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OmnucaHa METoIMKa YTOYHEHMS ITapaMeTPOB 3JIEMEHTapHOM STYeiiK1 KPMCTA/UIOB MPOU3BOJILHOM CHH-
TOHMU HA COBPEMEHHBIX MOHOKPUCTAIbHBIX AU pakToMeTpax. B 0CHOBe METOAMKMY JIEKUT KaIuOpOBKa
nojioxkeHust 2D-nerekropa. [IpoBeneHo yroyHeHWe ITapaMeTpOB JIEMEHTapHO POMOMYECKOM sTUehKn
MOHOKpPHCTaIa 0i->3S. M3ydeHa aHU30TpONMs U3MEHEHUS rTapaMeTpoB B nHTepsaie 90—350 K. IMoxa-
3aHO, YTO OTHOCHUTEIbHOE YBEIMUEHUE MmapaMeTpa ¢ coctapisieT 6.4%. I1oaydyeHHbIE 3aBUCUMOCTH afl-
MIPOKCMMHUPOBAHBI ITOJIMHOMAaMU BTOPOM—TPETheil CTeleHU. AOCOIOTHOE YBeIMUeHHEe 00beMa sSTYeiiKuI
coctaBmo 138.4 A3, a orHocuTenbHOE — 4.3%. YTOUHEH TeMIIepaTypPHBIil X0 2JIEMEHTOB TEH30pa Te-
oBoro pacumpenus. Koah@UuueHTh TEMIOBOro paciiupeHns 0->3S Mpy KOMHATHOM TeMITEPAType
coctaBuiu: o, = 15.35 X 1075, 0, = 8.56 X 1073, 0133 = 9.12 x 1073 K.
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BBEAEHHUE

M3ydyeHne aHU30TPOIUY TEILJIOBOTO paclIUpeHUst
KpUCTaININYeCcKuX (pa3 mpeamnoaraeT TOUHOE U3Mepe-
HHUE MapaMeTPOB UX DJIEMEHTAPHBIX gueeK. OOBIYHO
3Ty 3ajady pellalT, UCIIOJb3ys NTU(ppaKIIU0 PEHT-
TeHOBCKUX JIyYeil Ha TOJMKpPUCTaaaX Mpu pa3sHbIX
TemIniepatypax. OmHako Impu pabote ¢ pazamMu HU3-
IIMX CMHTOHMIT ¢ TOCTOSIHHBIME perueTok 6onee 10 A,
¢ oOpa3lamMu, TJI0X0 MOAAAIIIMMUCS U3METbUCHUIO,
MNpU HAJIMYUU CYIIECTBEHHOM MPeuMyllecTBEeHHOMN
OpHEHTalluM, HAKOHEll, TIPU HEJOCTATOUHOM 00beMe
o0pasia obecneynTh KauyecTBO NG pakKIIMOHHO Kap-
TUHBI, HEOOXOAUMOE ISl (PUKCUPOBAHUST MATbIX CMe-
HIeHUH TMPaKIMOHHBIX JIMHUNA B 3aBUCUMOCTH OT
TeMrepaTypbl, CTAHOBUTCS CJIIOXHO. B aTnux ciyvasx
clienyeT MepeXoauTh K N3y4eHUIO OTAEIbHBIX MOHO-
KPUCTAJIJIOB (KOHEYHO, €CJIM OHU ToCTynHBI). Co Bpe-
MeH peanu3anuu cxembl bonaa [1] aToT mogxon npu-
MEHSIETCS PEIKO, BO3MOXHO, 1U3-3a BEICOKUX TPeOO-
BaHUi K TOUHOCTU roHuomeTpa (1”—5"). OgHako npu
KCIIOJIb30BAHUU 3TAJIOHOB MOXXHO U3MEPSITh MEXILIO-
CKOCTHBIC PACCTOSTHUS C OTHOCHUTEIbHOM OIIMOKOM
7 x 107>, B [2—7] 6bl1 OnMCaH PN METONUK, OPUEH-
TUPOBAHHBIX HA MCMOJb30BaHNE TU(PPAKTOMETPOB,

OCHallleHHBIX 2D-nmeTekTopoM. B oCHOBE 3TUX METO-
JUK JIeXaT CIeAyIOLIMe 3Tallbl: KaJuOpoBKa TOHNOME-
Tpa ¢ UCMOJIb30BAHUEM STAJIOHHOTO MOHOKPUCTAILIA;
ChEMKa HCCIeAyeMOro MOHOKPUCTAIIIA U 3TajJoHa IpU
oIpeaesieHHOM (HEeU3MEeHHOM) TTOJIOXKEHUH TETEKTO-
pa; UCMOIb30BaHNE pedIeKCOB C XOPOIIIO pa3aeyieH-
HBIMU Ay0JIeTaMU, YTO MTO3BOJISIET YTOUHUTh YIJIOBBIE
pasMmepbl MUKCENE JeTeKTopa; BEIBOA pedJieKCOB
tuna 700 Ha KBaTOPHMAJILHYIO OKPYXKHOCTh TOHMO-
MeTpa (Jajiee 3KBaToOp); HAXOXIeHNE MaKCUMYMOB
NHUKOB IyTeM 00pabdboTku 2D-mpoduneit nudpakim-
OHHBIX 1y01eTOB C BblAeIeHUEM K ,-COCTaBISIOLIEH.

IIpu npoBeneHnM TeMMepaTypHBIX SKCTIEPUMEH -
TOB 3TOT MOAXOJ OCJOXHEH MPaKTUYeCKU Heusoex-
HBIM “yxomoM” BbIOpaHHBIX pe(IEKCOB C 3KBaTOpa.
B [7] obu1a onucaHa nmporpamma SearchXY-20 (MoxeTt
OBITh TIOJTyYeHA y aBTOPOB), YIUTHIBAIOIIIAS TAKKE CME-
IEHUS. DTO MO3BOJIUIO UCCIEA0BATH TEMITEPATYPHBIMA
XOJI MapaMEeTPOB JIEMEHTAPHOU pOMOMYECKON STUYEHKI
MoHokpucrauia LiCsMo,0,, B LIMpOKOM UHTEpBaje
TEMIIEPATYP C OTHOCUTEIBHOM TOYHOCTHIO 1 X 1074,

Hcmonp3oBanue TpEeXKpy>KHOTO TOHMOMETpa Ha-
KJaAblBaeT OTpaHUYEHUs] Ha BBHIOOP pediekcoB
tuna 200, 4TO BBEIHYXXIAET MCIIOJIb30BaTh U ApPyrue
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pedaekcsl 1 YTOYHATH TapaMeTphl 3JeMeHTapHOM
SIYEWKU METOIOM HauMEHBIINX KBaapaToB. B Takom
BapraHTe METONMKA MPUTOIHA IS KPUCTAJIIOB JIIO-
60it cuHronuu. Oco6o cieayeT OTMETUTh, YTO TTOArO-
TOBKa 00paslia sl CTaHAAPTHOTO PEHTTeHOCTPYKTYP-
Horo aHanu3a (PCA) He oTiuyaeTcsl OT MOATOTOBKU
obOpasiia s TpemyiaraeMbIX METOIMK YTOYHEHUS TTa-
paMeTpPOB 3JIEMEHTAPHOM SIYEMKU MPU UCIOJIb30BAaHUN
OITHOTO 1 TOTO e Mpudopa (AJIUHbI BOJHBI, pazMepa
My4ykKa U MHTEHCUBHOCTU U3JydyeHUs ). Takum obpa-
30M, TpeajiaraeMble METOIbl MOTYT UCHOJIb30BaThCS
B KadyecTBe nepBoro aramna PCA.

