoM nudpakTomerpe XCalibur (Rigaku-Oxford Dif-
fraction). [TapaMeTpbl KPUCTAJUIMIECKON PEIIETKU OIpeAeIeHBI TT0 MAaCCUBY BBICOKOYTJIOBBIX pedIeKCOB
IIJISI OTOOpaHHBIX 00Pa3ll0OB MOHOKPUCTAUIOB. PazMmepsl ajieMeHTapHO# siueiiky oKa3aauch BbIlIE, YeM
3HAYEHUS VTSI TIOJIM- U MOHOKPUCTAJUTMYECKUX 00pa3IioB MapraHiia, paHee YCTAaHOBJICHHbIC Pa3IMYHBIMU
aBTOpaMHM.
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BBEAJEHUWE

HccnenoBanne BBICOKOYMCTBIX JIEMEHTOB UMEET
OoJIbIIIOE 3HAYECHME IS peIIeHUS ITPOOIeMBI HacIe-
JIYEMOCTH XapaKTePUCTUK 3TUX BEIISCTB B pa3jiny-
HBIX (pa3ax Ha ux ocHoBe. [1pu pa3paboTKe MaTepua-
JIOB U OLIEHKAX Pa3jIMYHBIX TECOPETUIECKUX IPUOIIH-
XKEHUII HEOOXOOMMO IIPOCIEANTh XapaKTePUCTUKU
ATOMHOI CTPYKTYpPhI 3JIEMEHTOB B COCIUHEHUSX U
cruraBax ¢ ux ydactueM [1]. PasButme mHCTpyMEeH-
TaJIbHBIX METOHOB aHajiu3a C HU3KUMU IIpeaeaaMu
OOHaApYyXeHUsI U COBPEMEHHBIE METOJBI BEHICOKOTOU-
HOI TMPaKTOMETPUHU TTO3BOJISIOT MPUOIM3UTHCSI K
WCTUHHEIM CBOIICTBaM BEILIECTB, 00eCIIeYBast ONTH-
MU3UPOBAHHOE MOCTPOECHUE 3aBUCUMOCTEN COCTaB—
CTPYKTYpa—(pYHKINOHATbHBIC XapaKTePUCTUKM.

B manHoif paboTe IpUBOASTCS pe3yJILTaThI OITpe-
JIeJIeHUsT OTHOU M3 0a30BbIX XapaKTEePUCTUK OCHOB-
HOTO TEPMOJMHAMUYECKOTO COCTOSIHUS BellleCcTBa —
napaMmeTpoB KpUCTAJIMYECKOU penieTku (pa3MepoB
3JIEMEHTAapHOM STYeKI), KOTOPHIE SIBJISIIOTCS PE3YJIb-
TaTOM CYMMMPOBAHUSI CUJT MIPUTSKEHUST U OTTaJIKU-
BaHUs aTOMOB B KOHIEHCMPOBAHHOM COCTOSIHUU.

538

OOBEKTOM MCCIENOBAHUS SIBIIIETCS DJIEMEHT Celb-
MOI TpyHIlbl 4YeTBepToro mnepuona Ilepuomuyeckoit
cucteMsl .M. MeHnaeneea. MapraHen UCHOJIb3yET-
CS B CaMBIX Pa3JIMYHBIX 00JIACTSIX: B KA4ECTBE JIETH-
pyIOLIIEro 3JIEeMEHTa CIIeLUaJbHBIX MOJYIPOBOIHM-
KOBBIX MaTepHaJioB, CIUIABOB Ha OCHOBE Xejie3a U
HUKeEJsI, HEKOTOPBIX ITPEIIM3NOHHBIX CIUIABOB U IPY-
TMX MaTepUaJioB IJIs JOCTUXKEHUSI 0oJiee BBICOKMX
(GYHKIIMOHATBHBIX XapaKTePUCTUK.

Mapranen B Ilepuoanyeckoii Tabnile HAXOOUTCS
CpeIy HECKOJBKMX HEOOBIYHBIX 3JIEMEHTOB, KOTOPHIE
00J1a1al0T OYEHb CJIOKHBIM CTPOECHUEM KpUCTaJIJINYe-
CKOI1 CTPYKTYypbI, BKJII04Yast 00p u ceneH. OmHAKO 3TU
JIBa dJIEMEHTa 00J1aJal0T KaK MeTaJUTMYECKUMHU, TaK U
HeMeTaJUIMYeCKMMU CBOMCTBaMM, a MapraHell CYuTa-
eTCsI MeTaJUIOM. DJieMeHTapHas sdeiika MapraHiia
TaKzKe COIEPXKUT HEOOBITHO OOJIBIIIOE YHMCIIO ATOMOB,
OIHAKO, B OTJIMYME OT 3TUX ABYX BJIEMEHTOB, BCE TPU
OCHOBHbIE MOIM(PUKALINA META/UIMYECKOr0 MapraH-
Ia Ip¥ HOPMAJIBLHOM HABJIEHWM 00JamaioT Kyoude-
CKOIl cMMMeTpHeil anemMeHTapHoOl siueiiku. Komu-
YecTBO pabOT, MOCBSIIEHHBIX MCCIEIOBAaHMIO IIapa-
METPOB KPUCTAJUIMYECKON PEIIeTKU 3JIEMEHTapHOTO
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MapraHiia, orpaHU4eHO, U TiepBble pabOTHI 10 OIpe-
JIEJICHUIO CTPYKTYPHBIX XapaKTePUCTUK ObLIU IIPO-
BeIEeHBI Ha MOJUKPUCTAINYECKUX obpa3uax [2—35],
3aTeM ObUIM MPOBENEHbI JBa PKCIIEpUMMEHTa Ha MO-
HOKPHUCTAJUIMYECKUX 00pa3iiax, HO C OrpaHUYEHHbBIM
HabOPOM IJaHHBIX U C YKa3aHHEM TOJbKO HECKOJIbKUX
MPUMECHBIX 3J1EMEHTOB |6, 7].

