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Lean paGoThi: 0OCBOUTH MPUHIMIIBI pACIIN(PPOBKH KPUCTATITUIECKON
CTPYKTYPBI MaTepuala ¢ pacieToM KOOPAWHAT aTOMOB B JIEMEHTAPHOM
SYEHKe, €ro CTPYKTYPHOTO COCTOSIHHSI W KOJHYECTBEHHOTO (Hha3oBOTO
aHanM3a  METoAOM  PuTBenpga Ha  OCHOBE  PEHTTEHOBCKOTO
IUQPaKIHOHHOTO CIIEKTpa MaTepuaa.

BBenenne

PentrenoBckuii MuGpaKIIMOHHBIN CIIEKTP COACPKUT B ceOE IMOIHYIO
WHPOPMAIIMIO O CTPYKTYPHOM COCTOSHHH HCCIEIyeMOro Marepuaia
(puc. 1). Jlns ompeneneHWss KOHKPETHBIX XapaKTEPUCTHK CTPYKTYPHI
MOYKHO TIPOBOAMTH JMOO aHAIM3 MPO(UIST HECKOJIBKMX PEHTTEHOBCKHX
JUHUHN, MO0 Bcero u(paKIMOHHOTO CIieKTpa (Au(paKTOrpaMMEl).
Kaxnmas peHTreHoBckass audpakTorpamMma XapaKTepU3yeTCsl CBOUM
COOCTBEHHBIM  YHHKAJbHBIM  paclpelesieHHeM  TOJIOKEHWH |
WHTCHCHUBHOCTEH  OpIITOBCKMX MHUKOB. [Ipy 3TOM  MONOKEHHUE
ompesiessieTcss  pa3MepoM  3JIEMEHTapHOM  s4eliku  MaTepuana, a
WHTEHCHBHOCTH OTPaKEHUH 00yCIIOBIMBAETCS pacipeielieHueM aTOMOB B
sYelKe BCEX KPUCTAJUTMYECKUX (a3, MPHUCYTCTBYIOMIMX B HCCIEIYEMOM
o0Opaslie, a TakKe NPEUMYIISCTBCHHON OpHEHTAIMEel 3epeH B
MOJIUKPUCTAILIE.

NHTEeHCUBHOCTH OTPAaKEHUI:
= Kpucrammuyeckas CTpykTypa
= Konu4ecTBeHHBI aHATN3

IToJ10:xeHnst oTpaskeHmii:
= [IpocrpaHcTBEeHHas rpymnmna
= [lapamerpsl sueku

I]Inpuﬂa U Npouib OTPAKEHMIA:
IMapameTpsl mpudopa

= MukpocTpyKkTypa obpasua (pasmep

KPHCTAJUTUTOB, MUKPOHATIPSKEHUS, 1e(EKThI

YIIAKOBKH ...)

DoH:
= PaccesiHue OKpyXeHHeM o0pasia (BO31yX, AepiKaTelb 0opasia, ...
= JloKaJIbHBII IOPSIIOK / OecHopsIOK

= TIpumecu amophHbBIX (a3, «CTENEeHb KPUCTATTMYHOCTH

)

Puc. 1. Uudopmanus, copepxaiasics: B AM(PPaKIIOHHOM CIIEKTpe
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Penienrie  GonBIIMHCTBA 3aad  TMOPOIIKOBOH  AU(PAKTOMETPUH
CBOAUTCS K  TOYHOMY  ONPENENCHUIO  TAKUX  XapaKTePHCTHK
TUQPaKIIMOHHOTO CIIEKTpa, KaK WHTErpajibHas HHTEHCUBHOCTD JIMHUH, X
YIJIOBBIC TIOJIOKCHUS W TOJYIIMPHHBI, C TOCICIYIONMM OIMpPEIeICHUEM
MapaMeTpPoOB KPUCTATMICCKON CTPYKTYpPhl HA OCHOBE 3THX JAHHBIX. Bua
J(PAKTOrpaMM M UX aHATU3 CYIECTBEHHO YCIOXKHACTCS MPU HAJMINH B
HCClieyeMoM obOpasiie AByX U Ooee (a3, THHIHM KOTOPBIX YaCTUIHO WITH
MOJNIHOCTBIO MepeKphiBatoTcs. Kpome Toro, B mporiecce 00paboTKu
qudpakTorpaMmM HEOOXOJIMO YUHUTHIBATH WHCTPYMECHTAIBHBIC MPUYHHBI
UCKakeHuss ux mnpoduiss. Bce 310 mnpuBOIUT K  HEOOXOAMMOCTH
WCIIOJIb30BAHUS CJIOKHOTO MAaTEeMAaTHUYCCKOTO ammapara jjisi 00paboTKu
JIAHHBIX C OOJBIIMM KOJUYECTBOM HEHM3BECTHBIX. B Hacrosiiee Bpems
perucrpaiys TUQPaKIUOHHOW KapTHHBI B IMppoBoM Qopmare wu
MNPpUMCHCHUEC I O6pa6OTKI/I JAaHHBIX MOIIHBIX BBIYHUCIIUTCIBHBIX
MPOrPAMMHBIX ~ KOMITJIGKCOB ~ TIO3BOJIIIOT ~ MPEOJONICTh  YKa3aHHbBIC
CJIOYHOCTH.

1. OcHOBBI aHAJHM3A MOJHOr0 NMPOGHWIA TUPPAKIHOHHOTO CIIEKTPa

OcHOBHBIE dTambl Mpolecca PaciiUPpPOBKH KPUCTATITHUECKON
CTPYKTYpBI MaTe€pHalia mpeacTaBlIeHbl Ha puc. 2. OOBIYHO OH HAYWHAETCS
C aHaTM3a CUCTEeMATHYECKHX HEBA30K JUISI OMpPENENICHUS CHUMMETPHH
MPOCTPAHCTBEHHOW IPYNIIbI UCCIIEAYEMOr0 MaTepuasa uiu, o KpalhHeu
Mepe, BBISBICHHA Ha0Opa BO3MOXHBIX TpyHn B CiIy4ae, eCiH
COOTBETCTBYIONINH MHU(MPAKIMOHHBIA KIACC OOBEIUHSIET HECKOIBKO
rpynm. DTOT mpoliecc Ha3bIBaeTCsl MHANLMpOoBaHueM. Clenyromui mar
MpeanogaraeT OINpEJeNIEHHEe COCTaBa DJJIEMEHTApHOM sUeHKH, T.€.
YCTAaHOBJICHHSI KOJIMYECTBA U TUIIa AaTOMOB, MOJIEKYJI WJIM TPYIII AaTOMOB.
Ilocne aroro u cos3maercss MOJENb KPUCTALIMYECKOM CTPYKTYphl B
NpSMOM WJIM OOpaTHOM MPOCTPAHCTBE, JIMOO MX KOMOWHALIWHU, KOTOpast
3aTeM YTOYHSETCS MUHUMH3AIMEH OTKIOHEHMsS] PpAcCUUTaHHOTO U
9KCIEPUMEHTANIBHOTO CIeKTpoB. llociemHss omepanus CBOIUTCS K
PEIIEHUIO0 CHUCTEMBI 3a4acTyl0 HEJIMHEWHBIX YpaBHEHHMH C JOCTaTO4YHO
OONBIIMM KOJIMYECTBOM HEU3BECTHBIX, IIOATOMY CYLIECTBYET OOJbBIIOE
KOJIMYE€CTBO METOJIMK JIJISl €€ BBIIIOTHECHHUS.
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Puc. 2. Dransl 06padoTku qUPaKIMOHHOTO CIIEKTpa It pPacUIM(POBKU CTPYKTYPEI

2. AHAJM3 CTPYKTYPHOI'O COCTOSIHMS N0 AU(PPAKIHOHHOMY
CIeKTPYy

PentrenoBckuit AUQpaKIMOHHBINA CIIEKTP COACPKUT B ceOe MOTHYIO
MHQOPMAIIMIO O CTPYKTYPHOM COCTOSIHUHM HCCIEIyEeMOro MaTepHala.
ITpu 3TOM 11 OmpenesieHHs] KOHKPETHBIX XapaKTEPUCTUK CTPYKTYPHI
MPOBOJIMTCST aHANM3 NMPOQHIS HECKOJBKUX PEHTTEHOBCKUX OTPaKCHHN
(smmHUi), 1100 Beero qudpakIuoHHOTOo criekTpa. Kaxknas peHTreHoBCKast
JUHUS ~ TUQPAKLIUOHHOIO CHEKTpa COCTOMT M3 JABYX  OJM3KO
pacionoxeHHbIX Kgi- u  Kg-muHMHA (Tak Ha3bIBaeMblil  1y0rer),
OTIPE eI IOIINXCS NpUPOAOit PEHTI€HOBCKOTO W3ITy4eHHS
(mpennonaraercs, YTO  [(-H3NMy4YeHHWE TOJABISETCS  CEIIEKTHBHO
noryiomaomuM ¢puisTpoM). s onucanus npoduis peHTTEHOBCKOTO
OTpakeHus, Hampumep Koi-M3IyueHus, HUCIONB3YIOTCA CIEIYIOLINe
napamMeTpbl: MakCHUMajlbHOE 3HAUYCHHE WHTCHCUBHOCTH Ko1-TMHUH, ee
uHTerpanbHas wHTeHCHBHOCTH (INt. I), yrimoBoe monoxenwe 20ng u
yIJoBasi IIMPUHA HA TOJOBUHE BBICOTHI Bip (MOMYyMIMPUHA) WIH
uHTerpansHas nonymupuaa H (FWHM - Full Width of Half Maximum)

(puc. 3).
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Puc. 3. [TapameTpbl pEeHTT€HOBCKO# JINHUK: YTIIOBOE MOJ0KeHHE 20, MaKCHMaTbHAsT
MHTECHCUBHOCTD |max ¥ IIMpHHA Ha moJioBHHE B1/2

Humezpanvnaa uHmMencu6HOCms PEHMZEHO06CKO20 OMPAdIceHus
3aBUCHT OT OOJIBILIOTO YMCIIA MHOYKHUTEJIEH U ONPEeNseTCs] KaK aTOMHOU
CTPYKTYpOM MaTepuaina, T.€. KOHKPETHBIM DPAclOJOKEHUEM aTOMOB B
KPUCTAIMYECKOH  pemieTke, WX KojeOaHWsAMU BOMU3M  CBOUX
YCTOMUYMBBIX IOJIOKCHHUH, (U3MUECKUMH XapaKTepHUCTUKaMH 00pasua,
TaK ¥ TEOMETPHEN CheMKH (MHCTPYMEHTAJIbHBIMH ITapaMeTpamH):

Ingt = K-Phgr-V-Lo-Po-Ag- Tniet - Eniet - | Fria|* + BG(6),

3 e o
rae K = Ign?\° —— — macuraGublii pakrop (N — 9MCIIO HIEMEHTApHBIX
mec

SYeeK B eNWHUIIE OTPaXKArOIIEro 00beMa KPUCTAUIa; A — JITUHA BOJHBI
4
e

M3IyYCHHUS; —— — CCUCHHE PACCESHMS DIIEKTPOHOM HIIH Kod(pGUIHEeHT
Tomcona, € 1 M — 3aps U Macca 3JIeKTPOHa, C — CKOPOCTb CBETA); Pril —
MHOHTEIIb TOBTOPSIEMOCTH; V — OTpakaromuii 00beM KpUCTaioB; Lg —
MHOKUTeNb JIOpeHI1a, KOTOPEIA OnpeenseTcs TeOMeTpHel TU(paKInuu;
Py — momsipu3aniioHHEINH (akTop; Ag — aOCOPOITMOHHBIH MHOKHUTEIE;
Thii — TEKCTYPHBIM MHOXHUTENb; Eyp; — SKCTUHKIMOHHBIA MHOKHUTENb;
Fypi — o0oOmIeHHass CTpPyKTypHas aMIUIMTyJa, B KOTOPYIO BXOIUT
TeMIepaTtypHas 3aBHcHMocTh € 2V; BG(20) — dynkims doHa.