PoMOuueckyo mogudukauuio cephl (gaiee o-S)
MOXHO paccMaTpUBaTh KaK peHTTeHoTrpaduuecKuii
9TaJIOH, TaK KaK MapaMeTphl ee pelleTKU ObLIN oIpe-
IeneHBl B [8] HA OMHOKPUCTAAbHOM CIIEKTPOMETPE
¢ xopoueit ToyHOCThIO: @ = 10.4646(1), b = 12.8660(1),
¢ = 24.4860(3) A. OnHako HEOOGXOIMMO YUUTHIBATD,
YTO B YKa3aHHOI paboTe JJIMHA BOJHbI PEHTICHOB-
CKOTIo M3Jy4eHUs Oblia MpuBeleHa He B aHTCTpeMax,
a B kX — A = 1.53739kX (ucrmoap3oBaHa peHTTEHOB-
cKasi TpyOKa ¢ MegHBIM aHomoM). Bo BpeMs BeIxoma
ctaTb¥ B 1961 I. OOIIEIPUHSITEIM KO3GbGULIMEHTOM
nepexona obu10 3HaueHue 1.00202(3). To ecTh UCIONb-
3oBasioch 3HaueHue ACukK,, = 1.54050 A, kotopoe 3a-
METHO OTJIMYAeTCsT OT TIPUHSATOTO B HACTOSIIIIEE BPEMS
1.5405929(5) A [9]. [Toatomy npuBeaeHHbIe B [8] ma-
paMeTphl TpeOYIOT YTOUHEHUS.

Panee usMeHeHUe MapaMeTpPOB BJeMEHTApPHOM
STIe KN MOHOKPHCTAIIIA O-S OBIJIO M3y4eHO TP TIPO-
BeneHny PCA B mHTepBanax 100—363 [10] u 78—298 K
[11]. OtMeTnM, 9yTO K03 (DULMEHT TEIIOBOIO PACIIN-
PEHUS BIOJb OCH ¢, PACCUMTAHHBIN 110 JaHHBIM [10]
ripu 300 K, coctasnser 2.17 x 107> K-!, a mo gaHHBIM
[11] — 1.05 x 10~> K~!, B To Bpems Kak JMHEWHBII
KO3 PUIIMEHT TEIUIOBOTO pacIIMpPEeHUsT, MOJTYYeH-
HBII Ha TTOJIMKPUCTAJUIMIECKUX 00pasiax, COCTaBIIs-
eT 5.6 x 107> K~! [12] (1pu pacyerax UCIIOIB30OBaHA
mmHa BoHbl ACuK,, = 1.54050 A) u 2.05 x 10-° K-
(paccyuTaHO MO TEeMIIEPATYPHBIM 3aBUCUMOCTSIM Ma-
pametposB [13]). YTouneHnue rpacuka c(7) No3BOJUT
HCTIONTB30BAaTh €ro B JaJbHEMUIIIeM IJIST KOHTPOJIS TeM-
TepaTypsl IpU MPOBENCHUH TeMITepaTypPHBIX PEHTTE-
HorpaIeCcKNX SKCIIEPUMEHTOB.

OKCITEPUMEHTAJIbHAA YACTb

B uccienoBaHusgX UCTIONb30BAIM U30TOI >3S Tpo-
un3BoacTBa AO “Cubupckuii XuMn4ecKuii KomonHat”
¢ yucToToit 99.4%. 1151 molydeHUuss XUMUYECKU YK~
CTOM cepbl NMPOBOAUIN TPEXKPATHYIO TUCTUILISIIUIO
B BaKyyMe C Mocjeaymolleil Kpuctauiu3aluuein us
Tojiyosia o Metoauke [14]. MoHOKpUCTaLIbI, TIPU-
TOOHBIC TSI peHTreHorpaduIecKoro ncciiefoBaHus,
OBV TTOJTYYEHBI TIPY MENJICHHOM MCIIAapEHNH PacTBO-
pa 33S B rekcane.

Penmeenoepaghuueckoe uccasedosarnue MOHOKpPU-
cTajuIoB 0-3*S (JinHelHbIe pasMepsl MeHee 100 MKM)
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ObL10 IpoBemeHo Ha audpakromerpe Bruker D8
Venture (MukpodokycHas Tpyoka Incoatec InS3.0,
MoK -usnyyeHue, MOHOXpoMaTU3aLust U HOKyCcHU-
pOBKa ¢ ITOMOIIBI0 MHOTOCIOMHBIX 3epKajdl MoHTe-
JIsl, TPEXKPYKHBIN roHUoMeTp, AetekTop PHOTON
111 ¢ paspemennemM 768 x 1024 1 pa3aMepoM TTHKCEIsI
135 x 135 mxMm). IIpubop ocHallleH TeMIIepaTypHOI
npuctaBkoil Cryostream 800 Plus ¢ macmopTHoOIi cTa-
ounbHOCTBIO TemIiepatypsl 0.1 rpan. Ha mepBom atarie
JUTSI OMTHOTO W3 MOHOKPHWCTAJIJIOB BHITIOJTHEH CTaHIAPT-
Heiit PCA nipu temnieparype 298 K: a = 10.4663(3),
b= 12.8645(3), c = 24.4814(7) A, V = 3296.27(15) A’
np. rp. Fddd, Z = 16, p,,., = 2.067 r/c™M>, W, =
=2.066 mm~', F(000) = 2048.0, ntuanasoH cbopa 1aH-
HBIX 20 5.286°—56.578°, D = 50 MM, usmepeno 7420
oTpaxkeHnit (—13<h <13, -16< k<16, —12<[<32),
HE3aBUCUMBIX PEPIEKCOB N oy,/Nyey, [ > 20(1)] =
= 1024/910, N,ppp2verpon = 37, S-baxTop mo F2 = 1.048;
R, 1> 2c5(D]/wR, [1 > 25(1)] = 0.0208/0.045, R,/wR,
[Bce mannbie] = 0.0253/0.0479.

