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B pabore ommcana mpoiieaypa MPOBEACHUS KOJIMYSCTBEHHOTO PEHTTCHO(GA30BOr0 aHAIM3a
B cxeme [lebas—Illeppepa Ha MOHOKpHCTANIbHOM AUGPAKTOMETPE, OCHANICHHOM IUIOCKHM
JIBYXKOOPIUHATHBIM JeTeKTOpOoM. [IpOBEACHO HCCIE0BAaHUE CIICIHAIBHO MPUTOTOBICHHBIX
cMmeceit nonukpuctaminueckux das (o-Al,Oz, Si, a-SiO; u W), ¢ CylecTBeHHO OTIMYHBIMU
k03¢ dunneHTaMy JIMHEHHOTOo morolieHus. IlokaszaHo, 4To aaxe npu OOJBLION CKIOHHOCTH
KPUCTAJUTUTOB K MPEUMYIICCTBEHHONW OPHEHTAIMU, MOXKHO MPOBOIUTH HM3MEPEHHS C TOYHO-
CTBIO HE XYK€ TPAJAUIIUOHHBIX 5 BecY.

KnwueBble CcJ0Ba. KOIMYECTBEHHBIH PEHTIeHO(hA30BBIH aHAJM3, IMOJHONpPO(MIBEHOE
yrounenue, CCD-gerexrop, meton [ebas—Illeppepa.

BBEJIEHUE

Meton audpakToMeTpuH MOJUKPUCTAIUIOB UAEATHHO MOIXOIUT TSI KOJTMYECTBEHHOTO aHaIH3a
MOJIMKPUCTATUIMIECKIX CMecel, TaKk KaK Ka)IbIii KOMIIOHEHT 3TOH CMECH UMEET CBOW YHHKAIBHBIN
Habop 26-1/lp ¥ Tpu 3TOM MHTEHCHBHOCTH, C YYETOM IOTJIOIICHHUS, POIOPIHOHATbHA KOIHYCCTBY
JAHHOTO KoMIoHeHTa B cMecH [ 1 ]. Takve BO3MOXHOCTH MeTO/a ObIIH moKa3aHsl emie B 1919 1. [2],
HO BIUIOTH JI0 cepeaunbl 30-X roJIoB MPOILIOTr0 Beka 0C000ro mporpecca B 3Toi 00JIacTH He HalIIto-
nanoch. CuTyalus U3MEHHUIIACh C MOsIBIeHHEeM paboThl [ 3 ], KOTOpas Jaga TONYOK It PasBUTHS Me-
TOJIa KOJIMYECTBEHHOTO peHTreHodazoBoro ananmsa (POA) u nokaszana ero moTeHIMAIbHBIE BOZMOXK-
HocTH. OJIHAKO HMCTOJIb30BaHNE (OTOIUICHKH B KQUECTBE PETHCTPHPYIOIIETO YCTPONHCTBA HAKIIA/IBIBAIIO
oTpeJiesIeHHbIe OTPaHUYCHHUS] HA TOYHOCTh M3MEPEHH B Hanboee pacipoCTpaHEeHHOH CXeMe PernucT-
paunu [ebas—Illeppepa. Ota npolnema Obula pelieHa ¢ NOSBICHUEM CHadajla MpONOPLUHUOHATBHBIX,
a 3aTeM CIMHTUUISIIIMOHHBIX CUETYMKOB M TepexoJioM Ha cxemy bparra—bpenTtano. CoBepiiieHCTBO-
BaHHE JIETEKTOPOB PEHTIEHOBCKOTO M3ITyUYECHUS U TIOSBIICHHE JBYXKOOPJAHHATHBIX JIETEKTOPOB TPHBEIIO
K HEBU/IAHHOW paHee YyBCTBUTEIBHOCTH, IIOJTHOTE M TOYHOCTH PETUCTPALMN TUPPAKIIMOHHON KapTHUHBI.

Hapsiny ¢ naMeHeHneM perucTpupyrolei anmnaparypsl SBOIIOIMOHUPOBAT U CaM METOJI KOJIHYe-
ctBeHHOTO PDA. [Iponzormien mepexo OT JOCTATOYHO MPOCTHIX, HO TPYAOEMKHX TPATUIIMOHHBIX Me-
TOJI0B (100aBOK M pa30aBlieHHs, OTHOCUTEIbHBIX MHTEHCUBHOCTEH W JIp.) K O€33TaJOHHOMY METOLY,
ocHOBaHHOMY Ha moiHOTpoduiabHOM anaimu3ze (ITIA) [4]. DToT moaxox B MOCHeIHEE BpEMsl CTal
Hanbosiee BocTpeOOBaHHBIM B KoiudecTBeHHOM PDA [5—9 . He mocieaHow0 poiib B 3TOM ChITpa
TOT (aKT, YTO JAaHHBIA METOA SIBJISETCSI OCHOBHBIM IPU YTOUHEHHH KPUCTAIUTMYECKOH CTPYKTYpHI U3
pEHTTreHOrpadMueCKUX JIaHHBIX MOJHKPHCTAIIIOB, & KOJINYECTBEHHBIC ONPEJICNICHNUS SBISIFOTCS "TT0004-
HBIM” TIPOAYKTOM 3TOTO YTOUHEHUS I cMeceit. Taxke MUpOKOMY PacIpoCTPaHEHUIO METO 1A CIIO0C00-
CTBOBAJIO Pa3BUTHE BHIYUCIUTENFHON TEXHUKH, YTO CYIIECTBEHHO YMEHBIIWIO BPEMS PACUETOB.

