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AndpaKkToMeTpusI

PEHTTEHOBCKMUN AMCDPAKTOMETP
Shimadzu XRD-7000




Coaep>xaHue

PEHITEHOBCKOE M3AYYEHUE
KpUuCtaAaAmMdeckasd peLleTka. AP AKLLME.
YCTPOUCTBO AMADPAKTOMETPA
[1IOATOTOBKO OOPA3LLOB

KayeCTBEHHbIM PEHTTEHOADA30BbLIM OHOAM3

ONpeEAEAEHME MADAMETDOB DIAEMEHTADHOU F4HEUNKU
KDUCTOAAOB

KOAUYECTBEHHbIM PEHTTEHOADA30BbLIM OHOAM3
Pacyetr OKP 11 MUKPOHAMPAXKEHMM
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HpMMeHeHMe

PA30BbIM AHAAM3 - MO3BOASET OMNPEAEAITh JOA30BbIM COCTOB

NPUPOAHBIX M MCKYCCTBEHHbIX MATEPUAAOB: KEPAMMKM, METAAAOB,
CMAQBOB, TAMH, LLEMEHTOB M T.M.

CTPYKTYPHbIN QHAAU3 - HOXOXXAEHMM TOYHbIX MO3ULLMIA ATOMOB B
KPUCTAAAMYECKOU PELLIETKE M €€ MNAPAMETPOB.

OnpeaeaeHne pasmepos Yactul, (OKP) m ctenerHmn
MUKPOUCKAXKEHUU KPUCTAAAMHECKOM PELLETKM.

e3



Pentrenosckoe nzayyenue (PI)

PeHTreHOBCKOE U3nyyeHune npencraBnser cobom anekTpoMarHUTHbIE BOSTHbI C Hepruen OTOHOB OT
5x10-2 Ao 102 A (250 KaB — 100 9B B wwkarne aHeprui), To eCTb HaXoauUTCA Mexay ynsTpadmnoneTosbiM U

raMMma-unanydyeHmem . .
*  BbICOKOSHEpPreTUYHbI 3NeKTPOH BbIOMBAET 3MNEKTPOH C BHYTPEHHel oboroykn aToma

MULLIEHW, N MOSIBMSIETCA HE3aHATOe COCTOsIHME. PEeHTreHOBCKUIA KBaHT WUCMNycKaeTcs B
pesynkTaTe nepexona B 3TO COCTOSIHNE 3rIeKTPOHa ¢ Gonee BbICOKON 000NOYKM.

« PeanbHO peHTreHoBCckMEe TPYOKM W3NyyalT LUMPOKUA CnekTp BOMH. WHTEHCUMBHOCTb
N3Ny4yeHns1 Bo3pacTaeT Mnpu YBENUYEHUN SHEPTrMn U UHTEHCUBHOCTM MEPBUYHOrO Mny4dka
AMNEKTPOHOB, a Takke aTOMHOIo Homepa MuLLeHU. HenpepbiBHbIA 3HEPreTUYECKUI CEKTP
N3My4aeMoro MULLIEHBIO PEHTreHa Ha3biBatloT 6enon pagnaumen.

« Ha doHe HenpepbiBHOro 6eroro usnydeHuss HabnwgaetTcsa paAn Y3KUX U MHTEHCUBHBIX
MUKOB, UMEHYEMbIX XapaKTePUCTUYECKUMMU.
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Pentrenosckoe nzayyenue (PI)

XapakTepucTnyeckum £ M;

PEHTreHOBCKUN POTOH M,

n3ny4yaeTtcs npu nepexoae M~ ﬁz

9NIEKTPOHAa Ha HE3aMnONHEHHYIO g M,

BHYTPEHHIOIO 0D0SIOUKY.

[Mpn nepexoae anekTpoHa c L- J

000S104KN Ha HE3AMNOMHEHHYIO K- o { * i 3 ]1:3

00004Ky nsny4vaercs v 0

PEHTreHOBCKUIA (DOTOH \wo Bifpp 1 n/

COOTBETCTBYOLLUN KO-NTUHUMA ng .

XapakTePUCTUYECKOro CrekTpa.

AHanorn4Ho npu nepexoge ¢ M-

Ha K-06oriouky obpasyetca KB- g vV \ A / K

JIMHNA OGOH&%LOL_ZYMZJ YpoBuu
(opburanb)  k—cepus 3HEDIHH



Kpucraaam4eCckom mn aMOp(l)HOM BeIiecTBse

Kpucrasaandeckast peerka

BemjecTBy B 21000M arperaTHOM COCTOSIHMM CBOJICTBEHHA Ta VAV VHasI CTeIeHb
YIIOPsIAOYE€HHOCTI.

S0 W | @) T L

Pacrioaosxedmne atoMOB B \

Hawnboap1tiell ynopsiA04eHHOCTBIO 004ajalOT TBEpAble KpucCTaAAudecKue TeAd: OHU
XapaKTepM3yIOTCs IepUOAMYECKMM IOBTOPEHMEM B IIPOCTPaHCTBE HEKOTOPOU
D1€MEHTapPHOI S4eViKl, y31aMU KOTOPOW SIBASIOTCS aTOMBI, VIOHBI 1AM MOAEKYABI.
PaccTtosaHmss Mexay ys3daMu B 9A€MEHTApHON sA4delike (Me>KaTOMHbIe PacCTOSHIAA)
COCTaBASIIOT HECKOABKO aHICTpeM, T.e. MMEIOT TOT >Ke IIOPSAAOK, YTO U AAVHBI BOAH
PEHTIE€HOBCKIX AY4Yell.

baaroaaps sTomy 3aMedyaTeaAbHOMY COBIIAA€HUIO, IIPU B3aVIMOAEVICTBUY PEHTI€HOBCKIIX
Ay4dell C TBepABIM TeA0M BO3HUKaeT MHTep(depeHINs, a IIOCKOAbKY B KpUCTaAle aTOMBI
pacriojaraloTcsl peryAsipHO, BO3HUKaeT 4YeTKas AMQpaKIMOHHAs KapTuHa. Takum
o0pa3oM, KpHUCTaaabl MOIYT CAYXWUTb AVMPPAKIIMOHHOM PpeleTKON AAs
peHTIreHOBCKMX Ayden. Ilo Buay AudpakiimoHHON KapTMHBI MOXKHO AaTh

XapaKTepUCTUKY Kpucraaaa.
L XSS



[1on B3AMMOAENCTBUM MYYKA

PEHTTEHOBCKOIO M3AYYEHMUS C
NOAMKPUCTAAAMYE CKMM MHOTOJOA3HbIM
o0pa3LOM (PUc. 6.1) NpoTEKAET LLEAbIM PIA
NOOLLECCOB, CPEAM KOTOPbIX MOXHO BbIAEAUTH
ABQO OCHOBHbIX — MOTAOLLLEHMNE PEHTTEHOBCKOIO
Ny4yka B 0OpasLe 1 ero AMJPPAKLME HO
YNOPIAOYEHHbIX YH4OCTKAX BELLLECTBA.
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Ycaosue /lays

Kpuctannbel npeacraBnaioT cobon psabl atoMoB. Ecnv HanpaBuTb peHTFEHOBCKUW My4Yek
Ha TakoW paAL C NepuvogoM «a», TO PasHOCTb XO4a ABYX KOMEpPeHTHbIX JIyderu MOXHO
3anucarb:

A, C-A,B=acosa-acosd,
Utobbl andparmpoBaHHble nyyun 6binn B doaze Heobxoammo, 4Tobbl aTa pasHOCTb Obina
KpaTHa Lenomy 4ymcny AnuH BOSH, T.e.:

nA=a(cosa-aco|_,?a 5
pW andpakumm Ha 3-X MEepHOW peLueTke

6y,u,eT TP aHanorn4HbiX ypaBHEHUA:

\ HA=a(cosa-acosao),

= a KA=b(cosf-acosP ),
C \ LA=c(cosy-acosy ).
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Ycaosue bparra — Byasda

yCIioBue, onpeaensitoliee nonoxeHne NHTepdepeHUNOHHbIX MaKCUMYMOB PEHTIFEHOBCKUX
ny4yen, paccesHHbIX Kpuctannom 6e3 nameHeHust 4nnHbl BonHbl. CornacHo Teopun bparra
- Bynbta, MakcMmymbl BO3HUKAKOT NPU OTPaXXEHUN PEHTreHOBCKMX NyYelh OT CUCTEMbI
napannenbHbIX KpucTannorpaduyeckux niockKoCTeN, Koraa nyyn, oTpaXkEHHbIEe pasHbiMU

MAOCKOCTAMMN 3TON CUCTEMbI, UMEIOT Pa3HOCMb X00a, pasHyIo yesioMy qucny (n) OnuH
6OJIH.

Ycnosue bperra - Bynbga MOXHO 3anucaTb B crneaytouwem suae:

2d -sin® = nA




[ IpunniunmaarHas cxema
andpakTomMeTpa

e10



Matreprnaasl aHOA0B

PEHTIEHOBCKUX TPYOOK

Martepuan A(Ka,),A [[TpumeHeHve, JOCTOMHCTBA, HEOOCTaTKM

«OCHOBHOW BbIOOP»

iCu 1.5406 Hanbonee yacTto ncnonb3yembln MaTepuan gna aHogos Tpyobok ans sagad
nopoLukoBoun gudpakumn. OnTumaneHas onst 6onbWNHCTBA 3a4a4 ANnHa
BONHbl. HegoctaTkn — cunbHoOe paccesdaHune no mexaHnamy potoadpdekra
Ha obpasuax, cogepxalumnx Co, Fe, Eu 1 (B MEHbLLEN CTENEHU) M.