AHanu3 nepBUuYHbIX 1aHHbIX PCA noka3zan oTHO-
CUTENILHO HEBBLICOKYI0 MHTEHCUBHOCTH pedIeKCOoB
C MEXIUIOCKOCTHBIMU PaccTOSTHUSIMEU MeHee 0.6 A,
TO3TOMY JIUISI YTOYHEHUS ITapaMeTpoOB STIYECKHN OBIITN
BbIOpaHbI HaMboJIee MHTEHCUBHBIE OTPAXKEHUS C MU-
HUMaJIBHBIM d: 16 00, 26 65.61°; 0 16 24, 68.27°; 0040,
70.70° (puc. 1). Pedmexc 0 20 0 monagaetr B MHTEpBal
20 65°—71°, HO UMeeT OYEHb HU3KYIO MHTEHCUBHOCTD,
II03TOMY BMECTO HETO UCIIOJb30BaH pediieke 0 16 24.
C yyeToM IMana3oHa yIJIoB 20 yKa3zaHHBIX pedIeKCOB
ObLUI0 BeIOpaHO TIoJIoXKeHUe nerekTopa (D = 109 MM,
20, = —70°), KoTOpOe najee He UBMEHSUIN.

Memoouka “Dxeamop”. Tlpu yrouHeHUU Mmapame-
TPOB 2JEMEHTAPHBIX SUYeeK TPEX MOHOKPHUCTAJIOB
(1, 2 u 3) mo MeTonukaM [2—7] B KauecTBe BHEIII-
Hero 3TajloHa HUCHOJIb30BaJili MOHOKpuUcCTall Si
¢ ag = 5.430933(12) A [15]. TIpenBapuTenbHO Bee KpH-
CTaJuIbl OBLIM MOMEIIEHBI Ha OTAeJbHbIE TOHUOMETPU -
YyecKHe roJ0BKU U CLIEHTPUPOBAHBI, 3TO MO3BOJUIO
B JaJbHEHIIIeM yCTaHABIMBATh X HA TOHMOMETp 0e3
M3MEHEHUS TEOMETPUU CHEMKHU.

s mpoBeneHus KaaIuOpOBKU IO MeTOnUKe [7]
HCIIOJIB30BAJIN NATh OTpaxkeHui stanoHa Si: 008, 337,
228, 517, 408. YcTaHOBOYHbIE YIIBI O U () IJIs1 UX BbI-
BOJIa HA 9KBATOPHUAJIbHYIO INIOCKOCTbH BEIYKCJIEHEI 10
nporpamme APEX3 [16]. 3amuch dpeiiMoB IpoBeaeHa
MyTeM -CKaHWpPOBaHUS B MHTepBaJe 4°. B pe3ynbraTe
obpabotku 2D-npoduieit pynkiueir Gauss B pexxume
Multiple Peak (Bximouas K ,-cocTaBidiomue) mno rnpo-
rpamme Origin [17] 66111 oIpeneaeHbl KOOPAUHATHI
MakcMMyMoB. C MOMOIIbIO aHAJTOTUYHOM TTPOLIEAYPbI
M3y4YEHBI BhIOpaHHBIE pedIeKChl IJIs1 TPEX UcCaenye-
MbIX MOHOKpHcTaioB (1—3) a-S. IIpodunu nydneToB
MoKa3aHbl Ha BcTaBKax puc. 1. I[Ipumep ncnonab3oBa-
HUSI METOOMKHU “DKBaTop” MIsl YTOYHEHMs IlapaMeTpa
a MOHOKpHcTajia 3 mpuBeneH Ha puc. 2. Pe3yabraTsl
BBbIYMCJIEHUI TTpeACTaBIeHbI B Ta0J. 1, B CKOOKaX NaHbl
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Puc. 1. Judpaxkumnonnsie kaptunbl (Bruker D8 Venture, MoK,-usnyuyeHue, 0-CKaHUPOBaHKE B AMAaNa3oHe 3°) MOHO-
KpucTajuia oi-S B pa3Hoii opueHTalu. Psgom ¢ myramMu noka3aHo OpMEHTUPOBOYHOE 3HAYSHHUE MEXITJIOCKOCTHOTO pac-
crostiust. [TokazaHbl MHAEKCH pedIieKcoB, IO KOTOPBIM OBIJIO TIPOBEAEHO YTOUHEHNE TTapaMeTpoB stueitki. Ha BcTaBkax
MpeacTaBieHbl MPoGWIn 1yGIeTOB.
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101 Xy, = 327.66 mukc. = 20, = 65.603°
373, » )
gl 204, =65063 .ﬂ 282
X, = 313.21 mukc. 204, = 67.762
\ Xy = 351.08 nuke.
6 .
)
.
=
]
5
~ 4+
L
2 -
0f ‘ ‘ ‘ ‘
280 300 320 340 360 380

X, rpan

Puc. 2. IIporiecc yrouHeHNST TapaMeTPOB JIEMEHTAPHON STYeiK MOHOKPHUCTAITA 3 ¢-S TIpY KOMHATHOM TeMIIepaType 1o
MeTonuke “OkBatop”. ZKUPHBIMU JUHUSIMU IMOKa3aHbI TUIOCKUE CEYEHUS ABYMEPHBIX Mpoduieil 1 X-KoopauHaThl MaK-
CHMYMOB ABYX pedJieKcoB BHeLIHero atajoHa. OTHoueHne A20/AX ornpenensiet yIJIOBOi pa3Mep MUKCeENs Y U TTO3BOJISIET
paccumTarh yrioBoe noioxeHne K, -coctasisiomnieit pediekca 16 0 0.

KPUCTAJIJIOTPAOUA  tomM69 Ned 2024
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Taomuna 1. [Tapamerpsl anemeHTapHoit stueiiku o-S rpu 300 K

MeTtonuka a, A b, A ¢, A
JIutepaTypHble JaHHBIE
OmIHOKPUCTAIbHBIN crieKTpoMeTp [8] 10.4653(1) 12.8669(1) 24.4876(3)
A —0.006 —0.009 —0.002
PCA* [10] 10.4672(1) 12.8676(3) 24.5015(3)
PCA* [11] 10.4633(17) 12.8786(23) 24.4784(45)
IMonukpucramr* [12] 10.4703 12.8530 24.5233
A —0.001 —0.023 0.033
IMonukpucramn* [13] 10.4925(4) 12.9022(5) 24.559(1)
A 0.022 0.026 —0.069
Jlnana3oH 3HaYEHUI 0.0253 0.0492 0.0806
Hacrogiuas pabora

PCA, 2* 10.4663(3) 12.8645(3) 24.4814(7)
A 0.005 0.012 0.009
MHK, 2* 10.4680(6) 12.8732(4) 24.4930(7)
A —0.001 —0.003 0.003
“Oksarop”, 1 10.469(1) 12.878(3) 24.492(3)
A —0.002 0.002 0.002
“Oksarop”, 2 10.474(1) 12.877(3) 24.492(3)
A 0.003 0.001 0.002
“Oksarop”, 3 10.469(1) 12.874(3) 24.489(3)
A —0.002 —0.002 —0.001
<“DkBaTop”> 10.471(1) 12.876(3) 24.490(3)

IIpumeyaHue. A — OTKJIOHEHHE [TAPAMETPOB SIY€EK OT JaHHBIX, IIPUBEICHHBIX B ITOC/IEIHEN CTPOKE STOM TAOIMIIBI, U TOJIYYEHHBIX
B XOJIe YCpeAHEHUS 110 JAHHBIM METOOUKU “DKBaTtop”; ¥ — B CKOOKaX JaHbl BEJIMUMHbBI CpeIHEKBAAPATUUHBIX OTKJIOHEHUIA.

