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[1lnaH neKkuunu

OcHoBHble 06nacTn NPUMEHEHUS MeTOAa NOPOLLKA

OrpaHu4yeHmna n npemmyLlecTea

dopmupoBaHmne gndopakLMOHHOM KapTUHbI B METOAE NOPOLLKA
OcCHOBHbIe NpUbANXEHNS KNHEMATUYECKON TeOpUn andpakymm

3akoH bperra B BEKTOPHOM U cKansipHon popmax

Cdepa OBanbaa

dopm-dhakTopbl  atoMOB, NapaMeTpbl  aTOMHOIMO  CMELLEHMUS,
3aceneHHocTb. CTpyKTypHasa amnnmtyga

[TonapusaumoHHbIN pakTop, BMMSHME MOHOXPOMAaTOPOB.
JlopeHu-daKTop, reoMeTpmnyeckmuin akTop

[lorrnouieHne pPeHTreHOBCKOro uaryyvyeHus B npobe, abCopbLMOHHLIN
doakTop

[ToHsATHMEe O TekcType obpasua, TeKCTYpHbIn draktop. KoadpduumneHT
AKCTUHKUMN. DaKkTOop NOBTOPSIEMOCTU pedoriekcoB
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Kpucrtannamnyeckas CprKTypa

SrTiO5 = TUTAHAT CTPOHLUMUA

a=b=c=3.9046 A, a=B8=y = 90°,

V=59.53A
_ 0-2
Sr+2
KyBuyeckasi CUHroHUS Pm3m Tied
[pocTpaHcTBeHHas rpynna: ¢
A
Z = 1 wb‘ ‘
.,a
ATOMHbIE MO3ULUN:
Atom | Ilo3ummsg g X/a v/b z/c
Sr la 1.0 0.0 0.0 0.0
T1 1b 1.0 0.5 0.5 0.5
O 3c 1.0 0.5 0.5 0.0

M €TOAbl KPUCTAJIJIOCTPYKTYPHDbIX
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[MlonoxeHne AnppaKkLMOHHbIX
MaKCMMYMOB

YpaBHeHue Bysibda-bparros
O6paTHas pelIéTKa
Cdepa IBanbaa

MeTo/1bl KpUCTALIOCTPYKTYPHBIX UCCJIEOBAHUH.
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YpaBHeHue Bynbda-bpsrros

AB+BC=nA
. AB=BC=dsin®
7
I:Hﬂ;;:@;f

2dsin@d=nA
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g MHaekebl Munnepa

Kpuctannorpacdudyeckme niockocTy — napannenbHble NNOCKOCTH,
nepecekatoLlue Bee(!) yanbl KpUCTANINYECKON peLleTKH

MHAaeKebl Kpuctannorpagpuyeckon
NNOCKOCTW (hkl)— 1Yncno Oonen. Ha
KOTopble OeNUT MNOCKOCTb OCK a.b.c

gl ]
/ / / hkle 7
> 9 & + A

djopy = @ dpogy = al2 NHaekcebl (hkl) — nHgekebl Munnepa
MnockocTh (100) [MnockocTu (200)
1. PeanbHbIX N0OCKOCTEN B KpUcTanne
|
. : _ He cyulecTByeT!
\ ) 2. KpucTtannorpagpuyeckme rniocKocTu

_ napannenbHbl 4pyr Apyry

x D 3. PaccTosHue mexay

bl / KpucTannorpaguyeckumm

/ L 4. 1.9 MAOCKOCTAMMU — T.H.
e

MEXMOCKOCTHOE PaccTOosAHNE dyy, —
Ba>XHbll1 NapameTp B Teopuu

° MeTo/ bl KpUCTANLI0CTPYKTYPHbIX AvdppakLmn

uccinenoBanui. [lopoukoBas sudpaxius.




JIBymepHoe npeacTaBJeHUe 3aKoHa B-b He
JIAéT BO3MO>KHOCTb HaIJIIHO NIPeJCTaBUTh

B eKTO p bl d (hkl) OpHUEHTALUI0 TPEXMEPHOT0 KpUCTaJlJIA.

IBaJIb[ IpeJIOKUJ 3aMeThb IJIOCKOCTH
CUCTEMOU BEKTOPOB.