Yenoeoe nonoscenue penmzenosckux ompasdcenuii onpenenseTcs
napaMeTpaM KpUCTa/NIMYECKON pemeTku. BenuuumHa napameTpoB
SIBJISIETCSI BaKHOM XAapaKTEpUCTUKON MaTepuala U, B CBOK OUYEpEb,
3aBHCUT OT pssia (paKTOPOB: TEMICPATyphl, KOHIICHTPAIIUN HpPUMECEH,
MaKpOHAMPSDKEHUH, a TaKKe OT THIA M KOJMYECTBA COJIEPIKAIIUXCS B
pemerke nmedexToB. M3Mmepsisi ¢ BBICOKOW TOYHOCTBIO IapaMeTphI
pelIeTKH TMpH TIOCTOSHHOM  TeMmepaType, MOXHO OIpPENeIUTh
CoJlep’KaHME pPACTBOPEHHOI'O JJEMEHTa B TBEPAOM  PacTBOpE;
CTPYKTYpPHBI THII, WU3MEPHUTH YNPYTHe HANpPSKEHHS B MaTepuaie;
OLICHUTH CTENEHb YIOPS/IOYEHHOCTH aTOMOB pa3HOro copTa B
KpHCTaUIMYecKOl pemerke W T.1. ComocTaBisisi mapaMeTphl PelIeTKU
OJIHOTO U TOTO K€ BEIIeCTBa, M3MEPEHHBIE TIPU Pa3HBIX TeMIIepaTrypax,
MOYKHO OIPEeNTUTh KOIPPHUIMEHTHI TEPMUYECKOTO PACHIMPEHUs, YTO
0COOEHHO BaXKHO JUIA IMOJUKPUCTAJUIMYECKUX BELIECTB, paCIIUpEHHE
KOTOPBIX 10 Pa3HbIM KPUCTAIIIOTpaQHIECKUM HAIIPABICHUSM Pa3IIMIHO,
TaKk KaK JAJATOMETPUYECKHE W3MEpPEeHHs MaloT B JOTHX CIIyYasx
HEKOTOpBIE yCPETHEHHBIC 3HaYeHUS K03 (QUIIMEHTOB pacIupeHus U HEe
MIO3BOJISAIOT BBISIBUTH aHU30TPOIIUIO 3TOTO cBoiicTBa. PacueT mapameTpos
KPUCTAJUIMYECKOW PENIeTKH TPOBOIAUTCA IO YTIOBBIM TIOJOXEHHSIM
PEHTICHOBCKHX JIMHHM, PACIONOXEHHBIX B MPENU3MOHHOW oONacTu
PEHTI€HOBCKOTO CIIEKTpa, T.€. MPH OONBLIMX 3HAYCHHSX OPITTOBCKUX
yrnoB. Benmnuuabel 20ng A7 HECKOJNBKUX JUHHHA TEPECUUTHIBAIOTCS B
MEXIUTOCKOCTHBIE paccTosHHsI 1Mo ¢opMmyie bparra-Bymnbda, 1m0
KOTOPBIM 3aTeM OTIPEEISIOTCS MapaMeTPhl KPUCTAITHUECKON PEIICTKH.

Qusuueckoe ywupenue [ peHmeHO6CKUX JUHUI 332 BBIYETOM
TeOMETPHYECKOTO MM MHCTPYMEHTAJIBHOTO YIIUPEHHS XapaKTepU3yeT
CyOCTpYKTYypHOE COCTOSHHE MarepHuala, TOJ KOTOPHIM TOHUMAaeTCs
COBOKYITHOCTH CJIETYIOIINX (PaKTOPOB:

e pacrpeneieHHE COBEPIICHHBIX O0NacTel KpHCTAUINYECKOU
peuieTky (Tak Ha3bIBaeMble 0J10kH KorepeHTHoro paccessHus (BKP) wiu
obnactu korepenTHoro paccesiaus (OKP) D) no pasmepaw;

® HCKaXCHHOCTh pEIIeTKH WM ee yIpyras jaeopmarms,
YPaBHOBEIINBAIOMIASCS B Tpeaeiax OTACIBHBIX 3epeH W OIIeHHBaeMas
BEIMYMHON Emicre=Ad/d, Te d — MeXIIOCKOCTHOE paccrosiue, a Ad —
cpenHee OTKIOHEHHE OT HeTo.

OKCINEPUMEHTAILHO PErUCTPUPYEMBIi MPO(UIb PEHTTEHOBCKOTO
OTpaXEHUS HAWIY4YIIUM O0pa3oM ONHUCHIBAETCS TaK Ha3bIBaEMOM
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bynkuumeit npoduis orpaxenus (peak-shape function — PSF), kotopas
SBISICTCST  CBepTKOM  (convolution) Tpex pa3nuyHbIX  QYHKIIAN:
HHCTPYMCHTAIBHOTO  yIIUpeHus (), JUCIEPCHH  JUIMHBI  BOJIHBI
PEHTreHOBCKOTO n3nyueHus A u gpynkuueit oopazua V. Takum o6pazom,
3Ty QYHKIHIO MOXKHO MPEACTABUTE CICIYIOIUM 00pa3oM:

PSF(6) = Q(0)®A(0)®Y(0)+ BG(0),
rne BG(0) siensiercst pynkuueit Gona.

WUnctpymenrtanpHas ¢yHKmus €) 3aBUCHUT OT OOJIBIIOTO YHCHA
FeOMETPHUYECKHX IapaMEeTPOB CHEMKH: PACIHOJOXKEHUS U TECOMETPUH
UCTOYHUKA, HATM4YUs MOHOXpOMaropa(oB), mieneH, (GOPMUPYIOIIUX
PEHTI€HOBCKHH ITy4OK, ¥ 00pasia. J{ucrepcus IIHHBI BOJTHBI U3ITyYCHUS
WM CTIEKTpalibHAs JUCTIEPCHs A CBsI3aHa C paCIpe/ieTIeHUEeM JUTHH BOJTH
WCTOYHUKA U WU3MEHSIETCS B 3aBHCUMOCTH OT €ro MPUPOABI M CIocoba
MOHOXpOMaTHM3amuu Iydka. Haxormenm, ¢ynknms obpasma W
ompeJensieTcs HeCKOJIBKUMU 3 deKTamu, Ipexk/ie BCero ANHAMHYECKUM
paccesHUEM WU OTKJIOHCHUEM OT KMHEMAaTHYEeCKOW MOJICITH PACCesHUSI.
DOTO maeT Mallblii, HO BeChbMa 3aMETHBIA BKJIAJ B YyIIHPEHUE
PEHTTEHOBCKOIO  OoTpaxkeHus.  Jlpyroii  sddext  oOycioBiieH
¢usnyeckuMu cBoiicTBamMu oOpasia.

Coneprxanue OONBIIOrO KOJUYECTBA JS(PEKTOB B KPUCTATUTMYCCKOM
pemieTke  3epHa  OOYCIIOBIMBAEeT €€  HCKa&KEHHOCTh WM
MUKPOICHOPMALIUIO Emico M YMEHBIICHHE pa3Mepa COBEPIICHHBIX
obmacteit (D), dYro TPUBOAUT K YBETUYEHHIO MOJIYLIUPHUHBI
PCHTICHOBCKON nHHMU. HHTerpanbHas [MUPUHA JUGPAKIIMOHHOTO
Makcumyma  (20) (B pammaHax), pa3MBITOTO 33  CYET
MEJTKOIMCIIEPCHOCTH MaTepuana, onpenensercs hopmynoi [lleppepa:

B(26) = kivDcosh,
rie A — AJMHA BOJIHBI MCHOJB3yeMoro maiyueHus; D — pasmep Onoka
KOTEPEHTHOTO paccesHus; 0 — OpATTOBCKUE Yrojl perucTpupyeMoro
OoTpakeHUs. BrIpaxkeHue IJIsl HHTETPATbHON IMPUHBI TMHUH, PAa3MbBITHE
KOTOpO#l  OOYCJIOBIICHO HAIWYHEM MHUKPOUCKOKCHHH, BBITJIIHUT
CJICYFOIUM 00pa3oM:

Ad
Takum 00pa3zom, nMes 3HaA4YEHUS IKCIEPUMEHTAIBHOM TOTYITHPUHBI
HECKOJIBKMX PEHTT€HOBCKUX JIMHUIA MOXKHO ompenenuts pazmep BKP D
W BENIWYMHY MHKpoJeQOpMalMi Emicro. [IpH 3TOM CliemyeT yUWUTHIBATH,



YTO MMpPUHA JIUHUH (B12) Ha AUdpakTorpaMMe BKIIIOYAET B ce0sl MOMUMO
(m3MIEeCKOro yIIUPEHNUs 3a cueT MeeKTHOW CTPYKTYpHl MaTepraa eIe
¥ MHCTPYMCHTAJIbHYIO MOMYIIUPUHY D1/2, 3aBUCSIIYIO OT PacXoIMMOCTH
NEPBUYHOTO My4Ka, TTyOHMHBI MPOHUKHOBEHUS! PEHTTCHOBCKHX JIyuei B
oOpasell, ecTeCTBEHHOW MIUPUHBI JIMHUU U3IYYEHHS U T.II., KOTOPYIO
HEOOXOAMMO YYHUTHIBATh TPHU OMPEISICHUH HCTUHHOTO (DH3MUECKOTO
ymmpenus nuHHE . Kpome Toro, nuHHMM Ha mudpakTorpamme
Pa3sMBIBAIOTCS KaK 3a CUET MEJIKOJUCIIEPCHOCTH 00paslia, Tak U 3a cyeT
HaJIM4usl B HEM MHUpKoedopManuii, 4T0 IPUBOIUT K HEOOXOIUMOCTH
HAXOXKJIEHUS METO/Ia pa3/ieleHus 3THX 3P PEeKTOB.

OmHuM W3 pPAcIpOCTPaHEHHBIX METOIOB pazAciieHus 3(PQeKkToB
MEJIKOJUCTIEPCHOCTH M HWCKKEHHOCTH KPHUCTAJUIMYECKOM pelIeTKH
SBIISIETCS Memo0 annpoxcumayuti, OCHOBaHHBI Ha TIEPBOHAYATHHOM
BBIOOpe BHIa (GYHKIWNA, BHOCAIIMX BKJIaX B NPOGWIh JIMHHH OT
WCKKEHHOCTH M OT MEIIKOJIMCIIEPCHOCTH Marepuaia. Ecin obe oHm
apisitoTess  pyHkuusimu - Jlopenna mepsoit  creneHn  (Kommwm), To
BEIpaXCHHE JUIsI TIOMYIIUPUHBI JIMHUH OyAET BBITISAACTH CIEAYIONIHNM
o0pazoM:

f3-cosO =§ +4< % >sin 0.
Ecnn 00e dynkumm sensroTces QyHkumsMu [aycca, To BbIpakeHHE
OyIeT UMeTh MHOH! BUI:
2
(B - cosB)? = (%) + 16 (%)2 - sin?.
B 3apy0exxHoii muTepaType mocienHee BEIpaXeHHe Ha3bIBalOT METOIOM
Bunbsamcona-Xoina.

