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BBeaenue

PenTrenaupakiMOHHBI aHAIM3 MaTepUalioB SIBISETCS CTaHJAPTHBIM METOJIOM
uaeHTuQuKauun Ga3 ©  XapakTepu3aluu MOJUKPUCTAUIMYECKHX MaTEepHUaJOB.
UccnenoBanue  Ke  aTOMHOM  CTPYKTYphl  IOAABISIIOIIEr0  OOJIBIIMHCTBA
KPUCTAJUIMYECKUX BELIECTB  BBINOJIHAJIOCH JO HENABHETO BPEMEHU METOAOM
MOHOKPHUCTAJIBHOTO JHU(PPAKIMOHHOTO aHajh3a C HCIOJIb30BAHUEM PEHTTEHOBCKOTO
u3nydeHus. OJHAKO BO MHOTHX CIIydasx MOJYy4YeHHE MOHOKPUCTAJIbHBIX 00pa3loB,
HanpuMep, TIMHO3EMOB, OKCHJIOB K€JIe3a, HEKOTOPBIX 3aMEIICHHBIX IIEOJIUTOB U
APYTUX JUIS U3yYeHUs HX NU(GPAKIUOHHBIM METOJOM SBISIETCS BEChbMa CJIOXKHOU H
TPYAOEMKOMN 3a7a4en. HNnorna Tpebyercs HCCIIEA0BATH MMEHHO
MEIKOKpPUCTAIIIMYECKUE (paKUMU, MOCKOJIbKY KHHETUKAa XUMUYECKUX U (PU3MUECKHX
nporieccoB (MOHHBIN OOMEH, COpOIHs, CICKaHHE U JIp.) B HUX OTIMYACTCS OT TAKOBOMH B
KpYHHBIX KpUCTaJIaXx. bomee TOro wWHOrAa BaXKHBIM OKa3bIBACTCA H3Y4YCHUE
KPUCTAJUTMYECKON CTPYKTYpPBI C y4eTOM (PU3HUECKHX OCOOEHHOCTEN MOJUKPUCTAIIIOB!
o0nacTeil KOrepeHTHOI'O0 paccessHuss — pa3Mepa KpPUCTAUIMTOB U HaJU4due
MUKPOHANPSDKEHUH — Ae(EeKTOB, BBI3BIBAOIUX YIIMPEHHE JIMHHUM, TEKCTYphl B
MOHOJUTHOM TMOJHMKPUCTAIUIMYECKOM 00paslie — MPEeUMYLIECTBEHHOW OpPHUEHTHPOBKHU
KPUCTAJUIOB B KEpaMHUKE M METaUIMYeCKUX oOpasuax, NpUBOIALIEH K pe3KoMy
MU3MEHEHHIO MHTEHCUBHOCTHU ITUKOB U T. II.

C Toukm 3peHus GU3MKH JUQPPAKIMOHHBIA aHAIN3 MOHOKPHUCTANIOB U
HNOJUKPUCTANIOB 3KBUBAJICHTHBL. OCHOBHOM NPUYHMHOHN, MoueMy Au(paKIuOHHBIHN
aHaJIu3 MOPOIIKOB paHEe HE NMPUMEHSIICS ISl U3yYEHUSI aTOMHOTO CTPOCHHSI BELIECTB,
ABIIIETCSl TpoOJieMa MepeKphIBaHUs AUPPAKIUOHHBIX IHKOB, KOTOpas o0O0ycJIOBIEHA
OJIHOMEPHBIM XapaKTEpOM IOPOIIKOBBIX JAHHBIX, W OTCIOJA TPYAHOCTH H3MEPEHUS
WHAUBUAYAJbHBIX ~MHTEHCUBHOCTEM  Op3ITOBCKMX  OTpakeHuMd. B mocnennue
NECSITUIICTHST HAaMETWJICS 3HAUMTEIbHBIA MpPOrpecc B pelIeHUuH 3THX MpobieM. Bo-
HEepBbIX, OOJBIIOE NPUMEHEHHWE B  OSKCIEPUMEHTAIbHONM  NPAKTHKE  HAlLIM
aBTOMaTu4eckue audpaxToMeTpsl. Bo-BTOpHIX, pa3paboTaHbl alroOpuTMBI 1O KpaitHeu
Mepe YacTUYHO pellarolve MpodiieMy MepeKpbiBaHUS NHUKOB. B Hacrosimee Bpems
UCIIOJIb3YIOTCSl JIBa MOAXOJA JJIA TMOJy4YeHUs CTPYKTypHOH uHMOpManuu U3
MOPOIIKOBBIX JaHHBIX. Ha HayanmpHOW cTaguu 00OMX MOAXOJ0B HEOOXOIUMO
OIIpEJIEJICHHE NTapaMETPOB NIEMEHTAPHOU YEHKHU U CUHIOHUU KPUCTAJLIA.

1. Memoo evidenenuss unmerncuenocmeti. llepBbIi W3 TOAXOAOB — METON
sKCTpaknuu uHTeHcuBHOCTel mo Jle-Boiny (LeBail, 2005), co3maHHbIi B pa3BUTHE
metona Ilaynmu (Pawley 1981), HaxoauT WHTEHCHUBHOCTH WHIUBUIYaTbHBIX
OpATTOBCKUX OTPaXKEHHH lny, packianbiBas OUpaKTOrpaMMmy B Psi MO MPOPHILHBIM
(GYHKUMSAM OTAETBHBIX PEQIIEKCOB.

2. Memoo PumeenvOa BIiepBbIE OBLI MCIIOJIB30BAH JUISI YTOYHEHUS CTPYKTYPHI TIO
TIOPOIITKOBBIM JIAHHBIM, TTOJIYYCHHBIM C ITOMOIIbIO0 HEHTPOHHOTO M3JIy4eHUs, B paboTax
PutBenbna (Rietveld, 1967, 1969). [IpuHumm MeToga COCTOUT B TOM, YTOOBI



UCIIOJIb30BATh  HE3aBUCUMBIE H3MEPEHHsS WHTEHCUBHOCTM B  KaXJIOM  TOYKE
TU(PPaKTOTpaMMbl, OIMUCHIBasg MPO(UIL JIMHUM C HCIOJB30BAHUEM AHATUTHYECKUX
(YHKIMI, BMECTO HCIOJIb30BaHUS HMHTErPajJbHOM HHTEHCUBHOCTU  pe(IIeKCOoB.
[TapameTpbl  (yHKUMIA, BKIIOYAIOUIME CTPYKTYpHbIe, MPUOOpPHBIE U  JApYyTHE
XapaKkTEPUCTUKH, YTOUHSIOTCA C TOMOIIBIO HEJIMHEWHOI0 METOJa HauMEHBIINX
KBaJpaToB.

B nacrosimiem mnocoOum KpaTKO H3JI0KEHBI OCHOBBI MeTo/na PurBenpaa u ero
BO3MOXXHOCTH, PEKOMEHJyeMasi IOCJIE0OBAaTeIbHOCTh YTOYHEHHSI IMapaMeTpoB H
METOAMKa paboThl C HEKOTOpeIMH U3 mporpamMMm. Ocoboe BHUMaHHE YJIEICHO
KOJINYECTBEHHOMY (Pa30BOMY aHAIU3y MHOrO(a3HbIX CMECel, YTO Ba)KHO JUIsl OTIMCAHUS
¥ KOJIMYECTBEHHOW OIICHKH KaK MUHEPAJOTHYECKHUX Mpo0, TaK M pe3yNbTaTOB CHHTE3a.
JIOTIOTHUTENPHBIM ~ TIPEUMYIIIECTBOM METOJa SBISETCS BO3MOXXHOCTh yTOYHEHUS
CTPYKTYpbl HECKOJBKHX KpUCTAIMYECKHMX (a3 B TeTeporeHHbix ooOpaszmax. s
OMMCaHUs BEIOpaHBI PacTpOCTPaHEHHBIE HEKOMMEPUECKasi 1 KOMMEpUECKast IPOrPaMMEI
FULLPROF wu TOPAS coorBerctBenHO. [locKOnIbKYy  aBTOpBI  3aHHUMAIOTCA
UCCJICIOBAaHUSIMU B YCJIOBUSIX IEPEMEHHBIX TeMIlepaTyp, TO MpeasiaraeTcsi TaKxke
nporpamma RietToTensor, B koTopoii y100HO 00padaThiBaTh JaHHBIC, MOJyUYCHHBIC PH
Pa3IMYHBIX TEMIIEPATypax METOIOM TEPMOPEHTIeHOrpaduu.

[Ipenmnonaraercsi, 4YTO 4YUTAaTelb 3HAKOM C TEOPETHMUYECKHMMH OCHOBaMU
PEHTTEHOBCKON MU PAKINU, PEHTTCHOCTPYKTYPHOTO aHaJIN3a U METOJaMH MOPOIIKOBON
PEHTIeHOBCKOM  Iu(ppakuu W  UMeeT NPAaKTUYECKUE HaBBIKM  paboThl ¢
COOTBETCTBYIOIIIMMHU  BBIYMCIIMTEIBHBIMA TIpOrpaMMaMu W 0a3aMH  JaHHBIX. a)
00paboTKOM IKCHEPUMEHTAIBHBIX peHTreHAn(PaKITUMOHHBIX JTAHHBIX
(mudpakTorpamMmbl), MOJyYaeMbIX HA aBTOMATHYECKOM PEHTTCHOBCKOM TH(pPaKTOMETpE
OT TMOJUKPHUCTAIUIMICCKOTO Tpernapara; 0) waeHTH(HKanueil (a3 W BBIIOJIHCHHEM
peHTreHo(a3oBoro aHanusa rerepodaszHbIx 00pasioB; B) YTOUHECHUEM HWHAUIMPOBAHHS
TU(PaKIMOHHBIX IMHKOB; T) OMNPEACICHUEM IapaMeTPOB KPUCTALUTHUECKOW PEIICTKH
uccineayemoro BemiecTBa. C LENbI0 O3HAKOMIJIGHHS C ammapaTypod pPEHTI€HOBCKOM
TU(PPaKTOMETPUH, METOIUKAMHU MTPOBECHHSI SKCIIEPUMEHTA U PELICHHS IEPEUNCICHHBIX
BBIIIIE 337[a9 MOKHO PEKOMEHIOBATh YUTATEI0 OOPATUTHCS K CISAYIONINM YIeOHUKAM U
monorpadusm (Ppank-Kamenerkuii, 1983; Modern Powder Diffraction. Rev. Mineral.,
1989; ITymaposckuii, 2000; Ilenenes, 2004; u ap.).

He meHee BayKHBIM SBIISICTCS] 3HAHHE OCHOB KpUCTAIIIOTpaduu M KPUCTAJUIOXUMUU:
HEOOXOJMMO HMETh MPEJACTaBIEHUE O CHUMMETPHUH, MPOCTPAHCTBEHHBIX TIpyIMMax,
SKBUBAJICHTHBIX MO3UIIMIX, 3aHUMAEMbIX aTOMAMH, U T. I1.; 6€3 3TUX OCHOB HEBO3MOKHO
KOPPEKTHOE YTOUHEHHUE U OTMMCAHNE KPUCTATNIECKON CTPYKTYPHI.

PexomeHayemass nuTepaTypa BKIOYAET 0000MIarole HCTOYHUKU (Y4eOHUKH,
yueOHbIe 1T0co0us, MOHOTpaduu, 0030pHBIC CTaThH), 3HAKOMCTBO C KOTOPHIMH MOXKET
UTpaTh CaMOCTOSITETIBHYIO POJIb B TNPHOOIIEHWH MOJIOAEKH K HayyHou pabore. K
COYKaJICHUIO, MTPAKTHUECKU OTCYTCTBYET JIUTEepaTypa o MeToly PuTBenba Ha pyccKoM
SI36IKE ¥ OOJIBIITMHCTBO Y4EOHUKOB MPUBEICHO Ha aHTIIMHCKOM SI3BIKE.



B mnocnename romast B CIIOI'Y B Pl «PentrenomodpakivioHHbIe METOIBI
WCCJIEIOBaHUS» TMPUOOPETEHBI COBPEMEHHBIC aBTOMATUYECKHUE IU(PPAKTOMETPHI IS
UCCJIEIOBAHUSI TIOJUKPUCTAINIOB U COOTBETCTBYIOIIUE IPOTpamMMbl, Oiarojaps demy
CTaJI0 BO3MOXHBIM OCYILECTBJISATh UCCIEIOBAHUS HA COBPEMEHHOM YPOBHE, B YACTHOCTH
YTOYHATh KPHUCTAJUIMYECKYIO) CTPYKTYPY MHUHEPAIOB W XMUMUYECKHUX COCIMHEHUN I10
MOPOIIKOBBIM JIaHHBIM, HEPEIKO B TeTeporeHHbIX oOpasuax. Pemienue 3Toi 3amauu
BOXHO MPU MCCICAOBAHUM MHUHEPAIOB, IIOCKOJBKY OHH 4YacTO BCTPEYAKOTCS B
MTOJIMKPUCTAJUIMYECKOM BHJE B TETEPOTCHHBIX acCOLMALUAX, IPU 3TOM BO3MOXKHBI
uzoMopduble 3amenieHus. Bce 3To U moOyauino aBTOPOB K HAMHUCAHUIO HACTOSIIETO
nocoous.

Haneemcsi, 4to mocoOue OKakeTcs TOJE3HBIM CTyJ€HTaM M acHUpaHTaM
€CTECTBCHHOHAYUYHBIX (PaKyJIbTETOB W BY30B, a TaKKE MOJOJABIM CIEIHAINCTAM,
JKEJTAIOIMM H3Y4YUTh OCHOBBI MeTOAa PutBenpa.



1. Metoa PurBesbaa. Teoperuyeckue 0OCHOBbI

B ocHOoBe MeToma JeXHT WuCHONb30BaHME WHTeHcMBHOCTH (lj) wim KonmyecTBa
UMITYJIGCOB B KQXKJI0W TouKe AH(paKIMOHHON KapTUHBI (26) B KauecTBe HE3aBUCHMOTO
U3MEpPEHHsI BMECTO MHTETPaJbHON MHTEHCUBHOCTH pediexca. s onucanus npoduis
TU(PaKIMOHHON JIMHUW BBOJATCA aHAJIUTHYECKUE (QYHKIMH, XapaKTepU3yeMble
HECKOJIbKUMHU JIOTIOJIHUTENIbHBIMUM [1apaMeTpaMH, KOTOpbIE YTOUHSIOTCS BMECTE CO
CTPYKTypHBIMH TlapameTpaMu. COOTBETCTBEHHO, BMECTO OTHOCHUTEIBHO Majoro
KOJIMYCCTBA HHTCTPAJIBHBIX MHTEHCUBHOCTEH I[I/I(I)paKL[I/IOHHBIX HHHHﬁ, KOJIMYECTBO
KOTOPBIX, KaK IIPaBUJIO, HC ITO3BOJIICT YTOUHUTL CTPYKTYPHBIC ITAPaAMCTPhI BCCX ATOMOB
MeTOZOM HamMeHbIMX kBagpatos (MHK) ', B mopomkoBoii mudpakrorpamme
HCIIOJIB3YCTCA OOJIBIIIOE YHCIIO HE3aBHCHUMBIX HBMGPGHHﬁ. OTO MO3BOJICT H3BJICUb
MaKCUMYM UHpOpMaINH, coaepxKalencs B JTAHHBIX HOPOLIKOBOTO
pPEHTreHIn(PPAaKIIMOHHOTO 3KCIEPUMEHTA, U YTOUYHUTh KAK CTPYKTYpHbIE MapameTphl,
TaK ¥ MapaMeTpsl MpoduIst THHUH U (OHA.

B nmanHO#1 r1aBe MPUBOAATCS OCHOBHBIE YPAaBHEHHSI, YUYAaCTBYIOIINE B YTOYHEHUH
METOA0M PI/ITBGJ'II)I[a. q)OpMYJ'II)I JaHbl B HauoOoJiee IpoCTOM JIsd ITOHHMMAaHHA BHUJC.
Heo0xoaumMo MOMHHMTH, YTO B 3aBUCUMOCTH OT MCTOYHUKA H3IyY€HUs, T€OMETPHUH
CbEMKHU M YTOYHSIEMOTro (DyHKIIMOHAJIa OHH MOTYT OBITh MOAMU(UIMPOBAHBI B TOW WU
WHOM IpOrpamMme H, 10 KEJIaHUIO0 aBTOpa IPOrpaMMbl, PUBOIATCS WM OILyCKAarOTCS B
UHCTPYKIMH TOJb30BaTeNs. TeopeTnyeckue U MPaKTUYECKUE COBETHI MOKHO HAMTH B
monorpadwusx (Young, 1993; Kern, 1998; Giacovazzo, 1992, 2001, 2012; Dinnebier &
Billinge, 2008; u ap.)

1.1. OcHoBHOe ypaBHeHUE MeToa PutBesibaa

st yTouHeHMs MeToAoM PuTBenbaa wucmoib3yeTcs mudpoBas pEeHTrEHOTpaMma,
colieprKailiasi 3Ha4eHUs] MHTEHCUBHOCTU NHU(PPAKIIMOHHON KapTUHBI B 3aBHCHUMOCTU OT
yraa 26 no toukam. C mMpakTUYECKOH TOYKH 3PCHHS YI00HO MOJb30BATHCS HHAECKCOM |
Ui 0003HaueHHs i-TOW TOUYKM JudpakTorpaMMbl BMecTO 3HadeHus yria 26. Torna
MOKHO BBECTH YPaBHECHHE

20 =26, +i-A26, i €0, ..., N-1], (1.1)

rae 26y — HadallbHBIA Yroj CbeMkH, A260 — mar ChbeMKH, | — HOMEpP JaHHOW TOYKH
mudpakrorpammel, N — 00111ee YUCIIO TOYEK.

Torz[a HU3MCpPCHHAsA B TOYKC | HHTEHCUBHOCTD Y COCTOMT M3 ABYX COCTABJISIOIIMX.

"Hanomunm uutatemo, uto s yrouHeHust onHoro napamerpa MHK >xenarensHo umeTs okono 10 u3mepeHui, T.
e. Jlayke NPY HAJIMYMK COTHH HaOJII0aeMbIX pedIIeKCOB MOXKHO YTOYHUTH He Oosiee 10-15 nmapamerpos, uro
03HayYaeT KOPPEKTHOE YTOYHECHNE KOOPAUHAT U H30TPONHOrO (akTopa cmeweHus (X, Y, Z, Big) Toapko Tpex /
YETBIPEX aTOMOB.



Yi (9kem.) =y s; (9kem.) +y b (akcrm.), (1.2)
rae Vi (Kkcim.) — HaOmrojaeMasi HHTEHCHBHOCTD B TOUKE |

Y Si (3KCI.) — HHTEHCUBHOCTB, OTpeesieMasi CTPyKTypOi B TOUKE |

y bi (3kxcn.) — uHTEeHCHBHOCTDH (hOHA B TOUKE |

Torma N IUCKpeTHBIX 3HAUEHHWH MHTEHCUBHOCTU OIMCBHIBAIOTCS C IOMOIIBI0 HEKOU
MOJICNIbHOW (DYHKIIMHA C KOJIHYECTBOM yTo4HseMbix mapamerpoB M (M << N). Ona
onpenessieTcs JOBOJBHO CIIOKHBIM 00pa3oM M3 MOJAENU Mmpudbopa U MOJENU
KPUCTAJUINYECKOU CTPYKTYPHI:

yi (Bb14.) = y; (mpubop + cTpyKTypa)

KoMmroneHnTsl 3TON MOAENbHOM  (QYHKIMH, JeNallue BKIaJA B  PACUYCTHYIO
UHTEHCHUBHOCTH Y. B TOYKE | Ou(pPaKTOrpaMMbl, COOCTBEHHO U COCTABJISIIOT 0a30BOE
YpPaBHEHUS 11 YTOUYHEHHS CTPYKTYpbl MeToI0M PuTBenbaa:

Yi = SZ LP(zehkl)M hkl ‘ Fhkl i Fprof (2‘9i o 2‘9h|<| )Phkl A + Yhi , (1.3)

hki
rue :
S - (bakTop MIKAIBI
LP(26,,) - dbaxrop JlopeHiia u moyspusauu B mo3uiuu peduiexca hkl
M ) dbakxrop noBropsieMoct miockoctu hkl
Forof - npodunbHas ¢pynkuus pedaekca hkl B Touke i
| Fri |2 - CTPYKTYpHBIi (akTop pediexca hkl
P - TEKCTYpHBIN napameTp miockoctu hkl
A - (baKTOp MOTJIOIICHHS
Yoi - UHTEHCHUBHOCTH (DOHA B TOUKE |

Jlns onTUManbHOM CXOAUMOCTH Pa3HOCTh DKCIIEPUMEHTAILHOM W BBIYHCICHHON
UHTEHCUBHOCTH MUHUMM3UPYEM HEJIMHEHHBIM METOJIOM HaUMEHBIINX KBAIPATOB!