Co 1.7890 /13-3a bonee Bbicokoro nornoleHus Ka, nanyyeHus meHee ynobeH, yem Cu,
cnonbayetcsa npm uccnegosaHnm npob, cogepxawimx Fe n Co.

Mo 0.7093 CTaHOapT Ansl «kKOPOTKOBOSTHOBLIX» UccneaoBaHni. LLinpodanwmm

06pa3oM UCNonb3yeTcs B MOHOKPUCTaNbHOM CTPYKTYPHOM aHanuse. [ns
MOPOLLKOBOW AncpakLmm NpUMEHSIETCS NpU paboTe C NPOCTbIMU, C TOUKM
BPEHNSI CTPYKTYpbI, azamm (MeTannbl); 4nst 6onee crnoxHoix a3
HabnogaeTcst cunbHoOEe NepekpbiBaHMe PedneKCcoB.

«AnbTepHaTUBHbIN BbIOOP»

Fe 1.9360 PaHee ncnonb3oBanu ans nccrnegoBanus Fe-cogepalumnx npob. B
HacTosLLIee BPpeEMS HE PaCcnpOCTPaHEH.

Cr 2.2897 Camas 6onbLias anvHa BOMHbI Cpean maTepuanos Ansd cepuiHbIX TPy6OOK.
CunbHoe nornowleHne B Bo3ayxe/npobe. NpumensaoT ansa paboTtbl co
CTPYKTYPHO CNOXHbIMM ddazamu, 0COBEHHO OpraHNYECKUMMN.

Ag 0.5594 YoobHas KopoTkas BOSiHa; UCNOSb3Y0T B MOHOKPUCTANbHOM aHanuae, ans

3a71a4 NOPOLLKOBOM ANdpaKLMN NPaKTUYECKN HE NPUMEHSIOT.




Monoxpomartuueckoe Pl

(a)

Huxeneswint dpunstp

BenuumHa maccosoro

x03dPruUMeHTa NornoweHuns
O ————— - > - . e oD

Kp
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A [A]
MoHoxpomaTtnyeckoe K-
N3fy4yeHne nony4vyarT nyTem

dounsTpaumnm doonbromn,
CuUnbHO nornowawowen  B-
KOMMOHEHTY WU3MNY4YEHUS U He
normnoLlaroLen a-KOMMNOHEHTY.
ATOro AOCTUratoT C NMOMOLLbIO
dounetpa, Kpau norrnoLeHnsd
KOTOPOrO NEXUT TOYHO MexXay
Ka u KB nuHnamn.

:':igei::m%om“:’:‘:-f MoHoxpomaruurbii
MCTOMHMK ny4ok nog 6parros-
cxum yrnom Ug oo
(b)
05'099
Mokoxpomatop

Ewe Oonee BLICOKYIOD CTeENeHb
MOHOXPOMaTUYHOCTU
PEHTFEHOBCKOIMO  Jlyda  MOXHO
NOSTYyYNTb C NOMOLL b
MOHOKpUCTanna,
OPUEHTUPOBAHHOIO Tak, 4TOObI
yCcrnoBsug andopakLMOHHOro
MaKCMMyMa BbIMOSHANNCH JNLLb
ana - xapaktepuctunyeckon  Ka-
NUHUN. [Mony4YeHHbIN
MOHOXPOMAaTUYHbIA  JTIyd MOXHO
MCNosib30BaTh B KayecTBe
PEHTIEHOBCKOIO NCTOYHUKA.

M30ruyTuiit MOHOXpOMATOP

()

O6pasey

Merounuk

Kpuctann  MoHOXpomaropa
MOXET ObITb N30OrHYT B CEKTOP
OKPY>XHOCTKW,  4TOObI AN
noboro nyya, uaywero ot
NMHENHoro NCTOYHMKA,
BbIMNOSTHANUCL ~ OP3rroBCKHE
yCnoBus, a
andparnpoBaHHbIN nyy
dokycupoBarnca Ha obpasel
NN neTekTope.
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OcHoBHBIE pa0o4ye XapaKTepVCTUKN AeTeKTOPOB

PU

HassaHue

MpyHUMN paboTbl

OHepreTnyeckoe paspelleHue B
okpecTHocTn CuKa, 3B

MNpumeHeHne

TouyeuHble AETEeKTOpPbI

lMponopumoHarnbHbIn  [MIoHK3auma u anekTpuieckun paspag, [~ 1000 YcTapeBLuee pelleHne
CYETUMK B UHEPTHOM rase
CUMHTUNASUMOHHBIA [BbiGrBaHe hoTO3NEeKTpoHa ¢ ~ 3000 Haunbonee pacnpocTpaHeHHbIN TOYEYHbIN
CYETHUK nocreayoLmnm ycurneHnem B eTekTop
hbOTOYMHOXUTENE
TBepOoTenbHLIN O6pa3soBaHue aneKkTPoH- AbIPOYHbIX [~ 150-250 He TpebyeT npyMeHeHns MOHOXPOMaTOpPOB;

NnonynpoOBOAHUKOBBIN
eTeKTop

nap B guoae

Heobxoanmo oxnaxgeHue!

KOOpDM HaTHble OeTeKTOpPbI

[[@30HaNONHEeHHbIN

[NponopumoHarbHbIN CHETUYMK C
NPOCTPaHCTBEHHbIM pa3peLLeHnem

~ 1000. lNpocTpaHcBeHHOE
paspeLlueHue cpeaHee

CyLuecTtByeT B 1D 1 2D BapuaHTax. LLnpoko
pacnpocTpaHeH. HeBbicokoe
NPOCTPaHCTBEHHOE (M YIMOBOE) paspeLLeHme.

Multi-Strip NonynpoBOAHUKOBbLIN AETEKTOP C ~ 200 - 250. Beicokoe OavH n3 Hambornee cOBPEMEHHbIX TUMOB.
pasgeneHnem KpucTtanna Ha obnacTtu [NpocTpaHCTBEHHOE Cywectsyert B 1D 1 2D BapmaHTax. O6bI4HO
paspeLleHme. KOHCTpyMpyeTca Ans HebonbLUMX YrioBbIX
\nManas3oHoB 26.

Image Plate M3aMeHeHne XMMN4ecKoro CoctosHus |3aBmcnT oT pocdopa. Bo3moXXHOCTb co3aanms 6onbLumnx 2D

(MHOropasoBasi P33 nog gencremem nanyyeHus lMpocTpaHcTBEHHOE 1ETEKTOPOB, BbICOKOE NPOCTPAHCTBEHHOE

dboTONNEHKa) pa3speLLeHne BbICOKOE, 3aBUCUT [pa3pelueHne. CTaHgapTHOE peLleHne ans
OT CUCTEMbI CKAHUPOBAHUS. CUHXPOTPOHHBIX 3KCnepnmMmeHToB. OObIYHO 2D.

CCD YCTPOMCTBO C 3apa40BOWN CBA3bIO HeBblcokoe. 3aBUCUT OT NpOoCTpaHCTBEHHOE pa3pelueHne. CtaHgapT
docdopa. [MpocTpaHCTBEHHOE  |ANS MOHOKPUCTAalbHbLIX 9KCNEPUMEHTOB.
pa3pelleHue cpeaHee (3aBncuT [O0bIYHO 2D.
OT pasmMepa s4enku).
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[loaroToBka 00Opa3oB

[TyCTb Ny4OK MOHOXPOMAaTUYECKUX NyYEN OCBELLLAET HEKOTOPLIN 0OBLEM
OAHHOro BeLeCTBa, COCTOSLLEro N3 OTAeNbHbIX KpUCTanIMKoB C pasHon
OPUEHTMPOBKON. Torga eCTb BEPOATHOCTb TOrO, YTO KaKon-NnMbo KpucTanmnuk
nonageT B «OTpaXkaloLlee» NonoXXeHue, T.e. Ans onpenerneHHoro cemencraa
nnockocten {hkl} c MeXnnockoCcTHbIM paccTtosiHuem dhkl B n-om nopsaake
BbIMOSIHAETCA ycrnosue Bynba-bparra. Ecnv BMecTo MHOEKCOB NIIOCKOCTU
(hkl) BBECTU MHAOEKCHI «OTpakeHua» (HKL), rae H = nh, K=nk, L =nl, TO 3TO
ycnoBue MOXHO 3anncaTtb B Buae 2dHKL sin BHKL = A . (1.1)

[Mpwn BbINOSTHEHUN YyCnoBUA (1.1) Ha PEHTreHOBCKOM MNIIeHKe, pacnonoXXeHHOoM
3a 06BbEKTOM, NoABUTCS AndpakuMoHHOe NATHO. Ecnn B ocBelaemMom
obbeéMe V okaxeTcst NHKL KpnctanninkoB, NONaBLUMX B «OTpa)arLlee»
NofIoXXeHne, TO Ha NSTIOCKOM NSIEHKE BCE OHU AaayT NATHA, pacrnofioXXeHHbIe
Ha ogHOM KonbLe (puc. 1.1). Yncno aTux naTeH MOXHO cocuntTaTb. Ecnu
YBENMNUYNTb YNCITO KPUCTAmNIMKOB B OCBELLAEMOM 00BbEME, T.€. YMEHBLLUUTD UX
pasmep, TO YBENMMYUTCS YMCno nate nHKL HagudpakumoHHOM KonbLe. Yncno
NATEH MOXET CTaTb HAaCTOSIbKO OOMbLLUMM, YTO OHU COSbIOTCHA B CMNOLLHOE
KONbLUO, N MOACYET UX YMcia CTaHET HEBO3MOXHbIM. [A.K. LLITOABLL, A.M.
MeABeAEs, ®14
AR KvDAATOR