* E-mail: alexeyev@niic.nsc.ru
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HecMoTps Ha 3HAYMTENBHBIN MPOTPECC KOMMYECTBEHHOTO PMDA, Ha MaHHBIA MOMEHT OCTaeTCS
psI HepelleHHBIX MPo0JieM, CBSI3aHHBIX ¢ MUKpoaOcopOIue (MoromeHeM) U PeruMyIecTBEHHON
OpHEHTalMel KpUCTAIIUTOB (TeKcTypoi). Takxe cpean (pakTopos, 3aTpyAHSIOLUIMX HCIIOJIB30BaHHUE
merona, aBtopsl [ 10, 11 ] yka3slBarOT OTCYTCTBUE €AXHOOOPA3HOM, CTAHAAPTU3MPOBAHHON METOIUKH
BBIUMCIIEHHS MOTPEIIHOCTH KoiauuecTBeHHOro POA, nposenennoro meronom IIITA. Bennuunsl, ko-
TOpBIE BBIJAIOTCS IO 3aBEPILIEHUH YTOUYHEHUS COOTBETCTBYrOIMMH nporpammamu I1ITA B kauecTBe
HOIPEIIHOCTH U3MEPEHHH, HE BBI3BIBAIOT JOBEPHS, IOTOMY YTO 3a4acTyl0 OCHOBAHbI HA MaTeMaTHU4de-
CKOM COOTBETCTBMM MOJETH U SKCIEPUMEHTAIBHBIX JAHHBIX U, OYEBUHO, CUJIBHO 3aHMKEHBI. TakuM
00pa3oM, HECMOTPsI HA MHOTOYHCIICHHBIE Pa0OTHI B 3TOW obnacty, Hanpumep [ 6—16 ], Bompoc o pe-
aJTBFHOW TOYHOCTH KOJMYECTBEHHOTO0 PDA 10 CHX MOp OCTaeTCs OTKPBITHIM. CUATAETCS, YTO CPEIHSSA
MOTPEIIHOCTE MeToJa cocTaBisieT ~5 Bec%. Takoe 3HadeHHME OOBIYHO YKa3bIBAIOT C OTOBOPKOM Ha
CHeuralbHbIe CIOCOOB!I MPUTOTOBICHUS 00pa3lia, UCKIOYAONIINE MPEUMYIIECTBEHHYI0 OPUEHTALIUIO
KpPUCTAJUTUTOB.

Lenpto maHHON pabOTHl CTaNo OMpelneNeHHe MOTPEeIHOCTH KoaudecTBeHHOro PDA (meron
[1ITA), mpoBOAUMOrO IO METOJWKE, WCIONB3YIOMIeH TOCKUH AByxkoopauHaTHEI CCD-getexTop
(reomerpus [ebas—Illeppepa). Taxxe ObLUIO HHTEPECHO COMIOCTABUTH PE3YIHTATHl KOINIECTBEHHOTO
P®A, monydeHHbIE C TOMOIIBIO Pa3HBIX TIPOTPAMM.

SKCIIEPUMEHTAJIBHASI YACTb

IIpuroroBnenne o0pa3uoB. {151 ONEHKH MPaBUIBHOCTH W BOCIPOU3BOJUMOCTH PE3YJIbTATOB
KOJINUECTBEHHOTO aHAIN3a IMOJIMKPUCTAUIMYECKUX MaTepUaliOB OBUIM HCIOJNb30BaHbI CIICLHAILHO
npurotosieHHbie cMecH mopomkoB o-Al,O3 (NIST SRM-1976) u Si, B3sThie B BECOBBIX COOTHOIIIE-
Husx 1:2, 1:1 u 2:1, a Taxke cmech o-SiO; (kBapi) 1 W 1:1. BeiGop cocTaBoB AaHHBIX cMecei 00y-
croBiteH creayromumu npuanHaMu: 1) o-Al,O3 1 Si umerot 6m3kre Ko3QPHUIHEHTH THHEHHOTO M0-
riomenus [ s MoK, -usmyaenns (11,43 u 14,76 e cooterctrenno); 2) o-SiO; u W nmeror 3a-
MetHO oTmunble [ (8,82 u 1656,15 cM ' coorBercrBenHo). Mccnenoanns [10] mokasamu, 4ro
WMEHHO TIOTJIOIIEHHE SBISICTCS TJIABHBIM, XOTS M HE €IMHCTBEHHBIM, HCTOYHHUKOM OIITMOOK MPH KOJIH-
YyecTBEHHOM ompeneneHun ¢a3. Ilopomku, MCIoNb30BaHHBIE sl MPUTOTOBJIEHUS CMeced, HMeNn
pasmepsl yactull <20 MkM. OTMETHM, YTO MEPBOHAYAIBHO B3STHIC MOPOIIKM Si M KBapla, Mpuiarae-
Mmoro k audpaxromerpam tuna JJPOH, coctosun u3 6onee rpyObix yactuil. Tak, Ha TUPPAKIIUOHHON
kaptunae cmecu Al,O3—Si 1:1 (puc. 1, @) X0poIo BUIHO HEPAaBHOMEPHOE 3aIlOJHEHHE OKPYKHOCTEH
(TOYeUHbIE JINHUM), OTHOCAIINXCA UMEHHO K Si. [lonoiaHNuTeIbHOE HCTHpaHUE BCEH CMECH B TEUEHHE
20 MUH MO3BOJIMJIO YCTpaHUTh 3TOT 3ddekt. B crneayromem pasnene OyIeT OMUCAHO PElICHUE 3TOM
e MPOoOIIeMBI, €CITM U3MEeJIbUeHHE 00pa3ia Mo KaKUM-TO IPUYMHAM HEBO3MOXKHO.

[IpuroToBieHne MCKYCCTBEHHBIX CMECEH BBIIOJHSIM C yYETOM PEKOMEHIAIMH, NPUBEIECHHBIX
B [17]. B3BemmBaHWe WHIMBUAYaJIbHBIX BEIIECTB OBUIO MPOBEACHO HA AHAIUTHYECKUX Becax
Sartorius ¢ Tounocthio 0,0001 r. Maccel HaBecok npuBeeHbl B Tabu. 1. TTocie B3BelMBaHUs MOPOIII-
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Puc. 1. ®parmentsr 2D-nebaerpamm: a — cmech o-Al,03—Si (1:1); 6 — cmech a-SiO,—W (1:1)
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Taonumma 1

Maccwl Hagecok uccredyemvix cmecell, 2

Cootromrenre | o-Al,O; Si Bcero || CooTHomIeHne w -Si0, Bcero
1:2 0,0998 0,1955 | 0,2953 1:1 0,0600 0,0616 |0,1216
(33,80 %) | (66,20 %) (49,34 %) | (50,66 %)
11 0,4110 0,4153 |0,8263
(49,76 %) | (51,24 %)
2:1 0,0665 0,0331 | 0,0996
(66,77 %) | (33,23 %)

KU MIEPEHOCUIIM B araToOBYIO CTYNKY U JOTOJHHUTEILHO THIATENLHO MepeTrpanu. M3 momyueHHo# cMe-
CH ITyTeM KBapTOBaHUs BIACILIH 5—10 mpo06, U3 KOTOPBIX W TOTOBWIIM 00pa3ibl JJisi pEHTTeHOTpa-
(rIecKoro IKCIIepUMEHTA.