MOTPEIIHOCTH, OLIECHEHHBIE UCXOIS U3 TOYHOCTU FTOHU -
omeTrpa m 0.005°.

Tloanas kanubpoexa eonuomempa. Habop pediaekcon
10 BCe IUTOIIAnM MeTeKTOpa MOJIYIeH C UCIIOIb30Ba-
HUEM IIATU (0-CKaHOB B MHTepBasie 30° OT BEIMUCIICH-
HBIX 3HaUeHUi o 111 peduekcos stanoHa Si: 008, 337,
228, 517, 408. D10 mo3BoamIo HabpaTh KpoMme pedJiek-
COB, BBIBOJMMBIX B OTpaxKkarolliee MoJOKEeHUe ISl Me-
TonuKM “OKBarop”, cymMmmapHo eie okoyio 1000 orpa-
KeHuii. O0pabOTKy MOJyYeHHBIX (hpeiiMOB IIPOBOAY-
JIM B TaKETHOM pexume 1o mporpamme SearchXY-26.
B HOBOI1 Bepcuu 3T0ii MporpaMMbl yCOBEPILIEHCTBOBA-
Ha pabota ¢ “ropsgynmMu’” TMUKceIsIMU. PaHbllle muku,
Ha MMpo(}MJIb KOTOPHIX MOIamal TaKoi MUKCceIb, He
Y4acTBOBaJIM B KaJIMOpoBKe (0TOpaKOBBIBAICS IPO-
rpamMMmoii). B TekyiieM BapuaHTe mporpaMma nprcBa-
MBAET MUKY PACCUYMTAHHYIO CPEHIOI0 HHTEHCUBHOCTh
OKPYKAIOIINX €T0 BOCKMU TMKCENIeH 1 gajee padboTaet
C HUM KakK ¢ OOBIYHBIM OTpaxkeHUeM. Takke B TEKYIIIYIO
BepcHIo nobaBneHa (pyHKIIMS IS OTOpaKOBKU ped-
JIEKCOB, HE TIOJITHOCTBIO BOIIEAIINX B MHTEPBAJI CheM-
KM: JUIs1 KaXA0i U3 MpOBeAeHHbBIX AUGPaKIIMOHHBIX
JyT TIporpaMma pacCuMThIBaeT MaKCUMaJbHOE 3Have-
HME UHTEHCUBHOCTH [, U HE yYUTBIBAET pedieKcsl,

KPUCTAJIJIOTPA®USA TomM 69 Ned 2024

WHTEHCHMBHOCTHh KOTOPBIX MEHBIIIE HEKOTOPOU MOJH
1., 3a1aBaeMoii osib3oBaresieM. B okoHYaTeIbHOM
pacyeTe ObLIM 3ajeiicTBoBaHbl 794 pedekca, pacro-
JIOXXEHHBIX Ha 22 ayrax (IIpyu MpoOBeneHUU KaJuopoB-
KU HCIIONIb30BAJIN TONBKO K| -cocTasiaoniune). Kanu-
OpOBOYHBIE YT C HAIOKEHHBIMM Ha HUX pediekcaMu
Si n3obpaxeHsl Ha puc. 3. CpenHee abCONIOTHOE OT-
KJIOHEHUE SKCITePUMEHTATbHBIX TU(PAKILIMOHHBIX JIU-
HUI OT YTOUHEHHBIX MOJIOKEHUM TeOpEeTUYECKUX OyT
<|A26|> cocraBmio 0.005°. Kputepuii KadecTBa IIpoBe-
IEeHHOI KannOpoBku coracHo [7] O, = 176. [TonyyeH-
HbIe XapaKTepUCTUKU TTOJIOXKEHUS aeTeKTopa (corac-
Ho [18]): Ponil = 518.58 nukc., Poni2 = 388.58 nukc.
(KoopauHATHI LIEHTpa OPTOTOHAILHON MPOEKIIUU 00-
pasia Ha IUTOCKOCTh AeTekTopa); D = 108.72 mm (pac-
CTOSTHME OT 1LieHTpa oOpa3siia o Touku Ponil,2); Rotl =
= 69.93°, Rot2 = —0.43°, Rot3 = (2.61 x 107%)° (ymisl
HaKJIOHA TJIOCKOCTU JETEKTOpA).

Ymounenue napamempog snemenmapHuvix sueex me-
modom Haumenbuiux keadpamos (MHK) nmpoBeneHo mist
kpuctajuia 2. JloctaTouHoe KOJIMYEeCTBO pedIEKCOB
OBLIO MOJYYEHO B TPEX CEPUSIX M-CKAHOB (IIpY MPOU3-
BOJIbHBIX YIJIaX (¢ U ®) ¢ marom 3°. MHaekcol Akl Oputu
MpUTIMCaHbl pedieKcaM ¢ TTOMOIIBIO TMPOTPaMMBI
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Puc. 3. PesyabraT KamOpOBKHU IOJIOKEHUS JeTeKTOpa
D =109 mm, 20, = —70° nudpakromerpa Bruker D8
Venture mo pe3yiabraTaM CheMKM BHEIIHEro 3TajoHa
Si. Ucnonb3oBaHa nporpamMma SearchXY-20. [Tokasza-
HBI TOJIEKO K, -cocTapisiolue pedekcos, 3a1eiicTBO-
BaHHBIE B UTOTOBOM YTOYHEHUM TTOJIOKEHUS IETEKTOPA.

APEX3 (pexum Cursor Position) ¢ ncnoiab3oBaHuem
MpeaBapUTETLHO OTpeneIeHHOM MaTPUIIbl OpUeHTAa-
uu Kpucrasia. KoopauHaTbl MAKCUMYMOB oNpesesie-
HbI 110 TiporpaMmme Origin [17] B pe3ynbsrate 00padboTK1
MOJIy4eHHBIX Ay0ieToB pyHkuueii 2D-Gauss, a 3Haue-
HUs yoioB 20 — no mporpamme SearchXY-260 (UcroJib-
30BaHbI PE3YJIBTATHI TPOBEACHHOM TTOTHOM KaTUOPOB-
K1 roHnomerpa). Ilapamerpsl yrounenst MHK 1o 26
pedJiiekcaM B IMana3oHe YIioB Judpakuun 59°—60°.
ITonyyeHHbIe 3HaYeHMS TIpENCTaBICHBI B Ta0M. 1.

Temnepamypruie sxcnepumermol. Pe3ynbsraThl IpoBe-
JIEHHBIX KaTMOPOBOK TOHHMOMETPA UCTIOJB30BAIN TIPH
OIIpeIeNICHNH YIJIOB 20 B XOme TeMITepaTypPHBIX dKC-
NepuMEHTOB Ha Kpuctayuiax 2 u 3. st kpucrauia 2
Obl1a M3ydeHa TOJbKO 3aBUCUMOCTE ¢(7) B MHTepBaJe
100—350 K. PesyabraTtel uamenenus c(7) npeacras-
JIeHbl Ha puc. 5. M3MeHeHue Bcex Tpex MapaMeTpoB
poMOMYECKOI 3JIeMEeHTapHOI siueiiku KpucTtajuia 3
usyuyeHo B uHTepBaje 90—350 K (tab6an. 2, puc. 4). Pe-
3yJAbTaThl MIPENCTaBAEHbl HAa PUC. 5 B CPAaBHEHUU C JIU-
TepaTypHBIMU JaHHBIMMU.