B manHoiIi paboTe ncciaeqoBaHbl MOHOKPUCTAJLIN -
yecKkue oOpas3ibl MapraHiia BbICOKOI YHMCTOTHI, TO-
JIPOOHO OXapaKTepHU30BaH IIPUMECHbBINA COCTaB U MO-
JIydeHBI OoJiee IIOJHBIE SKCHEePUMEHTAIbHBIEC M-
¢dpakToMeTpryecKue TaHHbIC.

OKCIEPUMEHTAJIbHAA YACTb

Xapakrepu3aiusi IPUMECHOTO COCTABA 00pa31a BbICO-
KouncToro mapranna. OOpasubl WIS KCCIIEIOBaHUS
MIPUTOTOBJICHBI U3 BHICOKOYMCTOIO Maprasiia, Ipeao-
CTaBJICHHOTO BbICTaBKOM-KOJIIEKIIMEN BEIIECTB OCO-
0011 YMCTOTHI, paboTarolleil Ha 0a3e HcTUTyTa XMMIU
BeIcOKoumcThIX Bemects M. I'.I'. Hesareix PAH [8].
IMonmukpucTayyiMyeckurit odpaselr, IMoJay4YeHHbII MeTo-
JIOM BaKyyMHOU nuctwiisiiuuu [9], moctynun u3 UH-
CTUTyTa IPOOJIEM TEXHOJIOTUM MUKPOIJICKTPOHUKMU U
ocobouncteix MaTepuaiaoB PAH B 1987 r. PocToBast rio-
BEPXHOCTh CJIMTKA IIPEACTABISIET COOOM CpPOCIIMECS
MOHOKpHCTAIILI pa3zMepom 0.5—1.5 MM, 13 KOTOPBIX
ObLIM BBIpe3aHbl 0Opa3lbl IS AUdpaKTOMETpUIE-
CKMX U3MEPEHUM.

OO0pa31bl MapraHiia IIpoaHaIM3UPOBaHBI METOHA~
MM MCKpPOBOM M JIa3epHOIl MacC-CIIEKTPOMETPUU;
BCEro MPOKOHTPOJIMPOBAHO cofepXaHue 59 mpume-
ceil, ycTaHOBJIeHA KOHIEHTpaus 16 u3 Hux (puc. 1).
OCHOBHBIMU Cpeay HUX SBIISTIOTCS mpuMecu Cu, Si,
Fe — (2—1) x 10~* mac. %. CymMMapHOe conepXaHue
MpUMECEN C YCTAaHOBJIEHHOM KOHIIEHTpalueil co-
crapnsieT 7 X 10~ mac. %. Conepxanue 43 npumeceii
He TIpeBBILIAET Mpeaebl OOHapYXKeHUs, JiexKalllue B
uHTepBase 2 X 107°—2 x 10~* mac. %. O6cnenoBaH-
HOCThb OOpaslla Ha IpumMmecHu cocTaBiisieT 75% (00-
mast) 1 20% (st mpuMeceit ¢ U3MepeHHON KOHIICH-
Tpanueii).

st ycTaHOBJIEHUSI CTATUCTUYECKUX XapaKTepu-
CTHK IIPMMECHOTO COCTaBa 00pa3lia II0 HEIIOJIHBIM
JMaHHBIM aHaJIM3a MCIIOJb30BaH METON MaKCUMalb-
HOTO TMPaBAOIOA00US 1151 (PYHKIIMU TIOTHOPMAJIbHO-
ro pacIipeneacHUs IIpUMeCceii 10 KOHILIEHTpauu 0e3
paszoneHusd [8] m ¢ pa3dueHneM BCel COBOKYITHOCTH
MPUMECHBIX 3JIEMEHTOB Ha KJjiacchl [10]. MeTon 1mo3-
BOJISIET ITOJIYYUTh YTOUHEHHYIO MTH(MOPMAUIO O Hall-
0oJjiee BEPOSITHOM OXHMIAEMOM CPEIHEM M CyMMap-
HOM coJiep>KaHUU TIpUMecei KaxKaoro Kjiacca u Beex
nmpuMeceit B oopasiie. 31ech U Jajiee paccMaTprBa-
JOTCSI TIPUMECH B 3JIeMeHTHOM popme. Kiraccndpuka-
LY TpUMeceid MOXET 3aBUCETh OT MPUPOIbI U3ydae-
Moro oOpa3slia ¥ B JTaHHOI pabote cooTBeTcTBYET [10]
(cM. mpuMedaHue K Tad. 1).
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CraTucTUYECKME XapaKTEPUCTUKWA MPUMECHOTO
cocTaBa oOpa3slia MapraHiia IpuBedcHbl B TaOid. 1.
TeopeTnueckasi olleHKa CyMMapHOTO COAepKaHUs
MpuMeceii B Kjaccax NepexoaHbIX METaJJIOB, Ta3000-
pa3yIolIuX U JIETKUX p-3JIEMEHTOB, a TaKXe I1eJ104-
HBbIX U IIEJOYHO3EMEIbHBIX METAJJIOB COCTaBJISIET
4 %1074, 3%x10%u 5 x 10> Mmac. % cCOOTBETCTBEHHO;
cpellHee colepxXaHue MpUMeceil B TaHHBIX Kjaccax
(6-1) x 107 mac. %. CymmapHoe cofepXaHue Mpu-
Meceil B kiacce p-anemeHToB <1 X 10~* mac. %,
kitacc P30 He onpenerieH.