Nmes momymmpunasl 1 ¥ 2, MONXydeHHbIE UIA ABYX JHUHUHA TOX
pasHpiMu yriaamu 01 w 02, MOKHO TIOCTPOUTH TpaduK 3aBUCUMOCTH
[3-c0sO = o(sin 8) (B cnyuae ¢pyHknuit JlopeHa) st OTpaKeHUN pasHBIX
TOPSIKOB (@ JUIA KPUCTAIIIOB € OJIM3KIM 3HAUYEHUEM MOIYJIS YIIPYTOCTH
MO0 Pa3IMYHBIM KPUCTAIIOrpa@UUecKuM HaIllpaBICHUSAM W JJIsl THHUH C

mro0bIMU HHAEKcaMH). OTpe30K, OTCEKaeMbli MOJTYYEeHHON MPSIMOH Ha

Ad

A o
OCH OpAUHAT, OIPCACIIACT BEINUUHY E , 4 HAKJIOH IIPSIMOU — < 7 >.

JpyruM pacrpocTpaHeHHBIM METOAOM OLEHKH BEIHYUH D H Emicro
SBIISICTCSL  2apmMoHuYecKulli ananu3 (HopMbl PEHTTEHOBCKOW JIMHUH,
KOTOPBIH 0a3upyeTcss Ha pas3lIoKeHUH (PYHKITUH TpOoGUiIs JINHANA B P
Oypbe ¢ TOCIEAYIOMNM aHATN30M KOA(PGHUIUEHTOB ATOTO psina JUis
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OTpakeHHH IBYX MOPSAKOB. /sl ero mpuMeHeHHsT HeOOXOJUMO UMETh B
IU(GPaKIMOHHOM CIEKTpe JBa MOPSAAKAa OTPAKEHUS OT IUIOCKOCTEHl
onroro tuma {hkl} ¢ BBICOKOW HHTEHCHBHOCTBIO, KOTOpbIC OyIyT
OTJEJEHBI OT JAPYTMX OTPAKCHMH, 4TO HE BCErJa BBIMOJHSACTCS JUIS
MaTepHalioB CO CIOXKHOH CTPYKTYPOIA.

3. PacmmmpoBka KpHCTAILINYECKOH CTPYKTYPBI MaTepHaja
1Mo JTU(PPAKIUOHHOMY CIIEKTPY MeTo0oM PutBesbaa

B Hacrosiee BpeMs Ui onpesiesieH|s] CTPYKTYPHBIX XapaKTePUCTHK
MaTepraoB MIUPOKO HCIIONB3YETCS METO][ aHAJIN3a TOJTHOTO MPOGUIII
PEHTTEHOBCKOIO CHEKTpa, H3HAUAIbHO MPESIOKEHHBIH Pumeenboom n
3aKJIIOYAIOMINICS B CPaBHEHUN SKCIIEPUMEHTABHOM AU(PaKTOrpaMMBI €
TEOPETHYECKU paccuuTaHHBIM TG PAKIIOHHBIM CIIEKTPOM
uccienyeMoro wmarepuana. llpm 3TOM KpuTepueM JOCTOBEPHOCTH
CITy’KMT HaWJIy4Illee COBIAJCHUE TEOPETUUECKON U IKCIIEPUMEHTAIbHOM
IuGpakTorpaMM  TIOCJIe€  BbIUKCIHCHUS  (YTOYHEHHS)  3aJlaHHBIX
MapaMeTpoB CTPYKTYPHI C TOMOIIBIO MTPOIEAY Pl MUHUMH3AINH OIITHOKH
METOJOM HAaMMEHBIIMX KBaJpaToB IO BCEM TOYKaM crekrpa. Kpome
TOTO, TOJHONPOQUIBHBI MOAXOX ONHCaHUS  JU(paKTOrpamMMel
MO3BOJISIET ~ WCIOJNB30BaTb  MeTox  PurBenpma  mig  mpsMOTO
OeccTaHIapTHOTO KOJIMYECTBEHHOTO ()a30BOTO aHAIN3A.

BX0HBIMH TaHHBIMH AJIS1 pacyeTa TeOPeTUIeCKOr AU(HPaKTOrpaMMBbl
CIIyaT mapaMmeTpbl (pOoHa, TeoMeTpusi cheMku, Thn ¢ynkiuu (["aycca,
Jlopenna, Ilupcona, ®oiirra, ncepmo-dPoiirra), ¢ MOMOIIBIO KOTOPOH
anmpoOKCUMHUPYIOTCS TpouiIM JHHUH, W XapakTep H3MEHEHHs HX
MOJYIIMPHUHBI OT OP3ITOBCKOTO yria. Y TOYHSIEMBIMU (BBIYMCIISEMBIMHU)
rapaMeTpaMu IPH 3TOM SBJISIOTCS apaMeTp KPUCTALTHYECKOHN PelIeTKH
U Jpyrue CTPYKTYpHbIe xapakrtepuctuku wmarepuana (pasmep OKP,
MHUKpoaedopManus, MOLyJTUPOBAHHOCTb CTPYKTYPBI, YIOPSJIOYCHUE U
T.IL).

OcHoBHas MI/IHI/IMI/I3I/IpyeMa$[ (GYHKIS IMEEeT BHT

k, 2
P = ZWL (yl bgl) - Z Ik ik| »
k=kq
rae N — 9HCII0 DKCIIEPUMEHTANBHBIX TOYEK TU(PAKTOTpaMMEI, Yi —
3HAYCHUS HWHTCHCHUBHOCTHU B |I/I TOYKEC cneKTpa WL — BEC B |-I71
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9KCTIIEPUMEHTANIbHON Touke; bg; — GOH B Touke i; [, — MHTETrpajbHAs
MHTEHCUBHOCTEL peduekca k ; Gy = G(x;)) — 3HaueHHE (DyHKIUH,
OMHUCHIBAIOIEH POPMY OTpaskeHHS K B TOUKE i.

Tak kak MeTox PuTBenb/a npeamnonaraeT BEIYUCICHNE TPOGIIeH Ha
OCHOBE YTOUYHSIEMBIX MapaMeTpoB, TO B Hamboiee MIMPOKO
UCIIOJIb3YEMBIX MpOTrpaMMax Ui ONMHCaHWs MpOoQuIei, KaK MpaBHIIoO,
UCTIONIB3YIOTCS aHATTUTHYECKUE (PYyHKIHUH:

= 2
Taycea: G(xiy) = 222 exp {—4ln2 x%‘}
Hy Hj,
_ c2 - C ')
Jlopenna: Ln(Xik) = Npi[1 + H_%xiz,k] " rae Np i = ﬁZk Tn-1/2) '
T'(n) — ramma-Qysxumss; i N = 1 Nyx=—; s 0 = 3/2 Na = Sz,
TH 2Hg
eVl — _Cn T Ci 2 -
[Mupcona-VIl: P = Tt T/ [1+ HZ xip] ™.

Oynkuus Doiirra mpeacTaBiseT coboi cBepTky QpyHkumi JlopeHna

mepBoii crerreHn u ['aycca, a pyakmus nceppo-Doiirta — ux cymmy. Jlis
1

Beex (yHKumit: x;, = 20; — 20,; CZ =4 (25 - 1), H;, — wHTErpans-

Hasl IIUPUHA HA TIOJIOBUHE BBICOTHI MaKCHMyMa K-Oro peHTreHOBCKOTO

OTpakeHUSI.

Eme onmHO BO3MOXHOE MNPHONMKEHHWE TPU  alpPOKCHMAIH
PEHTI€HOBCKHX OTPaXCHUH TOPOIIKOBBIX TUPPAKTOTPaMM COCTOHUT B
WCTIOJIB30BAaHUH YHCICHHBIX (DYHKIHHA. DTO HeaHATUTHIEeCKHe (DYHKITHH,
KOTOpbIE COJIEpAaT CUMMETPUYHYI0 ¥ AaCHMMETPUYHYIO YacTH,
npeAcTaBICHHbBIE B YHCICHHOW BapbupyeMod ¢(opme. Ota (QyHKIHS
JIETKO CYHUTAETCS, MOXKET yYeCTh aCHMMETPHUIO OTPAKECHUS W OIHCATh
mpakTHdecku o0y dopmy npodmrsa. K coxkaneHuro, o0s3aTelbHOS
yCIIOBHE TMPHUMEHEHHS TaKOM TEXHUKH, HalMuhe MOJHOCTHIO
paspemeHHoro OTPaKEHUs, TPYAHO BBIIOJHUMO JUIsl TOAABIISIONIETO
qriclia 3a/1a4, pelraeMbIX MeToIoM PutBensia.

[MonymmprHa OpArroBCKOro nmuka H B pEHTTCHOBCKOM BapuaHTE
PHUTBENBIOBCKOTO YTOYHEHHs IPEACTaBISIETCS B BHJIE CIEIYIOLICH
(GhyHKIHA OT TaHTEHCA yIiia Tu(PaKIIHN:

H*=U-tg*0+V-tgd+W,
rone H — mnonnas (WHTerpanbHas) IIUPUHA HA MOJOBHHE BBICOTHI
MaKCUMyMa pPEHTIeHOBCKoro orpaxkenus; U, V u W — yTouHsemble
napameTprl. 3HaueHus U, V u W s ucenegyeMoro oopasima 3aBUCAT OT
12



WHCTPYMEHTAIBHBIX ~MapaMeTpoB H  (YHKUWH, BBIOpAaHHOH JUIs
annpoxkcuManuu npoduiell oTpakeHUH. JTO BBIpaXKEHUE, OIHAKO, HE
MOJHOCTBIO ~ YUYHTHIBaeT (DAKTOPBI, NPUBOIAIINE K  YIIMPEHUIO
OTpaKeHHWH, B YaCTHOCTU BKJIAJ, BHOCHUMBIM aHHW30Tpomued (opmsl
KPHCTAJUINTOB (TJIACTUHBI, UTOJIKH).

IIporpaMMBbl pUTBEIBHIOBCKOIO YTOUHEHHS CTPYKTYP HCIOJIB3YIOT
Croco0 HaMMEHBIUX KBAJPATOB TMPU yTOUHEHUH (opMBI mpoduiieii B
WHTEpBajie yriIoB 20, mpocTtuparomieMcss Mo 00e CTOPOHBI  OT
OpATTOBCKOTO OTpaK€HHS M OAWHAKOBOM JJIsI OTPaXEHUH C OJIM3KUMH
3HaYCHUSIMM ~ NONYIIUPUHBL W HMHTEHCHUBHOCTH. IIpm  3TOM
peKoMeHyeTcsl, 4ToObl INMPHUHA 3TOr0 HHTEpBaja IPEBOCXOIWIA B
10 pa3 monymuMpHHY aHaIM3UpPYEeMBIX JHHUI. WrHopupoBaHue 3TOi
PEKOMEHJIAIMM TPUBOJUT K HEONpaBAaHHOMY 3aBBILICHUIO (oOHa,
YBEJIMYEHHIO TEIJIOBBIX MapaMeTPOB U, B KOHEYHOM CHUETe, OLIMOKaM B
OTIpeJICICHNH TEeOMETPUIECKUX MapaMeTPOB.