JInst u3ydeHus BIMSAHUSA NPEHMMYIIECTBEHHON OpHEHTAIlMH Ha 3HAYCHHS! OTHOCHUTEIBHBIX MHTCH-
CHBHOCTEil OTpaskeHmii GbLT Herosb3oBan MoOs (1p. rp. Pbnm, a = 3,9628, b = 13,855, ¢ = 3,6964 A,
[18, No 35076 ]). Hdaxe B MeNKOKpHCTAJUIMUECKOM Buie (pasmep yactui <40 MKM) KPHUCTAJUTATHI
MoO; coxpaHSIOT SIpPKO BBIpKEHHYIO IDIACTHHYATYIO (Gopmy. Kpucramimdeckas CTpyKTypa 3TOTO
BEII[ECTBA XOPOIIO M3BECTHA, YTO MO3BOJISIET PACCYUTHIBATH TEOPETUIECKHIE 3HAYCHUSI OTHOCUTEIBHBIX
WHTEHCUBHOCTEH TU(PPaKIUOHHBIX oTpaxkeHui nporpammsal [1T1A.

Onucanue peHTrenorpaguyeckoro sxcnepumMenta. Komndecrsenusiii POA Obin mpoBeieH Ha
mudpakromerpe X8 APEX Bruker (MoK,-uznyuenue, rpaduToBblii MOHOXpPOMATOpP, KOJUIUMATOP
0,3 MM, deThIpexKpykHBIH ToHHOMETp). [Ipmbop ocHameH mnockum CCD-merektopom (Charge
Coupled Devise) ¢ paspemennem 1024x1024 nmukceneii (pazmep nukcens 60x60 mxm). [Tpakrruuecku
BO BCEX IKCIIEPUMEHTAX paccTosHUE OT oOpasma 1o aerekropa (L) cocraBismo 50 MM, a BpeMmsi HaKo-
mwieHus 2D-ne6aerpamMmmbl — 15 MuH. 3a 3T0 BpeMst 00pa3el] CoOBEpIal OJUH MOTHBIM 000pOT BOKPYT
ocH O.

OO6pasipl TOTOBWIIM TPaaUIMOHHBIM sl MeTona Jlebas—Illeppepa crocobom. McxomHblit mo-
POILIOK, TIOCIIE UCTHPAHHS B araToBOM CTYIKe, 3aMENIMBAIIM C SIIOKCHIHOW CMOJION 10 00pa3oBaHUs
TUIOTHOM, 3JIACTUYHOM MAaCChl, U3 KOTOPOH (hOPMHUPOBAJIM HMIAPOOOPa3Hyt0 YacTHUKy pazmepoM <0,3 mm.
3aTeM 3Ty YacTHIly HAKJIEUBAJIH HAa OCTPUE CTEKISIHHOHM WIJIBI, KOTOPYIO KpEIWId Ha CTaHAAPTHOM
TOHHOMETPHUYECKON TOJOBKE. ['OJIOBKY YCTaHABIMBaIM HAa TOHHOMETP M TPOBOAWIH TIIATEIHHYIO
HEHTPUPOBKY TaK, YTOOBI 00pa3ell MpH BCeX MOJIOKEHUIX HAXOAWICS BHYTPH MEPBHYHOTO MTyYKa.

[TpaBuibHas HEHTPUPOBKa 00paslia Mo3BOJISIET MPOBOIUTE cyMMupoBanue 2D-nebaerpamm, 1mo-
JYYEHHBIX TIPH Pa3HBIX YTIIOBHIX IMOJIOKEHUIX. B pe3ynbpTraTe yBeIMIMBaeTCsl YUCIO BOSMOXKHBIX OPH-
EHTAlMil KPUCTAUTUTOB M YMEHBIIAETCsl MpEeUMylIecTBeHHas opueHTanus. OcoOEHHO 3TO BaXKHO
B Cllyyae KpYITHO3EPHUCTHIX 00pa3LoB, U3MEIbUEeHHE KOTOPHIX HEBO3MOXKHO.

Oo0paboTka nudpakumoHHbIX JaHHbIX. KoHBepTupoBanue 2D nebaerpaMm K OJZHOMEPHOMY
Buny 1(20) ocymecteisin ¢ momomipto nporpammel FIT2D [19]. Ha nepBom stame, paccmarpuBast
KOpYH[ (WJIM KBapll) KaKk BHYTPEHHUH 3TallOH, YTOUHSIIN paccTosHue OT oOpasua a0 netekropa L. s
9TOTO MO OJHOW M3 Hamboyee APKUX MU(PaKIMOHHBIX OKPYKHOCTEW ompenensuin neHtp 2D-nebae-
rpamMMbl U TipoBo K Tpanchopmaio 2D=1(20). TTocne onpenenenust (C MOMOIIBIO OHON U3 TPO-
rpamm I1ITA) 3HaueHust 20.,., KOHTPOJIBHOTO TUPPAKIHMOHHOTO OTPAKEHUSI — WHTEHCUBHOE OTpa)e-
HUe ToJ OonbImM yritioMm 26 — Haxomumu A20 = 20, — 20,4 1 Beraucisuia AL. C yueTom 3TOH 110-
NpaBKH IPOBOJIMIIN OKOHYATENbHBIN nepexo 2D=>1(26). Beeaenue nonpaBku Ha HAKIOH JETEKTOpA B
HallleM ciIydae He TpeOoBajocCh.