TeopeTnueckast OLIEHKa CYMMAapHOTO COAEP>KAHUSI
BCeX IIpUMeceii B oOpasLe cocTasisieT § X 10~* mac. %.
IMo comepxxaHuio Bcex MpUMeceil MeTaJIOB obpasell
COOTBETCTBYIOT YPOBHIO YUCTOTHI SN 3 (99.9993 mac. %
OCHOBHOTIO BEILECTBA), YTO OJIM3KO K JOCTUTHYTOMY
3apyoexxHbpIMH prupmamu (SN8) [11].

XapakTepu3anuss MOHOKPUCTA/LUIOB JAu()PaKTOMET-
pruiecKuM MeToaoM. V3 uronok, KoTopbie oOpa3oBa-
JINCh Ha TIOBEPXHOCTU CJIMTKA B (hopMe Mapaliesienm-
Ie10B, ObUIM MOIYYeHEI 00pa3libl, 0JIu3Kue K cepu-
yeckoit (popme (Takas (popma oOpa3IioB HEOOXOIMMA
I 0ojiee TOYHOTO YydYyeTa BJIMSHMSI TIOIVIOIICHUS
PEHTTEHOBCKUX JIy4eil mpu 00padboTKe AupaKIInoOH-
HOI KapTUHBI), 1 MIPOBeAcHA OlICHKA X KayecTBa Ha
nudpakTomMeTpe. BoNbIIMHCTBO MEpBOHAYAIBHO MO-
JIy4eHHBIX cdep MpeacTaB/ISIO CPOCTKU HECKOJIBKO
KPUCTAJUIUTOB HEOOJIBIIOTO pa3Mmepa (KaXIblii 13
KOTOpbIX 06T MeHee 0.05 MM), 4TO IIPUBOAUIO K IO~
SIBJICHUIO pedIeKCOB Ha MUPPaKIIMOHHONM KapTUHE
OOHOBPEMEHHO OT Pa3HBIX MO pa3Mepy U OpHEeHTa-
IIMM MOHOKPHUCTAJIJIOB U MOHMXAJIO TOYHOCTh pe-
3yJILTAaTOB OINpeIe/ICHUSI MapaMeTPOB KPpUCTaJUIIE-
ckoit pemretkr. M3 30 mpoaHanM3MpoOBaHHBIX OBIITN
oTo6paHbl 06pasibl ¢ nuamerpoM 0.065 u 0.060 Mm
JUIST TaJIbHEMIIMX KUCCIIeNOBaHUil, B KOTOPBHIX U3ME-
psieMO€ YKCJIO0 OTpPaXXeHUI COOTBETCTBOBAJIO €HM-
HUYHOMY MOHOKPHUCTAJLTY.