[IloaroToBka 1po0

Mopolwok MNOMELLLAIOT B CTAHAQPTHbIE KIOBETbI, €CAM YACTMLI MOPOLUKA POBHOOCHbI M
MOPOLLIOK HE CKAOHEH K OOPA30BAHMIO TEKCTYPbI, MOBEPXHOCTb 0OOPA3LA MOXHO
BbIDOBHSATb HO MAOCKOM CTeKAE. ECAM YOCTULLBI HE PABHOOCHbI (MAQCTUHbBI, BOAOKHQ, UIAbI)
M MPU MU3FOTOBAEHUM OOPA3LA BO3IMOXHO OOPA3OBAHME TEKCTYPbI (3TO HEM3IBEXHO
NPUMBEAET K MCKOXKEHUIO MHTEHCUMBHOCTEM AMHUM), M3AMLLIKM MATEPMAAQ M3 KIOBETbI
CAEAYET YOMPATb HE YMNAOTHEHMEM, O CHMMATb MX MPU MOMOLLM AE3BML. Pasmepsl
KOUCTOAAOB MPU ITOM AOAXHbI ObiTb BO3MOXHO MEHBLLLUMMM, A TAYOMHO KIOBETbI —
OOAbLLIEN.

B kayectBe 0OOPA3LOB B PIAE CAYHOEB MOXHO MNPMMEHSTb MPECCOBAHHbLIE M3 MOPOLLKA
TAGAETKM.

MOHOAUTHbIE O0Opasubl TLLOTEABHO MOAMPYIOT XUMMMYECKM UAUM  DAEKTPOAUTUHECKM,
HOKAEMBAKOT HA MAQCTUMAMH B KIOBETbI MAM CTOHAQPTHbIE AEPXATEAM. HEeoBXOAMMO
CAEAUTb, YTOObI MYy4OK PEHTTEHOBCKMX AY4EM HE MOMAACA HA MAACTUMAMH, KOTOPbLIM AQET
COOCTBEHHYIO AMMPPOAKLUMOHHYIO KAPTUHY, OCOOEHHO MHTEHCUBHYKO B ODAQCTM MOAbIX
YTAOB.

TOHKME NAEHKU AOAXHbI OblTb HOHECEHbI HO POBHYKD MOBEPXHOCTb. TOALLUMHO MAEHKM HE
meHee 10 HM.

® e15



[loaroToBKka 0Opa31ioB
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KauecTBeHHBINT peHTTeHO(ha30BbIN
aHaAU3

KayecTBeHHbIN peHTreHoda3oBbIn aHanms3 HeobxoamMm onsa AeTEKTUPOBAHUS NPUCYTCTBUS
B CMECU TEX NI UHbIX coeanHeHni (pas), 6e3 onpeneneHns nx KoNMYeCTBEHHOIro
cogepkaHus.

OCHOBbI Ka4eCTBEHHOIO0 PEHTreHOo(a3oBOro aHanmsa MOXHO KpaTKO M3MOXWUTb B BUAE
creayrLnx yTBepXXaeHun:

 Kaxdoe kpucmasnnu4dyeckoe coeduHeHue obnadaem HeKOMopoU YHUKasibHOU
CMPYKmMypou, XapakTepusylLwenca cummeTpuen (T.H. rpynrnon CUMMETPUM -
NPOCTPAHCTBEHHOW TPYNMon), METPUKON INeMeHTapHON H4Yenkn (BenmydnHamm
napamMeTpoB a, b, ¢ U YrNOB afieMEHTapHOWN SYEnKN Q, B, y) U pacnpeneneHmemM atTomoB
B SilYENKe.

* [lockonbky BWO NOPOLUIKOBOM AndpakTorpaMmmbl WHOMBUAOYANBHOIO COEAMHEHUS
3aBUCUT OT METPUKN IfIEMEHTAPHON SAYEUKN (NONOXEHUA ONPaKLMOHHLIX
MaKCUMYMOB - pedifieKCOB) U pacnpegeneHnss atoMoB B siYENKEe (MHTEHCUBHOCTU
pedriekcoB), TO Kaxdoe coeduHeHUe xapakKkmepusyemcsi cobcmeeHHOoU,
YHUKasibHoU ughpakmozapaMmMod.

 [Huopakmozpamma cmecu uHOueudyasnibHbIX ha3 siesisemcsi cyneprnosuyueu
dugpakmozpaMm aImux coeOUHeHUlU, T[pPUYEM nMonoxeHne pedrekcos,
OTHOCSLLUXCS K OTAENbHbIM (ba3aM, HE MEHSIETCH, @ OTHOCUTENbHAsA MHTEHCUBHOCTb

3aBUCUT OT CcoaepXXaHUA cba3 B CMECH. -
° °

e CbpDABH/BASY MONOXEHUS N WNHTEHCUBHOCTU bedrnekcoB HA 3KkcnebuMeHTansHoOu



KauectBeuuninn POA
YyBCTBUTEABHOCTL METOAA

100 yyecmeumernbHOCMbIO Memoda ¢ha308020 aHasiu3a NOHUMarm MUHUMasIbHoe
Koru4yecmeo ¢hasbl 8 CMeCU, KOmopoMy coomeemcmeyem 0ocmamoyHoe 0511 HAaOEXHO20
eé€ oripedesieHuUs Yucs1o IUHUU Ha peHmeaeHozpamMme.

YyBCTBUTENBLHOCTbL METOAO0B (pa3oBOro aHanmsa 3aBUCUT OT MHOIMMX paKToOpoOB:

e OTpaxaTenbHOM CrMoCOOHOCTM aTOMHbIX MMOCKOCTEN (TOYHEe, pacceuBaloLLEeN
CNOCOBHOCTN aTOMOB, COCTaBMAKLLNX AAHHbIE MNMTOCKOCTU PELLETKN);

* COOTHOLUEHMA KO3(PMULMEHTOB MOITOLLEHNA BCEW CMecu U onpenenseMmon dasbl;
00NN HEKOrepeHTHOro paccesaHud (ooHa) Ha peHTreHorpamMme;

*  BEeNNYMHbI UCKaXXeHNWN peLLeTKM NCKOMOW hasbl;

*  BENMYMHbI KPUCTasmos.

Uem Bblle oTpakaTerbHasi CNOCOOHOCTbL aTOMHbIX MIIOCKOCTEN MCKOMOW hbasbl U YEM
cnabee OH Ha peHTreHorpamMme, TeM Bbllle YYBCTBUTESIbHOCTb  MeToAa.
UyBCTBUTENMBHOCTb HWXE, YeM Bbllle KOI(PPUUMEHT NOrMoLLEeHNA NCKOMOK doasbl 1 Mnpu
Hann4YnunM B nccregyeMomMm obObeKTe OCTaTOYHbIX MUKPOHANPSKEeHUN, a Takke B Criyyae
MarnbiX pa3MepoB KpUCTannmMToB (MeHee 10° cm).



KauectBeuunit POA

1. Onpeaeaenne 1moA0>KeHns I MHTEHCUBHOCTU pedAeKCOB

1. YpaneHue poHa
y
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KauectBenurninn POA

1. Onpeaeaenne 1moA0>KeHMs U MHTEHCUBHOCTU pedAeKCOB

3.54
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« C yBenu4yeHneM yrra pacTtet mexgybneTtHoe paccTtosdgHme

* [lono)keHnem nuka cyuTaeTca BenuyduHa 20i ong
M3ny4eHus Ka, .
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KauectBeuunit1 POA

1. Onpegeaenne 1oA0>KeHns U MHTEHCUBHOCTU pedAeKCOB

* [lonoxeHwne nuka onpegendeTcsd rno ero LeHTPy TAXECTHU

261)13){
j 1(20)x 20 x d(20)
291‘ == 26

_[](29)><d(29)

mn

* MeXnnocKoCTHOe pacCcToAHME paccynUTbIBaAEeTCA No oopmyre
Bynbdra- bperra n\

d = 2 sinB

* VIHTEHCMBHOCTbL onpeaensieTcs nocne BbiveTa poHa 1 oTaeneHusd
Ka, COCTaBMALWEN Mo MakCUuMaribHOu TOYKe nuka.

e [1nsa Ka4yeCcTBEHHOro aHanms3a He BaXXHO TOYHOE onpeaeneHmne
WHTEHCMBHOCTU, BaXXHO OTHOCUTESIbHOE pacnpeneneHmne
NMHTEHCUBHOCTEWN.
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KauectBeuunit1 POA

1. Onpeaeaenne 1moA0>KeHMs U MHTEHCUBHOCTU pedAeKCOB

PesynbraT 006paboTku

PEHTIEHOIrpaMmMmbl
lme?:::ty 000-25-1030 (Lithium Phosphate) PeakList
| Lit!:wium ic.‘%phstr_-

: NWHTEHCUBH

: : : . ! g : ' d 2theta OCTb
e T B i T 5232  16.9323 35
N 3973 22.3585 100
. : . . . . . . 3.797  23.4091 100
JOS RN R SRt USRI P I SRS NP O 3554  25.0348 55
S I R 3071  29.0525 15
3059 29.169 15
. L. | A I I S 2.64  33.9282 65
' § : ' ' 2,616  34.2491 35
; 2423  37.0724 45
E 2.318  38.8173 16
----- 2303 39.0804 15
! : : : § § : § 2.199  41.0097 1
1. ”I.. Ml s S T 2.155  41.8859 4
l l I l l l 2.07  43.6923 4
2.00 250 333d 3.50 200 450 5.00 5.50 1899 478605 2
1.879  48.4023 2
1.839 49.525 4
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KauectBeuunit POA

OnpeneneHne pa3oBOro cocrtaBa cMecen a3 OCIOXHAETCH TEM,
YTO OJHA U Ta XK€ NNHNSA HA PEHTreHOrpaMme MOXET npuHagnexaTtb
OAHOBPEMEHHO HECKOSbKMUM hasam.