BonpmmmHCTBO  DyHKUMH, WMCTONB3yEeMBIX Uil allpOKCUMAIHN
PEHTI€HOBCKHX Npoduiiel, CHMMETPUYHO OTHOCUTEIHHO HOMHUHAIBHOTO
MOJIOKEHUsT OparroBckux pediexcoB. COBOKYIMHOCTh WHCTPYMEHTAJb-
HBIX (aKTOpoB W (DaKTOpPOB, OMpeneNseMbIXx 00pa3noM (TakHX, Kak
pacxoaMMOCTh MyYKa, COCTOSIHUE CTPYKTYphl 00pasua), MpUBOAAT K
BBEIPOKCHHOH aCHMMETPHUN OTPaXKCHHM, MPOSBIIIONICHCS HanOoJee
OTYETIIMBO MPH MalbIX yriax Jgudpaknuu. B cBs3m ¢ oTUM B
OONBUIMHCTBE PUTBEIBAOBCKUX MPOTPaMM BBEICHBI IOMOJHUTEIbHBIC
K03((PUIIMEHTHI, OCYIIECTBIAIOIINE MTOJIYyIMINPHUECKYIO KOPPEKTUPOB-
Ky PEHTTeHOBCKOW IJIMHHM Ha acUMMETpUIo. OTH Kod(pdUIreHTh
WCTIPABIISIOT aCUMMETPHUIO OTPAKECHHUM, HE M3MEHsSs MX HWHTErpaibHOU
MHTEHCUBHOCTU. IIpM 5TOM BO3MOXHO CMEIICHHE IOJIOKEHHUS
peHTreHoBcKoi JuHMU. Mcnonp3oBanue meneit Comiepa Ha MEPBUIHOM
U OTPKEHHOM ITy4YKaxX 3HAYUTEIBHO OcialiseT acuMMeTpuio. UToObl
n30exarb 3¢ PekToB, CBSI3aHHBIX C aCUMMETpHEH, Hanbosee OTIYETIUBO
OPOSIBISIIOIIENHCST HAa  MalblX yIJIaX, YTOYHEHHE CTPYKTYpPHBIX
napamMeTpoB MPOBOJAT YACTO TOJILKO C HCIOJB30BAHUEM OTPAKCHHIH,
PAacIONOKEHHBIX O] OONBIIUMH yTiIaMU TUPPAKIHH.

OnmHolf W3 CWJIBHBIX CTOpPOH Merona PurBenbna —sBmnsiercs
BO3MOXXHOCTh TOYHOTO OIpECTICHUS] TIEPUOJIOB JIEMEHTAPHOW SYCHKH
MaTepHajoB, AAIONIMX CIOXHBIA TUPPAKIUOHHBI CIEKTP C CHIBHO
MEPEKPHIBAIOIIUMHUCS OTpaXeHUSAMH. [lpyroe BakHOE MPEUMYIIECTBO
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PHUTBENBIOBCKOTO aHajK3a COCTOMT B TOM, YTO MPH HCCICIOBAHUH
MHOTO(a3HBIX 00pa3IOB BKJIAM Ka)IOW COCTaBIIMIONMIEH MOXKET OBITh
CMOJICTIMPOBAaH, W JJIsl BceX (a3 orpeesieHbl IepHOABI dJIeMEHTapHBIX
ayeek. B 1omojHeHWME K STOMY CpaBHEHHE JKCIIEPHMEHTAJbHBIX H
pacCUMTaHHbIX  JUdpakTOrpaMM IOCiI€ NPOLUEAYPHl  YTOYHEHHS
MI03BOJIAET BBISIBUTH IIPUCYTCTBUE PaHee HE OOHAPYKEHHBIX IPUMECHBIX
¢as.

Ouenka BecoBoit (paximu i-it dpa3sr Wi B cmecu K a3 moxer ObITH
IpoBeJIeHa IO cieayoeil popmyie:

SiZiMiVi
Wi =Sk o oo

k=1SkZKkMiVk
rae S, Z, M u V — obmuit MmacmutabHeiid hakTop, 4ucio GopMyIbHBIX
€IMHUII B 3JICMEHTAPHOI! suelike, Macca (OPMyIbHON €IUHULBI K 00bEM
3JIEMEHTAPHOU STUEUKH COOTBETCTBEHHO.

4. Onucanue UCNOJIb3yeMOro 000py/10BaHNUs
H MPOTrPaMMHOI0 o0ecnedeHust

4.1. Penmezenoeckuii ougppaxmomemp Bruker D8 Discover

Haubonee pacnpocTtpaneHHass cxema (QOKYCHPOBKH TOHHOMETPH-
YEeCKOT'0 YCTPOHCTBA TUPPAKTOMETPOB, UCTIOIB3yeMast B PEHTT€HOBCKOM
aHanmse, 3To (oKycupoBKa 1o bparry-bpeHnrano, mpu koTopoit (hokyc
PEHTTCHOBCKON TPyOKH W TNpHeMHas WIeib JCTEKTOpa HaXoIsATcs Ha
0JTHOH (oKycHpyIolIeH okpykHOcTH. CxeMa IpeacTaBieHa Ha puc. 4.

PacxoauMocTs B SKBAaTOpHAIbHON IUIOCKOCTH IEPBUYHOTO ITyYKa,
(hopMHEpyEeMOTo aHOIOM PEHTTEHOBCKOH TPYOKH (Ha3bIBAEMOTO TAK)KE €€
dokycom), 3amaercs nepsuunoii meapio DS (Divergence Slit). M3menss
ee MIMPUHY, MOXKHO PEryJIHpOBaTh IUIOIMAAh OCBEIIAeMON MOBEPXHOCTH
obOpa3ma. AKCHAJIIBHYI0  PAacXOJUMOCTh  PEHTI€HOBCKOTO  ITydKa
orpanmumBaroT mensmu Cosutepa. Takum oOpa3zom, Ha oOpaser majaaet
MIEPBUYHBIA TYYOK, PACXOJSIIMNACA KAaK B IKBATOPUAILHOM, TaK W B
aKCHaJbHOM  HampaBlieHWsX. llepem  meTeKTOpoM  yCTaHOBIEHA
BropuuHas mmenb SS (Scattering Slit) u npuemnas mens RS (Receiving
Slit), koTopble OrpaHHMYMBAIOT paccesiHue AUPPArUPOBAHHOTO MydyKa B
9KBaTOPUANBHOM II0cKOCTH; e Coruiepa IpensaTCTBYIOT MONa a0
B JIETEKTOP pPAacCEesHHBIX B aKCHAILHOM HAIIPABICHWH PEHTT€HOBCKUX
Jy4ei.

14



Peructpanms nudpakuMOHHOH KapTUHBI OCYILECTBISIETCS MpPH
CHHXPOHHOM IIOBOPOTE PEHTTCHOBCKOW TPYyOKHM M JETEKTOpa BOKPYT
o01mieil ocu roHHOMETpa ¢ TpeOyeMBIMU YTJIOBBIMH CKOPOCTSMH. J[is
oOecrieueHUs] BBICOKOW TOYHOCTH OTCYeTa yria B JudpaxTomMepax
UCIONB3YIOTCSl  CHEUANbHBIE ONTHYECKHE KOJOBBIE JaT4MKH. B
COBPEMEHHBIX  OU(pakTOMEeTpax Al  PEruCTpallud  KBaHTOB
PEHTTEHOBCKOT'O M3JIy4Y€HHUS! YCTAHOBJICH MO3ULIMOHHO-UYBCTBUTEIHHBIHN
JIETEKTOD, MO3BOJIS IO OJIHOBPEMEHHO PEruCTpUPOBATH
JUQparupoBaHHBIN MyYOK B UHTEpBajie OPITTOBCKHUX YTIIOB A0 2,26°, 4To
3HaYUTEIBHO COKPAIIAET BPEMS CHEMKH.

Anoxn

peHTreHOBCKOH
TpyOKH

IIpuemnas mens
JIETEeKTopa

Ienu Comnnepa

’ Illemu Connepa

Puc. 4. Peanusauus cxemsl bparra-bpenrano Ha nudpakromerpe
Bruker D8 Discover

Peructpanms nudpakuMOHHOW KapTUHBI OCYILECTBISIETCS MpPH
CHHXPOHHOM IIOBOPOTE PEHTTCHOBCKOW TPYOKHM M JETEKTOpa BOKPYT
o0mieil ocu rOHHOMETpa ¢ TpeOyeMBIMU YTJIOBBIMH CKOPOCTSMH. J[is
oOecriedeHUs] BBICOKOW TOYHOCTH OTCYeTa yriia B JudpaxToMepax
UCTIOJIB3YIOTCA ~ CIICLHUAJbHbIC ONTHYECKHE KOJOBBIE JaTYUKU. B
COBPEMEHHBIX  JU(pakTOMEeTpax Al  PErucTpaluu  KBaHTOB
PEHTI€HOBCKOTO M3JIy4YCHHsI YCTAHOBJIEH NO3UIIUOHHO-UyBCTBUTEIIBHBIH
JIETEKTOp, TIO3BOJISIOLIAN OJITHOBPEMEHHO pETUCTPUPOBATH
IUQparupoBaHHBIN TyYOK B UHTEpBajie OPITTOBCKHUX YTIIOB 10 2,26°, 4TO
3HAYUTEJILHO COKPAILAET BPEMsI ChbEMKH.

B nanzoii pabote 3anuch AU(ppaKMOHHOrO CIIEKTPa OCYIIECTBIACTCA
Ha peHTreHoBckoM aubpaktomerpe Bruker D8 Discover ¢
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¢okycupoBkoii o bparry-bpeHtaHo u BepTHKaIbHBIM PaCIIOIOKEHHEM
TOHHOMETpA, BHEITHUH BU KOTOPOT'O MPEACTaBJIEH Ha puc. 5.

Cuerunk

Puc. 5. O6wuii BiJ TOHHOMETPUIECKOT0 yCTpoiicTBa audpaxromerpa Bruker
D8 Discover

VYrpasieHne IUPPaKTOMETPOM OCYHIECTBISICTCS C  ITOMOIIBIO
CIeIHATM3UPOBAHHOTO TIPOrpaMMHOro obecneuenus pupmsl Bruker. B
cocTtaB AU(PPAKTOMETPOB BXOAAT UCTOUHUK PEHTTEHOBCKOTO M3ITyUCHHS
C aHOJIaMHM W3 MeJH, KoOanbTa, XpoMa, MOJIMOACHA, XKene3a, BoJib(ppama,
TUTaHA WU cepeOpa, TOHHOMETp; OJIOKH NETEKTUPOBAHHS W CHCTEMa
ynpaieHust, coopa U 00paboTku naHHBIX. JndpakToMeTp MOCTPOCH 10
onTHueckoi cxeme bparra-bpenrtano, B koTopoit oOpaser mpoosl, hokyc
PEHTTCHOBCKON TpPyOKH W INpHeMHas WIeib JCTEKTOpa HaXoIsATcs Ha
¢dokycupyromeid okpy>kHOCTH. Peructpanust AuppakunOHHONW KapTUHBI
OCYILECTBIISIETCS] IPH CHHXPOHHOM TIOBOPOTE PEHTIEHOBCKOHW TPYOKH M
0Jl0Ka JIETEeKTHPOBaHMsI BOKPYT 00IIeH 0cH TOHUOMETpA ¢ TPeOyeMBIMU
YIJIOBBIMU CKOpOCTsIMHU. JI7isi obecrniedeHrs: BICOKOH TOYHOCTH OTCUETa
yria B audpaxToMepax MCHOJIB3YIOTCS CHELUAIBHBIC ONTHYECKHUE
KOJZIOBBIE 1aT4YUKU. B nanHOM nudpakTomMeTpe It perucTpanuy KBaHTOB
PEHTTEHOBCKOT'O M3JIYYCHHsI YCTAHOBIJICH NO3UIMOHHO-9yBCTBUTEIIBHBIH
JETEKTOp, MO3BOJIIONIMK OJHOBPEMEHHO PEruCTpUpPOBaTh audpa-
TUpPOBaHHBIM My4OK B YIJIIOBOM HHTepBaje 10 2,26°.
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KoHcTpykTBHO audpakToMeTp BBIIOJIHEH B BHAC OTAEIBHBIX
MoIyJel, PyHKIMOHAIBHO CBA3aHHBIX MEXLY COOOH U YIPaBIIEMBIX 10
3aJlaHHOM IIporpaMMme OT KOMIbIOTepa. B cilydae 3aMeHbl OJHOTO W3
MoayJel aAuppakToMeTpa MporpaMMHOE OOecleYeHHe aBTOMAaTHYECKH
¢buKCHpyeT U3MEHEHHS, IPOU30IICANINE B KOHPHUTYpauu ONTHYECKON
CXEMBI ammnapara.