BaxxHO OTMETUTB, UYTO 0OKAaTKa MOHOKPUCTAJIIIOB
B cbephl He IIpHUBeJa, KakK B APYruX MeTaiax, K Mo~
SIBJIECHUIO CWJIbHO HMCKaXK€HHOI'O0 ITOBEPXHOCTHOTO
CJIOSI, HAJIMYME KOTOPOIro OTPaXkaJloch ObI B ITOsIBJIE-
HUU ne0aeBCKUX KoJiel Ha AU paKIIMOHHOM KapTu-
He. [loaToMy OOITOJIHUTEILHOE CTPABIMBAHUE 3TOTO
CJ10s1 He mpoBoAMIoCh. Mcrosib30BajIoch U3TyYEeHUE OT
MOJIMOJICHOBOTIO aHoda (IJIMHA BOJIHBI XapaKTEepPUCTU-
yeckoro uznydyeHust MoK, 0.070932 um). Ycunusaro-
I1asi PEHTITeHOONTUYECKasl CUCTeMa BKIloJaia B ce-
051 Tpa®UTOBBEIE MOHOXPOMATOPHI ¥ KOJUIMMATOPEI C
BHYTPEHHUM oOTpaxeHueM c muameTrpoM 0.5 mMm.
JIByMepHBI neTeKTop audpakTOMeTpa, OCHOBAH-
Hblii Ha CCD-TexHoJorusax, padborana 3a cYeT UC-
IOJIb30BAHUST XapaKTEePUCTUK PEHTTEHOYYBCTBUTEIb-
HOro 3KpaHa. Bes crctema perncrpainy CUTHAJIOB 00-
JIajajia OTHOCUTEILHO HU3KMM YPOBHEM IIIYMOB, YTO
MO3BOJISTO IPOBOAUTH MCCIIeIOBaHIE 00Opa3L0B Majlo-
ro oobema (muamMerp cepbl IIOA0UPAIICS TaK, YTOOBI
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540 KOAECC u nap.
Mpumecs Konuj:;];zlum, Tpumecs KOHH]E:(;F_I;?:HHQ,
Cu 2.3x 107 N <1.3x 1073
Si 2.0x 107 Ru <1.3x 1073
Fe 1.0 x 10~ Ga <1.3x 107
Al 49x107° Ba <1.2x 1073
Mg 3.5% 1073 Te <1.2x 1075
Cr 2.8x 1073 Bi <1.1x 1073 34 - !
Zn 2.4% 107 Sb <LIx107 35 e
Cl 1.9x 1073 Sn <1.1x 1073 30| — Mporios
Be 1.6 x 1073 Au <1.1x 1075 28 |
F 1.0 x 1073 Mo <1.7x 1073 26 |
Ni 7.5 % 107° Ta <9.9x 107 24 |
Nb 6.8 x 10°6 Ag <9.8x10°° 22}
p 3.9 % 10°° Se <86x10¢ 20t
K 1.4 % 10 Zr <83x10°6 18
Na 1.3x 107 As <8.2x 1076 12 0
B 1.2x 10°° Cs <73x10° 5|
C <2.2x107* I <6.9x10°° ol
Hg <3.7x 1073 In <6.3x 10°° 8
Pt <3.6 x 1073 Br <5.8x 1076 6 |
Os <3.5x% 1073 Sr <4.8 x 1076 4 |
w <3.3x 1075 Rb <4.7 % 1076 2
Hf <3.2% 1075 Li <3.8x 10°° 0
S <2.9x 107 Rh <3.7% 106 3 5.6 7 8
0] <2.9x 1073 Y <3.2x 1076
Pb <23 %1075 Co <3.2x 107
Ir <21x 1073 Ti <2.6x 1076
Pd <1.9%x 107 \ <1.9x 107°
Tl <1.9x 1073 Sc <1.6 x 107°
Re <1.7x 1073 Ca <1.5x107°
Cd <1.6x 1073

Puc. 1. ConepskaHue mpuMeceil 1 (yHKIIWS pacpenesieHus IpuMeceii 1o KOHIIEHTpallMY B 00pa3iie BHICOKOYMCTOIO MapraH-
11a; HaMOJIHEHMeE KJ1acCOB MpuMeceii, coriacHo [ 10]: razoo0pasytoniue u gerkue p-3iaemeHTsl — H, C, N, O, F, Cl, B, Al, Si, P,
S; ocrajbHble p-37eMeHTHI (13 cTabuabHbBIX 31eMeHTOB 13—16-it rpynm [Mepuonnyeckoii cucteMsl asieMeHToB J1.U. MeHnee-
esa, [1C); nepexomaHbie METAIbI — 26 CTaOUIbHBIX 31eMeHTOB 4—12-it rpynm I1C; 111e104HbIe U 1IeJI0YHO3eMETbHbIE METAILIbI —
10 cTaGuIbHBIX 351EMEHTOB 1-ii 1 2-it rpyrn I1C; peagko3eMebHbIe 2JIEMEHTHI — 16 CTaGUIBLHBIX 21EMEHTOB 3-i1 rpynibl T1C.

ITy4OK, BBIXOASIINI U3 KOJJIMMATOpa PEHTTEHOBCKOM
TPyOKM, TIOJIHOCTBIO OMBIBaJI O0pa3elr).

OO6pa3upl o-Mn TOBOpauYMBaINUCh C ITOMOILIBIO
MPOrpaMMHOTO obecrieueHIs TP paKToMeTpa IToce-
JIOBaTEILHO CO BCEMH BO3MOXXHBIMH TTOBOPOTAMU IJIST
TOr0, YTOOBI 3a(pUKCUPOBATH HA IETEKTOPE MHTEHCHB-
HOCTh OTpaXXeHHBIX TU(parupoBaHHBIX Jydeil ¢ Hau-
OoJjiee TIOJIHBIM OTOOpakeHMeM cdepbl OOpaTHOTO
npoctpaHcTBa (cepbl DBanbaa). KoHcTpykuus au-
dpakromerpa XCalibur (Rigaku-Oxford Diffraction)
MO3BOJIMJIA 3apPETUCTPUPOBATh OOJIBIIIOE YUCIIO (A0
14000) OpArTOBCKUX OTPaXCHUU MpU TeMIiepaType
298 *+ 1 K. B pesynbrare, B orimume ot [6, 7], ObLIH 3a-
(bUKcUpoBaHBI BCE BOBMOXHBIE 9KBUBaJICHTHBIE OT-
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paXXeHUs, YTO ITO3BOJIMJIO CYILLIECTBEHHO IOBBLICUTH
TOYHOCTh PE3YyJIbTaTOB OMNpEAe/ieHUsI pa3Mepa 3Jie-
MEHTApHOI s4eiiku (mapaMeTpa KpUCTALIMYECKON
peleTky Maprasna). Juist yBenmdeHrs TOYHOCTH JTaH-
HBIX 0c000€ BHUMaHME OBIJIO YACICHO (DUKCUPOBAHUIO
Ha IU@PPaKIIMOHHOM KapTUHE BBICOKOYIJIOBBIX pe-
¢JieKCOB (OHU COOTBETCTBYIOT 00JIe€ BHICOKUM ITOPSIJI-
KaM OTpaXXeHWi OT ceMelicTBa KpHcTauiorpadude-
CKMX IUIOCKOCTEI ), KOTOPBIE 00ECIIeUnBaIOT OJIM30CTh
K yri1y ckonbxeHus 90°. JIJist 3TOro UCIIoIb30BaICh
MaKCUMaJIbHO BO3MOXHBIC 3HAYCHUSI TOKA UM HaIIpsi-
JKEHMSI: YMCII0 3a(pUKCHUPOBAaHHBIX OTPAXKEHUI COCTa-
Buio 13979 u 13411 cooTBeTcTBeHHO. HamnpsikeHue u
TOK IIpY U3MEPEeHUsIX cocTasiisiv 33 kB/55 MA, dto
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Taomma 1. Cratuctudeckue XapaKTECpUCTUKU IMIPUMECHOIO COCTaBa 06p33ua MapraHuna. PasnoxeHnue Ha Kjiacchl IIpu-