Zw; (Yi —Yei)® — min, rae Wi — BecoBOit (hakTop B TOUKE |.

BecoBoit  daktop W; MOXHO TNPEACTaBUTh Kak  OOpaTHYK  JAHCIEPCHUIO
(cpeaHeKBaIpaTUYHOE OTKJIOHCHHE) HM3MEPCHHOW WHTEHCHMBHOCTH B TOYKE 1, T
CTaTHCTUYECKAs OIIMOKA OTIEIBHOTO U3MEpeHHUS Y (IKCIL.) CUNTACTCS MO TIMHSIOMICHCS
pacnpenenenuto [lyaccona:



11
"o’ y(obs)

o, = [y,(obs) = /Z -t

rae
Z — 4UCJ0 UMITYJIbCOB B CEKYHIY

t — Bpems B TOYKE I.

1.2. Cnoco0b1 onucanusi poHa

BaxHbIM MOMEHTOM [Isl YCHEIIHOTO YTOYHEHHS CTPYKTYpPbl SIBIISETCS UYETKOE
pasziercHre MHTEHCUBHOCTH pedieKkca M HHTEHCUBHOCTH (DoHA. B HEKOTOPBIX CiTydasx
paccenBaHue (hoHA, KaK HEXellaTeIbHash KOMIIOHEHTa AU(PPAKTOTPAMMBI, MOXKET OBITh
IIPOUTHOPUPOBAHA MJIM BOBCE yAaJleHa. ITO MOXET OBbITh CIPABEUTMBO TOTJA, KOTJa
GbOH HE SBIETCS CBOHCTBOM HCCIEAYyEeMOro BemecTBa. Ho B OOBIYHOM ciTyuae
aKKypaTHO€ omucaHue (oHa SBISETCS BaXKHBIM IYHKTOM IpH onucanuu npoduis. Jlo
CUX TIOp HE CYIIECTBYET YHHUBEPCAIBHOW MOJICIM OMHUCaHus (oHA, KOTOpas MOAXO0aHIa
OBl JJ1s THO0O0TO CciTydasi: TUOO CIHIIKOM Majo, JIHOO CIUITKOM MHOTO MHTEHCHUBHOCTHU
UIeT Ha (POH, YTO MPHUBOJMUT K UCKAKEHUIO UHTETPATbHON MHTCHCUBHOCTH peduiekca 1
JAIbHEUIINM HCKaXEHUSM TEIJIOBBIX (PAKTOPOB M 3acesieHHOCTe no3uuuidt. Oco6eHHO
CJIOXHO JTA€TCS OMHUCAaHNE BHICOKOTO (POHA, BEI3BAHHOTO PA3TMYHBIMHU (PaKTOPAMH.

Huxe nepeuncrnensl (pakTopbl, KOTOPbIE MOTYT BIUSAThH Ha MOBBIIIEHHE (POHA!

e PaccesiHue B OKkpyxeHHU 00pasia (Bo3ayX, aepkaTenb o0pasia, Hey1auHO
1o100paHHbIC MIEJIA Ha PEHTTEHOBCKOW TPYOKE H T.JI.)

e BropuuHas (aroopecieHIns n3-3a HeNpaBUIbHO NOJOOPaHHOTO U3ITyUEHUs

e Henocrarounasi KpUCTAJUIMYHOCTH HCCIEAYEMOM POObI

e AwmopodHas cocTaBisONIIas B ©3yyaeMoM o0Opasie

® UT. I

Jnst ommcanus (oHa B TOuke | JAU(PAKTOrpaMMbl CYIIECTBYET MHOXKECTBO
IIOAXOJ0B, OCHOBHBIE OIIMCAHbI HUXKE:!

1.2.1. HaTepnonsmus MeXAy BEIOPAHHBIMH TOUYKAMU

[Iupoko pacnpoCTpaHEHHBIH B MPOLUIOM MOJXOJ COCTOMT B ONHCAHMU (OHA C
NOMOIIBIO JIMHEWHOM, KBAJPAaTUYHON WIM KyOWYECKOW HHTEPHOJSIHA MEXITY
OIIpe/IeTICHHBIMHU T10JIb30BaTEIEM BPYUYHYIO ToukaMu (oHa. Takas MeToanKa ONTUMAaJIbHO
paboTaeT a1 BBICOKO-CUMMETPHUYHBIX COEIMHEHUH C HeOOJBbIIMMHU IapamMeTpamu



pelIeTKH, Mg KOTOPBIX JIETKO oOmpenaeianuTsh (GoH B obnactsx, rae pediaekchl He
MEPEKPHIBAIOTCS MEXIy COO00W. J[Jii HU3KOCMMMETPUYHBIX BEIIECTB HAWTU TaKYIO
00JacTh TPAKTUYECKH HEBO3MOXHO, OCOOCHHO B JaJbHEYTJIOBOM O0OJIACTH CHEMKH,
MO3TOMY MHTEPIIOJISIIUS B JAHHOM CJTy4ae HE UCTIOIb3YeTCs.

Y coBepIIeHCTBOBAHHBIN CIOCOO MHTEPTIONSIIMN ONPEICIICHHBIX BPYYHYIO TOUYEK
¢ona ucnois3yercs B mporpamme FULLPROF (Rodriguez-Carvajal, 1993):

Yoicale = A Yoions ‘[E+C)-20+ D]+ B, (1.4)

rae

Ybi calc — paccuMTaHHas HHTCHCUBHOCTH ()OHA B TOUKE |

Ybi obs — PKCIIEpUMEHTAIbHAS HHTEHCUBHOCTD (DOHA B TOYKE i, ONpeIeieHHas

BPYYHYIO
A, B, C, D — yrouyHsieMble TapaMeTphbl

1.2.2. Ananutnyeckas QyHKIHS ¢ yTOUHSEMBIMH MapaMeTpamMu

Jlonroe Bpemst ObUIO pacIpPOCTPAHEHO UCTIOIB30BAHUE MOTMHOMA N-TO TIOPSAKA C
BapuaOeIbHbIM HAa4YajJoM CUeTa!
n

Vi = Zn: B - A —1
T4 | BKPOS ’ (1.5)
rre
B K03 pUIIMEHTHI TOTUHOMA
BKPOS Hayajo cuera B rpaaycax 26
n CTETEeHb MOJIMHOMA

Kak mnpaBwio, 4ucio ko3()QHUIMEHTOB IOJIMHOMA OrpaHHucHO (Hampumep, B
FULLPROF sto0 grcio paBrao 12). ITosuHOM XOpOIIO paboTaeT BO MHOTHX CITydasx MpH
MOJICTTUPOBAHUH HE3HAYUTEIIBHO BOJHOOOpPa3HOTO (hoHA, HO HE SBJISAETCS JTOCTATOYHO
ruOkoit mst omucanus ¢oHa OONBIION KPUBH3HBI M HE HMMEET IOJ| COO0M HUKaKHX
¢uszmueckux ocHoB. [lommHom YeObimeBa, ucmosbdyembiii B mporpamme [OPAS, nHe
MMEET OTpPaHWYCHUU MO YUCTy KOA((UIIMEHTOB, M MOXET OBITh HCIOJIL30BaH IS
OMHCAaHMsSI OYEHb CJIOKHBIX BapUaHTOB KpuBHM3HBI (QoHa. K cokaneHuro, Ha JaHHBIN
MOMEHT HE CYIIEeCTBYeT YHHUBEpCalbHOro crocoba omnucanus (Qona  ans
KOJIMYECTBEHHOTO aHalm3a cMecu amop(hHON u kpuctaumdeckor (as3. B Takom ciydae
MOJIB3YIOTCSL JIMOO METOAOM TMOJMEIIMBAHUS HW3BECTHOTO KOJWYECTBA HSTAJOHHOTO
KPUCTAJUTMICCKOTO BEIIECTBA WM JOBOJBLCTBYIOTCS TOJYKOJMYECTBEHHON OIICHKOU
(GombIIIe-MEHbIIIE) OTHOCUTEIILHOTO KOJUYECTBA aMOP(PHON COCTaBIISIOIICH.
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1.3. HpodunabHas GpyHKIUS A ONUCAHUS PEHTT€HOBCKOT0 MAKCUMYyMa

Ecnu npencraBuTh, 4T0 rOHUOMETP IU(PPAKTOMETPA UMEET OECKOHEUHO y3KHUE LIEJIEBbIE
YCTPOMCTBA M H3Yy4YaE€MOE€ BEIIECTBO MMEET HACATBHYIO KPUCTAJUIMUECKYIO PELIETKY,
COCTOSIIIYI0 M3  OONBIIMX KPHUCTAIUTOB, TO IMOJy4YeHHas AuQpakTorpamMma
npeacTaBisiiaa Obl co00i HAOOP O-PyHKIMMA, MOJ0KEHHE KOTOPBIX OMPEACTsSeTCS YIIOM
otpaxkenusi bparra-Bynbda, a BeicOTa — MHTEHCHUBHOCTBIO oTpaskeHHs. Ha camom nene
npoduibHas (QyHKLIUS PEHTI€HOBCKOI'O OTPAXXEHUs SBISETCS CBEPTKON TpeX (YHKIIMIA:
MHCTPYMEHTaJbHON (yHKIMH, (QYHKIMM pacceMBaHUs PEHTIEHOBCKUX Jy4yed W
(GyHKIMH, OmpenenseMoll CBOMCTBAMHU KPUCTAJUIMYECKOM pemeTku obpasua. [loaromy
PEHTI€HOBCKUE OTPaKCHHs HMEIOT IIMPUHY, KOTOpas CKIAABIBACTCA W3 YIIUPEHUS,
ONpeaeNnsieMoro reoMeTpue audpakToMeTpa, W YIIUPEHUs, KOTOpPOE CBS3aHO C
HaNpsOKEHUSIMU U J1e(peKTaMi KPUCTAJUIMYECKOW peIleTKH o0paslia M CTENEHBI0 €ro
JUCIIEPCHOCTH, M Ha3bIBAIOTCSI PEHTTEHOBCKUMU ITUKAMHU.

PeHTreHOBCKHE MHKH HMMEIOT KOJIOKOJ000pasnyo ¢opmy (Puc. 1.1) u aia ux
anMpOKCUMAIIMM HYXHBI (YHKIIMH, HMEIOIMEe Takylo e ¢opmy. EcTb Heckombko
aHAJIMTUYECKUX (PYHKIMH, KOTOPbIE MOXHO HCIOJb30BaTh KaK MPOQHMIbHBIE (YHKIHH
Forot(26 — 26k) 1t pacueTa MOJEIbHON PEHTICHOIPAMMBI.

Puc. 1.1. OcHOBHBIE

napameTpbl IM(QPaKIMOHHOTO MaKCUMyMa

|, — MHTEHCHUBHOCTH B MAaKCHMAJIbHOM TOYKe
KA,

lint — MHTETpaJIbHASI HHTEHCUBHOCTH,

H — mmwmpuna Ha nonoBuHe BbicoThl (FWHM —
Full Width at the Half of the Maximum)

26— yron bparra-Bynbda.

Oyukuus [Maycca (Gaussian)

C 2
G= " "—exp|-—2(26. -26 ;. C,=4In2
Hk\/; p sz( i k) 0

@ynxkmus Jlopenna (Lorentzian)
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®yukius ncesao-Boiia (pseudo-Voigt) pV =nL + (1— 77)G

®Oyuxkmyst [Mupcon VII (Pearson VII)

_ 4@22_1)(2«2 207 h . - 2./m(v2 -1)
Hk Hk A ﬂ(m—O.S

rie

H¢ = FWHM — mmpuna k-Toro nvika Ha OJIOBUHE €0 BBICOTHI (OIYIIUPUHA),

26 — yron bparra-Bynbega B MakcnManibHO# To4Ke K-Toro nuka (paccunThIBaeTCs 1O
HapaMeTpam dJIEMEHTAPHOU SUCHKH),

26 — Tekyuui yroai.

Oyuknus ["aycca nMeeT OKpyIiIyto BEpIIMHY U OBICTPO crafaroniue OOKOBbIE CTOPOHHI,
3Ta (QYHKIMS XOPOIIO ONKCHIBACT BEPIIUHBI PEHTICHOBCKMX TmHKOB (Puc. 1.2).
Oynkius JIopeHia uMeeT y3KyH OCTPYIO BEpIIMHY U MEUICHHO CIajarolie OOKOBbIC
CKJIOHBI, 3Ta (DYHKIIMS XOPOIIO OMUCHIBACT OOKOBBIC YACTH PEHTTEHOBCKHUX MUKOB.

20+

Intensity (a.u.)

0.5

a o
Puc. 1.2. TIpodunbHbie QyHKIMN
a —T'aycca u Jlopennia; 6 — ITceBmo-Boiita ms pasusix 11 (Fullprof Manual).

OyHkuMs 1ceBao-BoiiTa sBIseTcs JTUMHEHHOW KOMOMHAIMEH 3TUX ABYX (DYHKIUN U
XOpOIIO anmpOKCUMUPYET BECh PEHTIC€HOBCKUM MPO(UIIL, MOAITOMY ISl MPOBEACHUS
YTOUHEHUSI CTPYKTYPHBIX JaHHBIX METOJAOM PuTBenpaa damie BCEro MCIOJb3yeTCs
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byuknus ncesno-Boiita. [lonmymupuHa nmukoB ajis cocTaBistomer (ynkiuu [aycca
(G) B dpynkuum nceBno-Boiita paccuntsiBaercs mo popmyne Karmmoru (Caglioti et al,
1958):

FWHM = (U tg?0+ V tgd + W)

[Monymmpuna as cocrapistomiei Gynkiuu Jlopenna (L) paccunteiBaerces mo Gpopmysie
X tg@+ Y/cosd. ITapamerper U, V, W, X, Y, 1 SIBISIOTCS yTOYHSICMBIMH.

[Tpu ucnons3zoBanuu pynkuuu [upcon VII nmonymupuna paccunteiBaeTcst 1o Gopmyiie
(U tg?6+ Vg + W)Y 2. [Tapamerp M — u3MeHsieMBblii mapamerp.

W3nyyenue, reHepupyemMoe PEHTTCHOBCKOM TPyOKO#, COCTOMT U3 TOPMO3HOTO U
XapaKTepucTU4Ieckoro uinydeHus. CrnenuanbHO MoJo0paHHbIe (UIBTPHI MOTJIOMIAIOT
BECh CIEKTpP, KpoMe caMoi cuibHON Ko uHuu, kotopas seisercs Koy u Ka, nybnerom
¢ Onm3kuMu JAnuHaMH  BOJMH. [lo3TOMy KaXI0oe€ pPEHTIeHOBCKOE OTPaKEHHE
IPEICTaBIsIET CO00M CyMMY JIBYX HAJOXEHHBIX OTPAXKEHUW OT OJHOM M TOH e cepuu
napajiyIesIbHbIX TNIOCKOCTEN KPUCTAINTMYECKOM PEeIIeTKH ¢ pa3HbIMU JTMHAMH BOJIH Koy
1 Koy, ITpodunbnas dynxuus Fyo(26 — 26,) s pacyera MoJenbHON PEHTTEHOTPaMMBbI
TOXE OepeTcs Kak CymMMa JIByX MPOQUIbHBIX PYHKIUH.

[IpeumymectBo Merona PutBenbga B TOM, YTO Jake CHIIBHO TMEPEKpPHIBAIOIINECS
pedaeKchl OTHOCUTENBHO MPOCTO MOACIUPYIOTCS M YTOUHAIOTCS. OJIHAKO JUISl CIIOKHBIX
MHOro(a3HbIX cMecell (Hampumep, i KOJIMYSCTBCHHOTO aHallu3a CM. HIDKE) C OYCHD
BBICOKOM CTENEHBbIO NEePeKphIBaHUs pPe(IIEKCOB HE YIAeTCsl TOCTHYh CXOAMUMOCTHU
MeTooM PuTBenbna wu3-3a TOro, 4YTO CTaHAAPTHBIE MPOPUIbHbIE (YHKIUU HE
MO3BOJISIIOT OJHO3HAYHO PAa3JIOKUTh HMHTEHCMBHOCTU NHUKOB. Mcmonb3oBaHUE Tak
Ha3BIBAEMOI0 TI0JX0Jla YTOYHEHHs (GyHIaMeHTanbHbIX mapameTpoB (Fundamental
Parameters Approach — FPA (Cheary, Coelho, Cline, 2004), peanu3oBaHHOTO B
nporpamme TOPAS, MoxeT naxe B ciydae ¢ OOJIBITUM KOJTUYECTBOM (pa3 MPUBOJUTH K
YCHEIIHOMY YTOYHEHHMIO TaM, TJié HE CIPaBISAIOTCS TPAJUIMOHHbIE (DYHKLIHUU THUIIA
ncepno-Boiit u Ilupcon VII. IlpeumymectBo FPA 3akimodaercss B MEHBIIEM
KOJIMYECTBE YTOUYHSICMBIX MapaMeTPOB, MMEIOMIMX (DU3NUYESCKUN CMBICHT (yTOUHSEMBIC
napameTpbl mpruodopa, pasmMep KpUCTAJUTUTOB, HAMIPSDKCHUS B KPUCTAILIE U T.]1.)

1.4. Acummerpus

WnctpymenTtanbpHast GyHKIMS, OmperenseMas reoMeTpueii mpubopa, HECUMMETpUYHA
OTHOCHTEJIBHO CBOEr0 MaKCHMyMa, 0COOeHHO B obOiacTh Manbix yrioB 26 (Puc. 1.3).
[ToaToMy HEOOXOAMMO BBECTH HapaMeTp acuMMmeTpuu B hopmyny Fuo(26 — 26) mns
pacuera (hopMBbI KA.
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Puc. 1.3. Bux acummerpuuanoro pediekca.

[Tapamerp acummeTpuu paccunteiBactes mo Gopmyste (Riello et -al, 1995):

- — 26, — 26
a=1+| AZG %% -exp 26,226,
H, 96, 2H, ’

riae Hy — mupuna K-Toro muka Ha MoJjJ0BHHE €0 BBICOTHI,

26 — yron B MakCUMaJbHOM TOUYKe K-TOro muKa,

26 — TeKyuui yrou,

A — yTOYHSIEMBIH TTapaMeTp aCUMMETPHH, HaYaIbHOE 3HAYCHHE 10 YMOJYaHUIO PABHO
0.

CymiecTByIOT 1 0oJiee CloxkHbIe (YOPMYIIBI 1711 yueTa aCHMMETPHH.

1.5. IpeumymecTBeHHasi OpHeHTANHS (TEKCTypa)

TekcTypa win npeumMyIlecTBEHHasi OpHeHTalus 00pa3yercs, KOrjaa KpUCTAJUIUTHI B
oOpa3ne HUMEIOT TEHACHIMIO OPUEHTHUPOBATbCS B OJHOM HampaBieHud. B
METAUIMYECKUX MaTepHaiax TEeKCTypa MOXET BO3HUKAaTh IIpU KpHUCTAJIU3aLUH,
IJIaCTUYECKOU JeopMallui U HEKOTOPBIX APYTrUx oOpaboTkax. TeKkcTypa MOXKET TaKkxke
BO3HUKATh NPU HEAKKypPaTHOM HPHUTOTOBJIEHUU OOpasla JUlsl MPOBEACHUS ChEMKU Ha
mudpaxkromerpe. TekcTypa NpOsBISETCS B TOM, YTO MHTEHCUBHOCTb JU(PPAarupOBAHHOTO
Iy4yKa B 3TOM HANpAaBIECHUH MOKET 3HAUYUTEIBHO BO3pAcTaTh WJIM yMeHbIIaTbes. Jis
KOPPEKTHUPOBKU MPEUMYIICCTBCHHON OPUEHTAIIMU YacTO HCHOjb3yercs monens March-
Dollase (Dollase, 1986):

P(a)=(r’cos’a+r'sin’a)*?

i monenb Rietveld-Toraya (Toraya, Marumo, 1981):

P(a) - (I‘2 + (1_ rz)exp(—rl az)
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IJI€ & — YroJl MEX/ly BEKTOPOM IIPEUMYILECTBEHHON OPUEHTALIMHM U BEKTOPOM OOpaTHOM
pELLIeTKU B HANPaBJICHUN KOPPEKTUPYEMOI0 OPATTOBCKOIO MUKA, YTOUHSAEMBbIN TapaMeTp
I' XapakTepHu3yeT CTENEeHb MPeUMYyIeCTBEHHON opreHTanuu. [1o ymomuanuto r = 1.