CEPEBPEHHUKOBA u np.

OBCYXIEHMUE PE3VJIBTATOB

Hszmepenue napamempos saueiiku npu 300 K.
B Ta6a. 1 nst cpaBHEeHMs JaHBI ITapaMeTPhl DJIEMEH-
TapHOM SYEHKU TpeX MOHOKPUCTAJIOB O-S, ITOJIY-
YeHHBIE TI0 Pa3HBIM METOAMKAM B HacTosIIel pabo-
Te, U JIUTepaTypHbIe NaHHBIE. MOXHO OXUIATh, YTO
HaunboJiee TOYHO MapaMeTphl O-S ObUIU OTpeAeIeHBI
B [8] o cxeme BoHma, omHaKoO CyIlIecTByeT Heollpe-
NeJIEHHOCTD, CBA3aHHAsI C MCIOJIb30BAaHHOI TP BbI-
yrcneHusx uHoit Bonusl ACuK,, = 1.540496 A.
B T1a6n. 1 nmpuBeaeHbl nmapaMeTpbl, MepecuuTaH-
Hble JJId PEKOMEHIOBaHHOW B [9] MJIMHBI BOJHBI
ACuK,, = 1.5405929 A (9Ta xe mpolenypa IpoBe-
JneHa s jaHHbix [12]). B HacTosmmMx sKcnepuMeH-
TaX MCMHOJb30BAIM TPYOKY C MOJIMOAECHOBBIM aHOIOM
U, COOTBETCTBEHHO, PEKOMEHIOBAaHHOE 3HAYeHUE
AMoK,, = 0.70931715 A. B uenom pa36poc napame-
TPOB, TPENCTABIECHHBIX B JUTEPaType, COCTABISET
Aa = 0.0253, Ab = 0.0492, Ac = 0.0806 A, uro 3ameT-
HO TIPEeBHIIIACT 3asBICHHBIE TOYHOCTA U3MEPECHUIA.
BunHo, 4TO maHHBIE, TTOJyYeHHBIE HA MOHOKPUCTAT-
Jlax, 1OCTaTOYHO XOPOIIO COBIANAIOT MEXIY COOOIt,
a TmapaMeTphl, OINpene/ieHHbIe Ha MOJTUKPUCTAIIIAX,
JEMOHCTPUPYIOT MAaKCUMAaJIbHbIC OTKJIOHEHMSI.

OcHoBHasl npo6jgeMa yTOUHEHUS TMapaMeTpoB
STYEUKU O-S CBSI3aHA C OTHOCUTENBHO HEBBICOKOIM MH-
TEHCUBHOCTBIO peIeKCOB, COOTBETCTBYIOLIMX MEXK-
IJIOCKOCTHBIM paccTosinusiM MeHee 0.6 A (puc. 1).
TeM He MeHee UCTOJIb30BaHHbIE 151 YTOUYHEHUS ped-
JIEKChI pa3pelleHbl JOCTaTOYHO XOPOIIO: Ha BCTaBKe
puc. 1 nokazaHbl NpoduUIU 1y0JIETOB, BHIBEISHHbBIX
Ha 3KBaTOPHALHYIO OKPYKHOCTh TOHUOMeTpa. Takue
npoduan ONMMChIBaIOTCS CYMMOM IBYX PyHKLM [a-
ycca (B 3KCIeprUMeEHTaX MOrPeITHOCTb TAKUX alIpoOK-
cuMauuii He npesbimana 0.02 mukc.), 4To MO3BOISIET
BMECTe C JaHHBIMU JJISI 3TaJlOHA MPOBECTU U3MEpe-
Hus 1o Metonuke “ODkBatop” [7]. [lapameTpsl stueii-
KU TpeX U3YYeHHBIX KPUCTAJLIOB IIPUBEICHBI B Ta0I. 1.
Pa36poc mapameTpoB, MOJY4EHHBIX 3TUM METOJIOM,
cocrasisiet Aa = 0.006, Ab = 0.007, Ac = 0.004 A, T.e.
JJIsI TIapaMeTpa @ OH OKa3bIBaeTcsl OOJIbIIe TOMYCTHU-
MOro (OmpenejeHHOTO ¢ YYeTOM MOTPEIIHOCTH) B 3
pa3a. Takoil pe3yabraT MOXeT OBITb CBSI3aH C HEKHU-
MU HEYUYTEHHBIMU ITOTPEITHOCTSIMM 3KCIIEPUMEHTA,
OJHAKO MOJIY4eHHBIH pa30opoc 3HaUeHUII BCEe paBHO
OKa3bIBaeTCsl MOYTHU Ha IMOPSIIOK MEHbIEe MO CpaB-
HEHUIO ¢ ApyruMu metogamu. C yyeToM 3Toro ¢akra
U noKa3aHHOM paHee [5, 7] a3pdeKTUBHOCTU METOAM -
KM “DkBaTop” HauboJiee TOUHBIMU CPEAr MPUBENCH-
HBIX B Ta0J1. 1 MOXHO CYUTATh YCPEAHEHHbBIE TTapaMe-
TPbI, TIOJIyYEHHBIE C €€ TTOMOIIbIO, a TaKXKe JaHHbBIE
[8]. [Tpu cpaBHEHUY BUAHO, YTO HAUOOJIbIlIEE OTKJIO-
HeHue 0.009 A nemoHcTpupyeT napametp b. OTHOCH-
TEJIbHO OO0JIbllIasl OlIMOKa €ro onpeneaeHus cBsi3aHa
¢ MCIoJIb30BaHKeM pediiekca ¢ mHaekcamu 01624, yto
MpeanoaraeT HaJloXeHe OIUOKY U3MepeHMsI Iapa-
MeTpa c [7]. JanpHeiiliee MOBBILIEHE TOYHOCTH U3-
MEpEeHUs TapaMeTPOB STYEMK MOHOKPUCTAJIOB O.-S

KPUCTAJIJIOTPAOUA  tomM69 Ned 2024
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Taomuna 2. I3MeHeHre mapaMeTpoB 3JIEMEHTapHOM poMOnYeckoit sueitku o-S B uHTepBasie 90—350 K