Komuuectsennsnit POA mpoBoauiu ¢ moMoInsio tpex mporpamm IITTA — FullProf [ 20], GSAS
[21] (rpaduyeckas obonouxka EXPGUI [22]) u Powder Cell for Windows 2.5 (manee PCW) [23].
Br160p maHHBIX IporpaMM 00yCIIOBIICH ABYMS IPHYMHAMH: UX MOMYJISPHOCTHIO CPENIN MOJIb30BaTEIeH
U JIOCTYITHOCTBIO JUII HEKOMMeEpUYecKoro ucronb3oBanus [ 24 ]. IlepBeie aBe mporpammsl Hanbosee
W3BECTHBI U TPHU3HAHBI IHPOKUM KPyTroM HcclieoBaTeneld Bcero mupa, PCW — MeHee pacmpocTpa-



KOJIMYECTBEHHBIN PEHTTEHO®A30BbBI AHAJIN3 HA MOHOKPUCTAJIBHOM JIN®GPAKTOMETPE

165

Pezynomamul konuuecmsennozo ananuza cmecet o-Al,0Oz u Si (Bec.%)

Taonuma 2

Pesynbratst st a-Al,O3 FullProf PCW GSAS

a-Al,03:Si = 49,8:50,2

Cpennee coneprxanue (s 10 usmepenuii) 52,5(2,8)* | 50,3(2,3) 49,1(3,0)

PasHnma Mex 1y 3aJaHHBIM W BBIYHCICHHBIM CPEIHUM 2,7 -0,5 +0,7

Wurepsan 48,2—57,0 | 48,0—54,7 | 45,7—54,7

MakcuManbHOE OTIMYNE -7,2 -4,9 -4.9
a-Al,03:Si = 33,8:66,2

Cpennee cojepxkanue (It 5 U3MEPEHU) 38,5(2,4) 35,8(1,8) 34,9(1,7)

PasHnma Mex Iy 3aJJaHHBIM W BBIYHCICHHBIM CPEIHUM 4,7 -2,0 -1,1

Wurepsan 35,2—41,8 | 33,9—37,8 | 33,0—37,5

MaxkcumanbHOE OTINYNE -8,0 -4.0 -3,7
a-Al,05:Si = 66,8:33,2

Cpennee coaeprkanue (11 5 u3MepeHuii) 67,1(2,5) 64,9(1,9) 66,3(0,4)

PasHunma Mex Iy 3aJJaHHBIM W BBIYHCICHHBIM CPEIHUM -1,3 1,9 0,5

Wurepsan 63,7—71,2 | 60,2—68,4 | 63,4—71,9

MakcuManbHOE OTIIMYHE 4.4 -1,6 51

* B ckoOkax NPUBEACHO CTAHAAPTHOC OTKIIOHCHUC.

Taonwuma 3

Pesynomamel penmeenocpaguueckozo uccredoganus namu cmecetl o-SiO u W (1:1)

XapaxkTepucTiKa 1 2 3 4 5

a(w), A 3,167(2) 3,167(2) 3,166(2) 3,167(2) 3,167(2)

u, v, w (W) 0,83,0,28,0,17 | 2,27,-0,90, 0,22 | 3,05, 1,11, 0,23 | 0,48, 0,13, 0,16 | 2,54, -0,99, 0,24
a (Si0y), A 4,913(3) 4,909(3) 4,914(3) 4,912(3) 4,914(3)

c (Si0y), A 5,413(3) 5,422(3) 5,406(3) 5,415(3) 5,406(3)

u, v, w (SiOy) 3,14,1,22,0,25 | 3,89,1,63,0,29 | 4,00,1,79,0,29 | 5,00, 1,97, 0,32 | 5,00, -1,80, 0,29
W, 44 43 45 43 45

SiO,, 56 56 54 56 54

Ry, % 2,24 2,07 2,07 2,03 1,88

Rwp, % 3,22 2,78 2,84 2,81 2,73

Rexp, % 3,74 3,86 4,01 3,53 5,17

HEHa, OJIHAKO IOJIb3yeTCs OOJIBIION MOMYIIpPHOCThIO B Poccuu. Pe3ysbTaThl McciaenoBaHHM ¢ TOMO-

K0 YKa3aHHbIX IPpOTpaMM CBCICHLI B Tabm. 2 u 3.

OBCYXJIEHHUE PE3YJIbTATOB

OueBuIHBIM U HEOTHEMJIEMBIM JIOCTOMHCTBOM MeToza [ebas—Illeppepa siBnsieTcs HarIsAHOCTh
JUupakoHHol kapTuHbL. [To omHOMY By 2D-nebaerpaMMbl MOKHO CYIMTh O TAKUX SKCIIEPUMEH-
TaJIbHBIX (PaKTOpax, BIMAIOIMIMX HAa TOYHOCTh aHAJIM3a, KaK [IPEUMYIIECTBEHHAs OPUEHTALUsl, CTaTH-
CTHKA CUETa M CTATHCTHKA YMCJIa KPUCTAIUIUTOB, YYaCTBYIOLIMX B qudpakuun. Kak yxe oTMeyanocs,
UMEHHO TPEUMYLICCTBEHHAs OPHEHTAlUs SABIETCS OCHOBHBIM HCTOYHMKOM CHCTEMAaTHYECKOMN

OIMMOKY TIPY IPOBEICHUN KOJTHIESCTBEHHOTO PDA.
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Puc. 2. 2D-ne6aerpamma M0oO; (MoK -u3nyuenue, L = 100 mm).
Itpuxamu moxazaH rumoTeTHdeckuil Bux 2D-mebaerpaMMBl NpH HATMYHH
HpeHMyHIeCTBeHHOfI OpHUCHTallun

Ha puc. 2 npusenena 2D-mebGaerpamma MoQs, KoTOpas
MpeACTaBiIsieT cOO0H CHCTEMY HENPEPBIBHBIX KOHLIEHTPHUUECKUX
OKPY)KHOCTEH. DTO YKa3blBaeT Ha MOJHOE OTCYTCTBUE MPEHMY-
NIECTBEHHOW OpPHUEHTAIIMU KPUCTAJUIMTOB. IHA4Ye BMECTO OKPYK-
HOCTEH HaONIOAANUCh OBl CHMMETPHUYHO PACIONIOKEHHBIE TYTd
[1,25] (Ha pucyHKe 3TO TOKAa3aHO INTPUXOBBIMH JIMHHSIMH),
TaK Kak yclIoBUe AU(PaKIMU BBIMOIHSIIOCH OBl TOJBKO O] OTI-
pEeleNeHHBIMI YTIIaMU TIOBOPOTa 00pasna BOKPYT OcH ¢ (ocH
obpasma) rounomerpa. CpaBHeHue SKCIEPUMEHTATEHBIX (|yen)