1.6. CTpyKTypHBIii U TemMnepaTypHbIi pakToOpbI
[Tycth M — 3TO MOPSI0K MIPOCTPAHCTBEHHOM rpybl (00IIee YUCIO OEPaToOPOB

npeoOpa3oBaHuil CHMMETpPUH), { — 4YHCIO HE3aBUCHUMBIX aToMoOB. CTPYKTYpHBIii
(paxTOp MOXET OBITH 3aMKCaH CIEAYIOLUUM 00pa3oM:

FH2 =(Af| +B|3)

t

Ay =D (nf, 4T, 0D (cos2z(hx;, +ky,, +1z;,)))
r=1

j=1
t m .

B, =Y. (n;f,,T,u D, (sin2z(hx;, +ky,, +z;,)))
j=1 r=1

fog=fl+f  +if,i=1-1

i — HMHJIEKC 10 BCEM aTOMaM B HE3aBUCHUMOW YaCTH SYEUKHU
r — MHJACKC M0 BCEM CUMMETPUYHO-IKBUBAJICHTHBIM aTOMaM

n

j 3aCEJICHHOCTb J-TO aTOMa

f iH — (hakTop pacceBaHusl j-TO aToMa B mo3uiuu pediekca H —

BEJIMYMHA, U3MCHSIOIASACS B 3aBUCUMOCTH OT SINO/A , TabymupoBaHHas ISl BCEX
anementoB (Debye, 1915)

4 sin® @
f=>aexp —b =, |+C+Af +Af"
— 1
Koaddurmentsr a, b, C MoskHO HalTH B MHTEPHAIIMOHAIBHBIX
kpuctamorpadpuueckux tadmunax Af',Af" — pakrTopsl aHOMaTBEHOTO paccerBaHus,

Ba’>XHbI JJI1 CHHXPOTPOHHOI'O U3JTYyUCHUA

T jH — TeMIepaTypHbli GakTop j-ro aToma B mo3uimu peduexca H

hkl — manexcer mudpakuuu pedrexca H
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hX; . KY; 12, — otHocurensubie koopmuHaTh! j-ro aToma B cMMeTpHUHO-

SKBUBAJICHTHOMN MO3HUIINH I

Temneparypublii (pakTop onuceiBaeT (GUIypy TEPMHUECKHX KoOJeOaHUH aTroma,
KOTOpasi B MEPBOM MPHUOIMKEHUH €CTh 3JUTMIICOM WM OJIM3Kasi eMy MOBEPXHOCTh 2-TO
nopsiaka (TEH30p TepMHUYECKMX KoyieOaHui). Pa3nuyaroT H30TPONHBIC TEIUIOBBIC
KoJ1ie0aHUs U COOTBETCTBEHHO U30TPOIHBIN TEMIOBOM (haKkTop:

Ho;
sin“ 6
Tiw =exp —B; > 7" [ B, =8z%(u?)
) /1 J
B j  — HU30TPOIHBINA TeMIepaTypHbIH GakTop j-ro aToma
A — JUIMHA BOJIHBI PEHTT€HOBCKOI'O U3JIy4YEHUS

2 o
<U > — CPCAHCKBAAPATHIHOC OTKIIOHCHUEC aTOMa OT OTpaKarOICH ITIOBCPXHOCTHU

¥ aHU30TpOMNHBIE Konebanusa. Obmas ¢popmyra Uit pacueTa aHU30TPOIHBIX TEIIOBBIX
KOJIEOaHMI:

Ty = xXpl= (Buh® + Bok® + Biyl? + 2,0k + 28,00 + 28,k )

P, o2, Pa3, iz Pis [hs  — aHH30TPOIHBIC TeMIIEpaTypHbIe (HAKTOPHI j-T0 aTOMA.

1.7. dakropsl JlopeHna u noJsipusanuu

daxTop JlopeHia moka3sIBaeT, CKOJIFKO BPEMEHU HAXOIUIICS Y3 00paTHOM
penieTku Ha chepe oTpakeHus Bo BpeMs u3mepenus. [Ipocretimas dhopmya st yueta
reoMeTpudeckoro (akropa JIopeHIia mpyu reoMeTpU Ha IPOCBET BBITIISIUT
CIEAYIOIIMM 00pa3oM:
1

sin 260 (11 MOHOKPHCTAIIIIOB)

Vcnons3ytot Taroke L = 1/(4sin0cosd) (st moporuikos).

HonpaBKa Ha IMOJEAPHU3alnuIo IJId1 NCTOYHHKA 0e3 MOHOXpOMaTopa.

P =1+ cos*(26)

C MOHOXpPOMATOpPOM:
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) xcos*(26)
1+cos’(26, ...

o1+ cos* (26

ngono — YIrojJq MOHOXpOMaTopa, COOTBCTCTBYI-OH_[I/Iﬁ INIOCKOCTH KpHCTAJllIa

MoHoxpomaropa (Hamp. Ge ~ 27.3 u . 11.).
1.8. ®akTop NOBTOPSIEMOCTH

®axTop moBTOpsieMocTH WM KpartHocte M (multiplicity) pedmekca hkl?
(ypaBHenue 1.3) onpeaensercss YMCIOM CUMMETPHUYCCKH SKBUBAJICHTHBIX (M PaBHBIX 110
WHTEHCUBHOCTH) OTPAXCHHI OT MapauIeIbHBIX CEMEHCTB IIOCKOCTEH, MArOIIUX BKJIA[]
B JIaHHYIO JUQPAKIMOHHYIO JIMHUIO Ha TMOPOIIKOBOM peHTreHorpamme. ®daktop
MOBTOPSIEMOCTH 3aBUCUT OT HWHJEKCOB OTPaXEHUS W CHUMMETPUM KpHUCTaILIA.
MunumanbsHas BenuauHa M paBHa 2 1o 3akony Opujens.

Hanpumep, B kyOumueckoir cuHronmu (@ = b = C) oTpaxkeHus or cemeicTB
mwrockocter (100), (010), (001), (-100), (0-10), (00-1) B moporkoBOH AH(PAKIKK 1O
ypaBHeHHI0  bparra-Bynbda HepazmmuuMbl  (OJMHAKOBBIA — Yroi  JuQpaKIuH,
OJIMHAKOBAasi HHTCHCUBHOCTh), OHU BCE HAJIAralOTCsl OJWH Ha JIPYTOH, BHOCS BKJIAJ B
TU(paKkIMOHHYI0  JUHUIO, o0o3HavaeMyr audpakiuoHHbIM  cuMBosioM  100;
WHTEHCUBHOCTH STOTO MTMKA BO3pACTaeT B IIECTh pa3, T. K. M = 6.

Amnanornuno, pedaekc 110 — 3To orpaskenus ot miockocreii (110), (-110), (1-10),
(-1-10), (101), (10-1), (-101), (-10-1), (011),(01-1), (O-12), (0-1-1), M =12

IloHmXeHrne CHMMETPUM CTPYKTYPbI U3MEHSIET KPAaTHOCTh M, IIpU 3TOM, Kak
IPaBUJIO, COIVIACHO ypaBHeHUI0 bparra-Bynbda Bozpacraer konmnuecTBo pedriekcos

Hanpunwmep:

Kyouueckas (2 =b =c) — TerparonansHast (& =b # )

100: M =6 — 100: (100), (-100), (010), (0-10) M =4
001: (001), (00-1) M=2

110: M=12 — 110: M=4
101: M=8

111: M =8 —  111: M=8

2 o
OndpakumorHbiin cumeon pedutexca hkl npuHaTo mucats 6€3 CKOOOK B OTJIMYKE OT CUMBOJIA IIOCKOCTH,
3anuceiBaeMoro B ckodkax (hkl).
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1.9. daxkropsl pacxoaumoctu / R-factors

YpoBeHb COOTBETCTBHUSI OKCIHEPUMEHTAIIBHOM W  PACCYUTAHHOW PEHTICHOTPaMM
OLICHMBAETCS C IMOMOIIBIO, TaK Ha3bIBaeMbIX, R-(hakTopoB ((PakTOpOB pacxoJaUMOCTH OT
anri. Residuals nim nocroBeproctu ot Rreliability).

R-axTopsl ycinoBHO Aenarca Ha «IpoUIbHBIE», MMOKa3bIBAIOIINE COOTBETCTBUE
KaX/10i U3MEPEHHOI TOUKU PEHTI€HOTPaMMBbl, BKIIIOUYasi TOUKU (DOHA, U «CTPYKTYPHBIE»,
JUIsL pacdeTra KOTOPBIX HCHOJB3YIOTCS TOJIBKO AKCIIEPUMEHTAIbHbIE TOYKH, BHOCSIIKE
BKJIaJl B MUpaKIUOHHBI MakcumyM. [IpodunbpHble Aenar Ha «npoduiabHBI» Rp u
«TpoUIHHBIA-B3BEIICHHBIN» Ryp (PaKkTOpBHI:

N |-

R Zyio - yic‘ Zwi (yio o yic )2
" Z Yio =) Zwi Yie

OskunaeMblii B3BeIEHHbIH TPOMUIBHBIN (hakTOp Reyy paccunTeiBacTCs 10 Gopmyie:

2
R - N-P+C
P Z W yi20b5 e

N — unciio Touek Ha qudpakTorpamme U P — gucio yrounsemsix napamerpos, C — 4uciio
cesa3anubIxX (Constraint) yrouHseMbIX mapaMeTpoOB

IMTokazarens GOF (Goodness Of Fit)

Zwi (yio ~ Yic )Z R 2
GOF = |
N-P R

exp

PasHble mporpamMMbl HCHOJB3YIOT TaKXKe CTaTHCTHUYecKHe mokaszarenu Durbin-Watson
statistics, * u T. 1. B HacTosiiiee BpeMs CTATHCTHYECKHE MOKA3aTETH B JAHHOM BH/IE
NoTepsUIn 0cO00e 3HAaYCHHE, TaK KaK B OOJBIIMHCTBE CIy4aeB KAaueCTBO IKCIIEPUMEHTA
JIOCTaTOYHO BEJIUKO.

JIns  omeHKM KadecTBa YTOYHEHHOW CTPYKTYPHOM MOJEIM 4Yaulle HCIHOIb3YIOT
Bbparrosckuii R-dakrop Rg 1 pexxe cTpyKTypHBIii Rg :
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z\l

IR, -F

RF - Z Fobs

obs_I

Z Iobs

calc alc

Rg =

Heo6xoauMo mOMHUTB, YTO AJisS TeTepo(azHON CMECH CUMTAIOT 00IIHe «IIPO(IIbHBIE»
R-daxTopsl 1 cTpyKTypHBIE R-(pakTophl A5l KaXK0i KOMIIOHEHTBI OT/IETBHO.

1.10. MorpemHocTH

[Toutu Bce yTOUHsiIeMble CTPYKTYpPHbIE, TPO(UIBLHBIE U HHCTPYMEHTAJIbHbIC MTapaMeTphl
BXOAT B (hopMyiy npoduiabHON (QYHKIIMU HETMHEHHO. MeToIbl OIIEHKU HEIIMHEHHBIX
napaMeTpoB MPEACTABISIIOT COOOM WTEpPALlMOHHBIA MPOLIECC, HAa KaXIOW HUTepanuu
METO/IOM HAaUMEHBIIIMX KBaJPaTOB OMPEACSIIOTCS TaK Ha3bIBacMble MpupamieHus (Hiiu
capuru). HoBas BenuunHa Ka)KA0ro yTOYHIEMOrO MmapaMerpa OmpeaessseTcss Kak CyMMa
€ro 3HA4YEHHUs, IIOJYYEHHOIO0 Ha MNPEABIAYILIEH WTEpalud, W €ro IMpUpaALICHUS,
MIOJIyYEHHOTO Ha TeKyled wurepauuu. Ha kaxaol wuTepanuu pacCUUTHIBACTCS
KOBapWalMOHHAs MaTpula JJisl ONPEACIICHUS IUCIEPCUN MTPUPALICHHMN, KOTOpPbIE
ABJISIIOTCS. TAKXKE W AUCHEPCUSIMHU YTOUHSEMBbIX mapameTpoB. KopeHb KBaipaTHBIN U3
JMCTIIepCuu (CTaHIapTHOE OTKJIOHEHHE) MPUBOAUTCS B CKOOKAX PSIOM CO 3HAYCHHUSIMU
apaMeTpoB MPU OTOOPAKEHUU PE3YJIHTATOB YTOYHCHHS.
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2 METOJA PUTBEJIBJA. HIOCJIEJOBATEJBHOCTDb YTOYHEHUSA

Jns  ycmemHoro yTOYHEHHsI METoJoM PutBenbna HeoOXoAuma  XOPOIIO
POyMaHHasi CTPaTETrusi, OCHOBHBIMU ITyHKTAMHU KOTOPOMH, MO-BUANMOMY, MOTYT OBITh
CIEYIOIIHE!

- NpPaBWIbHBII BbIOOP MOJENM M CTAPTOBBIX 3HAYEHUM JI BCEX YTOUYHSEMBIX
napaMeTpoB,;

- IpaBWJIbHAS MTOCJIEN0BATEIIBHOCTh YTOUHEHUS,

- HCIIOJIb30BaHUE TPapuuecKoro KOHTPOJIS, KOPPEISLUOHHON MAaTpHUIlbl s
OLICHKH YCIIEITHOCTH YTOYHEHUS.

HeobxonumMo OTMETUTH, YTO HHUKaKas CTpaTeruss HE IOMOXKET, €CIM HMEIOT
MECTO CIICAYIOIIUE MPOOIEMBI:

- ICXOJHAas CTPYKTypHAasi MOJI€JIb HEBEPHA,

- HU3KOE Ka4eCTBO MPOOBI (KPUCTALTMYHOCTD, YACTOTA U T.1T.);

- HH3KOE KAuyeCTBO W3MEpEHHH (CHcTeMaThyecKue ONIMOKH, HeyaadHas ITHHA
BOJTHBI, HEJIOCTATOYHOE BPEMS ChEMKH U T.]1.)

K coxaieHuto, He CyIIECTBYET YHHUBEPCAJIBbHOW CTPATETHH, MOIAXOAAIIEH IS
JTOOBIX 33/1a4, MOITOMY 0 CHUX IOp HE CYLIECTBYET MOJHOCTBIO aBTOMATHUYECKUX
pOorpaMM JUisl yTOUHEHUs MeToioM PutBenbaa.

2.1. BbiOop cTapTOBOIi MOAETH

CraproBass Mojzenb, HeoOXomumas i TPOBEICHHUS TIEPBOTO IUKJIA
YTOYHECHHSI COCTOUT M3 a) CTPYKTYpHOW MOJETU U 0) psAaa MoJeNed JUIs ONMUCAHHS
CBOMCTB 00Opaslia u mapaMeTpoB IKCIEPUMEHTA.

[TpaBHIBHOCTH  CTPYKTYpHOW MOAETHM — O3TO  OCHOBOIOJIAraroiiee
TpeOOBaHKME K YTOUHEHHUIO. YaCTHUHO BepHas MOJieib (HalpuMep, HEIOCTAIOLIUI aTOM)
TaK)K€ MOXXET OBITh yTOYHEHA YJAa4HO C TOMOIIbIO, HAmpuUMep pa3HOCTHhIX Dypbe
cuHTE30B. 11 omucaHus XapaKTepUCTHK MPOOBI W MpUOOpa, HAMPOTHUB, CYIIECTBYET
MHOKECTBO aJbTCPHATHBHBIX BapHAHTOB (HANpUMEp, pa3sHOOOpa3HbIe (YHKIMH IS
onucanus GpoHa, Npouis Muka u T.1.) [IpUrogHoCTs KaKOH-TH00 MOJIECNN [T Havalia
YTOYHEHUS, OIpPEAeNseTCs C OJHOW CTOPOHBI CTAOWJIBHOCTBIO YTOYHCHHS €€
napameTpoB  (IPeapacroioKeHHOCThI0 K KOPPENAIHUsIM), ¢ APYrod — OJM30CThIO
3aJJaHHBIX BEIUYMH pealbHBIM. MoJienu co CTaOMIHHBIMU JIMHEHHBIMHU MapaMeTpamMu
peaNOYTHTEIbHBI T cTapTa. B Tadmume 1 (Kern, 1998) npuBeneHsl XapaKTepUCTUKH
OCHOBHBIX YTOUHSIEMBIX [TapaMETPOB.
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Tabnuua 1. OcHOBHBIE yTOUHSIEMBIE TAPAMETPBI U UX XaPAKTEPUCTUKU

[TapameTtp Jluneii- | Crabunp- | [Ipumeuanue
HOCTh | HOCTb

DaKTOp MIKaJIbI + +

Scale factor (SF)

Mecto Hyns - + CWIbHO KOPPENHUPYET € MapaMeTpaMu SYEUKU

ZERO U aCUMMETpHUEN NHKa

Cwmemenne oopazna | - ? CHUIIbHO KOppenupyeT ¢ apaMeTpamMu sSYCHKH,

Displacement acummetpueit muka u W, U, V

(DISP)

Koadduumentsr + +

nmoinHoma 1, 2

CTETICHU

Background B1,B2

[TapameTpsr - + CHIIBHO KOPPEIHPYIOT C MECTOM HYJIS,

AIIEMEHTapHON CMellleHneM o0pasia, aCMMMEeTpHel muka™

SYEUKH

abc apfy

Koadduuuents - ?

noiauHoma 3...N

crenenu B3...BN

W - + W, U, V CHIIBHO KOPPETUPYIOT APYT C IPYTOM

U - ? W, U, V cusibHO KOppETUpYyIOT APYT € APYTOM

V - - W, U, V cuiibHO KOpPEeTupyIoT APYT € APYTOM

[TapameTpsr - ? CTaOuiIbHBI U TPOCTHIX (DYHKIMNA THITA

npoUIbHOM [IceBno-Bout

bynkmun NX,NY ...

AcuMMmeTpus - ? CunpHO KOPPEIUPYIOT C MECTOM HYJI,

Asymmetry (A) CMeICHHEM 00pa3lia, mapaMeTpaMu STUeHKH

Tekcrypa - - TekcTypa, KOOpAMHATHI, TEIUIOBLIE ITAPaAMETPbI

Preferred orientation ¥ 3aCEIICHHOCTH MTO3HIIH CHIEHO

(P) KOPPEIUpPYIOT,

Koopaunarter atoma | - ? TekcTypa, KOOPAUHATHI, TETIOBBIE MTAPaAMETPHI

X, Y, 2 Y 3aCEJICHHOCTb MO3UIMU CHIIBHO
KOPPEIUPYIOT,

TemnoBble - ? Texctypa, KOOpAMHATHI, TETJIOBBIEC TApaMETPHhI

napameTpsl aToMa Y 3aCEJICHHOCTH MO3UIIUU CUIIBHO

B unm S KOPPEIUPYIOT,

3aceneHHoCTh - ? TekcTypa, KOOPAUHATHI, TETIOBBIE TAPaAMETPHI

MO3ULIUU Y 3aCEJICHHOCTb MO3UIMU CHIIBHO

Occupation (n)

KOPPEIUPYIOT,

*B cinyyae HeyqauHO BEIOPAHHBIX CTAPTOBBIX 3HAYCHHUI TAPAMETPOB STUCHKH, MeCTa HyJIs,

CMelIeHus 00pasiia CyIecTBYET OMACHOCTh MONACTh B JIOKHBIN MUHUMYM, KOTOPBII MOXET B
HEKOTOPBIX CITydasX MPUBECTH K «Pa3HOCY» YTOUHEHHUSI.
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[Tocne BBpIOOpa CTapTOBOM MOJENHM, MOJE3HO OCMBICIEHHO [aTh HayaJlbHbIE
3HAYCHHsI JJIsl YTOUHSIEMBIX MapaMeTpoB. X kadyecTBO MpUBENET HE TOJBKO OBICTPOM
cxomumoct (Convergence) yTOYHEHHWsS, HO M TIO3BOJHMT H30€kKaTh MOMANAHUS B
JOKHBIM MUHUMYyM. B nurepaType M B pPyKOBOJCTBaxX IOJIB30BaTes K IPOrpaMmam
3a4acTyIO CJII0O)KHO HAWTH 3TU 3HAYEHHUS, TIO9TOMY MBI IIPUBEAEM UX B TabmuIe 2.