010

BekTop [110], BhIXOASLIMN M3 HaYaaa KOOPAWHAT "

100 200 200
< <

200 100

[IpeacTaBeHHEe CUCTEM MJIOCKOCTEW HAGOPOM
BEKTOPOB, IJIOCKOCTh ab
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[lycTh

d(*hkl):l o o o o

d(hkl)

—

H ., =ha"+kb™+Ic" ....

k Tk k
PeweTKa, NOCTPOEHHAaA Ha BEKTOopax d, b , C
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/O6paTHaﬂ pelwleTKa. CTtporoe onpeaeneHune A

BBeaem BekTopa:

d = N1oo —— b= Nom d.’ - NOOl qd
100 010 001
.1 L1 1
"= = b= el
digo dogo doos
YuyntbiBas:
~ G Spe . b G Sac. = J Sa . H =ha” kE* IC”
a :Nloov , :N01ov , C :N001V ' hd + +
NOnNy4nMm:. v v v

4t [6}*] B = [ca] ot [aBJ ;
(albc]) (b[ca]) (clab])
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Nundpakuma oT MOHOKPUCTaNNA

MeToAbl KpUCTANJIOCTPYKTYPHbBIX
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[ WHTepdepeHUMOHHOe YpaBHeHME

— —

H, =ha+kb™ +IC”

ASD:siné? — AO=sInd

S-S, =2sind|

— —

Bektop S —S_ coBnapaer ¢ BEKTOPOM Hhk|

nno BeqininHe n no HanpaBJiieHu, T.e.

§_§o:z|:lhkl
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Andpakuma ot nonnkpuctanna. lebaesckume

KONbLa

Cdepa
JBaJibJa

[Tagatonuu
Ny40K

OtpaxkéHHble |

Konyc /le6as
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Nundpakuma oT NOIMKPUCTaNNA
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[lopoWwKOBaA peHTreHorpamma
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MHTEHCMBHOCTb ANPPAKLLMOHHbIX
MAKCMMYMOB

ATOMHOe paccesHUe

CTpyKTypHas aMILIMTYy/a

MHTerpasibHasg HUHTEHCUBHOCTb AUPPAKIIMOHHOIO MaKCUMyMa
[Tonsapusanuda

MyJIbTUTIJIETHOCTH

®akTop JlopeHna

[lorsomenue P B npooGe

JKCTUHKIUA

Texkctypa

MeTO,Z[bI KPHUCTAJIJIOCTPYKTYPHBIX UCCJI e,[[OBaHI/II‘/JI.

\@ [TopoiukoBast suppakyusl. /




Ynpyro pacceAHHOe n3snyyeHue

hv

O2Ke 3JIEKTPOHBI
TernioBbIe

3JIEKTPOHBI
D0TO03/1eKTPOHBI
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OnTuyeckad
byyopecneHIIUA

PedTreHoBckada
buyopecueHI A

YnpyropaccesiHHOe
H3JIy4YeHHe

[IoJIHOe BHellIHee
OTpakeHue




ATON\HbIe dbaKTOpPbl pacceaHus

OfvH 371eKTPOH - I, e2 1?1 + cos? 26)
UCTOYHUK BTOPUYHOU I==—E 5

cpepUYeCKOM BOJIHBI

PaccesgHue Ha BHEKTpOHHOﬁ INJIOTHOCTH aTOMaA

MeTo/ bl KpUCTANIOCTPYKTYPHBIX
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ATOMHbIN PaKTOP pacceAaHuUn

5N
o

&S

Atomic scattering factors f

0.0 0.5 1.0 1.5 2.0
sinB/x [A ]
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BAnAHMe TennoBOro AsuxXeHumA
dTOMOB

CpeaHekBajpaTUdHadA

aMILJIUTY/A TENJ0BbIX
KOJiIeOaHUU

f, exp[-B(sinZ 0)/ 2.2}

ITB —87r°U*

e T TemnepaTypHbIH paKkTOp
: , , , Jlebasi-Basnepa

2.0
(sine) !

fA 2
f = f exp _Bsin“6

12

@ MeTo/ bl KpUCTANIOCTPYKTYPHBIX
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MHTEHCUBHOCTb pacceAaHMA OT LLeNOYKH

atomos Cu

Ona nnockoctn (200)

1.5406 = 2x2.5565In&;
0 =17.54°
sin@/1.5406 =~ 0.2

LleHTpupoBaHHaa avenka ns atomos Cu
PacctosiHne Cu-Cu=2.556 A

' ' ' .
0.5 1.0 1.5

0.0 '
0.10.2 (sin @) /2
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BbiBog, OpMynbl CTPYKTYPHOMU

dMMNJINTYyAbl _
|5J
PaccesiHue rpynnoim LieHTPOB: Ep€3 — Z E J e
J
N i5] N 27 (5-5..F)
Fth:ZfJe Fo = fie?
J=1 j= - CTPYKTYPHbIiA cpakTop