Hanbornee 4€TKO NPOSABRSAKTCA JIMHUM TEX KOMMOHEHTOB CMECH,
KOTOPbIE COCTaBMAT €€ OCHOBHYK Maccy. [loatomy onpenerneHme
dpa3oBOro cocraBa CMECU Ha4yMHalOT C MOAEHTUMUKaALUUN OCHOBHOM
dasbl. [Ona 3Ttoro Ha peHTreHorpaMmme BbIAENAT  camMyko
NHTEHCUBHYIO JTUHUIO.

e23



b/ ICDD PDE-2 n PDF-4

B Ga3e gaHHbIX ICDD PDF-2/4 xpaHumcs uHghopmayusi o dughpakmozpamMmax

uudueuayanbublx coeOuHeHUull. [MockonbKy nofgobHble AaHHble MOryT He3Ha4UTENbHO
oTnmyatbca onga obpasuoBs, NONYYEHHbIX pa3HbIMU criocobamu, TUNOB ANGPaKLUNOHHbBIX MHCTPYMEHTOB
N MeTogoB NpobonoaroToBkn, OObIMHO ANS OAHOro M TOro e coeguHeHus B B[ npucyTtcTByeT
HECKOJSIbKO YHETHbIX 3anucen (T.H. KapToYek).

B kaxxdol kapmo4ke 0b6s13amesnibHO npucymcmaeyrom criedyrowue
OJaHHbIe:

1) Homep KapTO4Kku (COCTOUT M3 TPEX rPYyNM LUMPP — «ALWLNK», « TOM», «CTPaHULa»
- Hanpumep 00-046-1045; 0o 2003 roga HOMep COCTOAN U3 ABYX rpynn umdop —
«TOM» N «CTpaHuLUa», CM., Hanpumep, Puc. 4.1).

2) dopmyna coeanHEHUsI (ANA CTapblX KAPTOYEK — MHOraa NpubnmxeHHas) —
Hanpumep, Si02.

3) Cnctemartnyeckoe Ha3BaHUe — Hanpumep, Silicon Dioxide.
4) ABTOPbI KApTO4KU (M/UNK CCbiNKa Ha CTaTbio).

5) Cnncok pereKkcoB: MEXMNNOCKOCTHOE pacCTosiHME d — OTHOCUTENbHAs
WHTEHCUBHOCTL / (0T 0 4o 100 nnu ot 0 Ao 999) — nHaekcoel Munnepa h,k,l (ecnu
andppaktorpamma npovHaOnUMpoBaHa).
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b/ ICDD PDE-2 n PDF-4

Takxxe, 8 3asucuMocmu om Ka4yecmea Kapmo4Ku, 8 Heli Mo2ym 6bIimb
npeocmaeJsieHsbl:

6) TpMBManbLHOe Ha3BaHue - Hanpumep, Silica.
7) HasBaHue mmnHepana (ecnn BO3MOXHO U/Unu akTyaribHO) — Hanpumep, Quartz.

8) Kpuctannorpadpuyeckas nHgopmaums: NnpocTpaHCTBEHHAsA rpynna, napamMmeTpbl
afIeMeHTapHON A4enKu, Z - YACII0 POPMYIIbHLIX eANHUL B S4ENKE, KOOPAUHATbl aTOMOB B
peweéTKe ,Kpuctannorpadpuyeckasa noTHOCTb Dx, NoKa3aTenb KavecTBa MHONLMPOBAHUA
andppakrtorpammel F30.

9) SkcnepumeHTanbHas NNOTHOCTL Dm.
10) LiBeT coeauHeHuns.
11) KopyHaoBoe uuncno //Icor (Ucnomnb3yeTca A Konnmy4ecTBeHHOro oa3oBoro aHanusa).

12) KommeHTapuit aBTOpoB (MeTon cuHTe3a, NpobonoaroToska, Temnepartypa u AasneHune
B MOMEHT peructpaumm andpaktorpammsl, pe3ynsrtaTbl XMMUYECKOro aHanusa u T.n.).

CoctaButenu PDF, OCHOBbIBasACh Ha MNOSTHOTE AaHHbIX, UCTOYHUKE U T.1., npmncBamBaroT
Kakaom KapToO4Ke T.H. «napaMeTp KavYecTBa»:

* nunun S — Star - Hauny4yuiee KA4YeCTBO

| — Indexed — cpeaHee Ka4yeCcTBO

O — Obsolete — COMHUTENbHbIE OaHHbIE

B — Blank (nycToe none kayecTtBa) — fjaHHbIE CKOpee HEBEPHbI
D — Deleted — yaaneHHbIe KapTOYkU

C — Calculated — AudpakTOrpamMmma paccunTaHa no AaHHLIM O KPUCTANIMYECKOW CTPYKTYPE
SoeMHeHus. 7




KauectBeuunit1 POA

B xoge aBTOMatn3mMpoBaHHOIO Nnoucka aHann3mpyeTcsi COOTBETCTBMUE
Habopa pedriekcoB M3 KapTodek aAndpakyMoHHbIX CTaHO4apToB Habopy
aKCcnepuMeHTanbHbIX pedeKkcos.

B 60onbluMHCTBE NPOrpamMMHbIX MaKeToOB AN aBTOMAaTU3NPOBAHHOIO
MoOMCKa MOXHO YyKasaTb psag nNapameTpoB, BAUAKOWMX Ha
nony4yaemble pesynbrartbl, Kak-To:

1) OkHO coBnageHunsa (0ObIYHO B egnHuuax 201) — ans 6onblMHCTBA
3agad coctasnget 0.05 — 0.1 [J2[]. Pedhniekc ctaHgapta cHuTaeTcs
COBMaBLWMM C O3KCMepumMeHTaribHbiIM B TOM cChnyyae, ecnn ux
NONOXXEeHNA HaXO4ATCA B paMKax ogHOro OkHa coBnaaeHus.

2) MuHumanbHOe 4ucno pedrekcoB M3 KapTodkuM CcTaHOapTa,
KOTOpOe OOMKHO COBMNACTb C 3KCMNepuMeHTanbHbIMMU.

3) MnHnmanbHas oTHOCUTENbHAA NHTEHCUBHOCTL pedonekca (aqaHHagd
onuns NO3BOMSET HE YUYUTLIBATL Marnble pedonekcobl AudpakuMOHHbIX
cCTaHOapToOB W/UNU 3KCNepuUMeEHTa B XO04€e aBTOMAaTU3MPOBAHHOIO
noucka).

4) MakcumanbHoe Yncrno pednekcoB cTaHaapTa, OTCYTCTBYOLNX (T.
€. He COBMaBLUKX C 3KCNepuMeHTanbHbIMW) Ha audpakrorpamme.  °“



KauectBeuunit1 POA

PelueHne o npucyTCcTBUM TOU UMMM UHOW pasbl B CMECU NPUHUMAIOT Ha
OCHOBaHWUU cneayroLwnx Kputepmes:

* Ha gudppaktorpamme OormKHbI MPUCYTCTBOBATL (MOSHOCTLIO
paspeLleHHbIMN UNKU B BUAE YaCTUYHO paspeLlEeHHbIX pedpriekcoB)

Bce(!) pedonekcbl AMdpakuUMOHHOro ctTaHgapTa. Ecnv Ha
aKCrnepuMeHTanbHON AndpakTorpaMmmMe eCTb TOMNbKO YacTb PedriekcoB — BEPOSATHEE
BCEero, aTa oasa B CMeCu OTCYTCTBYET.

« COOTHOLLUEHNE NHTEHCMBHOCTEN pednekcoB MOXXET MEHATLCS 13-3a
TEeKCTypupoBaHus obpasLa, Ho ecnn pednekc, UHTEHCUBHOCTb
KOTOPOro B KapToYKe cTaHgapTa cocTaBnsAeT 1-2% OTH., CTAHOBUTCS
Hanbonee MHTEHCUBHBIM — MPUCYTCTBME (hasbl B CMECU Bbi3biBaeT
COMHEHMUS.

e Ou4yeBNOHO, YTO 3NEMEHTHBLIN cocTaB obpasLa U 3IEMEHTHbIN COCTaB
onpenenieHHoON B Xoe Ka4eCTBEHHOIo aHanmaa gasbl 4OMKHbI
KOppenmpoBaTh.