mecei

IMpumecu X | Sy | v Sy | Ny | Ny |—1gSumy|—IgSumy| M |£AM| S |—IgSum|*AlgSum
Bce npumecu B obpasie
(6e3 pazbueHus Ha 4.8210.7314.98 (043 | 16 | 43 3.13 3.11 597 1 0.26 1099 3.12 0.31
KJIaCChl)
INepexomHbie MeTaILTbI 4.5210.61 491|041 | 6 | 19 3.40 3.51 5.78 | 0.44 | 1.05| 3.38 0.45
Tasoobpasyloutte uter- | 4 g4\ 0791440 [0.52| 6 | 4| 354 | 354 |520 034 [0.86| 3.54 | 042
KH€ p-2JIeMEHTBI
LLenOMHbIC W WMENOMHO- | ¢ 5\ g 7415331031 | 4 | 6| 426 | 446 | 584|038 [0.83| 427 | 041
3eMeJIbHbIe MEeTaJIJTbI
p-DNeMeHThI 4.99 | 0.18 12 3.87 4.99 0.18 | >3.87
P35 5.6410.21 2 5.31 5.64 0.21 | >5.31
CyMMa nmpumMeceii KiraccoB
C YCTaHOBJICHHOI KOH- 5.65 1.00| 3.12 0.29
LIEHTpaLuein
IMpumeyanue. X, S 'y — CPEIIHEE U CPEIHEKBAIPATUYHOE OTKJIOHEHNUE ISl BEIMYMHBL X = —1g x (X — KOHLIEHTPaLUs IPUMECH); Y,S y— TO
xe st ¥ = —1g y(y — npenen ob6HapyxkeHus); Ny — 4nciIo IpUMeceil ¢ yCTAaHOBJIEHHOI KOHLIEHTpauueil; Ny — 4nciio mpuMeceii ¢

YCTaHOBJIEHHBIM TpeeoM oOHapyxkeHMs; —lgSumy — (—lg) cyMMapHOro copepxKaHusl MpUMeceil ¢ U3MEPEHHOI KOHILIEHTpaLueit;
—lgSumy— (—lg) cymmbl ipeaenoB o6HapyxkeHust pumMeceii; M, *AM — oueHka (—Ig) cpenHero copepxKaHus MpUMeceil U ee Morpen-
HOCTB; S — CpeAHeKBagpaTUIYHOE OTKJIOHEHHE IIs1 BeIndnHbl M; —IgSum, *=AlgSum — ouieHka (—Ig) cyMMapHOro comepKaHusI IpU-

MECEN U €€ MOTrPeIHOCTb.

obecrieymyio TIOHMXKeHUE (oHa Ha mudpakTorpamM-
MaxX U MCKITIOYEeHUEe OTpaxkeHMi, KOTOPBIE COOTBET-
CTBYIOT BTOpOii rapMoHuke (A/2), T.e. MHOJOBUHE
JUTMHBI BOJIHBI MCITOJIb3yeMOTO M3iaydeHus. OOliee
BpeMsI 9KCITepMMEHTA IIJIsI KaXXIoro obpasiia B Aua-
na3zoHe Temmepatyp oT 295 no 300 K cocraBisuio ot
90 no 110 4 HenpepbIBHOU PabOTHI UG paKTOMETPa,
YTO MO3BOJIUIIO TOJIYYUTh BHICOKYIO CTATUCTUKY Ha-
OMpaeMbIX MMITYJILCOB IJIST KaXXIOTO OPA3ITOBCKOTO
oTpaxeHMus. YUCIO HCIOAb3yeMbIX OTpaKeHUil B
IMara3oHe BBICOKMX YIJIOB cocTtaBmjio 5985 u 6102
COOTBETCTBEHHO TS TIEPBOTO W BTOPOTO 0Opa3IOB.
IMonnepxanme TpeOyeMoil TeMIepaTypbl MCCIIemye-
MBIX O0pa3IloB Ha MCIOJIB3yeMOM MOHOKPHUCTAJb-
HOM THU(MPAKTOMETPE OCYIIECTBISIETCS C TOYHOCTHIO
1 K B imanaszoHe Temmneparyp ot 297 mo 299 K.