1 TeopeTHUECKHUX (l,,4) OTHOCHTEIBHBIX HHTEHCUBHOCTEH OTpaXKeHUi Ha qudpaktorpamme (puc. 3, a)

a

Puc. 3. DxcnepuMeHTabHas W Te-
operndeckas Ju(ppaKTorpaMMbl 00-

T T sy pasmoB MoOz: a — X8 APEX,

MoK -mnydenne, L =50 mm, 1024x

1024 nukcener, 6 — JIPOH-3M,

CuK,-m3nydenne. BHU3y maHbl pas-
HOCTHBIE KpPUBBIC
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MTOKAa3aJI0, YTO PA3HOCTH 3HAYCHHUH |, — lpq HaXOmATCS B mHTEpBaAIIE 3—5 %, make MHTEHCUBHOCTH
nukoB ¢ nHaekcamu OK0 — HampaBlieHHE MPEHMMYIIECTBEHHON OpUEHTAUH KPUCTALTUTOB M0oO3; —
Onu3ky K pacdeTHbIM. OTMETHM, YTO B IaHHOM ClIydae IIPOBEIEHHE KCIIEpUMEHTa B reoMeTpun le-
6as—Illeppepa uMeeT CylieCTBEHHOE MPEUMYLIECTBO Iepes 0ojiee pacpoCTPaHEHHBIMU METOUKA-
MU, OPUEHTHPOBAaHHBIMH Ha HCHOJNb30BaHHE cxeMbl bparra—bpenrtano. Tak, Ha puc. 3, 6 moka3ana
nmudpaxTorpamma MoQOs, IoydeHHas 32 CpaBHIMOE BpeMs Ha cepuitHoM audpakromerpe JPOH-3M.
O06pazer ObUT MPUTOTOBIIEH HAaUOOJIEe PACIIPOCTPAHEHHBIM CITOCOOOM YMEHBIIIEHUS MTPENMYIIIeCTBEH-
HOW OpUEHTAIMH KPUCTAIUIUTOB — HACEMBAaHHEM MOPOIIKA Ha MOJUPOBAHHYIO CTOPOHY CTaHIApTHON
KBapIIEBOM KIOBETHI, CMa3aHHYIO TOHKHM CJIOEM Ba3elinHa. Pe3ynbTaTsl MONHONPO(GMIBHOIO YTOYHE-
HUSI CBUJCTENBCTBYIOT, YTO OIIUOKH N3MEPEHUS] OTHOCHTEIBHBIX HHTEHCUBHOCTEH OTPasKEHHH JJOCTH-
ratot 60 %. [lns momydeHHs Tyqmmx pe3yiabTaToB B [ 26 ] ommcaH psa crmoco0OOB, HAllENEHHBIX Ha
MIOJIHOE YCTPAaHEHHE NPEUMYILECTBEHHOW OPHEHTAIMH, HO BCE OHM JOCTAaTOYHO TPYLOEMKHE U Tpe-
OYIOT OOJIBILIOTO KOJUYECTBA TTOPOIIKA.

Ha puc. 1, 6 npusenen ¢parment 2D-nebGaerpammer cmecu o-SiO,—W 1:1. Habmromarotes
CIUIOIIHBIE KOHTPACTHBIC KOJbIIA, YTO TOBOPUT O HAIWYHMU JOCTATOYHO OOJBIIOrO KOJIMYECTBA Xao-
TUYHO PAa30PUEHTUPOBAHHBIX KPUCTAJUIUTOB M OTCYTCTBHU KaKOW-IMOO MX MPEUMYIIECTBEHHOW OpH-
CHTAaLUH.

MoxHO chopMyTUPOBaTH OCHOBHBIC TPEOOBAHHUS K MOJYYCHUIO Ka4eCTBEHHOM (T.e. oOecreuu-
BalOIEell BBICOKYI0 TOYHOCTh M3MEPEHUS OTHOCHTENBHBIX WHTEHCHBHOCTEW oTpaxenwmii) 2D-nebae-
rpamMmbl Ha AU(QPAKTOMETPE, OCHALICHHOM IUTIOCKUM JABYXKOOPIUHATHBIM IETEKTOPOM:

1) TmarenbHOE U3MENbYEHNE KPUCTAIIINTOB;

2) npuroToBJieHUe oOpa3La MapoBUAHON (OPMBL, IPU KOTOPOH MPAKTUYECKU BCETAa KPUCTAILIH-
TBI Xa0TUYHO Pa30PUEHTHPOBAHBI OTHOCUTENBHO APYT IPYyTa;

3) TouHas IEHTPUPOBKA 00pa3Iia Mpu YCTAHOBKE HA TOHUOMETD;

4) npuMeHeHHe ChbEMKH, BO BpeMsi KOTOPOH oOpasel coBeplIaeT MOJHbBIA 000pOT BOKPYT OIHOU
W3 OCell;

5) BeIOOp BpemeHu HakoruieHus 2D-mebaerpamm, koTopoe obecrieunBaeT HAOOp YIOBIETBOPH-
TEJIbHOW CTaTUCTUKHU CUETa;

6) cymmupoBanue 2D-nebaerpamMm, NOTydYeHHBIX IPH Pa3HbIX YIIIOBBIX MOJIO0KEHUSIX.