N .
B |27z(hxj +kyj +Izj)

Foa = 2. fj8
J=1

S-S =ha*+kb" +Ic”

MeTo/ bl KpUCTANIOCTPYKTYPHBIX
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" WMHTEHCUBHOCTb ANDPAKLMOHHOIO
MaKCUMYMa

C y4yeTomMm TensnoBoro ABNXeHmnd atoMoB.
N :
. 127z (hx;+ky;+lz;)
Fug =2 fi7;8
=1

jZ TersioBoM mapameTp

2
k — KOHCTaHTa, 3aBucdlad oT MHTEHCUBHOCTU NEPBUYHOIO My4Ka

LPG — dakTop, onpeaensiembiii YyCroBUsSIMU 3KCEpUMeEHTa

MeTo/ bl KpUCTANIOCTPYKTYPHBIX
K uccieoBaHum. [lopoiikoBas gudpakijusi.




e
OCHOBHble GOpPMYbl

o 27 (hx+ky+z)
2d,,, sm0=nA Fuo=2.nT,f,

HMHTerpajbHasgd UHTEHCHUBHOCTD
IMPPaKIMOHHOIO0 MAaKCHUMyMa B TOPOIIKOBOM

A pakLuu
| = Kx Py xL(O) x P(O)x A(O) x T, X Epy X Fhkl

/N /

[loBTOPAEMOCTH TexkcTypa
[lIkasnbHBIA PaKTOP p Moaspusanus yp

daxTtop JlopeHna IKCTHUHKIIUSA

MeTo/bl KpUCTaNJI0CTPYKTYPHBIX [Torsomenue
K uccaefoBaHui. [lopoukoBas JudpaKLys.




MynbTUNAETHOCTb pedNeKcoB

CucreMbl IIOCKOCTEen Yuciio

JKBHUBAJIEHTHBIX
TOYEK

hOO u -h00 2

OkO u 0-kO 2

00l u 00-I 2

hkO, h-kO, -hkO, -h-kO 4

OKL, i 4

NOL, e, ?
azb#c : DKL e ?
a=B=y=90°

MeToAbl KpUCTANJIOCTPYKTYPHbBIX
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dakTopbl JlopeHua u MNonapmnsaumnm
(LPG)
dakTop Jlopenna (L)

1
cosBOsin’ O

[Tongpusauusa PU (P)
L=

mim AT = AT"c0820
A HecoBepllueHCTBO KpUCTaJljla MPUBOAUT
K TOMY, YTO TOYKH B 0OpaTHOM
POCTPAHCTBE UMEIOT KOHEYHbIH
A=A pasMep, a IpUEMHas 1eJIb UMeeT

A Prim GUKCUPOBAHHBIY pa3Mep.
Il

Ewald's

sphere

1+cos” 268
2

i

I(26)=IxP=1Ix

Eciin HepBHquIﬁ ITY90K HE IMOJIAPU30BaAH

MeToAbl KpUCTALIOCTPYKTYPHBIX v v
L 222 113
\ rccinenoBanui. [lopomkoBas sudpakmus. /




BanaHune dpaktopoB LP Ha
MHTEHCUBHOCTb

50

40

30 1

No monochromator

20-

101
20, = 26.5°

ﬂ' T T T T T
0 20 40 60 80 100 120 140 160 180

Bragg angle, 26 (deg.)
YriioBasg 3aBUCUMOCTb UHTEHCUBHOCTHU pec])JIeKca

MeTo/ bl KpUCTANIOCTPYKTYPHBIX
\ uccieoBaHum. [lopoiikoBas gudpakijusi.