[ mpoBepKY TIPaBUIIBHOCTU PE3YJILTATOB MPEI-
BapUTEJIbHO Ha TOM K€ yCTaHOBKE ObLI M3MEpEH
CTaHTApPTHEIN 0Opasell Tu(pPaKIIMOHHBIX CBOMCTB MO-
HokpuctauioB, 'CO (10828-2016) ITPd-4 (ITPMD-3),
BBICOKOUYMCTBI KpeMHMI. Pe3ybTaThl onpeneieHus
mapaMeTpoB PelIeTKN COOTBETCTBOBAIU aTTeCTOBaH-
HOMY 3HAYEHUIO.

HEOPTAHUYECKWE MATEPUAJIbI

TOM 56 Ne 5

PE3VIIBTATBI 1 OBCYXIEHWE

Mg pacdera pa3MepoB dJIEMEHTApHOM STYEKU C
KyOMYeCKOll CMMMETPHEN HCIOJb30BaHa (opMyia
(kBagpaTtuuHasi popma):

1 _P+k+r
del a

rne d — U3BMepeHHbIEe MEXIIJIOCKOCTHBIE PACCTOSTHUS,
a — TapaMeTp KPpUCTATHIECKOMN PeIIeTKH.

; 1

JlaHHBIE TI0 IBYM BBICOKOTOYHBIM 3KCIEPUMEH-
TaM IUISI BEICOKOYTJIOBOIO AMAara3oHa IIPUBEICHBI B
TabJI. 2 BMecTe C pe3yibpratamu [2, 4—7, 12—14]. Mu1
MPOBEJIM TaKXKe pacyeT IapaMeTpa KpucTauinye-
CKOM PELIETKM IO CITOCO0Y, KOTOPHIN OBLIT UCIIOJIB30-
BaH B paboTtax [6, 7]. OTMeTHUM, YTO UCIIOJb30BaHUE
BCEro MacCcHBa U3MEPEHHBIX OTpaXKeHUi IIs1 omnpe-
JIeJICHUS TTapaMeTpa pellleTKH, KaK 3TO ObLIO caeila-
HO B pabotax [6, 7], B KOTOpPBIX IIpU OIpPeAEICHUN
pa3Mepa 3JIeMEHTApHOI SYEHKM OBLIM BKJIIOYEHBI
OTpaXXeHUs IIpU HeOOJIbIINX yriiaX (IIO3ULIUKU KOTO-
PBIX U3MEPSIOTCS C CYIIECTBEHHO MEHBIIIel TOUHO-
CThIO), TIPUBOAWJIO K JOTOJHUTEIbHOMY YBEIUYe-
HMUIO 3HAUEeHMI ITapaMeTpa PeIIeTKU M3MEpPEHHBIX
Hamu ob6pa3uoB (0.891998(2) u 0.892005(2) M mis
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IIEPBOrO X BTOPOIro 00pa3ila COOTBETCTBEHHO). DTHU
JIaHHbIE ellle OOoJIbllle IPEBHILIAIOT 3HAYEHUS I1apa-
MeTpa KPUCTAJUIMYECKOI pPEIIeTKH, ITOJIydeHHBIC B
pa6otax [6, 7] Ha MOHOKpHUCTa/LIaX.

MapraHnell B 0-(pase obi1agaeT Kyou4eckoit CTpyK-

Typoii, Tip. Tp. 143d. BriepBble BapuaHT KpUCTaJLJIAYe-
CKOI CTPYKTYPbI 3TOTO 3JIeMeHTa ObLT MPeJIOKEH B pa-
oote [2], ameMeHTapHas sTgeika mo pe3yjabTaTaM Tpex
SKCIIEpPMMEHTOB BKJTIOYaia 56 aromoB. Bee mociemyro-
IIMEe aBTOPbl HE YTOUHSUIM BUI TPOCTPAHCTBEHHOM
IPyMIibl, pACCMAaTPUBAIM JIUIIIbL BAPUAHTHI YKCIIa aTO-
MOB B siYelike. OTU TpU IKCIEPUMEHTa U3 padoTHhI [2]
OBLIU IIepeyTOYHEHEI B [3]; ObUIO ITOKa3aHO, YTO, BU-
IMMO, B 3JIEMEHTApHOI sJeiiKe pacriojaraiorcs 58
aTOMOB B 4YETbIpeX HEIKBUBAJICHTHBIX ITOJOXECHUSIX
(2Mnl + 8Mnll + 24Mnlll + 24MnlV), koTopbiM
COOTBETCTBYIOT KOOpAMHALIMOHHbBIE yncia 16, 16, 13
u 12. IlpennoxeHHasi CTpykKTypa O.-Mn oTindaeTcs
IUIOTHOM YITaKOBKOU aTOMOB pa3IMYHOTO pa3mepa,
npuaeM rl(=rI1) : FII1: FIV=1.2: 1.1 : 1.0. B ueHTpe
9TOi1 BJIeMEHTApHOM STYeMKU U B €¢ BepIIMHAX HaX0-
I8aTcsl aToMbl Mnl, KaXaplii U3 KOTOPBIX OKPYXEH
12 atromamu MnlV 1 4 atomamm Mnll. CxomHbiM 00pa-
30M BBITTSIIUT OKpykeHue atomoB Mnll (9MnlV +
+ 3MnlIl + 4Mnl). 310 TOBOPUT O TeTEpOAECMMUY-
HOCTH CBsI3eil B 0.-Mn, pasnuuum “pasMepoB” TIpH-
CYTCTBYIOIIIMX aTOMOB U CJIOXKHOUW 3JE€KTPOHHOM
CTpyKType 3Toi (a3bl [15]. I1pu HU3KMX TeMmepaTy-
pax MmokasaHa TecHas CBsI3b U3BMEHEHUS IapaMeTpPOB
KPUCTAJUTMYECKON pelIeTKu (MOsSBJICHUE TeTparo-
HaJbHOW (a3bl U ONHOBPEMEHHO BO3HUKHOBEHUE
aHTudeppoMarHeTu3Ma). AHAJIOTMYHOE ITOBEACHUE
MpearnosjaraeTcs U B MTHTEpMETALUTUYECKOM CUJTUIIN-
ne BaHanus (V;Si), re CTpyKTYPHBII Iepexos B TeT-
paroHaJibHYI0O CHUHTOHMIO 3JIEMEHTapHOU sueiiKu
MPakKTUYEeCKU COBMAgacT ¢ MaKCMMyMaMM Ha TeM-
MepaTypHOil 3aBUCUMOCTU MarHUTHON BOCHPUUM-
YUBOCTU, KOTOPBIE TAKXKE MOTYT OBbITH CBSI3aHbI C aH-
TU(PEpPOMArHUTHBIM WJIN C TOIMOJIOTUYECKUM BJIeK-
TPOHHBIM (ha30BEIM TIepexomoM |16, 17].