TounocTh KonMuecTBeHHOro PDA Takke 3aBHCUT OT alrOPUTMOB W (DYHKIMH, HUCIIOJIB3YEMBIX
B niporpammax IITA mist yrounenus ¢poHa u ocobeHHocTelt npoduiieit mukos [ 27 |. ITor 3aBUCHUT OT
OTIbITA U MAacTEPCTBA CIIELUATNCTA, IPOBOAALICTO aHaMu3. Tak, OOJbIIYIO POJIb UIPACT CTPATETUs MO-
UCKa TI100aJbHOr0 MUHUMYMa, MTPOIIECC MOXKHO TMPOJOIDKATH 10 OECKOHEYHOCTH U TOJIBKO CaM HCCIie-
JIOBaTellb MOXKET ONpPEAETHTh, KOTAa cielyeT OcTaHOBUTHCA. [losToMy cumrTaem ImenecooOpa3HbIM
NPUBECTH KPaTKOE ONMHMCAHHE UCIIOIb30BAaHHOM CTPAaTeTHH YTOUHEHHSI M aHAJIM3 BO3MOXKHOCTEH, a TakK-
e JIOCTOMHCTB M HEJIOCTATKOB Kax ol u3 nporpamm [1ITA, 4ToObl 1aTh YUTATEIIO0 BO3ZMOXKHOCTD Ca-
MOMY OLIEHHUTh Ka4eCTBO MPOBEIECHHOTO YTOUYHEHMSA. J[OMOTHUTENBHO K 3TOMY NpHUBENEHBI rpadude-
CKHE pe3yNbTaThl YTOYHEHHS (DKCIIEPUMEH-  §70
TanbHas AudpaxTorpaMMa U pazHOCTHAs KpH-
Basi) OJTHOTO M TOTO K€ o0pasla ¢ yKa3aHueM
3Hadyenunii R-pakropos (cm. puc. 4—6).

GSAS. PaGora B jaHHOW muporpamme =570
OCYIIECTBIISIACh C TMOMOMIBI0 TpaduuecKkoil & 470
obonoukn EXPGUI. Hmnopr skcnepumeH- = 37

770

=270
Puc. 4. DxcniepuMeHTaIbHAS W TEOpETUIECKasl In- 170 \M
¢dpakrorpammsl o0pasua o-Al,O;—Si 1:1. Bauzy
MOKa3aHa pa3HOCTHAs KpUBAs, BEPTHUKAJIbHBIMU
JIMHUSIMUA OTMEYEHBI TTOJIOXKEHUSI TUKOB (y0JIeThI).

VTouHEeHHEe MPOBEIEHO C HMCIOJIB30BAHUEM IIPOTPAMMBI
FullProf (R, = 8,28, Ry, = 7,22 %)

70 I I [ I” | ‘III"IIII I II"II I IIII Il IIIIIH"IHII HI

20, rpan.
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Puc. 5. DxcnepuMmeHTabHAs M TEOpETHYEC-
6.0 Kast pudpakrorpammel o6pasia o-Al,O3—
Si 1:1. BHu3y noka3aHa pa3HOCTHasI KpUBasi,
BEPTUKATbHBIMH JTHHUSIMH OTMEYCHBI MOJI0-
4,0 JKEHHS TUKOB (yOJICTHI).

VToYHEHHEe MPOBEICHO C HCIONB30BAHUEM MPO-
rpammbel GSAS, R, = 1,87, Ry = 1,43 %

2.0

TaNbHBIX JaHHBIX B JAHHYIO TIPOTPaMMy

._JIU VIV UV bl " e L W BO3MOXEH TOJBKO B Qopmare *.gsas,

v ; - — ‘tvs  CTAHIAPTHBIA opMaT "yroj—mHTEH-

cuBHOCcTh” (*.dat) He mojnmepkuBaetcs.

10,0 20.0 30.0 400 KoHBeprammio IaHHBIX B I0IXOMAMIMIA

20, rpan. dopMaT OCYLIECTBISUIN C MOMOIIBIO

kouBeprepa CONVX [28]. Kpucran-

JOCTPYKTYpHBIE JaHHbIe ObuTM B3ATHI M3 Oanka maHHBIX ICSD. B kadectBe ammpokcuMupyromen

(GYHKIUH UCTIONB30Bau GYHKIUIO TiceBno-Boiita. IlepBpIM 3Tarnom npu NoIHONPOGUIEHOM YTOUHE-

HUU ObLTO ompeneneHue GoHa nmoarmHOMOM YeOsimeBa 8-if ctenenn. [locne 3TOro yTOYHSITH IIKAIb-

HbIe (hakTOpbl 00enx ¢a3, [1D5, 3atem nmpodunsusie mapamerpsl (U, V, W, LX, Ly, Assym). /lanabie

JEeUCTBUS NMPOBOAMIM MTEpALUAMU 10 JocTrkeHHs R, ~ 3—4 %. 3areM mpoBoAMIIM yTOUYHEHHE TEll-

JIOBBIX KoJieOaHWH aToMoB. Ha 3akimounTensHOM dTare MPOBENU OJHOBPEMEHHOE YTOUYHEHHE BCEX
3HAYUMBIX N1apaMeTPoB, B pe3ynbTare R, ~ 1—2 %.

FullProf. IMmopT 3KcriepuMEeHTaIbHBIX TaHHBIX BO3MOXKEH B HECKOJIBKHX (hopmaTax (B TOM YHC-
ae popmatr GSAS). Mbl ucnosp30Banu cranaapTHeiil popmar (*.dat). UIMoopt KpucTauiocTpyKTyp-
HBIX JIAaHHBIX OCYIIECTBISUIM B opmare *.Cif. B kauecTBe ammpokcHMHUpYOIeld QYyHKIHNA BHIOpaIn
MOTUPHUIMPOBaHHYI0 (YHKIUIO 1iceBao-Boiita. [Ipu nmonHONpoGUIBEHOM YTOYHEHUH HCIIOJIE30BAIN
CIIeTyolIyI0 cTpaTernto. Ha mepBoM sTame mpoBOAWIIM yTOYHEHUE TONbKO (oHa, [195 n npodpuis-
HBIX MapaMeTPOB C MOCTOSHHBIM IIKaTbHBIM (hakTopoMm. Ilocie moctmxennn Rpracs/Rr 3HauYeHHI
Mmenbine 0,5 s Kaxaoi U3 yTouHsieMbIX a3 3T 3HaueHus GukcupoBand. [lociie 3Toro mpoBoauiIn
YTOYHEHHE LIKATBHBIX (PAaKTOPOB M TEIUIOBHIX KOJEOAHWI C MOCTENEHHBIM J00AaBICHUEM JIOTIOJTHHU-
TesnbHBIX mapaMeTpoB (o, 1351, npodunsasie U, V, W). DTy npouenypy HOBTOpsUIH A0 Te€X MOD,
MOKa MPH OJTHOBPEMEHHOM YTOYHEHHH BCEX YKa3aHHBIX IapaMeTPOB HE JOCTUTANACh CXOAUMOCTH
cucteMbl. OTMETHM, YTO HpH 3TOM R, yduThIBaromuii cyMMapHbIi BKIag o0enux ¢as, He oIycKaics
HIDKe 5 %, a Ha Pa3HOCTHOI KPHBOM HAOIIOJalI CKMMETPHYHBINH POBaN B 00JIACTH Iepernda MaKkcu-