MNornoweHmne PU B obpasue

1. Jlng cuabHO MOTJIONAI0IIMX BEIECTB U
TOJICTOU IPOOBI:

i A=Fer
I;(6.2)=1Ije =° 2
2. Jlng csa6o MorJolamIUX BellecTB 1
TOHKOTI' O CJIOA:
4= I EXPC2GlISING) (<2, 4 /5in6)
2H‘teﬂ:’

MeToAbl KpUCTANJIOCTPYKTYPHbBIX
\ uccaegoBaHui. [lopomkoBas gudpakijusi.
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TekcTypupoBaHue npobol

«peaibHBIN IOPOIIOK» - 0ECKOHEYHOEe
KOJIN4eCTBO IPOU3BOJIbHO OPUEHTHUPOBAHHBIX
KPUCTaJIJINTOB

S/
" & @
s < %
Sae o
OpueHTanusa 3épeH
/
S s e B
J i
0 i
" g0 ¢

MeTo/ bl KpUCTANIOCTPYKTYPHBIX
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NHTEeHCUBHOCTb, UMII.
i

\
BansaHme TeKCTypbl HA PEHTFEHOrPaMmmy

NONNKPUCTANNOB

CaCoO,

-
[Topowiok
=g
N T“ " el TekcTypupoBaHHU
1l .l e I e MaTepHaJl
i :l I RS :IFhI.'-II i f.' II"I I|_-.:' |T I .'.;:1" ﬂl"fl 1|‘|'1'-I_|I i
20, rpag
MeToAbl KpUCTALIOCTPYKTYPHBIX
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JDKCTUHKUMA

*«550? S .
&QJ - fb’v -

Q{?&‘ i t Q\

hid

N
AN

JlvHamuyeckyre 3P GeKThbl BTOPUYHOU JUPPAKLIMHK B TIPOOe

OObIYHO HAOJIIOZAaeTCs AJi MPAaKTUYECKU UJlea/IbHBIX (00bIINX) MO3aUYHbIX
KpPUCTAJIJIOB.
JPPeKThbl IKCTUHKIMK NPUBOASAT K CUJIbHOMY YMEHbIIEHHUI0 UHTEHCUBHOCTH
60JIbIIINX MAKCHUMYMOB.

MeTo/ bl KpUCTANIOCTPYKTYPHBIX
K uccieoBaHum. [lopoiikoBas gudpakijusi.
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KOHTpOAbHbIE BOMPOCHI K nekuun 1

1. B 4em otnnyme nopoLlKoBOro M MOHOKpPUCTaNbLHOMo AndpakunoHHOro
aKcnepumeHTa?

2. B 4éem npenmyLLecTBO NOPOLLKOBOro SKCNnepnumMmeHTa Haj
MOHOKpPUCTarbHbIM?

3. Kakue 3agayum npolle pelarte METOAOM MOHOKpUCTanNbHOW anudpakumnm,
a He Npu NOMOLLIM NOPOLLKOBOM Andpakummn?

4. Tlodyemy CTPYKTYPHOM aMnnuTyabl HEOOCTATOMHO AN pacyéeTa
NHTErpanbHON MHTEHCUBHOCTU pedoriekca Ha MopOLLKOBOW
peHTreHorpamme?

5. Kakum TpeboBaHnAM OOMKEH yOOBMNETBOPSATL obpasey ang
MOPOLLKOBOIo ANMPPaKLMOHHOIO SKCnepuMmeHTa?

6. Paccumntante MexnsiocKkOCTHOe paccTosiHue d;;oAna Kybnyeckoro
KpucTanna c napametpom a=4.0 A

7. Okcua BaHagms V,0; Kpuctannmayetcs B np. rp. R-3c ¢ napametrpamu
9.9. a=4.954 A v ¢=14.00 A. PaccuuTante MexmnnockocTHoe
pacCTOAHME M NMO3nL M0 BPIArroBCKOro MakcnumMyma 28 ana pednekca
104 (NMK ¢ MakcMMarnbHOM MHTEHCUBHOCTLIO ) 1 pedoriekca 012 (nuk ¢
HU3KOM MHTEHCMBHOCTLI) Ans CuKa, nanyyenns (A=1,5406 A)

MeTo/ bl KpUCTANIOCTPYKTYPHBIX
uccieoBaHum. [lopoiikoBas gudpakijusi. /
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MeToAabl KPUCTANNIOCTPYKTYPHbIX

nccnenoBaHmnin. NMopolKkosasa AnPpaKkLUUA

Jlekus 2. PAacC4ET TeopeTUYECKUX
pPEHTreHorpaMM. JKCIlepUMeHTaJIbHas
TE€XHHWKA MOPOIIKOBOU AUPPaAKILIUHU




Ondpakuma oT MOHOKPUCTaANAA
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=
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_ &
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= 2
zn* 25 a0 35 40 R 45
1001 [lm] Two-Theta (deg) 2001
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TonbKo cemenctBo nnockocten {100} B oTparkatoLLLeM NONOKEHUN

MeTo/bl KpUCTANIOCTPYKTYPHBIX
ucciaejoBaHui. [lopoiikoBast Audpakyus.