Hwke IMPUBEACHBI OCHOBHBIC TEXHHUYCCKUEC XapaKTCPUCTHUKHU
UCIIOJIB3YEMOTO B paboTe qudpakTomerpa.

Ha puc. 4 mnpencraBneH BapwaHT cxeMbl bparra-bpenrano,
peanu3oBaHHbIil Ha nudpakTomerpe Bruker D8 Discover.

OcHOBHbIe TeXHHYECKHe XapakTepucTuku qudpaxromerpa D8 Discover

Jlnamna3oH yrioBOro mepeMemeHust 00pasna, TPal. ......c.cceee... 360

JlnarasoH yriioBOro nepeMerieHns 6J0Ka JI1eTeKTHPOBaHUS

(20), TPAI. et e -110<20<168
JIMCKPETHOCTh OTCYETa JATYUKA YIUIA, TPAM. couvirenearnannnie, +0,0001
Bocnpon3BoauMocCTh pe3ysibTaToB U3MEpeHHH yria, rpaxn. ...+ 0,0001
CXOIUMOCTb PE3yJIbTATOB M3MEPEHUH YA, TPAd. ..o.evwn. ... 0,0005

CKO cnyyaiiHOol cOCTaBIAIOUIEH OTPEUIHOCTH

mudpakToMeTpa Ipu U3MEPEHUH YTIIoB (20), Tpam. ............. 0,001

[Ipenen momycTMOi aOCOTIOTHOM MOTPEIIHOCTH

g pakToMeTpa Ipu u3MepeHun yrios (20), rpan. ............. 0,01
MaxkcuMarnbHast yrioBasi CKOpOCTh CKAHHMPOBaHUs OJI0Ka

JNETEKTUPOBAHHUS, TPAIY/MUH ... .euvneeeraneaeneienenenenenennenennes 200
MakcumanbsHasi yCTaHOBOYHAs YIJI0Basi CKOPOCTb

nepeMeIeHust 6JI0Ka JeTeKTUPOBAHUS, TPAL/MUH ............... 1500

Pazuyc chepbl pacXOmKICHUSI OCCH, MKM .......cvvvnneeennnennn. 10

HamnpspkeHne muTanust, B ..., 220 (+ 10/ -15%)
[otpebisemast MOIIHOCTE, B+ A ..oooiviii i 6000
['aBGapUTHBIC PABMEPBI, MM ... ...cunnaeennanennaeannneeenneeenns 2035%1400x1255
1Y B Te o T -4 (P 550

JuanazoH pabounx TeMrepatyp, °C .......oovvrviiiinninennnn. +14 ... +34
CKopoCTh M3MEHEHHUS! TeMIIepaTypbl He Oojiee rpay/d ... ....... 0,5
OTHOCHTETBHAS BIaXKHOCTD BO3LYXa, Y0 ..vvnveienievinineene 20-80
MaxkcuManbHOe 3HaYeHHEe aMIUTUTYAbl BUOpanuii B 1ojoce

qacTOT 10 — 55 I'I1 HE OOJIEE, MKM ...vivivivininenenvnenenanenannns 15

4.2. Ilpozpammusiii komnaexc DIFFRAC. TOPAS

DIFFRAC.TOPAS — mporpaMMa, OCHOBaHHasi Ha aHAJIN3€ MPOGUIIS
pPEHTreHOBCKOW JmHMH. JlaHHas TporpaMma TIPENCTaBIIsIET COOOU
0000IIEHHYIO CUCTEMY MOJATOHKH (POPMBI TUHUU K HCXOAHOM IO METOTY
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HENMHEWHBIX HAMMEHBIINX KBaapaToB. TOPAS o0beanHseT pa3invHbie
BUJIBI PEHTTCHOBCKOTO M HEHTPOHHOTO AM(PAKIMOHHOTO aHAIN3a
Omaronmapsi MOAJEPKKE BCEX METOAOB CIIKUBaHHSA MPOGUIIS
PEHTICHOBCKOH JIMHMM, NPUMEHAEMBIX B HacTofllee BpeMs B
HOPOIIKOBOW TU(PPAKTOMETPHH.

Oxpad TOPAS cocTouT U3 3JIEMEHTOB, IPEICTABIICHHBIX Ha pUC. 6.

o~

12

-= 13

Puc. 6. Bun skpana:

1 - cTpoka MeHIo; 6 — okHo mapameTpoB; 10 — okHO GBICTpOTO

2 — maHenb 7 — pexuM YBEIIUYCHMUS;
HHCTPYMEHTOB; uHTepdeiica, 11 — okHO TOMCKa IHKa,
3 — pabouas 30Ha,; 8 — OKkHO onmcaHus 12 — okHO mapameTpoB
4 — OKHO CKaHUPOBAHMU, HHKOB,; YTOYHEHHUS,

5 — crpoka coCTOsHUS; 9 — OKHO omIwii; 13 — ykazarens hkl

Pabouas 30Ha ciyxuT B KadecTBe 00JacTH JEMOHCTpAIMH
CJIEeNYIOLIUX BUIOB:

Oxno ckanupoBanusi (Scan Window) - dakrugyeckoe toie
nestenbHOCTH. K HEMy OTHOCSATCS CHENYIONME BUIBI Omepanuii (B

18



CKOOKax yKa3aHbl HMKOHKH OBICTpOTO  JOCTYIla Ha  MaHEIH
WHCTPYMEHTOB):

okHO G6wIcTporo yBemwuenus (Quick Zoom Window E E)
okHo niorcka nuka (Peak Search Dialog k&)
oxHo omucanus mukos (Peak Details Dialog _JL)

oxno omwmii (Options Dialog E""r);

pexum untepdeiica (Fit Window Jﬂli);

okHO mapameTpoB yrounenus (Refinement Options Dialog).

OxHno napamerpos (Parameters Window /5) MpeICTaBIsIeT BCe
JOCTYIIHBIC IapaMeTphl, KOTOPbIE MOKHO YTOYHHTH (TI€PECUMTATh), U
OpraHW30BaHHO B BHJEC HMEPAPXUYECKOTO JPEBOBHJIHOTO MEHIO.
Pacmonosxenne okHa mapaMeTpOB ONPEAEIACTCS] CAMUM OJIb30BATEIIEM.

Ipocmorp crpykrypsl (Structure Viewer) / Oxno pemaktopa
tBepaoro tena (Rigid Body Editor Window) mmosBosieT Bu3yann3upoBaTh
KpUCTAJUIMYECKHE CTPYKTYpsl U 3D  3nekTpoHHBIE IUIOTHOCTH,
NpeaycMaTpuBaeT CO3AaHUE U PEOAKTHPOBAHHE CTPYKTYpPHI TBEPIBIX
TeJI.

PaccmorpuM  monpoOHEEe DNIEMEHTHI  JIPEBOBHIHOIO MEHIO H
CBSI3aHHBIC C HUM CTPAHUIIBI CETKU JIaHHBIX (puC. 6).

I'moGanbHBI  pa3gen MO3BOJSIET NPOCMATpUBAaTh M YHPABIATH
IOOATEHEIMH HacTpoiikamMu yTouHeHHUs (mepecdeta). [Ipm 3arpyske
Oonee omHorOo (haiia AAHHBIX TIIOOAJBHBIN pasfen OCYLIECTBISET
yIpaBJIeHHEe HACTpOHKaMH CEepuM, B KOTOPHIX BCE IapaMeTphbl
YTOUHEHMs, oOLIMe Uil BCEeX AMANa30HOB, MOXKHO IPOCMAaTpUBaTh U
VIPaBJISATh MU KaK WHIUBHUIYalbHO, TaK M OJHOBPEMEHHO JJIS BCEX
Cepui.

[MToxypoBHSIMH TI100ATBHOTO pa3zeia SBISOTCs (puc. 7):

ypoBesb ¢pona (Background);

obopynosanwue (Instrument);

nonpasku — Ceeptku ¢pynkuii (Corrections - Convolutions);

pasuoe (Miscellaneous);

BeIBOI AaHHbIX (Display), kotopsrit ob6ecnieunBaet qudhepeHnanno
CBOWCTB BBIBOJIA Ha DKpaH, BKJIIOYAs IBET, Pa3Mep CUMBOJIOB U IIUPUHY
JIMHUY U KaXI0W CEpUH JaHHBIX.
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Kpome Toro, MOryT 0TOOpaXaThCst CIACAYIONIUE TYHKTHI:
Bece i (All Peaks);
Bce cTpyktypsl / hKI dassr (All Structures / hkl Phases).

4> Parameters F2

=-Ca —
= Backaround Convy.step/ Calc.step ] [F\Ie Stats l [ Global Stats/Convergence criterion l [ Fipts/Tex ]
+-23 Instument Display  |Path
+-{_J Corrections - Corvolution 1 v C: Topas4i TukoriahQaiDa-8488. raw
3 Miscellaneous 3 v C: Topas4 TukoriahQaiDe-a486. raw
{1 Display 3 W  C\Topas4)TukoriahQa\De-8487 . raw

+-[3 All Structures/hkl Phases
+- 1 AllPeaks
W D3-8488 1aw

+- W DE-B486 1w
W DE-8487.1aw

Create Indexing Range

Load Emission Profile for Selected Files
Load 5TR(z] for Selected Files

Load CIF(z] for Selected Files

Load INP, PAR for Selected Files

Load d_ls - DIF, UxD for Selected Files
Replace Scan Data for Selected Files
Feverse data and make x-a=iz positive far 5
Paste INP to Mode/5 elections

Puc. 7. 'moGanbHBIi pa3zaen u cBA3aHHAs C HUM CETKa JaHHBIX

Ilpu 3arpy3ke cepun  gaHHbix  (daitn .RAW)  cosmaercs
JIOMONHUTENbHAs BKIanka cepud (Range), koropas HMeeT uMs,
COBMAJAIONIEe C MMEHeM mcxonHoro (aima manHbX. Cepuul TaHHBIX
MOTYT OBITH BKJIFOUEHBI/BBIKIFOUEHBI MPU ToMoInu (iaxka (puc. 8,
Global, sxmazxka Path).

IMoxypoBusiMu pasnena Range smnstorcs (puc. 7) CleAyromIue.