B cBs131 ¢ TakKM cBOEOOpa3HBIM CTPOCHUEM KPH-
CTaJUIMYECKOM pelieTKyu O-Mn IIpearionaraloT, 4TO
OH OJIKe II0 CBOMM CBOIICTBaM K MHTEPMETAJLINUE-
CKUM COSIMHEHUSIM, YeM K UYMCThIM MeTasam [18]. C
STUM, OYEBUIHO, CBS3BLIBACTCS €ro Majiasl IUIaCTUY-
HOCTh U IIPaKTUYECKM OTCYTCTBHME HAaKJIeIla Ha II0-
BEPXHOCTU MPUTOTOBJIEHHBIX HAMU cep, Taxe Mocye
JJTUTEIbHOM 00KAaTKM MCXOMHBIX 00pa3lioB B KaMepax
¢ aOpa3uBHBIMHU ITOBEPXHOCTSIMHU INIKYpoK. Eme on-
HUM OOCTOSITEeJILCTBOM B IOJIb3Y 9TOI TMUIIOTE3bI SIBJISI-
€TCSI JOCTATOYHO BBICOKAsI TBEPAOCTh 3TOTO BEIIECTBA
(TBepaocTh o mkane Poksesna o.-Mn cocrasisier 70,
Moaudukanuu o, B, u & — xpynkue [18]).

B pa6ote [2] Ha ocHOBe Tpex 3KCIIEPUMEHTOB Ha
MOPOIIKOBBIX Mpernaparax NoJay4yeH napamerp Kpu-
cTaJIn4yecKkoi peueTky a = 0.8894 HM (TiepecunTaH-
HO€ 3HaueHUEe C UCIOJb30BaHUEM COBPEMEHHBIX
JIAaHHBIX O JUTMHE BOJIHBI U3JIyY€HUS OT METHOTO aHO-

HEOPTAHUYECKUWUE MATEPHUAJIbI

KOJIECC wu np.

Tab6auna 2. CpaBHEeHUE pe3yJIbTaTOB OIpenesIeHUs Tapa-
MeTpa KPUCTAUIMYECKOU pelieTKu O-Mn pasauyHbIMU
aBTOpaMu

E:Elaehﬁz;p Hcrounuk

0.89106(5) [12]

0.8911(2) [6] (MoHOKpMCTAIT)

0.8912* [2]

0.8912* [4]

0.89121 [14]

0.8912 [7] (MoHOKpUCTAILT)

0.89133(10)** |[5]

0.89139 [13]

0.891799(3) Hacrosmiast pabota, cpenHuii fnaMeTp
0.065 MM

0.891803(3) Hacrosias pabora, cpenHuii iuameTp
0.060 MM

* JlaHHBIE PACITOJIOKEHBI B TOPSIKE BO3paCTaHUsI 3HAYEHMIA
rapameTpa peleTKu.
** 3HAaUeHMS TIePECUNTAHbl Ha JUIMHBI BOJIH U3JIYYEHUS OT aHO-
OB, IPUMEHSAEMBIX aBTOPaAMU.