NndpaKkuma oT NOpPOLLKaA

{100)

(110)

=={111)

‘20 25 30 35

Bcerna HanaéTtca 4YaETb KPUCTANNI0B B OTParKatollleM NoNoXKEHUU
OcHOBHOE NpeAnosoKeHNe: ANA KaxKA0M aTOMHOM NJIOCKOCTU Bceraa Hanaérca
OZIMHAKOBOE KOJINYECTBO KPUCTANI/ITOB B OTPAXKAIOLLLEM MONOKEHMUU U UX KONUYECTBO

BENNKO

MeTozbl KpUCTANLTOCTPYKTYPHBIX
k ucciaejoBaHui. [lopoiikoBast Audpakyus.




KBagpaTu4iHble popMbl — CBA3b M.3.1. C
MEKMNOCKOCTHbIMM PACCTOAHUAMM

K 1 R+ +7
youdeckas 3.11. =
d* a’
. 1 W+ kP
€TParoHa/bHasA d.4. e .2

['ekcaroHajibHas 3.9. —5 =

OpTopoMbuyecKas 3.41. =

MeTo/bl KpUCTANIOCTPYKTYPHBIX
K ucciaejoBaHui. [lopoiikoBast Audpakyus.
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OCHOBHble pOpMy bl

2d,,, smnf =ni N .
o T 27i(hx +ky+iz,)
hm-Ejﬂjjf}e
WHTerpasbHad UHTEHCUBHOCTb
ITUPAKIMOHHOTO MAaKCHUMyMa B IMOPOIIKOBOM

AU paKIuy

I = KX Py ><IL(6’)>< P(QXX A(O) x Ty x By X Ry 2

\\ Y )

[lIkanbHbIM PpakTOop [loBTOpPSIEMOCTH [TorsioueHue
2
LP = 1_+ cos” 20 JKCTUHKIUS
sin’ @cos@|  Texcrypa

dakTop Jlopena u noagpusanus (6e3 MoHOXpoMaTopa)

MeTozbl KpUCTAIOCTPYKTYPHBIX
& ucciaejoBaHui. [lopoiikoBast Audpakyus.




PacyéT TeopeTmyeckom peHTreHorpammol|
nna KClI

a=6.2917 A CuKa, - uanydenne  A=1,5406 A

Title Chemical analysis by X-rays.
Authors Hull, A.W.

Transactions of the American Institute for Electrical Engineers (1919) 38, 1445-1466
Link XRef SCOPUS SCIRUS Google

Also: Physical Review (1923) 21, 143-161

Link XRef SCOPUS SCIRUS Google

Also: Journal of the American Chemical Society (1924) 46, 2368-2374

Link XRef SCOPUS SCIRUS Google

Compound CI1 K1 - [Sylvine] Potassium chloride [AX] [cF8] [b a] [NaCI]
6.28, 6.28, 6.28, 90, 90., 90.

Reference

Cell FM3-M (225) V=247.67
PDF =41-1476 : MIN =Sylvina : PDC =01-071-4670 : TYP =NaCl : SDM
At least one temperature factor missing in the paper.
Remarks -
No R value given in the paper.
Cell from 2nd ref. (Davey): 6.289, from 3rd. (Havighurst et al.) ref.: 6.293
Atom (site) Oxid. X, ¥, z, B, Occupancy
K1 (4a) 1 0 0 0 0 1
Ci1 (4b) -1 0.5 0.5 0.5 o) 1

<B>(Cl) = 1.05 A2

<B>(K) = 1.5 A2

MeTo/bl KpUCTANIOCTPYKTYPHBIX
K ucciaejoBaHui. [lopoiikoBast Audpakyus.