“OkBatop” ITonHas kanubpoBKa
T, K X, uKc. Y, nukc.
20, Tpan a,b,c, A 20, Tpan a,b,c, A
1600
90 340.89 508.51 66.582 10.338 66.578 10.339
125 338.87 508.27 66.439 10.358 66.435 10.358
150 337.29 507.96 66.327 10.373 66.323 10.374
175 335.99 507.18 66.234 10.386 66.232 10.387
200 334.55 506.85 66.132 10.400 66.130 10.401
225 333.04 506.45 66.025 10.415 66.023 10.416
250 331.34 505.67 65.904 10.432 65.903 10.432
275 329.53 505.67 65.776 10.450 65.775 10.451
300 327.65 505.77 65.643 10.469 65.642 10.469
325 325.77 505.91 65.509 10.488 65.509 10.488
350 323.66 503.31 65.360 10.509 65.361 10.509
01624
90 377.44 509.95 69.176 12.683 69.174 12.683
125 375.69 509.35 69.092 12.710 69.050 12.710
150 374.33 508.95 68.955 12.731 68.953 12.731
175 372.86 508.63 68.850 12.753 68.849 12.753
200 371.37 508.33 68.744 12.775 68.743 12.775
225 369.89 507.52 68.639 12.798 68.638 12.797
250 368.28 507.06 68.524 12.823 68.524 12.823
275 366.72 506.16 68.413 12.848 68.414 12.847
300 365.06 505.21 68.295 12.874 68.296 12.873
325 363.33 504.1 68.171 12.903 68.174 12.902
350 361.47 491.61 68.039 12.934 68.052 12.930
0040
90 406.22 502.52 71.228 24.362 71.225 24.363
125 405.37 503.1 71.168 24.379 71.164 24.381
150 404.73 503.49 71.123 24.393 71.119 24.394
175 404.02 503.86 71.073 24.408 71.068 24.409
200 403.18 504.12 71.014 24.426 71.008 24.427
225 402.42 505.2 70.960 24.442 70.953 24.444
250 401.68 507.06 70.908 24.457 70.900 24.460
275 400.94 504.27 70.855 24.473 70.849 24.475
300 400.19 504.45 70.803 24.489 70.795 24.491
325 399.54 504.77 70.757 24.503 70.749 24.505
350 398.82 503.31 70.706 24.518 70.698 24.520

Ha UCITOJb30BAaHHOM MPUOOPE BOZMOXHO JHUIIb TTPU
rnepexoe K OTpaxkKeHUsIM MpU O00JIbIINX 26, 4TO Mpen-
roJiaraet CylecTBEHHOE yBeIUYEeHe BPEeMEHU IKC-
nepuMeHTa. Jlpyroii BapyaHT — onpeaejeHue moJjo-
>KEHUST MHOXeCTBa petIeKCOB U UCIIOIb30BaHUE IS
yTouHeHus napamerpoB MHK.

KPUCTAJIJIOTPA®USA TomM 69 Ned 2024

ITapaMeTpsl 3JiIeMeHTapHO SYEKU, MOJTy4YeH-
Heie MHK, otnmuaioTcst oT ycpemHeHHBIX ITapaMe-
TPOB, OIIpENeJICHHBIX METOAOM “DKBaTop” (cpemHee
3HadyeHue B Tabi. 1), Ha Aa = —0.001, Ab = —0.003,
Ac = 0.003 A. Or JaHHBIX, MOJYYEHHBIX Ha OJHO-
KPUCTAJILHOM CIIEKTPOMETPE, OHU OTIMYAIOTCS Ha



626

a, A (a)

10.50 F 4
10.48
10.46 | ’
10.44 - .7
10.42
10.40 M
10.38
10.36 o
10.34| =~

T
AN

T
\

T
\

200 250 300
T,K

e, A (B)

24.52 7
24.50
24.48 | e
24.46
24.44 X
24.42 | M
24.40 e
2438 &

24.36 %
100

150 350

X

T
N

200 250 300 350

T, K

150

CEPEBPEHHUKOBA u np.

b, A (©)
3
12.90 | 7
/Z,
12.85} &
/}/
12.80 o
/Y/
12.75} R
/Z/
70p -
r | 1 1 1 l
100 150 200 250 300 350
T.K
v,A (r)
3340
,E
3320 s
3300 | i
3280 "
/
3260 e
3240 | ne
/E’
3220 L2
7 ﬂ/
3200( , - | | |
100 150 200 250 300 350
T.K

Puc. 4. DkcriepyMeHTalbHbIE TEMIIEpPATYpPHbIE 3aBUCUMOCTH ITapaMeTPOB U 00beMa 3JIEMEHTAPHOM STYeHKM MOHOKPHCTAI-
Ja 3 a-S, mocTpoeHHbIE 10 METOAMKE “DKBAaTOP”, M pe3yJIbTaT UX allpOKCUMALIMKU TTOJIMHOMAaMM.

Aa = 0.003, Ab = 0.006, Ac = —0.005 A. CpenHexkBa-
IpaTUYHOE OTKJIOHEHUE, NMpUBeIeHHOe B TaOd. 1
B KauyecTBe TMOrPelIHOCTU ONpeAeieHUs MapaMeTpOB
MHK, oTpaxaeT TOJbKO CIy4aliHYIO MOTrpelIHOCTb.
s oueHKHU BO3MOXKHOI cUCcTeMaTUYeCKOM Morpel-
HOCTHU MOXHO HCITI0JIb30BaTh NAacIOPTHYIO TOYHOCTh
roHromeTpa ® 0.005° (HamOMHUM, YTO MOJOXEHUE
JeTeKTopa BO BCEX BKCIIEPUMEHTaX HE MEHSJIOCH).
B 3anmeiicTBOBAaHHOM JMamna3oHe YIJIOB OHA COCTaB-
asseT Ad/d = 1.5 X 1074, 4To COOTBETCTBYET: Aa =
~ Ab =~ 0.002, Ac = 0.004 A. TTapameTpbl 31eMeHTAp-
HoOIt siueiiku, onpeneiaeHHbie MHK u monyyeHHbIe
METOIOM “DKBaTop”, XOPOIIO YKJIaabIBalOTCS B IaH-
HbIit quana3oH. OcHoBHoOI Hengoctatok MHK cocro-
WUT B TOM, 4TO 00paboTKa (ompeaeneHrue KOOpaAuHar)
0OJILIIIOTO KOJUUYECTBA TTUKOB JJISI €r0 YCTEIIHON pe-
ajqu3alMy 3aHUMAET JOBOJIbHO MHOTO BpeMeHu. Of-
HaKo ISl KPUCTAJUIOB HU3IINX CUHTOHUI U/Un TIpU

MCIIOJIb30BAaHUM TOHUOMETpa C MEHBIIMM KOJUYe-
CTBOM CTeIleHEeN ¢cBOOO JaHHBIN METOO MOXET OKa-
3aTbCd €AUHCTBEHHO BO3MOXHBIM.

OTMeTUuM, YTO OTKJIOHEHUS TapameTrpa ¢ (mpea-
CTaBJISIIONIETO HauOOJIbIINKI MHTEPEC), TTOJTYyYEeHHbIE
B [8], a Takxe pesynbraToB <“DkxBaTop”> 1 MHK He
npesbiaiot 0.003 A (tabn. 1).