Ta6mxma 2. HpI/IMCpBI CTapTOBBIX 3HAUCHUU JJI1 OCHOBHBIX YTOUHACMBIX IIAPAMCTPOB

[Tapametp CrapToBoe [Ipumeuanue
3HAYCHUE
SF ~0.1E-03+0.1E-06 | ®aKTop MIKaJIbI 3aBUCUT OT CyMMapHOH H3MEPEHHOMH

HMHTCHCHUBHOCTH, CTa6I/IJ'IeH, MMO3TOMY oIIruOKa B
HCCKOJIBKO IMMOPAAKOB HE OIlaCHaA.

Bl ~ Cpenanee 1-i1 koapunmeHT nmonmHOMa (POHA OYCHD CTAOMIICH.
3Ha4YeHHE (OoHA

B1...BN =0

ZERO, =0 Ecnu 3nauenmne neusBecTHo 3apaHee, ctaBuM 0. He

DISP YTOYHSTh OHOBpeMeHHO. CuibpHas koppessuus!

a, b, c, U3 monenu [TapameTpsl sueiiku UHOTAA YTOYHSIIOT OTJENBHO APYT

a By CTPYKTYPHI ot apyra. [TapaMeTpsl 10 MOHOKPHCTAIBHBIM JaHHBIM

4acTO HE TOYHBIL. B ciydae TBepAbIX pacTBOPOB, UIU
HECTaHJIAPTHBIX YCIOBHI CheMKH (TeMmeparypa,
JABJICHHE M T.J1.) MOT'YT CHJIBHO MEHSIThCSL.

ATOMHEIE W3 mopenu Ecnu ecth HECKOIBKO MOIETEH, TTOJIE3HO OpaTh
napaMmeTpsl CTPYKTYpbI CpeIHue 3HAYCHUS, 0OCOOCHHO /ISl TETIOBBIX
[apaMeTpoB, KOTOPbIE UMEIOT OOJIBIION pa3dpoc B
3aBHCHMOCTH OT aBTOpa

W ~ (FWH M)2 Kagpar FWHM (cpeaneii mmpHHbI KA Ha
MIOJIOBUHE BBICOTHI)

V,U =0
P =0 (RT); =1 (MD) | RT — ¢ynkuus Rietveld-Toraya
MD — ¢yukius March-Dollase
NX =0.5(pV); pV — dpynkuums pseudo-Voight
=15 (PVII) PVII — dyukius Pearson-VII
NY, NZ =0
A =0

2.2. Tlopsinok yTOUHeHHUSs

Kak mnpaBuno, s OONBIIMHCTBA MPOTPaMM, HCIOIB3YIONINX METOJ
PurBenbna, yTOUYHEHME BCEX BapbUPYEMBIX NApaMeTPOB OAHOBPEMEHHO C CamMoOro
Hayajga HEBO3MOXKHO, TaK KaK 3TO MOXET MPUBECTH K IOJHOMY HECOBIIaJICHUIO
pPacyYeTHOM U 3KCIMEPUMEHTAIIbHON KPUBBIX U Pa3HOCY YTOUHEHHUS WJIM K MOIMAJIaHHIO B
JIOKHBIN MUHUMYM. HanpoTuB yauHo BbIOpaHHAs MOCIEA0BATENLHOCTD MOIKIIOUEHUS
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napaMeTpoB K YTOYHEHMIO 4allle TMNPUBOAUT K  yCHexy. YHUBepCcalbHOU
MOCIICJIOBATEILHOCTH HE CYIIECTBYeT, HO €CTh PpsI TPaBWI, KOTOPBIX CJEAyeT
PUIEPKUBATHCS:

1. B miepBy1o ouepenp yTOUHSIOTCS JTUHEHHBIC U CTAOMITBHBIC ITApaMeTPhI

2. B mepBoM 1uKIIe MOKHO HE YTOYHSTh HU OJHOTO IapameTpa, MOJTY4uB,
TakuM 00pa3oM, TEOPETUYECKYI0 PEHTIe€HOIpaMMy, YTOOBI YJOCTOBEPHUTHCS, YTO
CTPYKTYpHAsl MOJICNTb M CTAPTOBBIC BEIIMYUHBI yJa4yHO MOJOOpaHbI, HET HEYUTECHHBIX
IIPUMECEU U T. 1.

3. CHauana ¢ MOMOIIBI0 YTOUHEHHUS HYJSl CUETYMKA, MapaMeTpoB SUYEHKH,
CMeIleHus: o0pasiua, 100MBalOTCA COBMAACHHS TEOPETHUECKON U IKCHEPUMEHTATLHOM
KkpuBbIX 110 20. Octopokno!!! DTu BenMUnHbBI KOPPENUPYIOT APYT C IPYTOM.

4. [Tocie TOToO Kak MONOXKEHUSI TUKOB BEPHBI, MOATOHSIEM UHTCHCHUBHOCTH C
MTOMOIIBI0 YTOUHEHUS TPO(UIBHBIX U CTPYKTYPHBIX TAPaMETPOB.

[Tpumep mocnenoBaTeNbHOCTH YTOYHEHHS, KOTOPasi pad0TaeT yCIENHO s
OOJIBIIMHCTBA MPOCTHIX 3a7a4, MPUBEACH B Tabuuie 3.

Tabnuna 3. [Ipumep nocnenoBaTeIbHOCTH YTOYHEHHS *

1 2 3 4 5 6 7 8 9 10 11 12
®don + + + + + + + + + + + +
b0,b1,b2...
Scale Factor
ZERO unun + + + + + + + + + + +
DISP
ab.c, a,py + + + + + + + + + +
\; + + + + + + + + +
\% (G0 I .0 T .0 T .0 T .0 T . I I . I
U | H[H | H [(H ]+
X1 + + + + + +
X2 3) CEGCEERE
Asymmetry + + + +
X, VY, Z + + n
TemnoBwie + N
rapameTpbl
(B)
Texkcrypa +
(P)

*- na ocHoBe Tabsuie! 4.3. u3 (Kern, 1998)

Tabnuua ycnoBHO pasferneHa Ha 3 Ooka:
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1 — I'moGanbHbIC MapaMeTpsl CheMKH ((hOH, MECTO HyJIs, CMellleHre o0pasiia) u
¢a3bl ((hakTop KAk, TApaMETPhI STUCHKN).

2 — [IpodupHBIe MapaMeTpbl (OTBEYAIOT 332 POQIITH ITHKA).

3 — CTpyKTypHBIC apaMeTpbl (MOTYT HE yTOUHATHCS, €CIIM MeTo] PUuTBenbaa
UCIIOJIB3YETCS ISl KOJTMYECTBEHHOTO aHaJIH3a).

B ckoOkax naHbl mapameTpbl, KOTOPbIE YAaCTO HEBO3MOXKHO YTOUHSTH BMECTE C
JPYTUMH H3-32 CWIIbHBIX KOppemsuuil. B 3Tom ciiyyae OHU YTOUHSIIOTCS OTIEIBHO U
notoM (ukcupyrorea. TekcTypa yTOUHsSETCS TOJBKO B TOM ciiydyae, eciau 3¢ ekt
TEKCTPYPUPOBAHUS JIEUCTBUTEIBLHO HMEET MecTo ObiTh. [Ipu mo0aBieHHH HOBBIX
YTOUHSIEMBIX TTapaMeTpoB, R- ¢akTopsl, Kak MpaBuiIo, JOHKHBI YMEHbBIIATHCS.

2.3. Koppeassunonnas matpuua. [lonsitue rjiod0ajabHOro u J10KHOT0
MHHUMYMOB

3amaya yTOYHEHUS TMapaMEeTpOB 3aKJIIOYaeTCsl B MOMCKE MHHHMyMa (PyHKIMOHATA,
KOTOPBIM SIBJISIETCS  «IpO(WIBHBII-B3BEIIeHHbBII» Ryp (akTop (cymma KBamparos
pa3HOCTEH MEXAy OSKCIEPHUMEHTAIbHBIMU JTaHHBIMH W PACCUMTAHHONW MOJETBIO B
KXJO0M TOYKE peHTreHOrpaMmbl). DYyHKIIMOHAN 3aBUCUT OT MHOTHX HEH3BECTHBIX M
IPEJCTABIISAET COOON CIIOXKHYIO TOBEPXHOCTh B MHOTOMEPHOM NIpocTpaHcTBe. OH UMeeT
MHOTO TaK Ha3bIBAEMBIX JIOKAIBHBIX (JIOXKHBIX) MUHHMYMOB, MHHUMAIIbHBIA M3 BCEX
MUHHMYMOB Ha3bIBa€TCs IJIOOAJHbHBIM MHUHUMYMOM M €ro IIOMCKOM 3aHUMAaeTcs
nporeaypa yrouHeHus. CXOOUMOCTh TPOUEAYPHl YTOUYHEHHUS CHUJIBHO 3aBUCHT OT
HavaJbHBIX 3HAYCHHH MCKOMBIX MapaMmeTpoB. Ecinm paccumTaHHas MOAENb JajieKka OT
9KCIEPUMEHTAIBHBIX JaHHBIX, TO B MPOLIECCE YTOUYHEHHUS MOXKET ObITh Hal/IeH OJMH U3
JOKaJTbHBIX MUHIMYMOB, TOT/Ia KPUTEPUN CXOJUMOCTH OyJeT CHadasla yMEHBIAThCS, a
3aTéM HA4yHET YBEJIMYMBATBHCS, M NPOLECC HAYHET pacXoguThcs. B »ToM ciyuae
Heo0X0AMMO BBIOpATh O0Jiee KOPPEKTHBIE HaualbHbIE 3HAUEHUS TapaMETPOB.

IIponiecc yroyHeHMsT MOXKET HadaTbh PAacXOOUTCA W MO Apyrou mnpuumHe. Ha
HEePBbIX WTEpALMAX 3HAYEHUS PACCUMUTAHHBIX NPUPALICHUNA OBIBAIOT OOJIBIIMMH U
nporeypa YTOYHEHHS MOXET IONacTh B JIOKAJbHBIX MUHHUMYM. [t TOro d9ToOBI
racuTh TaKWe BBHIOPOCHI, MCIIOJB3YIOT AeMIPUPYIOMUNA KodhuimeHT. 3HaueHus: Bcex
IpUpaleHuil YMHOXKAIOTCS Ha 3TOT KO3 (UIUEHT mocie Kaxaoil urepauuu. [ponecc
YTOYHEHHS OyJeT UATH MEJIEHHEe, HO N30€XKHUT PHCKa YHTH B CTOPOHY OT TJI00aIBHOTO
MUHUMYMa.

Ha xaxmoil wuTepalyi YTOYHEHHsI pPACCUYMTHIBAIOTCS KOBapHUallMOHHAS U
KOppelsuuoHHas ~ MaTpuibl. KoBapmamwoHHass  MaTpuia  WCHONB3YETCS  JUIS
OTpe/IeNICHUsI CTaHAAPTHBIX OTKJIOHEHUH YTOUHSEMBIX IapaMeTpoB, HeIUWaroHaJbHbIE
3neMeHThl (K03()(UIMEHTHl KOPPEJSIIUU) KOPPEISIMOHHONW MAaTPUIbl TTOKA3bIBAIOT
HACKOJIbKO MTapaMeTphbl KOPPEIUpyIoT ApyT ¢ apyroM. Koppensunonnas 3aBUCUMOCTb —
3TO B3aMMOCBS3b JBYX M 0Oojiee BEIWYMH, W3MEHEHUE 3HAYeHMsI OJHOW BEJTUYMHBI
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IMPUBOIUT K M3MeHeHHIo apyroi. Koaddunuentsr koppensaiun meHstorcs ot 0 mo 1.
[Tpu kordpunmenrtax, 6mu3kux k 0, mapamMeTpbl MOKHO CUATATh MOYTH HE3aBUCHMBIMU
Ipyr oOT Japyra, npu kodpduinmentax, Omm3kux K 1, mapameTpsl CHIBHO
KoppenupoBanbl. CHIBHO KOPPEIHMPOBAHBI - TEIUIOBBIC MapaMeTpbl M 3aCEICHHOCTH
aTOMOB. OTH BEJIMYHMHBI HENB3S YTOYHATH OJHOBPEMEHHO, HYXHO YTOYHSTH TIO
ouepeu.

2.4. Oxonyanue yrouHeHus. Kpurepuu npaBuibHOCTH YTOUYHEHHUS.

JInst ONEeHKHM KadecTBa yTOYHEHHs ciayxar R-¢akrtoper (cM. Bbime). [IpoduinbHbie
(akTOpBI OTpaXKAIOT KAYECTBO YTOUHEHHUS BCEH AU(PPAKTOTPaMMBI IO TOYKAM, BKIIOYast
¢oH, Rg 1 Rr oTBedaroT 3a COOTBETCTBHE pealbHOM KPHUCTANIMUECKOH CTPYKTYphbl U
nonyueHHod monenu. Rg Bcerma menbiie, yeM Ry, T.k. | ~ F2, Kpome dakropon
pPacxoauMOCTH, HEOOXOAUMO CIEOUTh 3a KPUBOHM, M300pakarolieid pa3HOCTb MEXIy
BBIUMCIIEHHON M pacueTHON AudpakTorpaMmamu. TUIHYHBIE OMIMOKH, KOTOPBIE JIETKO
BBISBJISIFOTCSI HA Pa3HOCTHOM KPUBOM, TpeACTaBIeHBI Ha puc. 2.1.

-

[Monoxenue mo 26 He BEpHO [Tiroxo omwcan mpod b HenocTaTouHo HHTEHCHBHOCTH

Puc. 2.1. Tunn4Hbie OIICHKH YTOUHEHHS, BBISBIISICMBIC C TIOMOIIBIO PA3HOCTHOM KPUBOM

YTouHEHNE MOKHO CUUTATh 3aKOHUYEHHBIM, KOTJ1a U3MEHEHUS! YTOUHAEMbIX [1apaMETPOB
OT LMKJIa K UKy CTAaHOBSTCS HE3HAUYWUTEIbHBI. [IpH yTOUHEHMHM HY)KHO CTPEMHUTBCS K
MUHHUMAJIbHBIM 3Hau€HUAM R-(pakTOpoB U MakCUMaJIbHO MJIOCKOW pa3HOCTHOW KPUBOIA,
HO, K COYKaJIEHUIO, HU TO, HU JPYTrO€ HE SBISAETCS CTPOTMM KPUTEPHUEM INPABUIBHOCTU
MO/IEIH. OCHOBHBIM ~ KpUTEpHEM  MpPAaBWIBHOCTHM  YTOYHEHHUS  SBISIETCA
KpUCTAJUIOXUMHUYECKasi KOPPEKTHOCTh MOJIYYEHHOM CTPYKTYpHOW MOJENH: JUIMHBI U
yTJbI CBSI3eH MEXIY aTOMaMH JOJIKHBI OBITh B Mpejenax HOPMbI JUIsl JaHHBIX aTOMOB,
IpU YTOUHEHUH 3aCEICHHOCTeH HEeoOXOIUMO IMOMHHUTb O TOM, UTO (hopMyJia JTOJIKHA
OCTaBaThCSl AJIEKTPOHEUTPATHHOM, TEIUIOBBIE MapaMeTpbl aTOMOB HE JOJDKHBI OBITH
OTPULIATETIbHBIMU WM CHJIBHO 3aBBIIIEHHBIMU 110 CPAaBHEHUIO C OOBIYHBIMHU JUIS
JAHHOT'O THUIIa ATOMOB; MOTPEUTHOCTH JOJIKHBI OBITh IPUEMIIEMBIMHU.
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3 BBEJIEHMUE B ITIPOI'PAMMY FULLPROF

[Tporpamma FULLPROF mis pasubix kommbroTepHbix miardopm (Windows, Linux
and MacOS / Intel) wHaxomuTcs B OTKPBITOM  JIOCTyIle Ha  CailTe
https://www.ill.eu/sites/fullprof/php/downloads.html. B ocHoBHOM  mporpamma
paspabaTbiBaiach IS aHann3a METoZoM PutBesnbaa (MOMHOMPO(UIBHBINA aHATH3) TIO
JaHHBIM HEWTpoHO- W peHtrenorpaduu (Rietveld, 1967; 1969). B mnporpamme
BO3MOXKHO  YTOYHCHHE  CTPYKTYpPbl ~C  KCIOJb30BAHMEM  TOPOIIKOBBIX U

MOHOKPHUCTAJbHBIX JIaHHBIX, OJHOBPEMEHHOE YTOYHCHHE HECKOJBKHX MOPOIIKOBBIX
nudpakrorpamm (pPEeHTI€H, HEHTPOHBI, YHEPTUH-AUCIIEPCUOHHBII KciepuMenT, TOF /
time of flight) ananus s HEWTPOHOB, yTOYHEHNUE MATHUTHON CTPYKTYPHI U T.JI.

Cnucok ocHoBHBIX nofanporpamm FULLPROF:

FP_Suite_Toolbar: ITporpamMmma ObICTPOro TOCTyIIa KO BCEMY CITUCKY IOAMPOTPAMM.
WInPLOTR / WIinPLOTR-2006: ITporpaMMbl BU3yali3aliy OPOIIKOBBIX TaHHBIX.
Fitting independent peaks. YTouneHue oTaeabHBIX PEQIICKCOB.

FullProf: VYTouneHue KpucTamMueckoil CTPYKTypsl (B TOM YHCIE MArHHUTHOMN
CTPYKTYpBI) Ha MOPONIKAX ¥ MOHOKPUCTAILIAX, HEHTPOHBI, MIOCTOSHHAS [UTHHA BOJIHBI,
TOF, bsHepruu-AUCIEPCHOHHBIN aHaIMU3, OJWH WJIH HECKOJIBKO HSKCIEPUMEHTOB
oaHOBpeMeHHO, MeToa “Simulated annealing” st pelieHus CTPyKTypBI.

EdPCR: Penaxrop ¢aitna mogenu ctpykrypsl s FullProf

Fourier/GFourier and Bond_Str/GBond_Str. Kaptet ®ypbe u pacder pacCTOSHHN U
yTJIOB.

SuperCell/K_Search: ITporpamma noucka cBepXsiaeiku

Fp_Studio: Busyanuszatop KpUCTAUIMYECKOM WM MAarHUTHOM  CTPYKTYPBI
Check_Group: Omnpenenenue/ipoBepka MPOCTPAHCTBEHHON Tpymiibl (MIOPOIIKKA |
MOHOKPHCTAJLITBI)

Datared/GDatared: [Iporpamma
Mol _tpcr: Yrunura st co3ganus rpynnupoBok Rigid body

Buemnue nporpammet st aronnaunupoBanus: DICVOL04, TREOR90, ITO, XLENS
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Pa6ouas manens FullProf Suite Beirsiaut ciemyromum odpazom (puc. 3.1):

Puc. 3.1. PaGouas mauens FUllProf Suite

Cxema pabotsl iporpammbl Fullprof amst yrouneHus cTpykTypbl mpecTaBieHa Ha PHC.
3.2. daiinpl dKCIEpPUMEHTATBHBIX IUGPAaKIMOHHBIX MaHHBIX *.DAT MoryT umersh
pa3sHoOOpa3Hble TEKCTOBbIE (OpMATHl B 3aBHCHMOCTH OT MpuOOpa, HA KOTOPOM
NPOBOJMIIM  DKcrepuMeHT. HawmOosee yHUBepcaNbHBI (OpMaT PEHTTCHOBCKHX
mudpakiuonHbix gaHHbIX (X, Y) — aBe kosonku (2theta, 1). dopmar BBIXOTHBIX
JOaHHBIX MOXeT (OPMHPOBATHCS MO IKEJTAHUIO TIONb30BaTeisi (CM. HMKE IYHKT
JIOTIOJTHUTENILHBIC BO3MOKHOCTH).