Pe3ynbmamsbi kadecmeeHHo20 P®A o0bbI4HO 3arnuckigaromcs 8 suoe
Habopa @ha3 c ykazaHUeM HOMePO8 Kapmo4yeK coomeemcmeyruux
QugbpaKkyUOHHbBIX cmaHOapmos. o



OrnpegeaeHue rnapamMeTpoB
DA€MEeHTapHOU sST9YeIKM KpUCTaAA0B

Pelwlaemble 3agayn:

onpeeneHne cogep)xaHus pacTBOPEHHOro afieMeHTa B
TBEPAOM PaCTBOPE;

onpeaerneHne CTPYKTYpHOro Tmna TBEpaoro pacTeopa;
N3MepeHne ynpyrux HanpsikeHust B matepuarne;

HaxoXgeHne KoadPULUMEHTOB TEPMMNYECKOTO
pacLumpeHnsa (M3amepeHna npu pasHblx Temnepartypax);

nT.o.
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OrnpegeaeHue rnapamMeTpoB

DA€MEeHTapHOU sST9YeIKM KpUCTaAA0B

[MapameTpbl S4ENKM ONPeaenarTCs NyTeM U3MEPEHUS MEXIMIMOCKOCTHLIX PAaCCTOSAHUI AN
psgaa NUMHUA C U3BECTHBbIMU MHAEKCAMU oTpaxeHua hkl. Yimcno nuHuM gormkHO ObITb, NO
KpalHEN Mepe, paBHO 4YUCIYy HEWU3BECTHbIX MapamMeTpoB B KBadpaTUYHbIX opmax,
CBSA3bIBAOLLMX d* 1 Nepuoabl PELLETOK.

Kpucraiwmueckas
CuHronus MeEXIIIIOCKOCTHBIE pacCTOSHUS dHKL
CHUCTEMA
Kyb6uueckast Kybuueckas
TerparonanibHas | TerparonanbHas
PomOuueckas PomOuueckas
PomGosnpuueckas |PomObosnpruueckas
T 2 2 2
ekcaroampHas, | 1 4 (H“+KH+K*) L
I'ekcaronajibHas —. +
TpuronaibHas 2 2 2 2
Lz 171
MOHOK/IMHHAs MOHOK/IMHHAs
L TpurinHHad TpurmHHad
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OrnpegeaeHue rnapamMeTpoB

DA€MEeHTapHOU sST9YeIKM KpUCTaAA0B

[na pacyeta napaMeTpoB SSYENKU BbIOMPAOT COOTBETCTBYIOLLIEE YMCIIO,
Hanboree 4eTKMX, HenepekpbIBaKLWMXCHA, AOCTAaTOMHO MHTEHCUBHbIX
nuHnK. XXenatenbHo BblOMpaTb NMMHMK B obnacTtu 6onbLmnx yrnos, T.K.
TOYHOCTb ONpeaerieHns MeXMNOCKOCTHbIX PacCTOSIHUMA BO3pacTaeT C
yBENMYEHNEM YITIa OTPAXKEHUS B COOTBETCTBUM C YPaBHEHUEM:

Ad
—— = —cteB -AO
r g

Bbicokon TO4MHOCTU onpeageneHmns nepnoaos (norpeHocTb 0,01- 0,001 %) MOXHO
OOCTUMHYTb, MPUMEHASA 0CODble METOAbI CbEMKU M 0O6paboTkM pe3ynbTaToB
N3MepeHUs peHTreHorpamMmm, Tak HasbiBaemble NnpeLmn3noHHble METOAbI.
[loCTnXeHne makcumarsnbHOW TOYHOCTU B OnpeaerneHnm nepruoaoB PeLLeTKu
BO3MOXHO cregyLwmmMmm Metogamu:

1) ncrnonb3oBaHUe 3HAaYEHNN MEXIMIOCKOCTHbLIX PACCTOAHUIN, OnpeaerieHHbIX 13
YrI0B B NPELM3NOHHON obnacTy;

2) YMEHbLUEHWEe NorpeLlHoOCTU B peayribtate NpUMeHeHNsa TOHHOW
aKCrnepuMeHTanbHOU TEXHUKMW;

3) ucnonb3oBaHMe METOAO0B rpaPrnyeckomn NN aHanUTUYECKOMN SKCTPanonsaLmu.
[ e 30



OrnpegeaeHue rnapamMeTpoB
DA€MEeHTapHOU sST9YeIKM KpUCTaAA0B

AKcTpanonsiLMoHHbIe MeToAabl.

ST MeTodbl MPUMEHUMbI [MaBHbIM 00pPa3oM K BbICOKOCUMMETPUYHBIM
BELLECTBAM, OTHOCSALLMMCS K KyON4YeCcKomn, rekcaroHanbHOM U TeTparoHanbHOm
CUHIroHUAM. [1ns KyGuyeckmux KpuctannoB ¢ NnapamMeTpoM arneMeHTapHOW SHENKU
a MOXXHO 3anucarb:

Aa/a =-ctgh } AB =f(0),

roe ZAGi- CyMMa MHCTPYMEHTAaSIbHbIX CMeLLeHU AndpakumoHHOU nuHun. Torga
BENM4YMHa napameTpa aneMeHTapHoOM siueiikm paBHa: a = a [1+f(0)]. Mpn 6 —90°,
ctgb—0 n, cnegoBaTensHo, f(8)—0. Kpome Toro, f(8) MoXHO npeacTtaBuTb B BUAE
HEKOTOpPOU npocTon doyHKUMW OT yrna 8. Hanpumep, Ans LUEHTPOB THAXKECTU
nuKoB nop yrnamm 6>60° ¢ 4OCTaTOYHON TOYHOCTBIO MOXHO MONOXUTL f(B)=cos?0.
Torga BenuuMHa napameTpa a ABMAETCA NUHENHOW (OYHKUMEeN cos’0. Takum
00pa3oM, HY>XHO TOYHO U3MEPUTL NOMOXEHNE HECKOMbKNX NMMKOB NoA yrrnamu 0
>60° (mocnegHUn U3 HUX AOIMKEH UMETb yron 0 = 78-82°), oNga KaXkgoro U3 HUX
onpenennTb 3HaYeHne napameTpa dfieMeHTapHOU AYENKN a N OTIIOXKUTb ITU
3Ha4yeHUs B 3aBUCUMOCTU OT cos?0. [MepeceyeHne npaAMoN, COeOUHSAIOLLEN
9KCrNepuMeHTarnbHble 3HavyeHus napameTpa a C ocbilo 0=90°, onpenenuT
3HayeHMe napameTpa a cBobOgHOE OT BCEX CUCTEMAaTUYECKUX

aKkcTp’

MOrpeLLUHOCTEN, UCKMOYasi MOrPELLHOCTU U3-3a BepPTUKarnbHOW pacXOANMOCTH. 4
(] (]



OrnpegeaeHue rnapamMeTpoB
DA€MEeHTapHOU sST9YeIKM KpUCTaAA0B

NMopsaaok BbINONMHEHUs pacyéTa

[Mponuncatb andpakuMOoHHbIE MUK B 06nacTu 6onbLIKX YrioB.
PaccunTtaTb MEXNIIOCKOCTHOE PacCTOAHME.

PaccuutaTtb napamMeTpbl afieMeHTapHON A4enkn, NCMosib3y4
KBagpaTU4vHble 3aBUCMOCTHU

[MocTpouTb 3aBUCMMOCTb @ OT cos’0 1 onpeaenuTb TOYKY
nepeceyeHns ¢ ocbto (0=90°) Tem cambiM onpeaennTb NapameTp a
npu yrne 90°.

[lpon3BecTn yTOHYHEHME NAapaMeTPOB 3ANeMEHTaPHOU AYENKU

METOAOM HaMMEHbLUUX KBagpaToOB C MOMOLLbIO nporpammbl UnitCell.

CpaBHWUTbL NOMy 208 ccuMTaHHbIMK 6e3
4.9510
YTOYHEHUA. 4.9510 *
49510
4.9510
<L 4.9510 . ®
. 4.9510
@ 4.9510
4.9510
4.9500
4.9500
4.9500 ——— —

T T 1
0 0.02Q$&PH0.08 0.1 0.120.140.160.18
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OrnpegeaeHue rnapamMeTpos
DAMEHTAPHOU SI4eUKIM KPUCTAAAOB

= Multi Plot
[Graup:Egorov, Data:Ph_204_135]
[Group:Egorov, Oata:Ph_204_160]
I (Counts) A
D I"";'"'l""|""I""|""I""i""I""|""I""|"'
135 140 145 150 155 160
Theta-2Theta (deq)
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Dasosble IIpeBpallleHs AVIOKCYAA IUPKOHS

1170°C |

monoclinic ZrO, tetragonal Z

YSZ (Yttria-Stabilised Zirconia)
Cubic Fluorite Structure
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Moaeanr AaexcaHapOBa

d, = 0.23094( R, + R + 2MAR
Y i Zr T 70 T 100+ M

Z

_ (Azr + 240 + X P M {AAy + [(Pox/Px) — 2]Ao}
p= 100 + 3, M (P — 1)

0.52000
0.51800 /

0.51600

0.51400

[NocTosiHHaS
peweTku, do (HM)

el

0 5 10 15 20

% (monb) Y,0s

0.51200

0.51000

10~24Nd}

== o (HM)

)

mol.,% do (HM) |p, rp/cm®
0 0.51038 6.156
1 0.51079 6.131
2l 0.51121 6.106
| 3 051162  6.081
4 0.51204 6.057
5 0.51246 6.033
6 0.51287 6.009
7] 0.51329 5.986
8 0.51370 5.963
9 0.51412 5.939
| 10 051453 5917
11} 0.51495 5.894
12| 0.51537 5.872
13] 0.51578 5.850
14, 0.51620 5.828
15| 0.51661 5.806
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KoanmuecrBeuurnir POA

KonunyecTBeHHbIN (pa30BbIN aHanNM3 - onpenerieHne KonMYeCcTBEHHOro coaep)XaHus a3 B
MHOrodasHbIX KOMMNO3ULIUSIX.