Temnepamypuoie sxcnepumenmeol. Kpucrann 2 usy-
vanu B nuana3zoHe 90—350 K. B ta6n. 2 nmpencrasie-
HbI pe3y/IbTaThl HAXOXIASHUSI MAKCUMYMOB pedJieKcoB
(mporpamma SearchXY-20) npu pa3HbIx TeMIIEpaTypax.
Ilepexon K ymiam 26 mpoBeaeH ABYyMSI ClIOCOOaMU: IO
MeTtonuke “OkBaTop” (puc. 4, cMelleHue pedJiekca 1no
Y He yuutbiBasin) u o nporpamme SearchXY-26 (roJ-
Hasl KaJJuOpOBKa MOJIOKEHUS AeTEKTOpa, YYeT cMellle-
HuUs nuka 1o Y). B tabn. 2 npeacraBiieHbl 00€ I0Iy-
YeHHBIC TeMIlepaTypHbIe 3aBUCHMOCTH ITapaMeTpPOB

KPUCTAJIJIOTPA®U A Ne 4
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s9eiiku. BumHo, 4TO 3HaYEHMS COBMAMAIOT B IIpenenax
MOTPEIIHOCTU U3MepeHMid. MaKCcuMalbHbIe OTJIM-
yus coctaBwin: Aa.. =5 X 1074, Ab_ =4 x 1073,
Ac,. =3 x 103 A.

CpaBHuBas 3aBucuMocTU ¢(7T), TOCTpOEHHBIE TI0
[10—13] u maHHBIM HacTosIIEH paboThI (pUc. 5), MOX-
HO OTMETHUTD 3aMETHYIO pa3HUIY pe3yIbTaToB, TTOJY-
YeHHbIX Ha noaukpucTtamiax [12, 13], u nanaeix PCA
MoHoKpucTaioB [11]. M3ydeHHOe B HacTosIIEH pa-
0o0Te MoBeleHre TTapaMeTpa ¢ B Mpeenax MorpeiuHo-
CTH 3KCIEPUMEHTOB JJI1 KPUCTAIUIOB 2 U 3 mpaKTuie-
CKU HE OTJIMYaeTCsl, U TaKXKe XOPOIIO COOTBETCTBYET
pesyibraTaM, rojydeHHbIM paHee [10]. B usyyeHHoM
UHTEpBalle TeMIepatyp Aa/aq g = 1.6, Ab/byy = 2.0
n Ac/cygx = 6.4%. AbcomoTHOE yBennyeHre oobeMa
37eMeHTapHoii stueiikn — 138.3 A3, oTHocHTeIbHOE —
AV/Vyok = 4.3%.

ITonydyeHHBIE TeMIIepaTypHbIE 3aBUCUMOCTH I1apa-
METPOB @ U ¢ ObLUIM allIPOKCUMUPOBAHBI TIOJJMHOMAMU
TpETbheil CTeEeH!, TEMIIepaTypHOE MOBEIeHUE ITapaMe-
Tpa b HAWIyYIIMM 00pa30M yAaI0Ch OIMCATh ITOJIMHO-
MOM BTOPOM CTENEHMU:

max max

a(T) =10.285(5) + 6.4(8) x 10747 —
~7(3)x 1077 T? +2.1(6) x 107 T°;
b(T) =12.625(2) + 5.8(2) x
x1047 - 8.7(5) x 107/ 1T;
e(T) = 24.333(5) + 1.5(8) x 107*T +
+2.1(4)x 107972 = 3.1(5) x 107°T°;
V(T)=3162.6(8) +
+0.326(7)T + 4.6(2) x 10772,

Ha pwuc. 6 ipencraBieHbl BUA TeH30pa TEIJIOBO-
ro pacIIMpeHMs, paCCUMTaHHBIN o nmporpamme TEV
[19], u TeMnepaTypHbIit xon KO3(pHULMEHTOB TEILIO-
BOT'O paclIMpeHUs B IJIaBHBIX KpUCTajaorpaduye-
ckux HamnpapieHusx. KoagdulimeHT TerioBoro pac-
LIMPEHUA BIOJb Ocu ¢ cocTaBmwl 9.12 X 1075 K~! mpu
KOMHATHOM TeMIepaType, YTO JOCTaTOYHO CHIILHO
OTJINYAETCS OT BCEX JAHHBIX, IPUBEIEHHBIX B JIUTE-
patype. Hanboiee 0JmM3K1UM oKa3ajoch 3HaueHue [12]
(5.6 x 107 K1), paccyutaHHOE B pE3YJbTATE OTCJIE-
KMBaHUSI CMEIIEHUST OTOEIbHBIX pedIeKCOB MOJIH-
KpUCTajia o-S Mpu U3BMEHEHUHU TeMIlepaTyphbl C BBe-
JeHHEeM IIOTIpaBKM HAa BHYTpeHHMI 3TanoH. B [12] He
yIAJIOCh BBIACAUTD “UMCThbie” pedIeKCHI 111 He3aBU-
CHMOTO OIlpefieieHUs TapaMeTpoB a, b U ¢, a u3mepe-
HUST TIPOBOIMIINCH TIPY MAJIBIX yIvIaX qudpakmu (~26°
Ha METHOM M3JIyYeHUH ), YTO B COBOKYITHOCTH MOTJIO
MPUBECTH K JOCTATOYHO OOJIBIIOI MOTPEITHOCTU 13-
MepEeHUs TTapaMeTPOB STYeKN U KO3(PPUIINESHTOB Te-
IUTOBOTO pacUINpeHMSI.

KPUCTAJIJIOTPAOU 51 Ne 4
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Puc. 5. 3aBucumocTu napamerpa ¢ 3JeMeHTapHOU stueii-
KU 0-S OT TeMITepaTyphl 1O NTaHHBIM Pa3HBIX UCTOUHU -
KOB.