____

Puc. 3.2. Cxema pa6ots nporpammsr FUlIProf

Bxonnoit ¢aitn mogemun *.PCR, TtekcToBbIil (aitn, coaepXUT Kpome TMOHATHOU
MoJIb30BaTeNl0  MHPOpMAUMu 00  yCIOBHUAX CBEMKH, MNpUOOpEe U  MOAENIHU
KPUCTAJUIMYECKON CTPYKTYPHI, €IIe U PsiJi CIEeIHATBHEIX KOTUPOBOK. Ero mocrarodHo
CJIOXKHO PEAAKTUPOBATH BPYUHYIO, MTO3TOMY IS CO3/IaHUS U peakiuu ¢aiia Moaeu
ObL1 pazpadotan rpadudeckuii uatepderic EAPCR (Editor of PCR files).
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geomelry, user-grven scallenng 1actors ...

| f! { Phase name, type of calculations UBT), ATZ,
| ‘I contribubion to pattems, symmetry., ...

|
| fih ! " Number of cycles, relaxation factors, access to
\y i patterns and phases [atoms and profile)

|
! {
=== |5} = Constraints defindions, adding, deleting,
B =||\S S S ] modiying ..

VIOXKHOCT

Puc. 3.3. CraproBoe okHo mporpammel EAPCR m1st cozmanus daiina-momenu

JInst co3maHust MozeNid MOKHO Bocmosib3oBathesi ummoprom CIF (Crystallographic
Information FILE) ¢aiina u3 6a3er crpykrypHbix nanHbix |ICSD (Heopranmueckue
coequHenns) win CSD (opraHuueckue) WM 3allOJHHTH IOJS, 00s3aTelbHBIC K
3allOJHCHUIO BPYYHYIO, TOJB3YACh JIMTepaTypHbiMU naHHbiMU. Fullprof mossosser
umnoptupoBaTth Tonbko onuH CIF ¢aiin, mostomy B cimydae MHOTOGA3HOW CMecH,
UMEET CMBICIT UIMIIOPTUPOBATH (haiiit it a3kl ¢ HAUOOIBIIIMM KOJIMYECTBOM aTOMOB, a
JTAHHBIE NI OCTAJBbHBIX (a3 100aBUTH BpyuHyr. HeoOxomumo momuuTh, uto B CIF
daiimax dacto OBIBAIOT OMMOKHM W BCE TMOJsI, 00sS3aTeNbHBIE K 3arlOJHEHUIO,
HEOOXOMMO BHHMATEIBHO MPOCMOTPETh. KpoMe KHOIOK B IPaBOi 4acTH OKHA, MOTYT
OBITh TOPU3OHTAILHO PACIIOJIOKEHHBIE BKIIAJIKU — UX TOXKE HY)KHO ITPOCMATPUBATh.

Huxe MPHUBCACHBI HCKOTOPBIC IMOJIC3HBIC JIA CTAPTAa YTOUHCHUA COBCTHI.

HOJIA, OBA3ATEJ/IBHBIE K 3AITIOJIHEHUIO

1. Bo Bkianke Generals mo ymomuanuio crout 1 ommus «Refinement/Simulation
diffraction of a Powder Diffraction Pattern» — 3to To, 4T0 HaM HYKHO.

2. Bxiamka Patterns orkpbiBaeT OKHO, OTBETCTBEHHOE 3a JKCHepUMEHT(bI).
HaubGonee  yHHMBepcangbHbIE  TEKCTOBbIE  (QOpPMATBhl  IKCHEPUMEHTAIBHBIX
Tu(PaKIIMOHHBIX TaHHBIX BBIJICJICHBI CHHUM Ha PUCYHKE 3.4.
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E m:
Geomet ry.ﬂHF
Conslwnts

U sei Scatt. Factors
slrants

Browse.
© DIAD )
 DIB(D
" D1B/D
" D4/D2

Puc. 3.4. Bknanka Patterns mis co3nanus daiina-mMoenu 3KCriepuMeHTa

[Mpu 3amanum reomerpun cbemku Geometry/IRF (puc. 3.5) HeoOxomumo
BbIOpaTh THIT reoMeTpun cheMku (Bragg-Brentano, Transmission u T. 1.) BBecTu
naHHble 0 MOHOXpomarope (B Bume COS ?(2 6on0) | 26mono s Ge = 27.3,

Graphite = 26.4, Quartz = 26.6), eciu oH ecTh, U KoHeuHOM yrie 2theta, o
KOTOPOTO IPE/IIO0IaracTcs yYuThIBaTh ACHMMETPHIO TIPOMIIIS ITHKa!
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IRF Comections

Extemnal Corection of Integrated/Profile Intensities

& None " Lineat Interpolation " Empirical Function
Preferred Onientation

% Rietveld-Toraya (Exponential Function) " Modified March's Function

" March-Dollase Multiaxial Function " March-Dollase Numeric Multiaxial Function

Others

Correction for iluminated area exceeding the S.
Monochromator Polarization Correction (cos™2
Fraction of mosaic-crystal (transmission):
Absorption Correction Coefficient (muR ):
Peaks below this 2Theta limit are corrected for

Absorption cormection (T.0.F.)

[None =

[]

Puc. 3.5. Oxno Geometry/IRF

3. Bo Bkmanke Phases moxxHo 3amaBaTh AonoaHuTeabHbIe (hasbl (kHorka Add) s
MHOTO(a3Hou cmecu. Jns kaxmoll w3 (a3 HEOOXOAMMO 3allOJHUTH OIS
Contribution to Patterns w Symmetry. Hanpumep, va puc. Y44 ¢asa 2 BHOCHT
BKJIJ] B yTOUHEHHE ¢ Tomoibio “X-Ray” u dynkius, koTopast OyaeT OnuchBaTh
npobunp mukoB dasel 2 - “Pseudo-Voight”). Bo Bkmaake Symmetry
HEOOXOAMMO TMPaBUIIBHO 3aJaTh MPOCTPAHCTBEHHYIO TPyTIy (camMoe MpocToe
ckorupoBath w3 CIF). Ecnim rpynma 3amaHa BepHO, TO B HHXKHEH dYacTH
MOSIBIIAIOTCS MaTpuilbl cuMMmerpun (Ha puc. 3.6 rpymma P2,/c umeer Bcero 4
MaTpUIbl CUMMETPHM — JIBE W3 HHX HECBI3aHHBIC IIEHTPOM WHBEPCUU
NPUBE/ICHBI B OKHE + YCTaHOBJIEHA rajlouKa, MOKa3bIBAIOIAsl HAIWYHE [IEHTPA).
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prold ) ARojeuoine paerorR) )

_J il 2 | )
v |HL Angusids wny | 41 Ansunis

(401 - vonnap) uonenoe) wayeyd )
(PBUSIRAR M, 1URISUO] - UONNGN) UOREIIOR] WISNRd ) (g
(feyy-x) vonenoR] wayed )

Puc. 3.6. Oxuo Phases
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4. OmHO W3 OKOH, ¢ KOTOPBIM TMPUXOAMUTCSA OOJbIIE BCero paboTath BO BpeMs
yTouHeHus — 3to Refinement. Paccmotpum ero Harbosiee rmoapoOHo.

Forced Temination when shifts < | 010 % ESD.

Others: Mone LI 0 Profile [ 1.00 Global| 1.00
Reflections ordering
% Only at the first cycle " Each cycle flections limiting excluded regions
Patiem 1 | ] | |pale]
- : 2

Refinement wei Prop. Vectors

@+ Least Squar

€ Masimum Li Ce €

" Unit Weight o-Stucture

u Parameters
Reduction factor 1

Puc. 3.7. Oxno yrounenus Refinement
a) VYka3bIBacM KOJIUYECTBO IMHUKJIOB AJIs1 YTOUYHCHUA.

0) dakrops penakcanyu (Hemndupyromue Ko3pUIUEHTH 11. 3.3) CIIyKaT I TOTO,
4yT0OBl YTOYHEHHE HE TONaJi0 B JIOKHBI MHHUMYM. EIWHUIBI, cTOsIIHE MO
YMOJTYaHHIO O3HAYAIOT, YTO IMPUPAIICHUS, TIOIyYCHHBIC B XOJI¢ YTOUYHCHUS, OyIyT
MOJTHOCTBIO TIPUMHCAHBI YyTOYHSIEMBIM MapaMeTpaM. 3HAYUTEIFHO IMOHWKATh ITH
K09((UIMEHTHI UMEEeT CMBICT MPH YTOYHEHHH aTOMHBIX mapameTpoB (Atomic),
4TOOBl MOJIENIb CTPYKTYphl MEHsJIaCh IOCTETIEHHO, a HE pPa3BaMBallach Cpasy
nocie 1-X MUKI0B yTOYHEHUS.

B) KoadpounmenTs! monmmHoma ¢oHa ydine 3a1aBaTh K YTOUHCHHIO TOCTEIICHHO.

r) Bo Bkmaake Instrument MoskHO yTOUHSTE MecTo HyJs (ZEro), cMerienue oopasiia
(Displacement), mpospaunocts (Transparency), ammuny Boausl (Wave length).
OOBIYHO JOCTATOYHO YTOUHATH ZErO0.

n) Bo Bkimagke ATOMS conepxkaThCsi TaHHBIE O THIAX aTOMOB, MX KOOPJMHATAX
(XYZ), temnoBeix ¢akropax (B) u 3acenéunoctsax mnosurmii (Occ) (Puc. 3.8).
CTpyKTypHBIE TTapaMeTphl YTOYHSIOTCS Ha MocieaneM stame. [Ipu 3ToM 00s3aTeapHO
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creauTh 3a u3MeHeHusmu JuMH cBs3eit (cm. m. CCC). Ecmu B Cif daiine Obutn
AQHU3O0TPOITHBIC TEIUIOBBIC (AKTOPHI, MMEET CMBICI 3aMEHHTh WX Ha HW30TPOITHBIC.
BooOmie yrouHeHne aHM30TPONHMH TEIJIOBBIX KOJEOAHWH HA TTOPOIIKOBBIX JIaHHBIX
CTOUT TPOBOJUTH JIMIIb B OCOOBIX cCiydasx. JJis TEIJIOBBIX IapamMeTpoB YacTo
MCIOJIB3YIOT CBA3aHHbIC yTOUHsIeMbIe mapamerpbl (CONstrains) asist rpyrmm 0JMHAKOBBIX
aToMoB (cM. HIke). u erie mpoIre - MOXHO YTOYHSTh OOIIUI TEII0BO# (hakTop s
Bcex aromoB (Overall B - cM. HibKe MyHKT €). 3aCeIEHHOCTH MO3UIUI HE YTOYHSIOTCS,
€CIM K JTOMY HET 0co0bIXx ykazaHuil. C MOMONIbIO 3aCEJICHHOCTU TMO3UIMH, B
IporpaMMe YKa3bIBaeTCs, B TOM 4YHCJE, U KPAaTHOCTb MO3UIMHU. ATOMaM OOIIero
MOJIOKCHHUST TIPHUITMCHIBAIOT 3aCEJICHHOCTh 1, 3acelIeHHOCTh YAaCTHBIX ITO3WUIUAN
MOKAa3bIBA€T BO CKOJIBKO pa3 aTOMOB 3TOTO COpPTa MEHBIIE B sYEHKE, YeM aTOMOB,
Haxoasmuxcs B obOmieM mojoxkenud. Hampumep, na (Puc. 3.8) arom O3,
PAcCIIONIOKEHHBI B OOMIEM IMOJIOKEHHH, WUMEeT 3aceileHHOoCcTh 1 (oOmas mo3uims
IOJHOCTBIO 3acelieHa KHCIopoAoM), a atoMmbl S, O1, O2 — aTOMBI B YaCTHBIX MMO3UIUAX
(koopaunara Y = 0.25) umeror 3aceneHHocth 0.5. DT0 03HaYaeT, YTO KPaTHOCTH ATOM
MO3UIIUU B 2 pa3a MEHBIIE, YeM KPATHOCTh MO3UIIUU aTOMa OOIIEro MOJIOKEHHUs, HO 3TH
MO3UIIUHU TAKKE MOJTHOCTHIO 3aCEIICHBI.

Label Niyp X Y. l Z B Oce I Themm. Fact - Refine Positior
Mom# 2 [ 5 0.06467 0.25000] 0.68300] 0.83395 0.50000]" | Isotropic ———
Alom# 3 |01 0 0.907 0.25000] 053672 056241 0.50000) [ 1sotropic 8 Refine B_iso
Atom# 4 [02 0 0.188542) 0.25000] 054269 0.93935|~ 0.50000) [ 1sotropic :
Atom#t 5 |03 0 0.08024) 002960 081207 106353 1.00000] [ 1sotropic . | _RemeB anis
1 i 4 Fie Al

Anisotropic Thermal Factors / Form Factors

B11/F1 B22/F2 B33/F3 B12/F4 B13/F5 B23/F6 F7 -

# Jo E o = u B B

# o E u E I~ = H

# 1o E £ B I5 I= I~

# [5 E E E m I HE

L4 m L3
Special Form Factor
[ SASH-Type | Matrix =1 =2 =3 N. Coeff. | Indices # "2 "3 4 #5 L
| # Spherical Cancel

Puc. 2.8. Oxno Refinement — ATOMS ¢ aromubiMu mapameTpamu (asbl

e) Bo Bkmaake PROFILE conepxkaTthcst maHHbIe 00 YTOYHSIEMBIX MPOGUIHHBIX
napamerpax ¢as3pl. Ha puc. 3.9 kpacHbIM oOTMeueHBbI MOJs, 0OsA3aTelbHbIE K
3aI10JIHEHUIO!
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SCALE — daxrop nrkas;

Overall B-factor — oOmmii TeruIoBoO (GakTOp KPUCTALIHYECKON CTPYKTYpPBI MOXKET
YTOYHSATHCS BMECTO HHAMBUAYAJIbHBIX TEIUIOBBIX (PAaKTOPOB aTOMOB, €CIIH HET
HEOOXOMMOCTH B IOAPOOHOMN CTPYKTYPHOH MH(POPMAINHU, HATIPUMEp, TIPU YTOUHCHHN
HapaMeTpoB SYEHKHU MPH TeMIlepaTtypax u T.1.;

Cell Parameters — napameTphbl SuYeiKH JOKHBI OBITH JOCTATOYHO OJU3KH K PEaIbHBIM;

W — HCXOAHOC 3HAUYCHHUC 3aJaCTCA HpI/I6J'II/I3PITCJ'II)H0 PaBHBIM KBaJApaTy HIUPHHBI ITUKA
Ha TOJIOBHUHE BBICOTHI,

Shape parameters — koJIM4ecTBO YTOYHSIEMBIX KOI(P(OUIIMCHTOB MOXET MEHSTHCS, B
3aBUCUMOCTH OT BBIOpaHHOW it MaHHOW (aszbl mpoduibHON (GyHKIMH (PopMmyiy u
KO(GUIMEHTBI JIy4llle YTOYHATH, HWCIONB3YsS HMHCTPYKIHIO TMoib3oBatens). s
¢bynkuuu [IceBno-Boiita HavabHOE 3HAUEHUE 1o MOKHO 3a1aTh paBHbIM 0.5.

meters  Asymmetry Parameters | Preferrec

0.000000§ 0.00000 1000000

Puc. 3.9. Oxno PROFILE ¢ mpodumsHEIME TapamMeTpaMu (hazbl

Kuonku Asymmetry u Preferred Orientation, pacmonokeHnHble B IeHTpe OkHa (puc.
3.9) — oTBewarOT 3a YTOYHCHHE ACHMMETPHUHM IHKOB M TEKCTYPbI, COOTBETCTBEHHO.
AcuMMeTpHs, KaK MPaBUIIO, YTOYHSIETCS /IS PEHTTCHOBCKHMX 3KCIICPUMEHTOB, TEKCTYpPa
MOXET HE YTOUHSATHCS, €CJIM HET JaHHBIX Ja €€ MPUCYTCTBHE.
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JOIOJIHUTEJIBHBIE BOBMOKHOCTH

Bo Bxmagkax craprood manenmu EJPCR (puc. 3.2) ectp ommuum Constraints (1),
Box/Restraints (2), Output (3), B KOTOpbIX MOXKHO 3aJaTh CBSI3aHHBIC MAapaMeTPhl
yTOYHEHHMS, OTPAaHWYCHHS Ha JUTHHBI U YTIIBI CBS3EH M JKeNIaTeIbHBIH (hOpMAT BBIXOIHBIX
JIAHHBIX, COOTBETCTBEHHO.

CxeMa co3/aHUs CBSI3aHHBIX TETUIOBBIX MApaMeTpPOB I TPEX aTOMOB KHUCIOPOJa C
nomotisio Constraints npusenena ua puc. 3.10

rnases

Refinement

1 Constrant Relation |
Add Constrant |
Jedete Constraint |

New Constramt Relation |

Add Constrant I

Puc. 3.10. Cxema co3anus CBsI3aHHBIX TAPAMETPOB ¢ TIOMOIILIO BKIaaku Constraints

Ilepen TeMm, Kak NBITaTbCS CBA3aTh KakuUe-IMOO IMapaMeTpbl, OHU JOJDKHBI OBITH
IIOMEUEHbl KAK YTOYHSAEMBbIE M JIOJDKHBI MMETh OJMHAKOBBIE MCXOJHBIE BEJINYMHBI.
Mo>kHO co37aBaTh HECKOJIBKO TPYIII CBS3aHHBIX MapaMmeTpoB. Hampumep, ObiBaeT
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y,[[06H0 CBA3bIBATh OJHNMHAKOBBIC HpO(bI/IJ'IBHLIe mapaMCeTpbl OJIA ABYX (1)33, cClIn O,[LHOﬁ
M3 HUX MHOI'O MCHBIIC, 1 CAMOCTOATCIbHOC YTOYHCHUC HC TMTOJTy4aCTCA.

[Ipexe, yeM HakIaabIBaTh OIPAaHMYCHUS HA JJIMHBI U YTJIbI CBSI3CH, MX HEOOXOIMMO
paccumtarh. ClemuTh 3a HW3MCHEHUSMHU [UIMH CBs3ed HEOOXOJAMMO cpa3y IpH
MOJKIIOUCHUH KOOPJIWHAT aTOMOB K yTOYHCHHIO. CUUTaTh JJIMHBI CBSI3€H MOXKHO C
noMoIipio BkiIagku Output. Jlns sToro mpome Bcero Bo Bkimagke Output — Phases
Output Information — Geometric Calculation (DIS) yka3zaTh MakcUMalbHOE
paccTosiHue, 10 KOTOPOro MbI XOTHM CUHTATh PACCTOSHUAS Mex 1y atoMamu (puc. 3.11).

Refinement
es
- maiy of refined parameters (RPA)

of Symmetry operators on file (SYM)

wi File

sdate: |Ovenwrite PCR File LI v O tem in PCR

iles
mmary of refined parameters (RPA) Vo

{ of Symmetry operators on file (SYM)

Output Information | Pattems Dutput

nation File (ATM) |

Anions | *

Puc. 3.11. Cxema aeicTBuii AJ1sl pacueTa MeKaTOMHBIX paccTosHUi Bo Bkianke Output

[Toce moaKIIOYEHHS pacyeTa pacCTOSIHUI B CIIMCKE BBIXOIHBIX (hailIOB MOSBATCS 2
HOBBIX: coOcTBeHHO (haiin ¢ paccTosHusIME *.DIS u ¢aiin Bo3moxkHbIX Restraints
(orpannuenuit) CFML_Restraints.tpcr (cm. Hmke). C OMOIIBIO TTOCIEAHET0 MOYKHO
3a/1aTh OTPAaHUYCHHUSI HA OTIPEICIICHHBIC MEXATOMHBIE PACCTOSHUS TIPSIMBIM
KOIMUPOBaHHEM HEOOXOAUMBIX JJIUH cBsa3el B (aitn PCR.
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CFML_Restraints.tpcr

List of possible restraints:

Atl A2 ITnum T1 T2 T3 DIST SIGMA
S 01 1 -1.00000 0.00000 0.00000 1.46620.0114
S 02 1 0.00000 0.00000 0.00000 1.42170.0133
S 03 1 0.00000 0.00000 0.00000 1.4978 0.0080

HaGop Beixoanbix ¢aiinos (B Output) MoxKeT MEHATHLCS 110 Mepe HeoOXxoauMocTH. 1o
YMOJTYaHHIO BBITAFOTCS (hailibl:

*.0OUT : OcHOBHOW BBIXOAHOM (haiii coqepkaIinii pa3sepHyTyi0 HHpopMaiuo oo
YTOUHSIEMBIX TTapaMeTpax M X0J1e yTOUYHCHUS,

*.SUM : Kpatkuii BBIX0IHO# (ait1, comepkamuii ”HGOpMAIUIO 00 YTOUHSIEMBIX
napaMmeTpax M UX MOTPEIIHOCTsIX, R-(hakTopsI mociie MociIeTHETO IUKIIa YTOYHCHHS
*.PCR : HoBsrit daitn Moaenu mociie mociIeHETo IUKIa YTOUHECHHUS

*.PRF : Habmromaembrii u pacueTHbIi ipoduib ais n3zoodpaxenus B PLOTPOW,
PLOTR

YTouHeHHEe NPOCTHIX 3a/1a4 MO>KHO MPOBOJIUTH B cooTBeTCTBHE ¢ Tabxn. 3. Ecnu kakue-
IM00 mapaMeTphl KHE XOTAT» YTOUHATHCS COBMECTHO UX MOYKHO YTOUHHUTBH I10-
OTJEJIBHOCTH U TIOTOM 3a(pUKCHPOBaTh. ITO OCOOEHHO KacaeTcs MpodUIbHBIX
apaMmeTpoB.