 MeToa BHellHero ctaHgapTa — T.H. MeTol KOPYHAOBbLIX YUcern.
* MpocdpunbHbIN MeTO4
e Metopg PutBenbpa

Kaxkgown goase cmecn MeeT COOTBETCTBYET crieunduyeckasa cuctema JIMHUM.
[ToaTomy B 06LLEM Crydae Npu CbEMKE BELLECTBA, NpeacTasnstoLwero cooon
CMECb HeCKONnbKMX a3, nonyvyaeTcs peHTreHorpaMmma, Ha KOTOpPOW
NPUCYTCTBYIOT pedonekcbl Bcex a3 BXxogsawmx B cocTaB obpasua.
NUHmeHcueHOCMb KOMOPbLIX 3asucum oOom e€ Kosiudecmea u om eé

ompamarou;e& cnoco6Hocmu.
) 036
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MurencuBHOC

Tb

Koamnmuecrsenunsinn POA

MeToa KOpyHAOBBIX UYMICeA

T RUCTH A i s v =~ [ B
Rp=11.99  Rwp=1527 Resp=538

-TZ-3YS.x%_y

< 100 % tet

/ 100 % mon

RIR
ZrO, (tet) =10

ZrQ, (mon) = 4.8

105

KopyHaoBoe uncno
(Reference Intensity Ratio — RIR) paBHO
OTHOLLEHUIO MHTEHCUBHOCTEM (1 ax)
Hanbonee cunbHbIX pednekcos ¢asbl U
KOpyHA4a B WX CMEcM C MaccoBbiMU
ponamm 50 %.

Imax
RIRy = G |wk=50 %>

Al, 05
MaccoBble 40N KpUcTananyeckux ¢as B
CMECHU PacCymUTbIBAOTCA NO YPABHEHWUIO:

Imax
il
_ RIR),

i

AHanuM3 OCHOBaH Ha KOSIMYECTBEHHOM CpaBHEHUN WHTEHCUBHOCTU JNMHUN
pasHbIX ha3 ¢ MHTEHCMBHOCTLIO NMUHUK 3TanoHa (AL O, - kopyHA). [lpu aTom
WHTEHCMBHOCTb JIMHUW AOaHHOW dhasbl NpornopumoHanbHa O6bEMHOM Aone
OaHHOW doa3bl B CMECH.
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KoamnaecrseHurnin POA

IIpodpmabHbI MeTOZ

IIpopuabHblit KoandectseHHBII PPA OcHOBaH Ha MOAeAMPOBaHUN DKCIIePUMeHTaAbHOI
AUPpaKTOTpaMMBl C 1IeAbl0 IOAYYeHMs HaMAy4lllero MNpUOAVDKEHUSI «Teopusi-
DKCIIEPUIMEHT».

Pepaexc Ha audpakrorpaMMe OOBIUHO MMeeT Bl pa3dMa3aHHON JeabTa-(PYyHKLNN,
OOBIYHO MOAEAUPYEMOI T.H. HPOPUABHBIMU (PYHKUIMAMIU.

Pacuem napaMenpof oguHOYHOZO Makcumyma: OSpaSomaHHe Maccud
,,,,,,,,,,,,,, LT e S L S Ul S e S G e S M e e O L Co e Gl s e L LU ca s Ca e N Ca e e O L

MunHnmusayms OTKINOHEHUS «Teopusa-
9KCNEPUMEHT» NPOBOANTCS nyTem
BapbMpoBaHUs Habopa NnepeMeHHbIX (0BLWnX 1
nHauBMAyanbHbIX ANa Kaxgon gasbl). K Takum
nepemMeHHbIM OTHOCATCS:

1. k, napameTpbl hoHa

2. [lapameTpbl arieMeHTapHON SYENKU +
NpodounbHbIE NapaMeTpsbl

3. TekcTtypa

4. CTPYKTYpHble NapamMeTpbl

5. KoopauHaT aToMoB

3 ¥ F F f F ¥ T
28 285 29 295 30 30.5 3 315 32 325

— Kowu”2 ¢ [aHHbES — Kouwu —— Taycc Mupcon VII
= Mupcox IV — llcebgo—$ouzm

) @38



KoamnaecrseHurnin POA

MeToa PutBeapaa

MeTton PutBenbga v npo@uribHbIM aHanmM3 coBragatoT C TOYKU 3PEHUSA «MOEONOrnm»
CcO3daHMA BapuaLMOHHOM 3ajayM W OTNMYaKTCA MPOCTPAHCTBOM  BapbUpyeMbIX
nepemMeHHbIX. T.e. ecnn B xode NpounbHOro aHannsa Bce peduriekcbl aHanu3npyrTca
He3aBucumo, TO B MeToge PwutBenbga aHanu3 BedeTcsa Mo NofHoMYy npodounto

FYRRATOLPaM M herTapHoit suelikn dasbl (a, b, ¢, G, B, Y) 3a0al0T MONOXEHMe
COOTBETCTBYHOLLUX pedneKkcos, a NnpodusibHble napameTpbl — PopMy 3TUX pedreKkcos.

FRp=5.85 Rwp=7.60 Rexp=4.01 ) , 2 theta = 5865 d= 1573 , Int= 4911.14 Memoa Pum Genb Oa u

8095

=& Ny e2o eapuaHmMbl
K o sen1s1tomcsi Ha
| ,5"»;0"1/. ce200HAWHUL deHb
cambIMU MOUWHBIMU
UHcmpymeHmamu 0Orisi

; J k\J\*— uccriedosaHus

I . Al e cmpykmypbl seuwlecmaea
C UCriosib308aHUEM
rnopouwKosou
peHmMaeHo8cKou
oupakxkyuu.

° @39
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425

PeHTreHO-CTpyKTYpHBIVI aHaAN3
Popma nuka

——

Kaxx ap1i Pe3yAbTUPYIOIINN VK
DKCIIe pUMEeHTaABHON AMQpaKTOrpaMMbl COCTOUT U3
ABYX 4YacCTeI:

VHCTPYMEHTAaAbHOM COCTaBASIOIIEN, 3aBUCIILIEN
OT TeOMeTpUM ChEMKMU, PacXoAMMOCTU IIydKa,
pasMepa (Ppokyca TpyOKU U T.A4.,

¢usnueckon cocraBasoNel;, oIpeaeAsieMO
JpaxkropaMu HeCOBepIIeHCTBa CTPYKTYPBI
(AMCIIe PCHOCTBIO, MUK POUCKaKEHUSIMY,
AedpexTamMy yInakoBKI U T. 4.).

K ymmpennio nukos puBoAAT MUKPOHATIPSKeH s
1 pas3mep o0aacTy KorepentHoro paccesuus (OKP).
T.e. mupuna B pe3yapTupyIolIero 1nmka COCTOUT U3
MHCTPYMEHTaABHON IMPUHBI b M usmyeckoro

yImpeHus: f.

B=b+p

45 455
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PeHTreHo-CTpyKTYpHBIV aHaAN3
dopma nmka

[No knaccugukayuu BHymMpPeHHUEe HarpsXXeHusi omrudaromcsi 06bLEMOM, 8 KOMOPOM OHU
ypasHosewusarmcsi.

1. [lo0 30HasibHbIMU (OCMamoYHbIMU) HarpsXXeHUssMu (MaKpOHanpsmxeHUsiMu unu
HanpskeHUsiMu I-poda) NoHUMarom yrpyaue UCKaXXeHus, ypasHoeewusaroujuecsi 8 obbeme
8cea0 u30eniusi unu 8 e20 3HadyumeribHol Yacmu. MakpoHarpsikeHusi ebi3biearom coesu
UHMepgepeHUUOHHbIX JTUHUU, KOmOopbIU cmaHo8umcsi 0cobeHHO 3amemHbiM r1od 6osibwumu
b6paz2o6cKUMU yeriamu.

2. [lo0  MukpoHanpsixkeHusiMu  (ll-poda)  roHUMaKmMm  HarpsKeHUs, Komopble
ypasHogeuwusaromcesi 8 obbeme omaoesibHbIX Kpucmarsaumos usu Yacmeu Kpucmarsiumos
(Mo3auyHbix 6rokosg). OHu mo2ym O6bimb KaK HeOopPUEHMUPOBaHHbIMU, mMaK U
OpUeHMUpPOBaHHbLIMU (8  HarmpaeneHuu  ycusnus, fpou3eedweao  1acmuyecKyro
Oegbopmauyuro). MukpoHanpsixeHUss npueodsim K ywupeHur nuHuu. Haubornbwee
U3MEeHeHUe WUPUHbI UHMepgepeHUUOHHbIX MUHUU Habnodarom rnpu 60nbuwux 6p3c2o8cKux
yernax.