1. Tpodwmas osmuccum (Emission Profile) maer Bo3MOXKHOCTH
O00aBNATh WM YAAIATH JIMHUM SMHCCUH, KOTOpble (OpPMHUPYIOT
OMHUCCHOHHBIH  NpouiIb  PEHTTEHOBCKOrO  WcTOYHWKa.  Jlnd
nmabopaTopHOTO nmU(paKTOMETpa BEIOOP 3apaHee OMPEICICHHOTO
npoduis SMHCCUM JOCTYNeH B jaupekropun LAM, B kortopoi
NpeAcTaBIeHbl HanboNee paclpoCTpaHEHHBIE MaTepuallbl  aHOAA
PEHTTEHOBCKON TPYOKH.
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4> Parameters F2

0
[ Emission Profile Use |Yalue Code  |Error Min [ax ~
1 Background Background
3 Instrument Chebychey v @
3 Corrections Order 5 4»
1 Miscellansous 1/% Bkg cal @ 0
=+ Structures? hkl Phases Goniometer radii
+- [ PS04 :
Primary radius {mm) 173
Secondary radius {mm) 173
Equatorial Convolutions
Point detector 2
Receiving Slit Width (mm) W 0.2 Fix a
FDS Shape, angle() v 1 Fix 1]
Add Structure Beam spill, sample leng! [ 50 Fix a
Add Peaks Phase Y05 irradiated length (mm [ 12 Fix 1]
Add bkl Phaze Y05 Scale Inkensity [
tua: i\TFT[]S] Capillary [
oa &
Load INF. 4R :S::E:E ”:
Load d_ls - DIF, UXD
Saveif displayed Yobs Yeaic.Difl Phases B Aial Convolutions
FReplace Scan Data Full Axial Model v
Feverse data and make »-awis positive Source length (mm) 1z Fix 1]
Delete Range Sample length {mm) 15 Fixt a
Paszte INP to Node/Selections RS length tmm) 12 Fix o v
>

Puc. 8. Paznen Range W CBsI3aHHAsI C HUM CETKa JaHHBIX. Bce YKa3aHHbIC
napamMeTphbl 3HAYCHHUI U KOJIbI CETKH JIAHHBIX MOryT OBITh OTO6pa)KeHLI 1 U3MCHCHbBI

2. VYposenp ¢ona (Background). lns 3amanusi ypoBHs (oHa
JNOCTYNHBI JBe (YHKIMHU: NONMHOM YeOblmieBa J000T0 MOpsAKa H
¢bysxmms 1/X.

3.  OO6opymosanme  (Instrument) oOecrmeunBaeT  OnMcCaHWe
WHCTpyMeHTaNbHOH  QyHKOuu. [ npubopo, pabortarommux B
TEOMETPHH  pacXoAsllerocs Iydka, Takue (yHIaMeHTalbHbIC
napaMeTpsl MeToja, KaK pPajnyc IMEpBHYHOTO M BTOPUYHOTO Kpyra
TOHHOMETpa, NIMPHHA MIeJeH U T.J., JOCTYIHbI BO BKIIAJIKE MApaMeTPOB
pacxosierocs mydka (Divergent beam).

4. Tlonpaeku (Corrections) obecneuuBarOT Takue QYHKIMH
KOPPEKTHPOBKH, Kak  CIBHI  MaKCHMyMa, KOPPEKTHPOBKA
WHTCHCUBHOCTH, U3rub 00pasiia.

5. Pasnoe (Miscellaneous) — Bknajka, comepxaiias MPOYUE OIIHH,
cpemy KOTOpBIX €cTh (YHKIHS pacdera CTENCHH KPHCTAJUIMYHOCTH
(Degree of crystallinity).

Kpowme Toro, MoryT 0ToOpakaThCsi CIICAYIONIUE Ty HKTHI.

1. Orpaxenus ¢assl (Peak Phase) — Bkiazika, obecrnieunBaromas Bce
napameTpbl, HeOOXOAUMBIE JIJIsl ONIMCAHUS KaK eTUHUYHOMN JIMHHUH, TaK U
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Bcero crektpa obpasma. Ilepras Bkmagka «OTpaxkeHust (as3pl» Oyaer
CO371aHa aBTOMATHYECKH B TOM Ciydae, KOTAa OJHA W3 JMHUH OblLia
BBICTABJICHA BPYYHYIO WJIM ObUI BBIMOJHEH MOWCK MOJOXKCHUS JTHHHM.
[Mpoduns MUHMIA MOXKET OMUCHIBATHCSA pasHbMH QyHKIHAMU: FP, PV,
PVIlI, SPV u SPVIl. Takxe wuMerTcS BKIAJKH C HEKOTOPHIMHU
XapaKTepUCTUKaMU NpO(UIIS JMHHUK, MCIOIb30BaHUE KOTOPHIX Oyner
paccMOTpEeHO B TPOIIECCe OMUCAHUS TA00PATOPHOU PabOTHI.

2. hkl-dasa (hkl Phase) — Bkmamka, koTopas obOecrieuyuMBacT BCe
napaMeTpsl, HeOOXOJMMBIE ISl ONMCAHUS Pa3JIOKEHUS CIIEKTpa BCETO
oOpa3siia Ha (a3bl.

3. Crpykrypa (Structure) obecrmeunBaeT BCe MapaMeTphbI,
HEO0OXOIMMBIE JUI YTOYHEHHSI CTPYKTYpBl MeTOI0oM PuTBeInb/a, a Takke
JUTSL KOTMYECTBEHHOTO aHanu3a Pureenba.

4. Crpyxkrypst / hkl-¢assr (Structures / hkl Phases).

5. Ilopsinok BeINOTHEHNS Ta0opaTOPHON padOTHI
5.1. 3anuce cnekmpa nopowikoeozo oopasya

[pu pacmmdpoBKke KPUCTALTMIECKON CTPYKTYphI MaTepralia BakHa
TOYHOCTh SKCIHEPUMEHTAIBHBIX JaHHBIX, IMOJTOMY 3alllCh CIEKTpa
HEOOXOJMMO TMPOBOAUTH C MAIEHBKUM IIaroM Mo yriy 20 u Gonbmmm
BpEMCHEM  HAKOIUICHHWSA.  3amuch  AUMPAKIMOHHOTO  CIEKTpa
MTOPOIIIKOBOTO MaTephalia OCYIIECTBISETCA Ha mudpakromerpe Bruker
D8 DISCOVER c ucnonszoBannem m3iydenus: CuK, mpu cremyrommx
napameTpax CKaHUPOBaHUSI:

®  YIoJI PacXOJUMOCTH TepBHUHOM menu — 0,3°;

YTOJ pACXOUMOCTH BTOPUIHOM Tiieu — 3°;

YTOJI PacKphITHS cueT4ynKa — 2,26°;

MIEPBUYHBIC U BTOPUUHBIC akcuanbHbIe menu Comiepa — 2,5°;
mar ckanuposanus — 0,1°;

aKkcro3unyst — 1 c.

5.2. Obpabomka IKCnepumMeHmManbHbIX OAHHBIX

AHanmu3  cmeKTpa ~ MPOBOAUTCA B MPOTPAaMMHOM  cpene
DIFFRAC.TOPAS v.4.2.
Iar 1. UMnopT gaHHBIX.
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B otkpeitom okne TOPAS naxwmure File — Load Scan File. U3
IAPEKTOPHH, TIPEITIOKECHHOM TIperrogaBaTeiieM, Beioepere daiin .RAW ¢
3alMCaHHBIM PEHTTEHOBCKUM CIIeKTpoM. HaxxmuTe B 00xacTH criekTpa
npaBoil kHomKkoi Meim Unzoom (ymensmenue). Ha skpane mosBUTCs
YMEHBIIIEHHBIH BUJI BCETO CIEKTPA.

HIar 2. TTouck oTpaxeHui.

Ha manenmu MHCTPYMEHTOB HA)XMHUTE HKOHKY h& (Search Peaks —
MOMCK OTPaXCHWH WIM NHKOB). B mosBuBIIEMCS OKHE B KayecTBe
WHCTPYMEHTAILHOMN IIMPHUHBI PEHTIeHOBCKOTO oTpakeHus (Peak Width)
ykaxure 0,14 u moporosoro mryma (Noise Threshold) — 2. Tlocrne
Ha)XaTusi Ha KHOMKY no0aButh orpaxenus (Add Peaks), nma skpane
OTOOPA3UTCsl CHEKTP C yKa3aHWEM YTJIOBOTO IMOJIOKEHHsS KaKIOro H3

oTpakeHud. B COOTBETCTBUM C 3TUM B JIPEBOBUAHOM MEHIO IMOSBUTCS
BTaKa co smauxom - Feaks Fhase [Ipu HaXaTHu HA 3Ty HUKOHKY
OTKpBIBaeTCI OKHO, B KOTOPOM HEOOXOAMMO OIPENEeNuTh BUJ
AnmNpPOKCUMHUPYIONICH (YHKIMHU OTpakeHH#. [l 3TOro MBIIIKOM
BeIZIeMTE crojben «Ttum» (Type), Kak MOKa3aHO Ha puc. 9, 3areMm

BI)I6epI/ITe U3 TIPCIVIOKCHHBIX BUIOB aIllIpOKCUMAIlIuHU (1)}’HKI_II/IIO IICEBIO-

®doiirra (PV) (c momomipio KHONKK ¥ ) U HaxkmuTe Run.

Fle View Ft Lanch Took ‘window Help
D Eda &~ 0

[ Background
+ (3 Instrument [ LoHB m) | [ Lvol-FwHM tnm | [ 20 | [ Addiional Comvolutions | [ Fipt/Teat
{4 Corrections - Convokition [I7E use postion._|area Cry size L(nCry size G (fstrainL
£ Miscallaneous pl v [V 1saress 419538 L+ 200 01
[l 204435 109.606 1025 2000 01
Py [ 2569239 2752497 2.1 2000 04
=M Y2olaraw
PHC' 9 OHpeﬂeHeHHe [ Emission Profile Py [V 20,1063z 190047 137.1 2000 0.1

1
2
3
4
aHHpOKCI/IMI/IpyIOU_[ef/'[ {3 Background 5 Pw [V 31.48882 16.40635 335 200.0 0.1
6
7
8

(4 Display
% 3 All Peaks

3 Instnument Py [V 3374595 5924323 |136.2 200.0 0.1

byHKIHII 23 Coectons
3 Miscellaneous
). Peaks Phase

Py [V 3586511 1461963 1247 2000 01

Py W srase 9928213 1110 2000 01
B ¥ 308400 2187293 1457 2000 0.4
10 Py [ 4166347 3873538 1171 2000 0.4
1 e [ 4345608 3540072 1602 2000 0.4
Hide peak sticks Aliz e [V 4686719 137.9107 1314 200.0 0.1
Save Phase 13 Py [V 4g.50465 2136.209 (172,68 200.0 01
g:z:;{:ksjz E;Falig 14 Py  S0.05743 197831 1293 2000 O
Create Indesing Range 15 Py [V 5164857 3472403 829 00 01
Create Panley range e e (e U E

Hlar 3. Onucanue napaMmeTpoB SKCIEPUMEHTA.

[Ipu packpseiTiH B ApeBOBHIHOM MeHIO BKiagku .RAW otobpasurcs
PSII TIOJIBKIIAQIOK, KOTOPBIE HEOOXOANMO 3allOHATh B COOTBETCTBHH C
napamMeTpaMu ChbeMKH KOHKPETHOTo criekTpa (puc. 10).
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Floace Mode: Fil Zosmod G

Puc. 9. O0wmmii BUJ 9KpaHa IpH OIHMCAHUH ITapaMETPOB ChEMKH CIIEKTpa

1. Omucanune npoduas smuccun (Emission Profile). Tpu maxkatnn
npaBoil KHOMKHM MBIIIK OTKpPbITH BKIanky Load Emission Profile u
BeIOpath daitn CUKAS, pacnonoxennsiit B C:\TOPAS4\LAM.