@aijia *.PCR uMeet cMbICJI COXPAHSITH ¢ HOBBIM HMEHEM Iepea KasKIbIM HOBBIM
yrouHenuem!

Hns rpaduyeckoro wu300paKeHUS pe3yibTaTa YTOYHEHUS MOXKHO TIOJIh30BAThCS
nporpammoir WINPLOTR (puc. 3.12), rme MOXHO OTpeJakTHpPOBaTh Tpaduyeckoe
U300paKeHNUE B COOTBETCTBUE C JKETAHUSMHU TOJB30BaTENs. JTa MporpaMMa TaKkKe
SBISICTCSL TIporpamMmoii goctyma kKo BceM mnpuitokenusm FullProf Suite. Cpeawu
ocHoBHBIX (yHkimid WINPLOTR MoXHO Takke Ha3BaTh. IIOMCK ITUKOB JUIS
MOCIIEYIOIIETO WHIUIMPOBaHUs; coxpaneHue nukoB B popmate DICVOLO4, Treor90,
U T.JI.; 3aIlyCK IPOTpaMM aBTOMHAMIIMPOBAHUS; aBTOMarmyeckoe co3nanue (aiinma PCR
JUTsl YTOYHEHHS TTApaMETPOB U TMOJTYUYEHUSI HHTETPAbHBIX HHTCHCUBHOCTEH; YTOUHECHUE
npoduieit OTAETbHBIX MMKOB; AKCHOPT (aiina - poHa U T.1.
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e —

Puc. 3.12. PaGouas nanens FUllProf Suite

Puc. 3.13. PaGouas manens FUllProf Suite
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4 METOJ PUTBEJIBJA B IIPOTPAMME TOPAS

[Tporpamma TOPAS (TOtal Pattern Analysis Solutions) — nmporpamma npoguisHOTO
aHajaM3a, BKIIOYAomas ,00JbIIMHCTBO M3BECTHBIX HA JaHHBIH MOMEHT METOIOB
aHaM3a PEHTTeHOBCKUX U/WIM HEWTPOHHBIX AU(PAKIIMOHHBIX JaHHBIX. B ux uucIe:

m Omucanue OTHeNbHOTO pedieKkca u/iiu MmoJHOTO MPOQHIIL

m UMumgumupoBanue pentreHorpammbl  Mmertogamu 'LSI-Indexing” wu "LP-Search™
(Coelho, 2003; Coelho & Kern, 2005)

m Paznoxenue npodwmins meromgamu [laynu Pawley (1981) u Jle beitn Le Bail et al.
(1988)

m  VrouHeHHe CTPYKTypel Metoigom PutBempma — (Rietveld, 1967, 1969) wu
KOJIMYECTBCHHBIN (ha3oBbiii ananu3 metogom Putsenpaa (Hill & Howard, 1987)

m Pemenue crpykrypsl ab-initio ¢ ucnons3oBanuemM MetonoB «Simulated annealing»
(Coelho, 2000) u "Charge Flipping" (Coelho, 2007)

B manmHOM mOCOOMM TIPUBOAUTCS TPAKTHUUECKOE PYKOBOJCTBO /I NPUMEHEHUs!
MeTtoaa PurtBeabaa qJd KOJMYECTBEHHOI0 AaHAJIU3a MHOro(asHol cmecH H
YTOYHEHUSI CTPYKTYPbI, B TOM YHCJIE, B TPUCYTCTBUE CMECH.

Kak u OOnpIIMHCTBO TporpamM, pa3padaThIBaBIIMXCS JJIMTEIBHOE BpeMs, [0pas
paboTaer B ABYX MOJIax:

GUI (Graphical User Interface) — npuBbIYHBI COBPEMEHHOMY KPYTY TOJB30BaTEICH
rpaduuecKuil nHTEpQEiic sk BBOJIA MTAPAMETPOB ChEMKH, MOACIH CTPYKTYPHI U T.1. B
BHUIe UCXoaHOro (haiima (*.pro)

Launch moxa, mo3Bosisomas npsiMoe peiakTUPOBaHUE TEKCTa BXOAHOTO (aiina (*.inp)
B TEKCTOBOM PEIaKTOpe

Bosmoxxnoctr Launch moxer Heckonbko mmpe, yeM GUI mozaer. Hampumep, Launch
MOJIa TO3BOJISICT MPOBOIUTH PEIICHHE CTPYKTYPHI MO MOPOIIKOBBIM JaHHBIM ab-initio,
HAKJIAJbIBATh OTPAHUYCHUS HA JJIUHBI CBS3EH, YTOUHSATH CTPYKTYpYy B aHHU30TPOITHOM
npuOImKeHnu U T. 1. B nanHom mocobun OynyT paccmaTpuBatbesi Bo3moxkHocTH GUI
rpauyecKoro peaakTopa.

B mamke, rae ycTaHoBIeHa mporpamma 10pas, MMEeTCsl KaueCTBEHHOE PYKOBOJICTBO
noab3oBatens (Manual) u He Menee kadecTBeHHBIH oOydaromuii kypc (Tutorial),
KOTOPBIMH MOYKHO M HYKHO TIOJIb30BaThCS IIPU HEOOXOJMMOCTH.
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4.1. YTo4uHeHHe CTPYKTYPBbI 0HO(a3HOr0 00pa3ua

B manHOM paszene paccmarpmBaeTcsi NMpHMEp yTOYHEeHUs crpykrypel PbSO, mo
JaHHBIM PEHTI'CHOBCKOM MOPOIIKOBOW Judpakiuu. B kauecTBe IKCIEPHUMEHTAIbHBIX
naHHbIX  ucnosib3dyeTrcs ¢aiinm PBSO4.RAW, pacnonoxeHHBIN TpU CTaHAApTHOU
ycraHoBke Ha CI\TOPASATUTORIAL\PBSO4. @aiin mpenocrasien Coro3oM
kpuctamorpados (Hill, 1992) mist TecTupoBaHUs pasiIUYHBIX TTPOTPAMM U METOIUK
(Round Robin Part 1). Ilpo¢wuas NHHUK OMUCHIBACTCS C IOMOIIBIO (PYHKIUN
(GyHIaMEHTAIBHBIX TaPaMETPOB.

1. 3anyckaem TOPAS
2. BBoa ¢aiiyia 1 mapaMeTpoB YKCIIEPUMEHTA

File — Load Scan Files — C:\TOPAS4\TUTORIAL\PBSO4\PBSO4.RAW

[Iporpamma paboTaeT ¢ paznTuYHBIMH (OpMAaTaMH SKCIIEPUMEHTAIBHBIX JIaHHBIX;
HanOoJsiee ymo0OHbIe T HAac: *.raw (IaHHbIe, MOJyUYCHHBIC ¢ AU(PPAKTOMETPOB PUPMbI
Bruker), *.xy (2 xonounku 20/1), *.xdd (26 nay, mar, 20 kos, ).

Haxarue Ha «+» paaoM UMeHeM (aiina pacKkpblBaeT OKHO MapaMETPOB IKCIIEPUMEHTA,
B KOTOPOM HEOOXOAMMO 3al0JIHUTh CJeLyIOIINe TOIs:

Emission Profile — Bei6op muabr Bosabl. TOPAS npeaiaraeT mupoKie BO3MOKHOCTH
s BBIOOpa OMHCCHOHHOTO TIpo¢wiis, Haubonee TMOAXOJAMIET0 K  BalleMy
dKCIepuMeHTy. Hampumep, s memHoro u3iydeHus mpemiaraercs 9 ¢aiinos, mo-
pa3HOMY OIMCBHIBAIOIIUMX O3MHUCCHOHHBIA mpoduns. I[lo ymomdanuio Qaitnel ¢
aMHCCHOHHBIMU Tipoduisimu (*.lam) pacmonoxensr B manke C:\TOPASALAM. [ns
IaHHOM 3ama4u HauOouee moaxoasainum asisgercss CuKas.LAM.

Puc. 4.1. BeiGop SMHUCCHOHHOTO CIIEKTpa
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TpagunuoHHO TporpamMMbl TpemiaraoT BeiOOp Mexny Koy m Koy., BapuaHTamu.
HekoTopbie m03BOJIAIOT YyTOYHATH JIJIMHY BOJIHBL. Ha caMoM Jiefie SMUCCHOHHBIN CIIEKTP
HEe Bcerja yJaeTcsi OMMcaTh OJHOW WM JIByMs cocTaBisitomumu. Ha pucynke 4.2
npenctarieH npoduitb CuKaoy.,, onucanubii 3-ms (a) win 4-Ms (0) COCTaBIAIONIMMH.

Ka,

Ka Sate

a 0

Puc. 4.2. Onucanye SMUCCHOHHOTO TPOPHUIIS MEHOTO U3ITyYEHHS:
a) 3 cocrasisromue (Cheary et al., 2004); 6) 4 cocrasmsrontue (Hartwig et al., 1993)

Background - omucanune ¢ona. [is 3rtoro ucmoiasdyeMm TonuHOM YeOblieBa
(Chebychev) nanpumep 5-ii crenenn. CTerneHb MOJUHOMA MOYKHO IMOBBIIIATH B CITydae
CWIBHBIX HepoBHOCTeH ¢ona. Dynkmms 1/xBKg wcmoms3yercs s omucaHus
HOBbIIIeHHS (POHA B 00JIACTH MAJIBIX YIJIOB BOJU3H MPSIMOTO MyUKa.

s

sctions

Puc. 4.3. Onucanne poHa ¢ MoMOIbBIO MoanHOMa YeOrImena 5-if cTeneHn
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Bxutagka Instrument mo3BossieT BBOJUTH JaHHBIE O TEOMETPUUECKUX XapaKTEPUCTUKAX
mudpakromerpa. Ha puc 4.4 nzobpaxeH BapuaHT (OKYCUPOBKM PEHTIEHOBCKUX JIydel
1 pacIojIoKEHUE IIeel o cxeMe Ha otpakeHue (Bragg-Brentano).

. e e n
NN
W
\\‘VU"I!'I;

Puc. 4.4. ®okycupoBKa peHTT€HOBCKUX Jiyuei mo bperry-bpenTano (BapuaHT Ha OTpakeHHE)
JIs1st SKCTIepUMEHTA JaHHOM 3a/1a4M BBEJCHBI CIICAYIOMIHE XapakTepucTuku (puc. 4.5):

Bce BBenenHbIe mapaMeTphl (PUKCUPOBAHBI M HE YTOUHSIOTCS.

file

Puc. 4.5. BBoja reoMeTpruecKux mapaMmerpos qudpakToMeTpa

Pamguycer (primary = secondary = 173 mm) roHnoMeTpa; TOUYEUHEIH JETEKTOP | MIMPHHA IIETH ITEPE
nerekropoM (Receiving Slit Width= 0.2 mm); mens nepen oopasuom (FDS Fixed Divergence Slit =1°);
JUTMHA OKHa uctounuka (12 mm), auametp obpasua (15 mm), nmnHa okHa npueMHo# menu (12 mm) u
memn Conepa (primary = secondary = 5.1°).
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I Ecau mapaMeTpbl CbeMKH M0 KAKHM-TO NPUYMHAM HEN3BECTHbI, MOKHO
HCIOJIb30BATh YIPOIIEHHYH CXeMy BBOJA JaHHBIX (cM. myHKT 4.2.1, puc 4.12).

Bo Briagke Corrections HeoOX0AMMO OTMETUTh FAJIOUKOW U YCTAHOBHUTH Ha YTOYHCHHE
(rpada Code - Refine) mecro Hynst cuerumka (Zero error). MoXHO BMECTO HYJIS
CUeTYMKa YTOYHATh CMeIlleHHe oOpas3la, HO He JelaTh 3TOro OJHOBpPEMEHHO. [l
pacueta LP ¢akropa BBOAMM yroa MoHOXpomartopa (B HaieM ciaydae — rpadput — 26.4
°20) .

ofile

us

Puc. 4.6. Boa monpasok (Mecto HyJs1, LP-nonpaBkm)
B rpage Miscellaneous moxHO 3agaTh 001aCTH, UCKITIOYaEMBbIE H3 YTOUHCHHUSI.

3. BBoa cTpykrypHoii Moaen

Korna oOs3atenbHBIC JaHHBIC JJIs SKCIICPHMMEHTA BBEJCHBI, CO3JaeM CTPYKTYPHYIO

Mojenb. [Ipyu HakaTHM MPaBOM KHOIKOW MBI Ha Ha3BaHWe (aiiina IKCIepuMeHTa

(puc. 4.7) MOSBIISIOTCS CICAYIOIINE BO3MOXKHOCTH JJIS1 BBOJIA MOJICIIH:

A)  PyuHoii BBox cTpykTypHBIX maHHbIX (Add Structure) (puc. 4.7).

b) WNmnopt crpykrypHoii momenn u3 0asel TOPAS B ¢opmare *.STR (Load

STR(s)). baza daitnmoB-mMozeneit pacmosaraercss mo ymondanuto Ha gucke “C” wu

comepxut mopsaka 350 mopesnel s HamOosiee PacHpPOCTPAHECHHBIX MHUHEpasioB. B

HaIlIeM CITy4ae MOKHO BOCIIOJIb30BAThCS MOJICIIBIO U3 (paiiia:
C:\Structure_Database\Structure_DB\Sulfates\Anglesite.str
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[Ipu BBOJE MoJenM W3 BCTPOEHHON 0a3bl JAHHBIX, MapaMeTpbl, KOTOpPHIE HY>KHO
yTOUHATH ((aKTOp WIKAJBI, MapameTpbl SUYCHKH, pa3Mep KPHCTALIMTOB), OyIyT
OTMEYEHBI HA YTOYHEHUE aBTOMaTUYECKHU.

B)  Uwmmopt CIF ¢aiina (Load CIF(S)). I1pu BBoae CIF daiina HyXHO BHEMATEIHHO
IPOCMOTPETh UMIIOPTUPOBAHHBIEC JaHHBIC, IPUHUMAs BO BHUMaHHeE, YTO B 9THX (Qaiiiax
YaCTO BCTPEYAIOTCS OLIHOKH.

1 hkl Phase
id STR(s)
id CIF(s)
id INP, PAR
d d_Is - DIF, UXD
e if displayed Yobs, Ycalc, Diff Phases
replace Scan Data
Reverse data and mal
Delete Range
Paste INP to Node/Se

Puc. 4.7. BBoa CTPYKTYPHBIX JaHHBIX (BPYUYHYIO)

Hwxe nana cxema py4HOro BBOJa CTPYKTYPHBIX JaHHBIX:

1 Tlocne maxatuss Add structure (puc. 4.7) mosiBisiercst Bkiaaka Structure.
Hasanme “Structure” wumMeer CMBICT TNEPEeMMEHOBATH TI0 HA3BAHUIO
BEIIIECTBA, manpumep  PbSO4  (puc. 4.8). Jlanee  BBemeM
KpUCTa/UIOrpapuuecKue JaHHbIC, KaK MPUBEICHO Ha PHCYyHKe. [lapameTpsr
SYCHKU TIOJKIIOYMM Ha yTOYHEHHE. McXomHblii (haKTOp IIKaabl CTaBUM
0.0001 u "Refine". IlapameTpbl pa3mepa KPHCTALIMTOB W HAIPSKCHHI
(ucxomno Cry Size L = 100 m Strain L = 0.1) anga ¢yHKuun
(byHIaMEHTAIbHBIX TAPAMETPOB TAKXKE YTOUHSFOTCS.
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Sfile

us
hkl Phases

7 omat

wchions

Puc. 4.8. Bua Brinagku Structure (mapamerpsl siueiiku, pakTop mKajbl, pa3Mep YaCTHI] U HAIPSDKCHUS
YTOUHSAIOTCS)

PackpoeMm BKIIaJIKy CTPYKTYpBI, IPH 3TOM TosBisieTcs: 3 moapasaena (puc. 4.9):

Sites — uHbpopmanus 00 aromax (TUI aroma, KOOPAMHATHI, TEIUIOBBIC MapaMETpHl,
3aCEJICHHOCTH);

Preferred Orientation — yrouneHue TeKCTypHI;

Str Output — undopmarus o anunax cszeit, CIF, FCF daitnbr.

2 Bribepem moapasnen Site. Beemem 5 aroMHBIX mo3uIMiA, BEIOpaB komanxy Add
site at bottom B meHro, nosiBIsIIONIEMyCsi BHU3Y (WM TIpH Ha)XXaTUH MPaBON
KHOTIKOW MBI Ha CJIOBO «SiteS»), ¥ BBEIEM AaTOMHBIC XapaKTEPUCTHUKH,
ykaszanuele Hroke. Cieayer oOparuth BHMMaHue, yto atombel Pb, S, O1 u O2
3aHUMaroT YacTHbie no3unuu (Z = 0.75 wm 0.25)!

ATomubie mapametpbl PhSOy:
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it

site

sctions

Puc. 4.9. Bug Brianku Sites u TabauIbl ¢ TUIIAMA aTOMOB / HOHOB

Jliss  yTOYHEHHsS] MOXKHO WCIIOJIb30BaTh (DaKTOPHI PACCEMBAHUs, KaK HEUTPATBHBIX
aTOMOB, TaK U 3apsOKEHHBIX HMOHOB. MOHO YNPOCTHTH BBOJA M 3aJlaTh BCE aTOMBI
HEHTpaNTbHBIME JUI m3bexkanus omwmbok. Ilpu BBeneHmn noHa (Hampumep, S°°),
OTCYTCTBYIOIIETO B TaOnuiax 10pas, Hampumep, npu umnoptuposanun u3 CIF ¢aiina
IpU CTapTe YTOUHEHUS MOSIBUTCS HA/IITUCH!

"Atom S+6 not found in atmscat.cpp"
B aTom citydae non cepbl S+6 HE0OX0MMO 3aMEHUTH HAa HEUTPATTHHBINA aTOM.

3amyckaeM KOOPAMHATHI M TEIJIOBbIe mapamerpbl Ha yrounenue (puc. 4.10 : Codes —
“Refine”). ®duxkcupoBaHHbIe KOOPAHHATHI ATOMOB B YACTHOM TOJIO)KEHUH He
yrounstorcs!!!

Jlnst pacdera moOrpemrHOCTed B MeHO Fit HeoOXoaMMO aKTUBUPOBATH KOMAHIY
Calculate Errors.

JInsi KOHTpOJIA KPUCTAUIOXMMHUYECKOW KOPPEKTHOCTH YTOYHEHHOM CTPYKTYpPBI BO
Bkiagke STR Output crnemyer ycTaHOBUTH (IaXKOK JUIsi pacdyeTa MeKaTOMHBIX
PaCCTOSHUI U CIEIUTH, 32 TEM KaK OHH MEHSIOTCS:

Generate bond lengths/errors v
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Puc. 4.10. Bun Bxnajaxu Sites (B BepxHei yacTu nanbl 3HaueHus Values aToMHBIX TapaMeTpoB, B
HikHEel — koapl Codes yrouHeHust)

[lepBbIil pacueT paccTOSHUM KenaTelbHO MPOBECTU Ui (PUKCUPOBAHHBIX HCXOJHBIX
aTOMHBIX TMApaMETPOB, YTOOBI UMETH MPEJICTABIECHUE, HACKOJIBKO KOPPEKTHA UCXOIHAS
MOJEJIb.