3. [lo0 cmamuyecKumu UCKaXkeHusiMu pewemku (lll-poda) MoOHUMAaKM  HarpsXKeHus,
Komopsble ypasHogewusaromcs 8 rnpedenax Hebonbwux epynn amomos. [Nlpu Hanuduu
cmamu4ecKuX UCKa)XeHUl, c8si3aHHbIX CO CMeWEeHUEeM amomMo8 U3 udeasibHbIX MosioKeHud,
yMeHbwaemcsi UHMeHCUBHOCMb UHMepghepeHUUOHHbIX TUHUU U 8o3pacmaem ougy3HbIU

OH.
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PeHTreHO-CTpyKTYypHBIN aHaAN3
Popma nuka

Cucrtemarnyeckoe n3aMeHeHue napaMmeTpoB AfIEMEHTAPHbIX A4eeK NMPUBOANUT K caBUTY pedpnekcos
B TY WX WHYI CTOPOHY. B criydae e MUKPOHaNpPsKEHUW, CXaTUA-pacTsHKeHUs NpoucxXoaaT
Xa0TUYECKN, YTO NPUBOOMUT K 3(PPEKTUBHOMY YyLLUNPEHUIO pedreKkCcoB. YIMpPeHne, CBA3aHHoe C
HanMuMeM MUKPOHanpsKeHUn paccynTbiBaeTCA No popmyne:

roe Ad makcumarbHoe OTKINOHeHne
4 e MEXXMMOCKOCTHOIO PacCTOAHNA ONA JaHHOMN
,Bg = d t,g NHTEpPdEPEHLNOHHON NTMHNK OT CpeaHero
3HayeHuna d

all

a’<a,

G(a”-a,)

|




PeHTreHo-CTpyKTYpHBIV aHaAN3
dopma nmka

B peHtreHoBckon aundpakumm OKP aTo xapaktepHas obnactb KpucTanna, pacceuBaroLlas
PEHTFEHOBCKOE U3Iy4YeHNe KOrepeHTHO, TO eCTb C MOCTOSIHHOW Pa3HOCTbLIO (ha3 N HeE3aBUCUMMO OT
OPYrnx Takux >xxe obnacrten.
[Ona OoueHkn pasmepoB KPUCTANMTOB B MNONUKpUCTannax (3épeH) unm nopoLLKOBbIX
HaHomMaTepuanax pasmep OKP 00bl4HO, OTOXAECTBNSAIOT CO CPEAHUM pa3MepOM KPUCTannToB.
Pasmep OKP 06bI4HO Ha 10-15 % HWXe peanbHOro pasmepa Kpuctannmta, NocKonbKy obnactb
KOr€pEeHTHOr0 paccesiHusl COOTBETCTBYET BHYTPEHHEN (yrnopsigovyeHHon) obractu 3epHa U He
BKIOYAET CUMbHO UCKAXXEHHbIE 1 aMOPHbIE rPaHuLbl KpucTannuTa.

B 1918 rogy UWleppepom 6bIN0 nokasaHO, YTO KPUCTaNnMTbl Manoro pasmMepa Bbi3blBatoT
yLUMpeHne OUMPaKLUNOHHBIX IMHUIA U YTO UX UHTEerpanbHasi lmpmHa obpaTHO NponopumnoHasbHa
pasmepy KpuctannmTos B obpasLe:

12 nm

k/l 10 nm
%P D - cosB 0

rae D — pa3amep OKP, A —anvnHa BOMHbI
N3ny4vyeHus, k — KOapPPUUMEHT, 3aBUCALLUIN OT N [
doopMbl YacTULbl N GNN3KUN K 1. \ 4
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PeHTreHo-CTpYyKTYpPHBIN aHAaAN3
Popma nuka

> 200
l | HM
— E— ——4— 4\

------------------------------------

20, °

PacuétHasa audpakrorpaMma aaMasa 445 Pa3HOTO
pasmepa KpUCTaAAUTOB
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PeHTreHo-CTpyKTYpHBIV aHaAN3

dopma nmka

LLiInpnHa oudpakuMoHHOro MakCuMyma onpeaensieTcst Ha NONOBUHE ero BbICOTbI, UK

NHTerpanbHas LW1puHa «Bx» onpegensaeTca no dopmyne:

0o +A6 ¢

[ h(x)dx

B — 0040
I dx

, TAe h(x) - kpmBasa pacnpeaeneHns UHTEHCUBHOCTK B obnactu yrnos ot 6,-A6 no 6 +A6,
0, -MonoxeHve MakcuMyma, | - MakcuMarbHasi BbicoTa nuka npu 6.

PacuéTel B mpuOAV>KeHUH alllPOKCUMaLY IO
/openny u 110 I'ayccy garor KpaiiHue OLleHKI
(HanOOABILIYIO ¥ HAMMEHBINYIO BeANYIHY,
COOTBETCTBEHHO) ICKOMBIX IIapaMeTpPOB.

I, umn./cex
o — N w » o o ~ (-] ©w

-
=)
s

30eck:
H,=H,
I,(L)=1I,(G)

|, ®yHKuus Maycca

’

®yHkuua JlopeHua

»N
o
9

26.8 26.9 20 271 27.2 20 27.3
i
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PeHTreHo-CTpyKTYpHBIV aHaAN3

dopma nmka

y = 0.0157x + 0.019

Pasmep OKP | I
5 0.080 -
k . }\' ng 0.060 -
: 2 0 é_ 0.040 |
B *COoS (T) 0.020 -
YpaBuenmne Buabsimcona - Xo, | S
' 0.000 1.000 2.000 3.000 4.000 5.000 6.000
2 Sino/A

A
B%cos?0 = 5 + (4&sinf)?

Aas1 pa3aeAbHOTO OIlpeAeAeHNs BAVAHIS 0001X (PaKTOPOB 110 MeTOAY
Buabsmcona-Xoa4a HaX0AAT 3HaYE€HUS f 4451 Pa3AMYHBIX AVHNI ¥ HAHOCAT Ha

rpapMK BeAMYVHBI
1 prcosB 2

. 2 ,
B 3aBMCMOCTH OT (sinf/2)". Ilo HaHeCEHHBIM TOUKAM IIPOBOASIT IIPSIMYIO

. 2
A0 IlepeceveHmsI C 0chI0 opAnHaT. Beanunna 1/D?cootsetctBytomast (sinf/A)” = 0,
AT UCTMHHOe 3HavyeHMe 1/D?, a TaHTeHC yraa HaKAOHa IIPsIMOI K OCU aOCIIMCC
Aact 3HaueHune (Ad/d)>.
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PeHTFeHO-CprKTypHBIfI dHaAIN3
OTHOCUTeAbHAsI MHTeHCUBHOCTD ITMKa

Pacnpenenenue
I LE D THE e et eeee Peieee e 1 a4ToMoB B Kpuct.
1 I 1 I 1

| pelérke
10 20 30 40

20 Iﬁ.-—'_—l —'_=ﬁ

—ﬁ:‘ I
2t

ySL2E

@ —'—'




PeHTreHo—CprKTyprHZ aHaAl3
DoH

Y

L L

10 20 30 40
20

Conepxxkanue
KPHUCTAUIMYECKOMN
¢a3b1 1 np.



PeHTreHO-CTPYKTYpHBIN aHAAM3
IToaoxeHne r1ka

[TomoxxeHue -\\I LE 0 FRE T e eer e et o
| L | 1 | 1
R ika 10 20 30 40
20
ITapameTpsbl
C KPHUCT.
b pPelmeéTKU
—
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PowderCell

[Tommep BXOAHOTO AAMAQ C AOHHBIMK O CTRYKTYPE
(KyOMYecKkas SAEeMEHTAPHAS 4EUNKA, MAPAMETPDI
ayelku: a=b=c = 5 A, [1=1=1=900, ATOM KMUCAOPOAQ
c koopamHatamm [[0,0,0]] m TemnepaTypHbIM
APAKTOPOM 0.4, ATOM A30TA C KOOPAMHATAMM
[[0.5,0.5,0.5]] 1 TemneparypHbim doakTtopom 0.3,
AOTOM BOAOPOAQ C KoopamHatamum [[1/3,1/3,1/3]] .
NPOCTPAHCTBEHHAY rpynna 14):

CELL 5.0 5.0 5.0 90 90 90

O 3 0.0 0.0 0.0 1 0.4
N /0.5 0.5 0.5 ] 0.3
H 1 0333 0.333 0.333

RGNR 14 *50



ToHukue rmaeukKu

« COCTOB TOHKMX MAEHOK M3YHAETCa C MNPUMEHEHMEM CNeUMAAbHOM
ONTMKM, ODECNEYMBAIOLLLEM ODAYHEHME ODPA3LLA NMOA MOABIM YTAOM.
[Ton 3TOM  MBAYYEHME T[MPOHMKAET B 0OOpA3el, He TAYDOKO M
B3OMMOAEMNCTBYET, TAGBHBIM ODPA30M, C MNMOBEPXHOCTHBIM CAOEM. B
PE3YALTATE AMADPAKUMOHHBIE TMMKM  OT MNOBEPXHOCTM 0OBPA3LA

(I'I/\eHKl/I NAN TOHKOTO I'IOKprTl/IFI) OKA3bIBAKOTCA MHTEHCHMBHEE TTMKOB OT
MOAAOXKWN.