[Ipu onpeneneHnn TeMMIepaTypHOTO MOBEACHUS
rnapaMeTpoB ss4eeK MOHOKPHUCTAJJIOB MO METOAUKE
“DkBaTop” cylllecTBeHHass MOrpelHOCTb u3Mepe-
HU# MOXET OBITh CBSI3aHA C TOCTEINIEHHBIM CMeEIIIe-
HHMeM HabJirogaeMoro peduiekca Imo ocu Y, ITOCKOJIBKY
B paMKax 3TOl METOAUKU KaJuOpyeTcsl TOIbKO K-
BaTopMajibHasi OKpPY>XHOCTb TOHUOMeTpa. M3 Tabi. 2
BUIHO, YTO pa3HUIIA 3HAYEHUI KOOPIMHAT Y ucce-
IyeMbIX pedeKCOB B HAYaJIbHBIX U KOHEUHBIX TeM-
rnepaTypHbIX TOUKaX, KakK MpaBujo, He MPEBOCXOIUT
6 mukc. — ckaukoobpa3Hoe U3MeHeHNne Y Ha Golee
yeM 10 mukc. HaGaomaeTcs TOJBKO IS pedekca
01624 npu nepexone ot 325 mo 350 K. Jiag olieHKU
peabHOM TTOTPEITHOCTH U3MEPEeHHUSI, BO3HUKAIOIIEH
BCJIENICTBUE TAKNX OTKJIIOHEHU, TpeOyeTCsT TPOBOIUTD
9KCMEPUMEHTHI 110 ONpeaeIeHUIO MapaMeTPOB sueekK
3TaJOHHBIX KPUCTAIOB, TOCEA0BAaTeIbHO BBIBOJS
pedekch Ha pa3HyIo BEICOTY OTHOCHUTENIFHO HEKO-
TOPBIX, IPUHATHIX 32 pedepeHCHbIe, U CPAaBHUBATH
MoJiyyaeMble mapamMeTphbl C TeopeTudecKuMu. B xome
paboThl 3Ta Mpouenypy He MPOBOAWIU, OMHAKO CYAUTh
0 JOIYCTUMOCTH CMeIleHu Mo ocu Y Ha 5—10 mukc.
MOXHO MCXOJIS U3 COBITAICHUS TOJIyYEHHBIX ITapame-
TPOB B Ipeaeiax MOrpelHOCTU U3MEPEHUI ¢ pe3yib-
TaTamMu pacueta nporpaMmmbl SearchXY-260, HeuyB-
CTBUTEJILHO K TTOJIOXKEHUIO peIeKCOB Ha TJIOCKOCTU
nerekropa. TakuM o0pa3oM, B psifie clydyaeB He TpeOy-
€TCsI TPOBOAUTD MOJHYIO KaTUOPOBKY MOJIOXKEHMS e~
TEKTOpa U TSI IIPOBENEHUS pacyeTOB MOXHO OTpaHU-
YUTHCS CHEMKOM OMHOrO—IBYX pedJIeKCOB dTAJIOHA.
Bce HeoOxonuMble pacyeThl BBIMOJHSIET MporpaMma
Origin uiau aHaaoru.
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Puc. 6. Bun TeH3opa TeII0BOro pacllupeHusi o-S (a) U 3aBUCUMOCTb €0 JIEMEHTOB 0, (1), 0y, (2), o33 (3) oT Temmnepa-

Typbl (0).

SAKJITIOYEHUE

YTouHEeHME TTapaMeTpPOB 3JIEMEHTApHBIX SYeeK
TPEX MOHOKPUCTAJIIOB 0->3S MPOBENEHO C MCIOJb-
30BaHMEM IBYX MeTOOUK — “DkBaTop” [2—7] u B pe-
3yJIbTaTe MOJHOMN KaaTuOpPOBKU ETEKTOpa ¢ MOMOIIIBIO
nporpaMmbl SearchXY-20 u nmocienyionero yrouHe-
Hust MHK. TTokazaHo, 4To B repBoM ciiyyae pa3dpoc
napaMmeTpoB TPeX M3YyYeHHBIX MOHOKPHCTAIJIOB CO-
crapisiet Aa = 0.006, Ab = 0.007, Ac = 0.004 A npu
ycpenHeHHBIX 3HaYeHusx a = 10.471(1), b = 12.876(3),
¢ =24.490(3) A. Ouus >THX 3HAYEHUI OT Pe3yJib-
tatoB MHK cocrasnstior Aa = —0.001, Ab = —0.003,
Ac = 0.003 A. Takast TOUHOCTb OIPENETCHMST TTapaMe-
TPOB BBIIJIIAUT 3aMeTHO XyXe oinook PCA, Ho 3TO
“peanbHasi” TOYHOCTb IKCIIEPUMEHTA, YYUTHIBAIO-
mast HanboJiee 3HAaYMMBbIe CHCTEMAaTUIEeCKHE OIITMOKY,
0 YeM CBUJIETEJIbCTBYET MOBTOPSIEMOCTh PE3yJIbTaTOB
IUTSL TPeX U3YYeHHBIX 00pa3IioB.

C ucnonp3oBaHMEeM METOOUKM “DKBaTOp” U pe-
3yJITATOB TMOJTHOI KaJIMOPOBKM AETEKTOPA C TTOMOIIbBIO
nporpammbl SearchXY-20 rpoBeneHO yTOYHEHWE TEM-
repaTypHOro Xoa rapaMeTpoB Aueiiku o->*S B quarna-
30He 90—350 K. OTHOCUTENbHOE YBEIMYEHHUE TTapaMe-
TpOB a, b v ¢ cocTasisier 1.6, 2.0 1 6.4% cOOTBETCTBEH-
HO. AOCOJIIOTHOE yBeJIMYeHMe 00beMa 2JIeMEeHTapHOI
staeiiku — 138.4 A3, otHocuTenpHOE — 4.3%. YTOuHEH
TeMIIepaTypHbBIA X0 3JIEeMEHTOB TEH30pa TEIJIOBOTO
pacmupeHus ucciaenyemoin ¢gaspl. KoagduumeHTs
TEIUIOBOIO PACIIUPEHUS 0->3S IpU KOMHATHOM TeM-
nepatype coctaBuin: o, = 15.35 X 1073, oy, = 8.56 X
X 107, 033 = 9.12 X 10~ K~!. Takum o6pazom, MeTo-
JMKa BBEIEHUSI TTOMPABKU Ha BHEITHUIT 3TAJIOH MMO3BO-
JINJIa TIOJIYYUTh TOCTOBEPHYIO MH(MOPMAIIUIO O XapaK-
Tepe M3MEHEeHUsI MapaMeTpPOB 2JEMEHTApHOI sueii-
KM U TIpOAHAIM3UPOBATh TEMIIePaTypHYIO IUHAMUKY
TEeH30pa TEILIOBOTO PaCIIUPEHUS, KOTOPAst YKa3bIBaeT

Ha HauOoJblllee M3MEHEHNE MMEHHO ITapaMeTpa C.
UccrnenoBaHue ObLJIO MTPOBEAEHO HA CTAHAAPTHOM Jia-
6opaTopHOM MOHOKpPUCTAIbHOM IUdpaKTOMETpe 0e3
KaKUX-JTMOO KOHCTPYKIIMOHHBIX U3MEHEHUIA.

PaboTta BeimosHeHa IIpu noaaepxke MuHucCTep-
CTBa HAyKM U BBICIIETO oOpa3oBaHus Poccuiickoii
Ddenepanym (mpoexT Ne 121031700313-8) u B pamkax
nporpaMmbl “ITpuoputer-2030~.
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STUDY OF THE ANISOTROPY OF ¢-**S SINGLE
CRYSTAL THERMAL EXPANSION
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¢Tomsk Polytechnic University, 30 Lenina Avenue, 634050 Tomsk, Russia

*e-mail: serebrennikova@niic.nsc.ru

Abstract. A technique for arbitrary symmetry crystals unit cell parameters refining on modern single-
crystal diffractometers is described. The technique is based on the 2D detector position calibration.
The elementary orthorhombic unit cell parameters of the a-**S single crystal have been refined. The
anisotropy of parameters changes in the range of 90—350 K has been studied. It is shown that the relative
increase in parameter c is 6.4%. The obtained dependences are approximated by second—third degree
polynomials. The absolute increase in cell volume is 138.4 A3, and the relative increase is 4.3%. The
temperature dependencies of the thermal expansion tensor elements has been refined. The coefficients
of a-*3S thermal expansion tensor at the room temperature are: o;; = 15.35 X 107>, a,, = 8.56 x 1073,

O3 = 9.12 x 105 K.
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