Jlyis 3armycka yTouHeHus B okHe Fit Ha)XMMaeM KHomky Run i F6.

B okme Scan pacderHas KkpuBas TIO YMOJNYaHUIO HW300pakaeTcsi KpacHOM,
JKcrepuMeHTanbHas — cuHedl (puc. 4.11). PasHocTHas KpuBas NpeCcTaBICHA CEPbIM
I[BETOM B HWKHEW 4acTH OKHA. [1ocie yTOYHEHHs MOSBISIETCS COOOLICHUE O TOM, YTO
yrounenue coruioch (refinement converged). Ipexae dyeM COXpaHHTh W3MCHCHHBIC
JaHHBIC, CIIEAYET IMPOBEPUTH, yIOBJIETBOPUTEIBHO JIM YTOYHEHHI BapbHUpPOBABIINECS

napameTpsl B okHe Parameters

Pe3ynbpTaThl yTOUHEHHS MOKHO HaMTH B OKHE Parameters , (aktop Rwp

MOSIBIISIETCS Cpasy B okHe Fit
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1.\1’11!'!% ; _::E::_ ;
125004 R S
12,0001
115001
11,0004
105004
10,0004
9500 :

Puc. 4.11. O6urmit Bua okHa qudpaxTorpamm (Scans)

I CoxpansiiiTe nepuoan4ecKu CBOil MPOEKT MO/ Pa3HbLIMU UMEHAMM, YTOObI HMETh
BO3MOKHOCTb BEPHYThCSI K HCXOIHOM MO/eJIH CTPYKTYPhI.

I ¢gaiiner TOPAS (*.pro) comepkart 3KcHepuMeHTAJIbLHbIE JaHHbIE, MOJEIb H
yTOUHsIeMble MapaMeTpbl, Pe3yJbTAaThl YTOYHEHHSI, 1 BCe YCTAHOBKHU, YKa3aHHbIE
noJjb3oBatesieMm B Moae GUI. Takum o6pazom, Bbl Mokere BO0300HOBHUTH
yTOYHEHHe Ha JIIDOOM dTamne WM UCNOoJb30BaTh (aiin B kayecTBe Template aas
apyroii 3agaun. Jxcnopt gaiina File - Export INP File... mo3BojsieT ucnoJib30Bath
BamM JaHHble B Launch mone, mMeromei 0oJiee MUPOKHE BO3MOKHOCTH IO
cpaBHenuio ¢ GUI.

reKCaroHaJbHOi CHHIOHMSX CJIe/lyeT BBOJAUTH B BUje ypaBHeHui =1/3, =1/6 u 1. .
Ha crpannuyke Codes, BMecTO BeJHYMH C TOBTOPSIIOIIMMHCS 3HAKAMH THIIAQ
0.3333..., 0.1666.... ma crpanuuke Values. KoppexkTHble KoopaHMHATBHI OyIyT
PacCUYMTaHBI ABTOMATHYECKH M ToMevYeHbl cuHUM. HeBepHblii BBOI mpHuBeaeT K
cepbe3HBIM OIIMOKAM YTOYHEHHSI.

MIN/MAX Ha yTouHsieMble TapaMeTpHhbl.
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4.2.  IIporpamma Topas s KOJIMYECTBEHHOr0 ()a30BOr0 aHAIU3A
MHorodgasHoii cmecu MetoaoM PurBesibaa

Jlist mpoBeieH!s] KOJIMYECTBEHHOTO (ha30BOr0 aHajan3a HEOOXOIUM CYIIECTBEHHO OoJiee
Ka4eCTBCHHBI O3KCIIEPUMEHT, 4YeM [uig oOblyHOro (¢aszoBoro ananmza. Jlns
Ka4yeCTBCHHOH OICHKH ()a30BOTO COCTaBa C HCIOJIB30BAaHUEM COBPEMEHHOTO
mupakToMeTpa OOBIYHO JOCTATOYHO HEOONBIIOrO KOJIMYECTBa 00paslia, CHATOIO B
teyenne 20-30 MuuyT B obmactu ot 3-5 go 60-70°20. Ecnu B 3amgady BXOAMT
KOJIMYECTBCHHBIM aHAIW3 WM YTOYHEHWE CTPYKTYpBI, TO IJIi aHalu3a HCIIONB3YIOT
OOBIYHO KOJIMYECTBO BEIIECTBA, JOCTATOYHOE, YTOOBI TOJHOCTHIO 3alOJHUTH
CTaHJApTHYIO0 KioBeTy. Jluama3oH yrioB cheMku pacmmpsercs ao 80-120°20, B
3aBUCUMOCTH OT pacceuBarolliell CIOCOOHOCTH HccieayeMol mpoObl. Bpewms
noI0upaeTcs TaKUM 00pa3oM, 4ToObI a0COJTFOTHASI HHTCHCUBHOCTh ITHKOB

B pabore Hill & Howard (1987) mpuBomutcsi ciemyromas ¢GopMmyna Ui pacyera
BecoBoii cocrasirsronieid (\Weight Fraction) ¢assl r B cucteme u3 n das:

S, (ZMV),

Z;sj (ZMV),
J:

W. =

r

rae

S — (paxTOp MIKAJIBI U3 YTOUHEHUS METOA0M PutBenbaa

Z — 9ucio (GOPMYIBHBIX €IUHHII B SJIEMEHTAPHOM sueiike
M — MOJIEKyJIsipHas Macca (Macca (GOpMyITbHOM €IMHUIIBI)
\Y

— 00BEM STUEHKU

Henocratku!

B cnywyae mpucyrctBus amopdHOW WM HE WUIASHTUPHUIIMpPOBAaHHON (a3bl BO3MOXKHA
TOJIKO OTHOCHTENIbHAS OIICHKA COIepKaHus ¢a3s.

Jloctonncraal

Het HEo0X0quMOCTH B MOAMEIIUBAHUH dTaIOHA
3nauenue ZMV nonydaem U3 JaHHBIX O KPUCTAJUIMYECKON CTPYKTYype

ZMV 006HOBSIETCA TOCJIE KaXJOro IMKJIAa YTOYHEHMsI 0 TE€X MOp, MOKa CTPYKTypa
YTOUHSIETCSI.
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Takum oOpa3zoM, MpU KOJTUIECTBEHHOM aHalIM3e METo0M PutBennaa:

B [lpeanonaraercs, 4To Bce (pa3bl XOPOIIO OKPUCTAJUIM30BAHBI U BKIIIOUEHBI B
YTOYHEHHE

e Jliobas amopdHas cocTapisionias HE YYUTHIBAETCS, a MOJEIUPYETCS C
oMOIIbIo (hoHa

B [JomyyaeM TOJIBKO OTHOCHUTENBHBIE COEpKaHUs (a3
e OrtHocuTenpHbIe cocTaBmstonue (a3 HopmanmsoBansl k 100 %

* ComepxaHus MOTYT OBITh 3aBBIIICHBI, €CJIHU MPHUCYTCTBYET amopdHas
u/vny He uneHTHGUIMpoBaHHas (a3bl

B PaccuurtaHHble cojepKaHUS (a3 MOXKHO CUHTATh aOCOJFOTHBIMH, €CIIH
KOHIICHTparus oaHo# u3 da3 u3BectHa (Spike phase)

* KomnuectBo He wuacHTH(UIMpOBaHHOW W/ amMopdHOU (a3 MOKHO
OIICHUTH U3 PA3HOCTH, T. €. HETIPSIMBIM METOJIOM

* bonee TpynoeMko, T.K. KaXIbli OTAEIBHBIA 00pa3er HeoOX0 1Mo
ATAJIOHUPOBATH, HE TOJIUTHCS 11 aBTOMATU3UPOBAHHOTO MPOIIECCA

Ecnmu xoHmentparusi omHOW W3 (a3 M3BECTHA, TO OHA pabOTaeT KaKk «BHYTPEHHUU
cranaapt» STD. Toraa MoXHO 3anucaTh NPOMOPIHIO:

CorrW, ~ %STD
W, %STD

r

known

measured

Bec amopdHo#i cocTaBisitomel B 3TOM cliyyae pacCUuThIBaeM o (opmye:
n

Wamorphous =1- Z Corr(VVj )
j=1

Ecnu xoHmeHTpanus Hu oHOM U3 (pa3 HEe M3BECTHA, TO MOXHO JIOOABUThH CTAaHAAPT U
paccMmaTpuBaTh €ro jajiee Kak a3y ¢ U3BECTHON KOHIEHTPAIIUCH.

Hwxe npuBomsaTcst nBa mpuMmepa OOpaOOTKH JaHHBIX C IEIBbI0 KOJHYECTBEHHOTO
¢azoBoro ananuza. Ecau Bel He 3HaeTe miM He XOTUTE OCOOCHHO BHUKATh B JICTAJH
cbeMKH (JIMHA BOJNHBI K BBOAY O00s3aTellbHA), TO MOXHO BOCIIOJIB30BATHCS
YIPOILICHHOW CXeMOH BBOJA JaHHBIX, IPUBEICHHON Ha puc. 4.12.
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4.2.1. KoauyecTBeHHBIH aHAJIN3 MHOTO(a3HOIi cMecH 0e3 cTaHAapTa

Start TOPAS.
BBoaum skcniepument File — Load Scan Files nnu
CA\TOPASATUTORIAL\QPARR\CPD-2.RAW

[Ipu akTHBaIMKM KypCcOpOM Ha3BaHUs (haiiyia — SIKCIEPUMEHTA MOSBISACTCS CBOIHAS
TalJauIa TapaMeTPOB ChbeMKU. Eciiv 3T mapameTpbl HEM3BECTHBI, MOXKHO 3a7aTh
CJIETYIOIINE CTAPTOBBIC 3HAYSHHUS, KOTOPHIE XOPOIIO PabOTAKOT AJIsi OOJIBIITMHCTBA
IKCTICPUMEHTOB.

Puc. 4.12. YnporienHas cxeMa BBOJIa lTapaMeTPOB ChEMKH
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4  Bsoaum jumHy BoJgHbI B Emission Profile (em. nyuxm 4.1). JInst nanHou 3amaun
BeiOupaem CuKa5.LAM. Ilo ymomuanuio ¢ailiiel ¢ SMUCCHOHHBIMUA MPOQUISIMH
(*.lam) pacnonoxens! B marke C\TOPAS4\LAM.

5  Haxumaem mnpaBoil KHONMKOW MbIM Ha Ha3BaHue (Qaiina CPD-2.RAW u
BCTAaBJISIEM MOJIENIU CTPYKTYp /st BeeX (a3 cmecH (MOKHO OJTHOBPEMEHHO):

1. BRUCITE.STR

2. CORUNDUM.STR
3. FLUORITE.STR
4. ZINCITE.STR

[To ymomuanwuio 3tu daiiasl pacnonoxersl B C:\TOPASATUTORIAL\QPARR winu ux MOXHO
MMIIOPTHPOBATH M3 BCTPOEHHOM 0a3bl naHHbIX T OPAS:

C:\Structure_Database\Structure_ DB\

B mozensax cTpykTyp, UMIIOPTUPOBAHHBIX U3 (aiioB *.Str, HEOOXOAMMBIE MapaMETPhI
YTOUHEHUS] aKTUBUPYIOTCSI aBTOMATHUECKHU.

| Buumanue. /{1 OpycuTa M HMHKUTA KOOPJAMHATHI YACTHBIX MO3ULIMNA aTOMOB THIIA
0.3333 1 0.6666 BBOmsATCS ¢ OMoIIKIO YpaBHeHui (=1/3 u =2/3) Bo Briagake Codes:

ofile

us
hkl Phases

d Orientation
ut

site

sctions

Puc. 4.13. Broa koopaunar tumna 0.3333, 0.6666 myist aTOMOB B 4aCTHBIX TIO3UIIMAX BO BKIaake Sites

6 3amyck yrounenus. B okue Fit Ha)XKUMaeM KHOTMKy Run i F6.



52

Puc. 4.14. Okno Scans, NeMOHCTPUPYIOIIEEe HECOBIAICHAE PACUCTHON U DKCIIEPUMEHTAIBHON
pEeHTreHOrpamMM, 00YCIIOBJICHHOE HATTMYHEM y OpycuTa TekCTypbl o rutockoctu (001)

7 Texkcrypa. Pe3ynbrar yTOYHEHHs BBINVIIIAT HE COBCEM YJOBJIETBOPHUTEIBHO.
NHTeHcuBHOCTE IEpBOro peduiekca OpycuTa Ha pacueTHOM KPUBOM MHOTO MEHBIIE, YEM
Ha dSKcrepumeHTadbHOU (puc. 4.14). Ecnu Kypcop MBIIIK MOJABECTH K IITPUXY B
HWDKHEN 4aCTH PEHTI€HOI'PAMMBI, COOTBETCTBYIOIIEMY ITOJIOKEHUIO MHKA, TO MOSBUTCSA
snavenue hkl md: (00 1) d = 4.76885. OueBuHO, HECOBIIAICHUE CBSA3aHO C TEKCTYpPOU
CIOUCTO# CTpyKTYphl Opycuta mo miockoctu (00l). [lnst yuera TekcTypsl 3aiiieM BO
Bkianky Preferred Orientation B momenmu ctpykrypsl Brucite (puc. 4.15) u
nogkrounM - yrouneHne Tekctypel (PO March-Dollase) B wampasmenmn (001)
"Refine".

I Berpoennass 6aza TOPAS Structure Database comepHT HaHHbIE O THITMYHBIX
NPEUMYIIECTBEHHBIX OpUEHTAMAX Ui OOJNBIIMHCTBA TPEACTAaBICHHBIX B 0ase
CTPYKTYpHBIX Mojenel. Ecnum naHHbIX HET, MOXHO CaMOCTOSTEIBHO OIPEICIIUTh
HalpaBJIcHHE TEKCTypuUpoOBaHus, TpoaHanusupoBaB Tumbl hKl mis tex pediekcos,
WHTEHCUBHOCTHU KOTOPBIX CHJILHO 3aBBINICHBI IO CPABHEHUIO C PACYCTHBIMHU.
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‘ofile

s
hkl Phases

Puc. 4.15. Brmagka Preferred Orientation, cmyskamast st yaeTa TEKCTYPHI C

ucnons3oBanreM pyukrun March-Dollase (B maHHOM ciiyyae yYUTBIBAEM TEKCTYpPY IO
Hanpasnenuto [001])

WNuorna BBeAcHHME OTHOTO WM JBYX HANpPaBICHUH TEKCTypUpPOBAHHUS ObIBAacT HE
JOCTATOYHO JIJIS yIOBJICTBOPUTEIBHOTO ONucanus npoduisd. B aTom ciydae mis 3amad
KOJIMYECTBCHHOTO aHAJM3a MOXKHO BOCIIOJIb30BaThCS METOJIOM OIHMCAHHS TEKCTYpPhI C
nomornipio cepuueckux rapmonuk (PO Spherical Harmonics 2,4,6 wiu 8 mopsiaka).

Ecnu MHTEHCHBHOCTHM MaKCHMYMOB OJKCIIEPUMEHTAJIBHONW W pACUeTHOW KPUBBIX HE
COBMAJAIOT OECCHUCTEMHO, ITO MOYKET CBHJIETEIHCTBOBATH O TOM, YTO Mpoda IIIOXO

pacTepTta, U MBI Ha6moz[aeM 3aBbBIICHHBIC II0 HMHTCHCUBHOCTH OTPAXXCHHUA OT
OTACIBHBIX KPUCTAJIJIMTOB.

8 3amyck yrounenwue ere pas. Fit - Run* wmF6.
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Puc. 4.16. OxnHo Scans, AeMOHCTpUPYIOIIEe YAOBIETBOPHTENFHOE YTOUHEHHUE

9

Pe3ynbTaThl KOMMYECTBEHHOrO aHanu3a (BecoBblie %) MPHUBOAATCS MPSIMO B
okHe audpakrorpammbl (Scan Window) u Takke B OKHE IapaMeTpoOB
Parameters Window B pazmene Structures/hkl Phases — Quantitative. Mx
MOYKHO COIOCTaBHMTh C JAHHBIMHU B3BEIIMBAHHUS U PEHTTCH()IYOPECIIEHTHOTO
aHaIN3a.

B cooTtBeTCcTBHE € OnMCaHHEM IMpOorpaMMbl TOpaS TOYHOCTE ONPECACIICHHUA KOJIUYCCTB

cocraBisier mopsiaka * 1 % mo Becy, XOoTs i OoJiee CIOXKHBIX M XyXKe

OKPHUCTAIIN30BAHHBIX cMecel ee CJICOAYCT CHUTATh HC MCHCC 2-3 Bec. %.



55

4.2.2. KonruvecTBeHHbI aHAIU3 MHOT0()Aa3HOI CMeCH € MCI0JIb30BaAHHEM
cranaapra (spike phase) B mpucyTcTBue aMmop(HOii cocTaBJIsIFOIIE

B ngaHHOM TpuMepe paccMaTpUBAETCS BO3MOYKHOCTH OIICHKH KOJIHYECTBa aMOp(HOMI
COCTABJIAIONICH TPU M3BECTHOM KoJindecTBe (a3l — ctanaapta (Corund 30.79 %)/

1. 3amyck TOPAS
2. Bon sxcniepumenTanbHbix JaHHbIX CPD-3.RAW u3

C:\TOPASA\TUTORIAL\QPARR.

3. B okne Parameters Window, packpoeM «+» psIoM C Ha3BaHUEM DKCIICPUMECHTA
CPD-3.RAW wu npousBeneM Clie Ty omue AeHCTBYS

¢ Bo Bxianke Emission Profile BBenem smuccrnonHslii npoduisb:
C:\TOPAS4\LAM\ CUKAS5.LAM

¢ Bo Briragke Background Breibepem mosmmHoM Chebychev 5-it crenenu u yHKImIO
1/X Bkg.

e BO BKajake Instrument 3aJaIlUM I1apaMCTpPbl B COOTBECTCTBHUC C Ta6J’II/II_[aMI/I:

[

1) Fixed Divergence Slit

¢ Bo Bruazgke Corrections. Yrounstem Zero error — "Refine".
st LP daxTopa ykaszpiBaeMm yroi rpaguToBoro MoHoxpomaTtopa — 26.4.

e Bo Brimagke Miscellaneous ykaxxem HawanbHBIH yron mis yrounenus Start X — 24.
DT0 MOMOXKET N30eKaTh MPOOIIEM OMUCAHHUST aMOP(HOTO Talo B HAYATBHBIX YIJIaX.

e AxrtuBupyeMm HaszBanue ¢aiima CPD-3.RAW mpaBoil KHOMKON MBIIIHM H 100aBUM
mojenu ctpyktyp *.str u3 CA\TOPASATUTORIAL\QPARR (MOHO OZHOBPEMEHHO):
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1. CORUNDUM.STR

2. FLUORITE.STR

3. ZINCITE.STR

e Packpoem «+» psmom ¢ Structures / hkl Phases u 3aiinem B nmoapasaen Quantitative.

Bribepem kopyHa B KadecTBe (asbl-cTaHmapTa (Spike phase) u 3amamum 3HaueHHE ee
Beca B nporieHTax (30,79 %):

ofile

A I [ T

B INF [0 NOJe/Selections

Puc. 4.17. Brox ¢a3sl cTannapra

4. 3anyck yrouHenusi Fit - Run wi F6. Pesynbrarel npencTraBieHsl B

CJeAYIOIIEM BU/IE:

Wit% Rietveld : OTHOcuTenbHBIE KOJWYECTBA KpHCTALIMYSCKUX (a3 Oe3 yuera
amopdHOH (ha3sl
W1% in Spiked sample : AGcomroTHBIEC KOTHUecTBa BcexX (a3
W1t% in Original sample : AGCOJIIOTHBIE 3HAYEHUS KOJUYECTB BCeX (pa3 B UCXOTHOM
oOpasiie 3a BeI4eToM (has3bl cCTaHaapTa
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ifile

COIecuon |>pnenc.