10169

Puc. 6. DxcriepuMeHTalIbHAS U Te-
opernyeckas qudpaxkrorpaMmsl 00-
pasua a-Al,O;—Si 1:1. Bau3sy no-
KazaHa Pa3HOCTHasl KpUBas, BEPTH-
KaJIbHBIMH JIMHUSIMA OTMEUEHBI 110-

JIO)KEHHSI TTHKOB.
YTouHenue IpOBEACHO C HUCIIOJIBb30-
BarueM nporpammsl PCW (R, = 1,35,
0 — —— ————— Rup = 1,89 %)

5084 1
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MYMOB OTPaKE€HHUIl, YTO CBUAETEIILCTBOBAJIO O HEYJOBIETBOPUTEILHOM YTOUHEHNH TEJIOBBIX (haKTO-
poB. [lombiTka TakOro YTOYHEHHs] HEM3MEHHO MPUBOAMIIA K OTPULATEIbHBIM 3HAYCHUSIM, KOTOPbIE HE
AMEIOT (PU3NIECKOTO CMBICTIA.

PCW. UMmopt 3KCHepUMEHTAIbHBIX JAHHBIX BO3MOXECH B HECKOJIbKUX (hopMarax (B TOM YHCIIC
*.raw u *X_y). Umnopt kpucramiorpadmueckux JaHHBIX ocyliecTBisui B popmate *.cel. s omu-
caHus npodiell oTpakeHui BeIOpanu (yHKIHIO TiceBno-Boiita. [Ipn yrouHeHNH UCTIONB30BAHN Clie-
IOYIOUIYIO CTpaTeTHio (IOCIeN0BAaTENbHO, NMPU (DUKCUPOBAHHBIX APYIHX IMapaMeTpax YTOYHEHHs):
yrounenue Qona, [194, mkanpHbIX (akTOPOB, TEIUIOBOIO MapaMeTpa, NpouiIbHEIX napaMeTpos. Ha
3aKJIFOYUTEIIEHOM JTale yTOUHEHHUs 3a[1eHCTBOBAJIM BCE MAapaMeTphl C OHOBPEMEHHBIM IIPOBEIECHUEM
IpOLEayphl ACKOMIO3UIMKA. OTMETHM, YTO MPUMEHEHUE ACKOMIIO3UIMK MPUBOJUIO K 3aMETHOMY
yMeHbIIeHUIO R-(QaKkTopoB, HO MPH 3TOM 3TO HUKAK HE CKa3bIBAJIIOCH HA 3HAUYEHHUAX OTHOCHTEIBHOIO
MaccoBOro cojepskanus ¢as. Takas cTparerus Mo3BoJuia NPoBecTH yroynenue 10 R, ~ 1 %.

OTMeTnM, 4TO HU B OJHOH M3 TpeX HNPOrpaMM YTOUHEHHE WM Kakoh-TuOo yueT MUKpoadbcopO-
uuu He npoBoauiu. C OJHOW CTOPOHBL, 3TO CBA3AHO C T€M, 4YTO, Hanpumep, B PCW 310 B nmpuHuune
HeBo3MOkHO. C npyroii croponsl, B mporpamMmmax GSAS u FullProf ecth HeoOXoaumast omnmus, HO ee
UCIIOJIb30BaHKUE MPHBOAMIO K PE3KOMY YXYIIICHHIO PE3YNbTAaTOB YTOUHEHMS, YTO TAaKXKE OTMEUCHO
B pabore [ 10].

a-Al,O3—Si. PaccMoTpuM pe3ynbTaThl KOIHMYECTBEHHOrO PDA, MpOBEIEHHOTO MO TPEM Ipo-
rpammam [1ITA Ha npumepe cmecu 1:1 (puc. 7, @). Tak Kak cMechb COCTOMUT TOJNBKO U3 ABYX (a3, TO
coJiep)KaHue KPEMHHS U KOPYH/Ia SIBJISIIOTCS B3aMMOCBSI3aHHBIMU BEJTMUMHAMYU U B PACCMOTPEHUH JI0C-
TATOYHO MCIIONIB30BAaTh ONHO M3 HUX. OTMETHM, YTO MEXAY PE3yJibTaTaMH aHajIu3a, IPOBEACHHOIO
TpeMsl pa3iIWYHbBIMU MPOrpaMMaMHK, HaOIOAaeTcsl onpenesicHHas Koppensuus. bomee oxumaeMbiM
OBLI OBI pe3yJIbTaT, KOTJIa TOJIYYCHHBIC 3HAUCHUS CIIy4aiiHBIM 00pa3oM K0JIeOaIuch Obl OTHOCHUTEIILHO
NYHKTUPHON JIMHUX (MICTUHHOTO 3HAUYEHUS).

[epeiineM k 00CYKACHUIO CTATUCTUIECKOH 00pabOTKM SKCIIEPUMEHTAIBHBIX JITAHHBIX, TIPEJICTAB-
JeHHBIX B TabOi. 2. ComocTaBisisi pe3yibTaThl, CIOXKHO OTAATh MPEANOYTEHHE KaKoH-T1H00 W3 Tpex
IPOrpaMM, TaK KakK JJIsl pa3HbIX HABECOK HE MPOCIIEKHUBAETCS YETKONW KOPPEISILIMU MEXKAY HCIIOINb3Yye-
MO TIporpamMMoi U MPaBMIIBHOCTHIO (Pa3HOCTh MEX/y BBEACHO U HAWJEHO) U BOCIIPOU3BOJANMOCTHIO

f=}

a
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35-ccgr el IR g------- g— --- Puc. 7. Pe3ynpTaThl KOJTUYECTBEHHOTO OII-
30 penenenns o-Al,O; B cmecsx o-Al,O3—Si
1:1 (a), 2:1 (6), 1:2 (s).
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30769 1 Puc. 8. DxcniepuMeHTanbHAsS U Te-

opernueckas  AU(PaKTOrpaMMBI

obpasma o-SiO,—W 1:1. Buusy

i MoKa3aHa pa3HOCTHas KpHBas, Bep-

TUKAJIGHBIMU JIMHUSIMH  OTMEUEHBI
MOJIOXKEHUS TTHKOB.