ma a = 0.8912 am). B pa6orax [6, 7] ¢ mpuMeHeHUEM
MOHOKPMCTAJUIOB HCIOJb30BaJIM NPH YTOYHECHUU
CTPYKTYPBl CTapTOBYIO MOJE/Ib, TPEIJTOXEHHYIO B
[3], KoopauHaTHI aTOMOB OKa3aJIMCh TOBOJBbHO OJIU3-
KuMH K padbote [3]. OnHako B 3TNX paHHUX padboTax
cobpaHa JUIIb HEOOJbINAs OrpaHUYEHHasl 4YacTh
BO3MOXHBIX 3KBUBAJICHTHBIX OTPaXKeHUI, XUMUYC-
CKHUIA coCTaB JIMOO0 He OBIJT ITPUBENCH, TN00 colepKal
JaHHBbIE TOJBKO O HECKOJbKMX 3JIeMeHTax [2, 4—7].
3HauyeHUEe ITapaMeTpa PelIeTKM B 3TUX U B APYIUX
DKCIEPUMEHTaX, IIPOBENCHHBIX Ha IIOPOIIKOBBIX
npemnapatax [12—14], yTo4HsJIOoCh MO pa3HBIM CXe-
MaM ¥ BapbuUpoBajioch B auaraszoHe ot 0.8906 mo
0.8913 uMm. Bce mpuBeneHHBIC 3HAYEHUSI apaMeTpa
KPUCTAJUTMUECKOM pelIeTKHU B3AThl U3 paboT, omyo-
JIMKOBaHHBIX 10 1980 roga. bonee mo3mHue padboThI ¢
PEHTI€HOBCKMMM JAaHHBIMU O ITapaMeTpe KPUCTAJLIN -
YyecKoit pemeTku 0.-Mn He HalinmeHbl. Takke ciaemyer
OTMETUTD, YTO B HEKOTOPBIX paboTax IjIsi MOPOIIKO-
BBIX IIpeNapaToB MIpU OIIPENeICHUU I1apaMeTpa pe-
LIETKU TTPUMEHSIICS MeTo, PUTBebaa, B KOTOPOM UC-
MOJIL3YIOTCS Pe3yJIbTaThl aHajn3a AUMPaKIMOHHOMK
KapTUHBI BO BCEM IMAra30He YIJIOB, UTO HE IO3BOJIS-
JIO CYMTATh 3TU JaHHbIE TOCTATOYHO BHICOKOTOYHBI-
MH; KpOMe TOTO, METOJH BKJIIOYACT OOJIBIIOE YHCIIO
Pa3IMYHBIX 110 IIPUPOAE IMTOATOHOYHBIX IIapaMETPOB.

CBeneHus 0 XMUMUYECKOM MPUMECHOM COCTaBe U
CTETIeH! YMCTOTHI UCCIIEAOBAaHHBIX B pAHHUX paboTax
00pas3loB MPaKTUYECKU HE MPUBOMASATCS, XOTS MpPU-
MECHU MOTYT BJIUSITh HA 3HAYEHUE MMApaMeTPOB KpHU-
CTAJUIMYECKOUN PEIIETKU.

B nanHoIi paboTe HabIIOOAaETCSI 3aMETHOE YBEJIM-
YeHUE MapaMeTpa KpUcTaUIMYecKoi pemeTku (pas-
Ne 5
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IMPUMECHBIM COCTAB U TIAPAMETPBI KPUCTAJITTMYECKOM PEIIETKU

MEPOB BJIEMEHTAPHOI SYEMKM) MO CPaBHEHHUIO CO
SHAYCHUAMMN JId ITOJIN- W MOHOKPHUCTATJTIMYECCKUX
0o0pas3loB MapraHiia, paHee YyCTaHOBJICHHBIX pa3inyd-
HBIMU aBTOPaMU, YTO MOKET OBITh CBSI3aHO C BBICO-
KOI YMCTOTOM MCClIeAyeMOoro oopasiia.

SAKITIOYEHHME

MaccuBbl cOGpaHHBIX TaHHBIX (Ha OIMH, WHOTIA
Ha ITBa TTOpsIIKa OOJIBIIE, YeM BO BCEX paHee M3BECT-
HBIX BKCIIEpUMEHTaX) TTO3BOJIMJIN JOCTUTHYTh 0oJiee
BBICOKOI TOYHOCTH; pacuyeThl OKOHYATEIHLHBIX 3Ha-
YeHUM U1 TMapaMeTpa KPUCTALTNYECKON peIeTKH
MPOBEACHBI /11 BBICOKOYTJIOBOTO AMaIla30Ha KaXK10-
T'O MacCcuBa TaHHBIX, YTO JOTIOJTHUTEIFHO MMOBHITIAIO
TOYHOCTh M3MEPEHUsI MEXIUIOCKOCTHBIX PacCTOsI-
HUU U 3HAYEHUI TTapaMeTpa PEILETKU.

C wucrosb30BaHMEM BBICOKOYMCTOrO oOpasiia
MapraHia (comepXaHWe OCHOBHOIO BellleCTBa
99.9993 mac. %) ycTaHOBIICHO 3aMETHOE yBeJJe-
HHE TTapaMeTpa KpUCTAINIESCKOMN peleTKy (pa3me-
POB BJIEMEHTApHOM sTYeK1) IO CpaBHEHUIO C paHee
TTOJTy4eHHBIMU TaHHBIMH.

PaGota BbimonHeHa B pamkax teMbl HUP 304-19
OI'VII “BHUMMC” un o tutany HUP UXBB PAH
B paMKaX roCyIapCTBEHHOTO 3aJaHus.

BJIIATOOAPHOCTD

ABTOpHBI Gnarogapsat akanemuka M.®. YypbaHoBa 3a
noJjiesHoe obcyxaeHue, U.JI. Kommensa u JI.M. MBaHoBa
3a IOMOIILIb [IPY MOATOTOBKE U OTOOpE 00Pa3LIOB [IJIsI PEHT-
reHorpaguyeckoro aHaiams3a.
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