¢ INF to Node/Selections

Puc. 4.18. Pesynbratel yTouHeHU MHOTO(A3HOH CMECH B IPUCYTCTBHE (a3bl-cTaHaapTa
(Corundum) u amopdHOIi cOCTaBIISAIOIIEH

O)KHI[&GMI)IC KOJIMYCCTBEHHBIC COOTHOIICHUA 110 JAHHBIM B3BCIIINMBAHUA U 110 JaHHBIM
peHTFeHO(l)JIyopeCHCHTHOI‘O aHalJIn3a IIPUBCACHLI B Ta6JII/IIle:

KomunuectBo crekna no nanaeiM XRF 3aHmkeHO, B CBsI3U ¢ mpucyTcTBHeM B HeM Na (He
usMmepsics mo XRF).

Takum 00pa3oM, MOKHO CUHTATh, YTO MOPSIOK TOYHOCTH PE3YIbTATOB YyTOYHCHHS
cocrasirsieT * 1 Bec. %.
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5 METO/J PUTBEJIbJA B IPOT'PAMME RietToTensor

ITporpamma RietToTensor (by6uosa, ®upcosa, ®umaros, 2013) npexHazHaueHa Ist
U3YUYCHHUS TEPMHUYCCKOW IBOJIIOIIMHN CTPYKTYPHBIX MApaMeTPOB, PACCUUTHIBAEMBIX TPHU
KOKIOW TemIreparype MeToJoM PuTBenbia, ¥ BBIYHCICHUS KOMIIOHEHT TEH30pa
pacIIMpeHus: KPUCTAUTMIECKOW PEIIeTKH TI0 3aBUCUMOCTSAM HM3MECHEHHUsS TapaMeTpOB
DJICMEHTAPHOW SYCHKU OT BHEIIHWX YCJIOBHIA: TEMIEPATyphl, JaBJICHUS, XUMUYECKOTO
coCTaBa H T. JI.

M cXOAHBIMU JaHHBIMU SIBJISIFOTCSI Pe3yJIbTaThl ChEMKH ITOPOLIKOBBIX MaTepUalioB Ha
TepMorprucTaBkax k audpakromerpam Rigaku, STOE, Bruker u mp.

[Iporpamma coiepKUT NOANPOTPAMMBI:

1. VYTouHeHue CTPYKTYpHBIX AAaHHBIX OAHO(MA3HOro WM noiudasHoro odpasua
meTooM PutBenbna,

2. Anmpokcumanus 3aBUCMMOCTH IapaMeTpOB PELICTKH OT TeMIepaTyphl,
JABJICHUs], XUMHUYECKOT0 COCTaBa U T. 1.,

3. Pacuet k03¢ PuIMeHTOB TeH30pa TEIJIOBOTO PACIIUPEHHUS.

Meton PutBenbaa ucnonb3yercs s YTOYHEHMsS HOPOIIKOBBIX JaHHBIX. lcxomHble
CTPYKTYpPHBIC JIaHHbIE MOKHO HaOpaTh BPYYHYIO C KJIABUATYPhl HJIH UCIIONIB30BaTh Cif
¢ainbl. [Ipodune nuKa anmpoOKCUMHUPYETCS ACUMMETPUYHON ayOsieTHOW (yHKIUEH
ncesno-Boiita (cymma ¢yukuuii I'aycca u Jlopeniia). [Iporeaypa yrouHeHHs BKIOYAET
B ceOs Tpu crocoba pacyeta GoHa. DOH MOXKET aANMPOKCUMHPOBATHCS MOJIUHOMOM
YeOpimeBa, CTENEHHBIM TOJMHOMOM 10 BCEM TOYKaM JAU(PAKTOTpaMMbl WU
KyOMUYeCKMMH CIUIailHAMM IO TOYKaM, 3aJaHHBIM TMoJsib3oBareneM. KoapduuueHTs
MOJIMHOMUANBHOTO (oHA, (QakTop IIKaIbl M KOJIMYECTBEHHOE colepKaHue ¢a3
YTOUHSIOTCA BMECTE CO CTPYKTYpHbIMHM napaMmerpamu. Jlyig peleHus Mnpouenypsl
YTOYHEHHUsI MCIOJIb3YETCs BECOBOM HEIMHEWHBIM METOJ HAaWMEHBIIMX KBaJpaTOB -
merox Marquardt (Marquardt). Cremyromue CTpyKTypHBIE TTapaMeTpbl MOTYT OBITh
YTOUHEHBI: MapaMeTpbl 3JIEMEHTApHOW SYEHKH, aTOMHBIE M TEIUIOBBIE IAPAMETPHI,
3aCEJIEHHOCTh aTOMHBIX mno3unuid. Creayromue mnapaMmerpsl Npouiis MOTyT OBITh
YTOYHEHBI. TOJYIIMPUHA TUKOB, aCHMMETPHs NHKOB, noysa (QyHkuuu Jlopenma B
¢yHKIMM TIceB10-Boiita, TekcTypHBINH napaMeTp, pa3Mep KpUCTaLIMTOB. B npouenypy
YTOYHEHUS MOTYT OBIThb BKJIIOUEHBI HYJIEBOE IIOJIO)KEHHE CUETYUKA M CABUT
HNOBEPXHOCTH oOO0pa3lla OT aKCHaJbHOW OCH TOHHOMETpa. YIIHUPEHHE IHKOB
olpesensieTcs reoMeTpueil mpubopa U pa3MepoM KpUCTAIMTOB. Jl0Jsl MOTYIIMPHUHBI,
oOycioBieHHas TpruOOpoOM, pacCUUTHIBAETCS MO (popmyisiaM, KOTOpbIE BBIBEIEHBI IS
abeppallMOHHBIX (PYHKUUH, OIUCBHIBAIOIIMX BEPTUKAIbHYIO M TOPU30HTAIBHYIO
pacxoiMMOCTH TOHMOMETPA, HIMPUHY ILIeNeld BO3JIe UCTOYHHKA U JETEKTOpa, IUPUHY
NaJaroIer0o PEeHTIEHOBCKOTO M3NMydeHusa. OCTaBIIYIOCS JOJIO IOJTYLIMPUHBI MOKHO
paccuuTBHIBaTh JIByMSl CIOCOOAaMHU: MCIOJB3Yys pasMep KPUCTAUIUTOB, JHOO
koapduuuentel U, V, W, kotopble onpeaensitoT NOJyIUPUHbl MUKOB s QyHKUUU
l'aycca u xoadpduuumentsr X, Y KOTOpBIE ONPEAETSIOT MOMYIIUPUHBI THUKOB IS
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¢yukipn Jlopenna (cm. m. 2.3). CrpaTerds yTOYHEHHS BBIOMPACTCS MOJIb30BATENIEM.
Crenmyer npuIepKUBaThCS TPATUIIMOHHON CXEMBI IPOBEJICHHS YTOYHEHUS (CM. 1. 3.2).

Komanga ®@aiin/OtkpeiTh B [TTaBHOM OKHE OTKpBIBaeT (haiiibl IKCIIEPHMEHTAIBHBIX
naHHbIX. OTKpbIBaeMblii Gaitn nomwken wumeTh pacmmpenue “lht”.  IIporpamma
oTroOpakaeT UCXOIHBIC JAHHBIC B BUAC 3-X U 2-XMepHoro rpadukos (puc. 5.1).

a1 49

35 37 39 41 20°

Puc. 5.1. I'padmueckoe npeacTaBieHne SKcepuMeHTanbHbIX gaHHBIX K,SO,4 B popmare 3D creBa u
2D cnpaga.

[Tonb3oBaTenp MokeT MeHATh macmTad u mpudt ouudpoBku oceit X, Y u Z;
HaIpaBJICHUE HCTOYHHUKA CBETA; IBET PUCYHKOB.

[Iporpamma TO3BOJISIET YYUTHIBATH JAHHBIE O TEOMETPUUYECKUX XapaKTEPUCTHKAX
nudpakromerpa (puc. 5.2). B Hauame paboThl MOJB30BATENb JOJKEH IMPOBEPUTH
XapaKTEPUCTUKH TUPPAKTOMETpAa M W3IIYYCHHS, TIPH H3MEHEHHH YCIIOBHH ChEMKH,
Hampumep, ycrtaHoBku mienet Comepa ¢ Apyroil  yriioBoil  pacXxoAMMOCTHIO,
MOJIE30BATEITIO CIIEyEeT N3MEHUTh COOTBETCTBYIOIINE TTAPAMETPHI.



60

Y

Puc. 5.2. OxHO Ycnosus axcnepumenma nist i3BMEHEHUS TeOMETPHUYE CKUX TApaMETPOB.

KHonku Ha maHenu HHCTPYMCHTOB B I'maBHOM
OKHC OTKpPBIBAKOT TpPpWU OCHOBHBIX OKHa JJIA
MMPOBCACHUSA BCCX PACUYCTOB.

5.1 OkHO «YTO4YHEHHE CTPYKTYPbI»

OkHO «YTOYHEHHE CTPYKTYPBI» OTKPBIBAETCS KHOIKOM

3HaucHus TemrepaTyp (WM APYrUX YCIOBHIA), IPH KOTOPHIX MPOBOIMINCH H3MEPCHHS
au(paKTorpaMM, 3aHOCATCS B 3aroJIOBKH CTONOIOB Tabmuubel (puc. 5.3). Bribop
HY>)KHOTO HMHTEpBaja ChbeMKH MPOU3BOJUTCS IISITYKOM MBIIIA Ha 3arojIoBKe CTOJIOIA
COOTBETCTBYIOIIETO HHTEPBAJIA.
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Puc. 5.3. Tabnuua HHTEPBAIOB.

Knonka [ na mamennm WHCTpYMEHTOB OTKPBHIBAET OKHO
Uil Habopa CTPYKTYpPHBIX  JaHHBIX C KJIaBUATYpHI

BPYYHYIO.

Knonka OTKpBIBACT OKHO s uteHus Cif aiina co
CTPYKTYPHBIMH JaHHBIMU. [lOoCiie 3aKpBITHSI 3TOTO OKHA Ha3BaHHWE OTKPHITOTO (haiina
MOSIBJISIETCS. B HOBOM DSy TaOJMUIBI CO CHATHIMU HMHTEpBaJlaMu. B Kaxmoil siueiike
3TOTO psifa OyayT MPOCTaBICHBI 3HAKU “+”. ECIM B cOCTaB BelecTBa MPH KAKUX-THOO
yCJIOBUSX NaHHas (a3a HEe BXOIUT, MOJIH30BATEIb JODKEH YAAIUTH 3HAUOK “+” B ATOU
suelike, MIETKHYB Ha HEM MbIIbI0. [IOBTOpHBINA IMIETYOK BHOBH MOCTABUT “+” B 3TOM
STYEHKeE.

Knomka ¥ oTkpbIBaeT cHUCOK 3agaHHBIX (a3. Ll[endox MbIIIM Ha CTPOKE CIIHCKa
yaasieT 3Ty (dasy.

Knonka  orkpbiBaeT OkHO «CTPYKTYpHBIE JaHHBIE M MapaMeTpbl MUKOB». B okHe
O0TOOpaXkaloTCcs JaHHbIE TOCIEAHErO J3Tana YTOYHEHUs id Kaxaod ¢aspl. dazy
BBIOMPAIOT U3 PACKPBIBAIOIIETOCS CIIMCKA BBEPXY OKHA.

KHomka  coxpaHseT paccuMTaHHBIE NaHHbIE. Pe3ysbTaTel pacdyeToB COXPaHSIOTCSA B
TEKCTOBOM (paiiyie ¢ TakuM >K€ HMMEHEM, KaK y HCCIEeIyeMOro 3KCIEPHUMEHTa, U
pacumpenrieM *.dtr. B ¢aiine coxpaHsIOTCS TMOCNEAHWE YTOYHCHHBIC 3HAUCHUS
CTPYKTYPHBIX U MUKOBBIX MapaMeTPOB U YCIOBUS YTOUHEHUS JIs1 Ka)KJIOTO MHTEpBaa.

MopenbHble  pEHTITEHOTPpaMMBbI HE  COXPAHSIOTCH. Jlnist  pacdera MOJEIBHOMN
PEHTIE€HOIPaMMbl HY>KHO Ha)XaTb KHOIIKY - Paccunrate B OKHE «YTOYHEHHE
CTPYKTYPBI».

YTounsiembie mapameTpsi (puc. 5.4):

2 — HyJIEBOM yTOJI JETEKTOPA,

D - caBur obpasua oT akcHaJIbHOW OCH TOHHOMETPA,

Cell — mapameTpbI ssUeliKkH,

T — TekcTypHbBIE TapaMETPHI,

XYZ — aTOMHBIE TTapaMeTPHI,

G — 3aceneHHOCTh NO3ULINH,

B/U — remoBble nmapameTpsl,

U, V, W, X, Y — mapameTpsl pacuyeTa NOJyIIHUPUHbI TUKOB,
1 - nons pyukuuu Jlopenna,

A — mapameTp aCHMMETPHH MTHKOB,
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S — cpeanwmii pazmMep KPUCTAIIIUTOB.

Puc. 5.4. Bei6op yTOYHSIEMBIX TTapaMETPOB.

YTouHsaThcs OyayT mapaMmeTpbl, MOMEUEHHbIE 3HA4YKOoM ‘‘+”. 3HAauOK CTaBUTCS U
yAQISETCS MICITYKOM MBIIIN B siueiike. HyneBoit yrona neTekropa YTOYHSETCS TOJIBKO
JUISL TIEPBOTO CHATOTO MHTEpBaina. [lapameTpsl s yTOUHEHHUs 3aJal0TCs Ha KaxJIoM
WHTEpBaje HE3aBUCHMO APYT OT Apyra. YTOYHSIOTCS CTPYKTypHBIE MapaMeTpbl, He
3a(UKCUPOBAaHHBIC CHMMETPHEH UITH TTOJI30BATEIIEM.

Kuomnka ” - Paccuntars 3aIycKaeT Mpoueaypy
yrouHeHus. CneBa OT KHONKH 33Jal0TCS 3HAYCHUS TeMIeparypel (Wid Jpyrou
XapaKTePUCTUKU YCIOBHM JKCIEPUMEHTa, KOTOpbIE OTOOpa)kaloTCs B 3arojoBKe
TaOJHIIBI CO CITMCKOM WHTEPBAJIOB) Il MHTEPBAJIOB, KOTOPBIE OYAyT 00padaThIBaThCS
JpyT 3a Apyrom 6e3 octaHoBa. Ecimu BeIOpaHo Oosiee 01HOTO MHTEPBaia, TO, HAYMHAS CO
BTOPOr0 BBIOPAHHOIO MHTEPBaJa, UCXOJHBIE JAHHBIE MEpesa NPOLENYypOd YyTOUHEHMUS
KOMUPYIOTCS W3 TPEABLAYIIEr0 MHTEpBaja. Pe3ynpratel 0TOOpa)karoTcsl HA PUCYHKE
(puc. 5.5), B cTaTyCcHOI1 CTpOKE 1 B TEKCTOBOM OKHE.

4

M“‘“‘”‘“‘-““‘*‘“’F\J"MLV—\ A o -
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Puc. 5.5. I'paduueckoe n3odpaxenne pe3yiabratoB yrouneHus st K,SOy.

[Ipu 3akpeITUM MPOTrpaMMbl BCE PACCUUTAHHBIC 3HAYEHHS] COXPAHSIOTCS B BBIXOAHOM
daiine ¢ pacuuperreM dir ¥ YUTAIOTCS IPH CIICAYIOIIEM OTKPhITHE (aiiia oOpasiia.

5.2 OKHO «ANIMPOKCUMALHSA 51> u oxHo «Pacuer TeH30pa»

Onwucanue GyHKIUN STHX OKOH MOXKHO HaiTu B crathe (ByOHOBa, ®upcoBa, OunaTos,
2013).

OkHo «Amnmpokcumarusi I[195» wucnonp3dyercs Ay  BbIOOpa 3aBUCUMOCTH U
ompeneneHuss KOAPQPUIMEHTOB 3TOM 3aBHCHMOCTH, BO3MOXKHO HCIOJIh30BAHHE
TIOJTMHOMHAIBHOM U cTeneHHOW (yHKIui, Mmoneneit Jlebas u Ditnmreitna (Fortes et al).

B »9STOM OKHE ecTh KHONKa «BCE YTOUHSEMbIE TMapaMeTphl», KOTOpas
UCTIONB3yeTCs I TaOMMYHOTO W TPapUUecKOTO MPOCMOTpPa M3MEHEHHS OCTaJIbHBIX
YTOUHSEMBIX IMapaMEeTPOB C HM3MEHEHHWEM IapaMmeTpoB 3kcrepumenTa (puc. 5.6). B
KadecTBe MpUMepa Ha puc. 5.6 mokaszad rpaduk u3MeHeHUuss KoopauHaThl x atoma K1 ¢
temriepatypoii B cynbhare K,SO,4. BunHo, kak pe3ko HauMHAET MEHITHCS KOOPJAMHATA
X C TIOBBIIICHHEM TEMIIEpPaTypbl, YTO WU NPUBOJUT K MOIUMOPHHOMY TMEPEXOy.
AHAJOTUYHO MOXHO TOCTPOUTh TEPMHUYECKHE 3aBHCHMOCTH IPYTHX CTPYKTYPHBIX
apaMeTpoB. ITo TUM rpadukam 1eJIeC000pa3Ho KOHTPOJIUPOBATH
KpUCTANIOXUMHUYECKYI0 KOPPEKTHOCTh MOJYYEHHOW CTPYKTYPHOU MOJIEIH MPHU Pa3HbIX
TeMIepaTypax: [UIMHBI M YIJIBI CBSI3ed MEXIy aTOMaMH, 3acelIeHHOCTh IO3WINH,
TEIJIOBBIE TapaMmeTpbl aToMoB. [Ipy WX 3HAYUTENHHOM OTKJIOHEHUHU OT HOPMBI H
OonpImIMX OMIMOKAaX CcleAyeT WCKaTh MNPUYMHY TaKUX OTKJIOHEHUH, OJHOM U3
BO3MOXHBIX TPUYUH MOTYT OBITH pasziuyHbie (Pa3oBbIE MEPEXOJbl C H3MEHEHUEM
TEeMIIEpaTypHl.

* TID5] — mapaMeTphl YNIEMEHTapHOM SueiiKu
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Puc. 5.6. VI3MeHeHue KOOPIUHATHI X aTOMa Kalns B 3aBHCUMOCTH OT TeMriepatypsl s K,SO,.
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3AKJIFOYEHUE

HeB0o3MOXXHO TEpEeoneHUTh pPOJb PEHTTeHAU(PPAKIMOHHBIX METOJOB B
XapakTepu3aluu  KPUCTAJUIMYECKUX  BELIECTB, HA4YMHAs  OT  OMNpEACJeHUs
peHTreHo(a3oBOro cocTaBa MOJUKPUCTANIMYECKUX MPoO M 3aBepiuasi pacuInppoBKOM
HOBBIX KPHUCTAJUIMYECKUX CTPYKTyp. Bemomnnennsie ¢ 1913 roma mnonMusmona
paciM(ppoBOK U YTOUHEHUN KPUCTAJUIMYECKUX CTPYKTYP HEOPraHMUECKHX COEAMHEHUM
co3gaiv (QyHAAMEHTAIIbHYIO OCHOBY JJII COBPEMEHHOI'O €CTECTBO3HAHUS.

B nocoGuu kpaTko 1aHbl OCHOBBI U METOJUYECKHE PEKOMEHIAIMH TI0 OCBOCHHUIO
Meronga PuTBenpia W NpUMEHEHUs HEKOTOPBIX IpOrpaMM JUisl  YTOYHEHUS
KPUCTAJUNIMYECKON CTPYKTYpPbl MUHEPAJIOB U XUMUYECKUX COEIUHEHUI.

B nomomp TeM, KTO XOoTen Obl YIUIyOJIEHHO OBJIQJIETh IOPOILIKOBBIMU
peHTreHIn(ppakIMOHHBIMM METOAAaMH BIUIOTH O YTOYHEHUS aTOMHO-MOJIEKYJISIPHOIO
CTPOEHHUSI KPUCTAJUIMYECKUX BEIIECTB HEOPraHWYECKUX XHMHUYECKHX COEIMHEHUH,
MUHEpAJIOB U MaTepUasoB, U MOATOTOBIEHO HACTOsAIIEe KpaTkoe yueOHoe nmocooue.
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