VTOo4YHEHNE IPOBEACHO C HCIOJB30Ba-
HueM mporpammsl PCW

Soooe==

%

3¢

153851

=X

(cTammapTHOE OTKJIIOHEHHE), TI0-
JYYEHHBIX C €€ TIOMOIIBIO JTaH-
HbIX. UTOOBI ONPEICIINTh, KaKast
T —i——— W3 IPOorpaMM Haunbolee mpu-
rogHa Ui KOJMYECTBEHHOTO
—y—————n———- QHAJIHU3a [0 TAKUM KPUTECPHSIM,
KaK TPaBUIBHOCTD M BOCIIPOM3-
—————————————————————————————— BOJUMOCTb, Mbl IPUMEHSJIN Me-
10 I35 20 25 30 35 40 ton pamxuposanus. [l myd-
IIEr0 3HAYCHHs MCIOJb30BaIM 3HaueHue "1”, mns Hamxyamero — "3"”. Takum oOpaszoM, Juist mpo-
rpamm FullProf, PCW, GSAS 3HaueHus: npaBUIbHOCTB/BOCIIPOM3BOMMOCTh paBHbI 7/6, 6/5 u 5/7 co-
OTBETCTBEHHO. T0 ecTb pe3ynbTaThl, oMydeHHble ¢ oMommbio GSAS, okazamuce Hambosee OIM3KH
K UICTUHHOMY 3HaU€HHI0, OJTHAKO MPH 3TOM HanMeHee Bocnpou3BoauMel. [Iporpamma FullProf Beigana
BOCIIPOHM3BOIMMbIC 3HAUYCHHS, HO C 3aMETHBIM 3aBbilicHHeM conepxkanus o-Al,O;. Haunbosee ontu-
MaJIbHBIE pe3yNbTaThl mokazana PCW — ¢ Hamiydinedi BOCIIPOM3BOJMMOCTBIO U, B IIEJIOM, YIOBJIE-
TBOPHUTEIHHOH PaBHIBHOCTHIO.
JInst oneHkn oOIIel BOCIPOM3BOJMMOCTH aHAIM3a MOXKHO HCIIONB30BaTh PE3yJbTaThl MHOT'O-
KPaTHOTO aHainu3a mpol pasinudHoro copepxkanus [29]. M U3 MX 4acTHBIX CpEeIHEKBaIPATHYHBIX
OMIMOOK Sj ITyTeM YCPEAHECHUS BBIYUCINTD OOLIYI0 CPEIHEKBAAPATHUHYIO OIIHOKY 10 hopMyIie

m—n: —
2R G- %)°
n—-m '
r7ie M — YHCII0 He3aBUCHUMBIX TIPO0; N — oOIIee Yrciio napauiebHbIX u3Mepenuil. [Ipu stom obmue
s mns FullProf, PCW, GSAS paBubl 2,65, 2,43 u 2,85 Bec%. coorBeTcTBeHHO. Kak Mbl BUAUM, 3TH
3HAaYEHUS IOBOJIHLHO OJIM3KHE.

Cwmech a-SiO, u W (1:1). Kak 6b110 moKa3aHo BeIire, mporpamma PCW mokasaja jydiime pe-
3yJIbTAThI, TO3TOMY HCCJEIOBAaHUE ATOW CMECH BHINOJNHSIIN C WUCIOJIb30BaHUEM TOJbKO ee. M xoTs
yTOYHEHHE OBLIO MPOBEJEHO C BBICOKOHN CTENEHBIO JIOCTOBEPHOCTH, O YeM CBUJIETENLCTBYIOT R-(hak-
TOPBI, IPUBEICHHBIE B Ta0JI. 3, ¥ BUJI PA3HOCTHOW KPUBOH Ha pUC. 8, pe3ynbTaThl CBUIETEILCTBYIOT O
CHCTEMaTHYeCKOi omunbOKe mpu onpexaeneHun coaepxkanus W. Ho BMecTo 0kuzmaeMoro 3aBBILICHUS
[1] mbr HaOmOaeM OOpaTHOE — 3aHIKCHHE OTHOCHUTEIBHOTO COJCPIKAHUS CHIILHOTOTIIONIAOIICH
¢a3pl. JInsa HaIe)KHOCTH MPOBEJACHO KOHTPOJIbHOE yTouHeHue ¢ nomoiisio FullProf u GSAS, oxnako
ObUIM TIOJTyYeHbl aHATIOTUYHBIE PE3YJIbTATEHI.
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BbIBO/IbI

JlaHHOE HccreoBaHue MMOKa3ano, YTo TOYHOCTh KosmuecTBeHHOoro PDA, nmpoBeaeHHOro 1o Me-
toguke [lebas—Illeppepa ¢ ucnonbp30BaHNEM TU(PPAKTOMETPA, OCHAIECHHOTO IUIOCKUM JBYXKOOpPIH-
HaTHRIM CCD-netekropom, Jiexxut Ha ypoBHe +2—3 Bec%. DTa BeJMYMHA BO MHOTOM 3aBHUCHT OT
OIIBITA M JOOPOCOBECTHOCTH HKCIIEPUMEHTATOpPAa W MEHEe 3aBHCHMa OT BHIOOpA MPOrpaMMBbI MOJTHO-
npoUIBHOTO yTOUHEHHs. Vcnonp30BaHHAs MpoLeAypa MO3BOJIMIIA MPAKTUYECKH MOJHOCTBIO U30e-
’KaTh OMIMOOK, CBSA3aHHBIX C HAJMYHEM NPEUMYIIECCTBCHHONW OpHEHTalMu B o0pasiie, III0OX0i cTaTu-
CTUKOW CYeTa W 4YWClla OPUEHTAIWi KPUCTAJUINTOB ydacTByOmMX B mudpaxuuu. [Ipm Bcem sToM
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IPEUI0KEHHAsE METOIMKA IOCTATOYHO KCIIPEccHa (BpeMsi MOATOTOBKU 00paslia M CheMKa He MpPEeBbI-
mraet 30 MUH), a Takke He TpeOyeT O0JBIIOro KoMudecTBa oopasia.
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