® e5]



DTaIlbl

IToaroroBka
oOpas1a.
CnéMKa

Onpegeasenne
Auaria3oHa CbEéMKIU

Konsepranus
AAQHHBIX

KauecTrBeHHBITI
aHaAlI3

Omnpeaeaenue Omnpeaeaenne
IIapaMeTpoOB pasmepos OKP u
peLIeTKI MVKPOHAIIPSIKEHUN

KoanuecrBeHHBIN
aHaAu3
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[Iporpamma - PowderCell

|# Powdercell 24

) File Structure Select Options Diffraction Refinement Windows Special Help

JEEEHOE] E s ORI LR

powder pattern
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Intensity, a.u.

DKCIIepMeHTaAbHbIe CIICKTPEI

LIVIPKOHEBOTO cIriaasa D110

b
6000 -
15000 Zr (W02) Synchrotron radiation I Zr (101) X-ray diffraction
A=1.7212 5000 - A=1.5405
12000 Zr (101) 5 I
- = 4000
= 1
9000 - £ !
@ 3000+
' g .
[=
6000 - £ L0004
] 1 \ . Zr (100) 7. (003
3000 Zr (100) Zr (102) 1000 Zr (102)
1 Ul \ __JUU A
' 25 30 35 40 45 50 55

30 35 40 45 50 55 60
20, degrees

20, degrees

HAdugpakmozpamMmMbI Nos1ly4eHHbIe Ha UCMOYHUKEe
CUHXPOMPOHHO20 usny4deHusi BAlIl1-3 (a) u
peHmaeHoeckomM dugppakmomempe Shimadzu
o XRD-7000S(b). °54



PenTrenoan(ppakumoHHbIN KOMILIEKC JJIsI in Situ UCCJIeA0BAHNN CTPYKTYPHO-
(a30BbIX UZMECHEHU U

fOHWOMETpP

__.‘ "‘ Yron audpakumm 14
S T | 20

10 —p4— 13
3 e 4
XIS
Cxema T1a30BOM cHCTEMBI. 1 — OalIoH

WHEPTHOTO Ta3a (aproH, Tejinii); 2 — reHepaTop
BOJZIOPO/Ia; 3 — ra30BbIi CMECHUTEIIb; 4 — Kamepa
BPEMEHHOTO XpaHEHUS rasa; S —
BBICOKOTEMIIEpATYpPHAs Kamepa; 6 —
BAKyyMHBIN MOCT; 7, 8 — IaT4YUKU JaBJIeHUs; 9
— ra3oBblid peaykrop; 10, 11, 12, 13, 14, 15 —
KpaHbl PYYHOT'0 yIIPaBJICHUS

55
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JAudpakromerpusa ¢ paspenieHueM 1o BpeMeHU

Si(111)
Si nopomox
T=30-700 °C, 5°/mun
T=2 MHH/KaAp

Si (220)
Si (311)
700 °C

30 °C
L) ¥ I 4 1 k4 ) b4 L y )
30 35 40 45 50 55
20, rpaxycol
311 Si nopomok

T=30-700 °C, 5°/mun

T=2 MHH/KaJap

s T= 700°C
] L L} 2 L L - 1
55.8 56.0 56.2 56.4

20, rpaxychl

a, HM

Bpemsi, Mun

w N
o

0.5430 -

- } 8 _'

-

IR

0.5427 L -

L] T v L T T L T v v L
0 100

T T T T T T T T
200 300 400 500 600 700 700 700 700

Temneparypa, °C

3aBUCHMOCTH MapaMeTpa o, SIEMEHTapHOU
SYCUKU KPEMHHUSI OT TeMIIepaTyphl

©56



JAndpaxkromerpusa ¢ paspemieHueM 110 BpeMeHU

Cu (111)

Hasnenne H, 0,5 atm.

HHW | x ‘Bwadg

15 mun Hz
['}

o et et et

Cu (200)

=
S
=

T

CuO (20-2)

CuO (110) CuO (002), (11-1) CuO (111),(200)

0 Mmun H2

35

80 30

*I9*HLO :—%o°—:—:o:0.—h—:

rpaaychel

.

20

20, rpaaycei

Cepus audpakrorpamm mpoiecca
BOCCTAHOBJICHUS MEJIU U3 OKCHUJIa MEIIH

JludpakrorpaMmMbl METHOTO OPOIIIKA
(depHasi JIMHUSA ) U OKCHJIa MEJIN (CUHSA

I10J1 IaBJICHUEM BOJIOPO/ia B

JIMHHUS) TIOCIIE OTKUTA

N30TCPMHUYCCKUX YCIOBHUAX

05/



NHTEeHCHBHOCTD, OTH.€/1.

Anpodanusi TuPpaKIMOHHOIO KOMHJIeKca
[TapaMeTphl SKCIIEPMMEHTA: OCTaTOYHOE AaBieHue B kamepe — 2-102 Ila; HarpeB —

JMHEHHBIN; CKOPOCTh — 5°/MUH, nuama3oH temneparyp — 25-500°C.

o-Ti (002)
' u—Tl (101)
o—Ti (100) | a-Ti (102) 0.2960 - ‘
. | . : - 0.4704
' s — N 0=3.8:10" |
i | | - 0.4702
i ° : 0.2958 < . L
. s e % - 0.4700
: 1 “ 300 °C : 0.2956 - - .‘ - (0.4698
E : ' z . ‘ - 0.4696
, 200°C i 4 02954+ = 4 % :0.4694
: : T [ ] -
| A o ! ‘ . u - - 0.4692
' . A\ 0.2952 - s ) i
| | , . = 0.4690
: : ﬂ : ; a=4.2-10° |
1 i [ 25 °C : - 0.4688
SEA 4 = - e —n—— 0.2950 ——r
35 40 45 50 55 0 100 200 300 400 500
20, rpaaycsl Temneparypa, °C
JudpakrorpaMmbl HOpOIIIKa 3aBUCUMOCTbD MMapaMeTPOB
TCXHHUYICCKH YUCTOI'O TUTAHA MAPKH BHCMCHTapHOﬁ STUECUKU ITOPOIIKa
BT1-0 B mporiecce TMHEWMHOTO HarpeBa TEXHUYECKU YUCTOTO TUTAHA MAPKHU
OT KOMHAaTHOM Temmeparypsl 10 500 °C BT1-0 ot Temneparypsl

° e58
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Anpodanus 1TMPPAKIUOHHOI0 KOMILJIEKCA
[TapameTpsl SKCIEpUMEHTA: JABJICHUE BOOpoaa B kamepe — 0,5 arMm.; Temmneparypa

HaBojopoxkuBanusa — S500°C; Bpems JKCHO3UIMKM — SMHUH/KaAp, Bpems
HaBOJOpOXKHBaHUA — 120 MuH.

e a-Ti
= 3-Ti
Avy-TiH
*5-TiH

7600

5700

| i
(Fﬁ

A

=

20, rpaaycol

dazoBbI€ NEPEX0/Ibl B MTOPOIIKE TEXHUYECKH YMCTOIO TUTaHA MapKHU
BT1-0 B nporiecce razodazHoro HaBOJOPOKUBaAHUS 059



Anpodanusi TMPPAKIMOHHOIO KOMILJIEKCA
[TapamMeTpsl SKCIIEPMMEHTA: OCTATOUHOE AaBlieHue B kamepe — 2-1072 Ila; HarpeB —

JUHENHBIA; CKOpPOCTh — S5°/MuH, nmana3oH Ttemmeparyp — 25-800°C, Bpems
AKCIIO3ULINU — SMUH/KAJIP.

e o-Ti
= 3-Ti
Ay-TiH
*6-TiH

NnTencHBHOCTD, OTH.€/1.

32 34 36 38 40

20, rpaaycsl

®da30BbIC MEPEXO/IBI B MPOLIECCE IeCOPOIIMH BOIOPOIa U3 TEXHUUECKU
b YUCTOTO TUTAaHA IIPU HArpeBe 060



PedurtreHosckmun

andpakToMeTp
Shimadzu

XRD-7000
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I

DTaIlbl

OnpeAeAeHne AMANA3I0OHA CbEMKM.
[TOATOTOBKO OOpPA3LLQ.

CbEMKAQ.

KOHBEPTALMA AQHHbIX.
KayecTtBEeHHbIM QHOAMSI.
KOAMYECTBEHHbLIM OHOAMS.

OnpeAeAeHMe MAPAMETPOB PELLETKM.

OnpeaeaeHme pasmepos OKP 1
MUKPOHAMPIXKEHMM.
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OcCHOBHBIE TUIILI KpICTaAdAN9IEeCKNX

peIIeToK

G

Kpucraaa saBasercs ecrecTBeHHON TpEXMEPHOI AP PaKIIMIOHHO PeIIETKON
AAsI PEHTT€HOBCKUX Ay4Yenn
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P

HTTeHO-CTDVKTVDHBIN aHaAAU

ITomoxxenue
IHUKa

+*Dopma nuka

" LT THE e gt eee it eeee tenee e b
\ | 1 | 1 1 I
10 20 30 40
20
ITapameTpsbl Conepxxkanue
KPHCT. KPUCTAIHYECKOM
peIIETKH ¢a3b1 1 np.

Pa3smep
O YaCTUYEK

OTtHOcCHUTEIbHAY

| MHTCHCHUBHOCTD

ITNKa

Pacnpenenenue
ATOMOB B KPHCT.
pelérke