2. Onucanne ¢ona (Background). Beibpath omnricaHue ¢ MOMOIIBIO
monuaoma YeObrmesa (Chebychev) msroro mopsaka (Order), xak
NOKa3aHo Ha puc. 11.

3. Omnucanme mnonpaBok (Corrections). IIpoBeputs omHOKy
yYCTaHOBKM HyJIs (ZEr0 error), 1 yCTaHoBHThH KOJ Ha yrounenue Refine.
Taxoke He0OX0AUMO yuecTb 3PQEKThl MONAPU3AIH, ONPEACISFOIUECS
BTOPUYHBIM TPapUTOBBIM (QUIBETPOM (B cilydyae HeoOXoAuMocTH). s
storo ycraHosuTh LP factor coorBercTByrommmM Op3rroBckoMy yriry
260 = 26,4°.

PaccMoTpeHne OCTanpHBIX MHapaMeTpoB B JIaHHOM Cilydae He
obs3arensHO. [locme 3amaHust mapameTpoB dKcrepuMeHTa (Tabm. 1)
HEOOXOMMO yTOYHHTH TOJIOKEHUE JIMHUN W OMHCATh CHEKTP B LIEJIOM.
DTOT mpolecc MPOUCXOJAUT TMPH HAXKATHM KHONKH RUN B pexume
untepgeiica. Knomka RuUn Ttakke Wcmoib3yercs Ui yTOYHEHHS
XapaKTEPUCTUK, KOTOPBIE HAXOmATCs B cocTosumu Refine (yrounuts).
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[&] TOPAS - [Pbsod. raw]

File  Wiew Fit Launch Tools  ‘window  Help

U R e A 02w I E

-3 Global
23 Emission Frofile Use Value Code
i § B ack ground| Chebychey v @
1 Instrument Crder ) 4)
{23 Corrections 1/ Bkg [ 1000 Refine
1 Miscellaneous
= Peaks Phase ¢
1 Peaks P¥
Coefficent | Error
1 154,655 a
2 5921781 0
3 o a
4 0 a
Paste INP to Node/S elections S0 0
6 Jo a

Puc. 10. Onmcanue ¢pona

Error Min Max

a

)IaHl-lLIe 0 mapamMeTrpax CbeMKH CIICKTpa

Ta6auua 1

O6opynoBanue OtmMmeTKa 3HaueHue

Goniometer Radius Primary (IlepBuunsiii ) | 360

(paanyc TOHHOMETpPA) Secondary 360
(BropuuHslit)

Point detector "

(TOYEYHBIH IETEKTOP) i

Receiving Slit Width (mm)

(upuHa HNPUHUMAIOIICH

IETIH)

FDS Shape, angle (°)

Full Axial Model v

Primary Soller (°) I

Secondary Soller (°) [

lar 4. OnpeneneHue NapaMeTpoB JIMHUH.

Ilpu packpeiTuu Bkiamok Peaks Phase — Peaks PV — Values

HoJTyyaeM TabJMIly CO CICAYIOIUMU napamerpamu (puc. 12):

e mnonoxeHue oTpaxkenus (Position);
e HHTErpajbHas HHTEHCUBHOCTH (Area);

e [HMpHHA JUHUH Ha TosoBUHE BeicoTe (FWHM).
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[&] TOPAS - C:\Documents and Settings\Tana\Mom goxyme HTbi\Fe - Nik119_nogorHaHHbii. pro - [000119.

File  “iew Fit  Launch Tool:  ‘“Window  Help

DR dea s A VREE o0 LT

| : -
12w oo >
[ Emission Profile [ 5chener | [ Lol frm) | [ LvalPwHM irm) | [e0 | [Fipt/Test |
(3 Background Use |Position_|area P Lor,

3 Instrurnent

1 Corrections
1 Miscellaneous
=1-_). Peaks Phase
1 Peaks PV

42,3953 4.5522 0.1511745 0.0015920%
43.53028  7.646842  0.4013647 0.0385074
44.53772  35.06439  0.6630382 0.00102719
64.63069  50.88955  1.413216 0.999939
7450743 1302354  0.3349164 0.1038073
§1.77036 3457775 09361202 0.6395
90.31399 15901958  0.6133804 0,999939
1152447 85777658 3.120307  0.3930443
1362443 |53.48274 2585469 | 0.6691395

EUR U U U I

Paste INP to Mode/Selections

Puc. 11. Bux yacti 5kpaHa MOHUTOpPA IIPH ONPEIeTICHUH ITapaMeTpOB
PEHTI€HOBCKUX OTPaXKCHUH

Hlar 5. OnpeneneHue CTPYKTYPHBIX XapaKTEPUCTHK.

JInst omMcaHus TaKMX CTPYKTYPHBIX XapaKTEPUCTHK 00pasiia, Kak
OJIOKM KOTEPEHTHOTO PACCESHHUSI, MHUKPOHAMPSHKCHUS W MapaMeTpshl
KPHCTATMYECKOH perieTky, ucnoib3ytot pynkiuto hkl Phases. Jlanuyro
(GYHKITHIO MOKHO JTOOABUTDH TPH HAKATHH HA TPABYIO KHOIKY MBIIIN B
obmactu ukouku .RAW npesoBuaHoro mento u Beiopats Add hkl Phases.

ITpu 5TOM MOSBUTCS MKOHKA -+ 200 hkl Phase (puc. 13). Ilpu HakaTuu
Ha 3Ty UKOHKY OTKPBIBACTCS TabJHIIA, KOTOPYIO HEOOXOIUMO 3aMOTHUTh
JMAHHBIMH O TIPOCTPAHCTBCHHOW TIpyNIe W IapaMeTpax peIeTKH,
noiaydeHHsiMu n3 EVA. [Ina ompeneneHus OJOKOB KOTEPEHTHOTO
paccesiHus HeoOxoauMo oTMeTuTh Cry Size L v yCTaHOBHUTH HAaYaIbHOE
sgauenue 200,0 HM, a Takke OTMETUTD Strain G ¢ HaYaubHbIM 3HAYEHUEM
0,1. Jyis yrouHeHHs BBEJACHHBIX MMapaMeTpoB oTMeTUTh Refine psimom ¢
KaX/IbIM JJAHHBIM U HakaTh Run. ITpu HEOOXOIUMOCTH MPOIIECC MOKHO
moBTOpHUTh. Ecin a3 Heckompko, To HeoOxomumo cosmarhk hkl Phases
JUIA KaXXIIOM U3 HUX.
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[&] TOPAS - [Pbsod. raw]

File  “iew Fit  Launch Tools

Window  Help

O N e a3V

2 @3 Global r o -
S Pheod raw ‘ Phase Detailz | [ Peak Tupe ] [Addltlonal Convolutions ] [ Rpt/Text ]
[ Emission Profile Use |Value Code  |Error Min ~
1 Background Use Phase v
3 Instumert Le Bail [
3 Corections Delete hkls on Refinemer [v
1 Miscellaneous LP Search [~ o4
: ZA-S' ﬁzt;l;:zf hkl Phases Spacegroup Irn-3rn .
aiE) 28000000 Refine  0,0000000
Scale [T o Fix 0
Cry Size
Cry size L {nm) [v zoo.o Refine 0.0
Cry size G (nm) [~ zo0.0 Refine 0.0
LYal-IE (rirm]) [~ o.o00 0,000 k:
L¥al-FWHM {nm) [~ 0.000 0,000 ki
Save Phase Strain
Create st phase Skrain L [7 o1 Refine 0
Delete bkl Phase Strain G v 0.1 Refine 0
Paste INP to Mode/Selections e [~ 0.00000 0.00000
Wit Ristveld 0,000 0,000 4

Puc. 12. Bua skpana npu onpeaeneHn 6JI0KOB KOT€PEHTHOTO PacCestHUs
U MaKpOHaNPsKEHUH

OmnpenenuMm CTPYKTYypHBIE XapaKTEPUCTHKH MOPOLIKOBOro o0Opasma
METOI0OM HOJHONPO(UIBHOrO aHajau3a AUMPAKIUOHHOTO CIIEKTPa
(meron PutBenbaa) B mporpammuoii cpene DIFFRAC. TOPAS v.4.2.

Jna nmonmHoro omucanust nporpammuoro nakera DIFFRAC.TOPAS
v.4.2 He0OX0AMMO paccMOTPETh OJHY U3 BaXKHBIX (GyHKIMiA — Structure.
Jannyro QyHKINIO MOKHO 100aBUTH NPH HAKAaTHU HA MPaBYIO KHOIKY
MBI B obmactu ukoHkd .RAW mpeBoBuaHOrO MeHio U BbiOpats Add

Structure. Tlpm >TOM NOABUTCA HMKOHKA . B nmanHom
cilydae, Kak v B IpebIAyIIeM, HeOOX0IUMO PaCKphITh BKIAAKY Structure
Y BBECTH JJAHHBIC O KPUCTAJUTUUECKON pelieTKe (apamMeTpbl peneTKh) 1
0 TIPOCTpaHCTBEHHOH rpymme (Space group), momydeHHsle u3 EVA, B
tabnuity u yrounuth ux (Refine) (puc. 14). Takxe ormeruts Cry Size L
u Strain L u yka3atb HauanbHbie 3Ha4eHus 100 u 0,01c00TBETCTBEHHO 1
OTIIPAaBUTH 3HAYCHUS HA YTOUHEHHE.
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4 Parameters F2

[ Glabal | Stucture | [Peak Type ] [Addlt\onal Convolutions ] [ Rpt/Text ]
=M Pbsodraw
3 Emission Profile Use Yalue Code  |[Error Min Max
{21 Background Use Phase v
3 Instrument Spacegrolp P_b_n_m
(3 Conections a (B 6.9590000 @ 00000000
3 Miscellaneous b (&) 84820000 @ 00000000
+-[_3 Stuctures/ hkl Phazes ¢ (R) 5.3970000 @ 0.0000000
FbS04 - .
=8 Scale ¥ 0.0001 @ il
Cry Size

Cry size L {nm) M 100.0 @ 0.0
Cry size G (nm) [~ z00.0 Refine 0.0
L¥al-IE {nm}) [ 0.000 0.000 k: 1
L¥ol-FuyH {nm) [ 0.000 0.000 ke 0.88
Strain
Strain L v oo @ 0
Strain G | B Refine 0
el [ 0.00000 0.00000
‘Wt Rigtveld 0.000 0.000
Wit of Spiked [~ 0.000
Cell Mass 0.000 0.000
Sawve Structure in STR format Cell volume (83 0.00000 0.00000
Wiew/Hide Structure Cry LAC (1fem) 0.000 0.000
Create hkL|< phass Cry Density (g/cm™3) 0,000 0,000
Dielete Stucture
R Bragg 0.000

Paste INP to Node/Selections

Puc. 13. Onucanue CTpyKTypbl

[Ipu packpbITHU BKJIAIKH Structure oTKpbIBaeTCsl sl MOABKIIAIOK.
OcTaHOBMM BHUMaHHE Ha TOJBKIIAIKH Site.

Heo0OxomuMo BCTaBHTh MSITh CTPOK, YKa3aHHBIX B Tabl. 2, myTem
BeIOOpa Add site at bottom. Dtu maHHBIE ONpeneNsIOT KOOPAWHATHI
KQK/IOTO aToMa KPUCTAJUTMYECKOM pEIISTKH, €ro BaJCHTHOCTh H
3aHUMAaEMYIO TTO3HIIHIO.

Ta6auna 2
)Iamn,le (1] KpHcTaJIJIH‘IeCKOﬁ CTPYKTYp€ BelleCTBa
Site X y z Atom Occ B [AY]
Pb 0,1667 0,1879 0,2500 Pb+2 1 15
S 0,1842 0,4367 0,7500 S 1 0,7
o1 0,0960 0,5920 0,7500 0-2 1 19
02 0,0430 0,3060 0,7500 0-2 1 1,8
03 0,3090 0,4180 0,9740 0-2 1 1,3
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[Mepexmtountbes Ha crpanuiy kozabl (Codes) (puc. 15) u M3MeHUTH
BCE YTOUHsSEMbIC KOOPJHMHATHI, KpoMe KoopauHaThl Z, Ha Refine.
3armycTUTh yTOYHEHHUE MPHU MOMOIIM KHOTIKKA Run.

(& TOPAS - [Pbso4.raw]

File  View Fit Launch Toos  ‘Window  Help

O il e & AV RREE oA

Zl ®-3 Global H
-\f'alues -Eodes -Errors .-M\n .-Mak -H 1/ Text
-l Pbsodraw P
{3 Emission Profile Site  Mp|x Y 2 Atom | Occ,  |Beq,
{3 Background 1l 0 0.00000 000000 0,00000 1 1
3 Instrument E 0 0.00000 0.00000 0.00000 1 1
L CQHBCliDnS E 0 0.00000 0.00000 0.00000 1 1
03 Miscelaneous 4 0 0.00000 0.00000  0.00000 1 1
* E‘ g:'“’::“'ﬁf hidl Phases 5 0 000000 000000 0.00000 1 1
= ucture
1 Sites
{1 Preferred Orientation 8 L4
Site Mp |x Vi z Atom |Occ.  (Beg.
1 0 0.00000 0.00000 0.00000 1 1
2 0 0.00000 0,00000 0.00000 1 1
Add Sitels) before selected sitefs) £ g 0.00000 000000 |0.00000 ! !
Add Site at battom il 0 0.00000 000000 0,00000 1 1
Add Atom at selected sitefs] & 0 0.00000 0.00000  0.00000 1 1
Paste INP to Mode/S elections
< ¥

Puc. 14. Bux okHa mapaMeTpoB IPH BHECEHUH TapaMETPOB, ONPEAEIIIONINX
KOOPJUHATBI aTOMOB KPUCTAIIIMYECKOH pelIeTKu

[Mpn HaxaTu Ha UKOHKY Structure ortkpbIBaercs Tabnwma, U3
KOTOPOI HEOOXOIMMO BBIIMCATH YTOUHEHHBIE JaHHBIE.

Coaep:xanue oTyera

OT4eT HOoIDKeH COAepKaTh: Pe3yNbTaThl pacueTa AU(PaKTOrpaMMBl,
TpEeACTaBIEHHON B Buae Tabmunbl u crektpa [(20), B 3akmroueHun
HEOOXOAMMO  TPHUBECTH  MapaMeTpbl  DJIEMEHTApHOHW  SYEHKH
pacumpoBaHHOH CTPYKTYpBl, ONHUCATh CTPYKTYpPHOE COCTOSHHUE
KPUCTaJNIMYECKON PELIETKH HCCIEIOBAHHOIO MAaTepHala C yKa3aHUEM
pa3mepa bKP, MuUKpouCcKkakeHHil, CTENEHN KPUCTALNTMYHOCTH.

BxoaHoil KOHTpPOJIb

1. BeiBenute Gopmyiy Byneda-bperra.
2. PacckaxuTe 0 peHTICHOBCKUX Au(ppakToMeTpax ¢ (OKYCHPOBKOH
no bparry-bpenrano u no 3eemany-bonuny.
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3. Hapucyiite nNpUHIUNHATBHYIO TEOMETPHUYCCKYID  CXEMY
I(HPAKITMOHHON ChEMKH.

4. Onummure 0COOCHHOCTH PETUCTPALUU TUPPAKITUOHHON KApTHHBI B
MeToJIe TupaKTOMETpa.

BpIxoaHOI1 KOHTPOJIb

1. KakoBel ocobenHOCTH (HhOKYCHPOBKH 1O bparry—-bpentano u mo
3eemany—-bomuny?

2. llepeuucnure MHOXHUTEIHM HMHTEHCUBHOCTH IU(parupoBaHHOTO
W3ITy4EHHS.

3. Kakum 00pa3oM HHCTpyMEHTanbHbIE (PaKTOPHI CKa3bIBAIOTCS Ha
npoduie TuppaKIHOHHON TUHUH?

4. Kakue ¢usnyeckue sIBICHHUSA ONPEICISIOT BBHIOOP ONTUMATbHBIX
PEXKUMOB CHEMKH ?

5. Or xakux (QU3MYECKHX XapaKTEPUCTUK HCCIEAyeMOro obpasma
3aBUCHUT NPOQUIIL PEHTT€HOBCKOTO OTPaXKEHUs?

6. Kakue ympomaromue NIpeArnoNoKeHNUs [eNalT IPH BBIBOAE
nHTep(hEepeHINOHHON PYHKINN?

7. llpuBenute mpuMepbl GYHKLUH, COXpaHSIOMNX CBOM BHJ MOCHE
npeoOpazoBanus Oypre.

8. Tlokaxwure, 9TO CBEpPTKA IBYX rayCCOBBIX ()YHKIIUH SBIISETCS TOXKE
rayccoBoil € JUCHEPCUEH, PpPAaBHOM CyMME JUCIEPCUA HCXOIHBIX
(YHKITHIHA.

9. HamumuTe COOTHOLIEHHE, OTBEYAIOIIEE 3aKOHY COXPaHEHUS
WHTErpaIbHO MHTEHCUBHOCTH.

10. [lonyynte  BBIpaXEHHWE Ui aAMIUIMTYABl  PAcCesiHUA
peHTreHoBCKHX nydeit O(S) Ha HEOrpAaHUIEHHOM KPHCTALIE.

11. TTonyuuTe BbIpaXKeHUE sl CTPYKTYpHOU amrututy sl F(H).

12. 3anummTe BeIpaskeHue 1 HHTepepeHIIMOHHON GyHKIuH Jlays.

13. [IpoBenute ananmu3 uHTEeppepeHUnOHHONH ¢yHKuun Jlays:
HaliIUTe  TOJOKEHWE W 3HAYeHWs  T[JIABHBIX  MaKCUMYMOB
UHTEPPEPCHINOHHON (YHKIHH.

14. 3anumuTe WHTEPPEPECHINOHHOE YpaBHEHHE W PacCMOTPHUTE
TeOMETPUUYECKYI0 HHTEPIIPETALNIO C HCIIOIb30BaHUEM Cephl DBaIbA.
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15. BreiBenute COOTHOIICHUS, OTIMCBHIBAIOIINE yIIUpEeHHe
madpaknuonHor  ymHME  A(20) wW3-3a  MEITKOIUCHEPCHOCTH U
MHUKPOHAIPSHKEHUM.

16. BeluncIuTe CTPYKTYpHBIH MHOKHUTEND |Frki|* A7 KpHCTAIOB C
OLK-, I'lIK-pewetkoit u ¢ I'TIY-cTpykTypOoi.

17. Kakue nudpakmpioHHBIE MaKCHMyMBI — TMPHUCYTCTBYIOT — Ha
pEHTreHorpaMMax CTPYKTYpPBI THIA anMasa’?

18. BBIuuCINTE CTPYKTYPHBIH MHOKHUTEND |Fri | U1 KpHCTAIIOB CO
CTPYKTypo#i Thmia canepura ZnS.

19. Beruucnute MHOKUTENb Jlopenia L(0) myist MOHOKpHUCTALIA.

20.B uwem 3akmrouyaercs  KMHEMAaTHYecKash  MHTEpIpeTalus
MHOXxuUTeIs JIopeHna as1st MOHOKpHcTasuia?

21. Beiuucnure KOMOMHHPOBAHHBIN yTiaoBod MHOXuTenb L(0)P(0)
JUISL TIONTMKPHCTAILIA.

22. BoiBequTe TEMIEpaTypHBIH MHOKHTENb € 2V B COOTBETCTBHH C
HPUHIMIIOM 3PTOAUIHOCTH.

23. Beiuucnure MHOXHUTEIb morjomeHus Ay, 0) mma ciydas
CUMMETPUYHOTO OTPaKeHHUsT OT OECKOHEYHO TOJCTOTO IUIOCKOTO
obOpasra.

24. JlaiiTe (GU3NUECKYI0O WHTEPIPETAIUIO TEPBUYHON M BTOPUYHON
OKCTHHKLUH.

25. JlaiiTe reOMETPUUECKYI0 HHTEPIPETALHIO HHTEPPEPECHINOHHOTO
YpaBHEHUS I METO/1a TTIOPOIITKOB (TIOJTMKPUCTAIIIIOB).

26. O0bsAcHUTE TPaBUIIO BEIOOpA U3TYYEHHUS B METO/E IOPOIIKOB.

27. Kak mpoBecTH HHAMLMPOBAHWE PEHTTCHOIPAMM KPHCTAIJIOB
KyOW9IeCKOW CHHTOHUH?

28. PaccMOTpUTE PEHTICHOONTHYECKYIO CXeMy IudpakTomMerpa Jyis
UCCIIeIOBaHUS PaIMOAKTUBHBIX MaTEPHAaJIOB.

29. Kakne 0COOCHHOCTH pa3MbITUSl  AH(PPAKIMOHHBIX  JIMHHAN
M3yYaloTCs IPU ©O-CKaHUPOBaHUH U TipH (0 — 20)-ckaHupoBaHuu?

30. PaccmoTpuTe CTaTHCTHYECKHE MOTPEHIHOCTH HPU PErHCTpalfu
I paKIMOHHBIX JIMHHUH.

31. JlafiTe TeOMETPHUECKYIO HHTEPIPETANIO HHTEP(HEPEHITMOHHOTO
YpaBHEHUS B SHEPTOAUCTICPCHOHHON T (PPaKTOMETPHH.

32. KakoBbl 0COOEHHOCTH TOPOIIKOBOM JU(pakTOMETpuH Ha
CHUHXPOTPOHHOM HM3Iy4YEeHUU?
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33. PaccMoTpuTe TMOHATHS OPELU3HOHHOCTH W TOYHOCTU B
JTUQPaKIHOHHBIX METOJIaX.

34. TlpoBeanTe CpaBHUTENHFHOE pACCMOTpeHHE Tpaduyeckux H
AHAJIMTUYECKUX METOAOB ONPEACTICHHUS TapaMeTPOB PEILIETKH.

35. Uro Takoe peHTTeHOBCKAs XapaKTepUCTHKA BenecTBa?

36. Or d4ero 3aBHCHT YyBCTBHTEIHHOCTh  PEHTITEHOBCKOTO
KaueCTBEHHOTO (ha30BOT0 aHam3a’?

37. Kakuie cymiecTBYIOT METOAbI PEHTICHOBCKOTO KOJIHUYECTBEHHOTO
(hazoBoro aHanmmza?

38. B yem 3akitovaercsi peHTreHOrpaQuuecKuii METOJ ONIPEIeIICHHS
THUIIa TBEPAOTO pacTBopa’?
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