PACYET TeopeTUYeCKoun
neHTreHorpammebl ana KCl

41-1476 Wavelength= 1.54056
KCl d{4) Int h k 1
Potassium Chloride 3.633 1 1 1 1
3.146 100 2 0 0
2.2251 37 2 2 0
Sylvite, syn 1.8972 <1 3 1 1
, , : , Y 1.8169 10 2 2 2
Rad.: CuKal &: 1.54056 Filter: Graph Mono d-sp: Diff. 15730 5 4.0 0
Cut off: 15.0 Int.. Diffract. I/Icor.: 1.4071 9 4 2 0
, . 1.2839 5 4 2 2
Ref: Welton, J., McCarthy, G., North Dakota State Univ., Fargo, 11121 1 4 4 0
ND, USA, ICDD Grant—in-—Aid, (1989} 1 0485 5 6 0 0
.9948 2 6 2 0
Sys.: Cubic S.G.: Fm3m (225) .9485 1 6 2 2
: : : : ) 9081 <1 4 4 4
a: 6.2917(3) b: c A C: 8795 1 6 4 0
o B: v 7. 4 mp: 790 .8408 1 6 4 2
Ref: Copper, M., Rouse, K., Acta Crystallogr., Sec. A, 29, 514
(1973)
Dx: 1.988 Dm: 1.990 SS/FOM: Fi5 = 88(.0086 , 20}

MeTozbl KpUCTAIOCTPYKTYPHBIX
k ucciaejoBaHui. [lopoiikoBast Audpakyus. /




/
OrpaHundyeHnAa metoga PCA NOAUKPUCTANNIOB

[lepekpbiBaHMe ANPPAKEUOHHBIX MAKCUMYMOB

[lopolikoBas peHTreHorpamMMma - OfHOMepHas MPOEKIKs TPEXMEPHOU
0O0paTHOM pelETKU
*

/IBa BH/1a nepeKpbIBaHUS MHUKOB:

1. [lepekpbiBaHve IUKOB KM3-3a

CUMMeTPHUH
2. CsriydarHOe nepeKpbiBaHUE MUKOB C
6u3kuMHU dp,. Oco6eHHO Ha JaJbHUX

yIyIax

: -0 0O ~@00---->» 1/d=2smb/nh
0 lr'dm)

MeTozbl KpUCTAIOCTPYKTYPHBIX
k ucciaejoBaHui. [lopoiikoBast Audpakyus.
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4 N
[MepekpbiBaHne ANPPAKLUMNOHHbBIX MMKOB B

NOPOLLUKOBOU ANPpPaAKLUU

[MonHoe nepekpbiBaHUE N3-3a CUMMETPUN

YacTnyHoe nepekpbiBaHne

I. counts x10~2

MeTo/bl KpUCTAIJIOCTPYKTYPHBIX
K rnccaenoBaHui. [lopoukoBas gudpakius. /




KomnoHeHTbl AndpaKToMeTpa

B xone nruppaKMOHHOT0 3KCIIepUMEHTA HEOOXO0IMMO UCC/IeJ0BATh
INPOCTPAHCTBEHHOE pacnpeesieHrne MHTEHCUBHOCTU YIIPyro pacceaHHoro PU

NcTouHunk PU

2. PeHTreHoBcKkas onTuka Ans dopMmpoBaHns nepBUYHONO U
BTOpPUYHOro ny4ykos PU

3. MoHoxpomaTtop — YCTPOMCTBO, NO3BONAKOLLEE BbIAENATL

onpeneneHHbIn crekTpanbHbin gnanasoH PU v, Bcneacreme

9TOro, perucTpmpoBaTthb TOSIbLKO yrpyro paccessHHoe PU

HepxaTtenb obpasuya

Hetektop PU

[OHMOMETP — YCTPOUCTBO AS1A NepemMeLleHns geTekTopa

(obpasua, NICTOYHMKA) B MPOCTPaHCTBE

=

o 01 A

MeTozbl KpUCTAIOCTPYKTYPHBIX
& ucciaejoBaHui. [lopoiikoBast Audpakyus.




ONOOhWNE

©

o

[1naH nekuuu

CnekTp nabopaTtopHON PEHTIEHOBCKOM TPYOKK

K-B dounetpbl

HeTtektopbl PU

Cxema gookycuposkn PU no bparry-bpeHtaHo

Konnumauunsa PU

MoHoxpomaTopbl

3epkano ebens. Cxema ¢ napanfnienbHbIM Ny4YKoM
dnroopecueHUnsa obpa3LoB B NOPOLLUKOBOM aKkcnepumeHTe. Cnocobbl
yCTpaHeHus

CucrtemaTtnyeckmne norpeHoCcTy aMdpakLMoHHOro aKkcnepnMmeHTa.
« CpBur Hyn4d

 CwmeuweHne adpeKkTMBHOM OTpaXKatoLLen NMOCKOCTH

« AKcuarnbHasi pacxogMMoOCTb My4dKa

MeTozbl KpUCTAIOCTPYKTYPHBIX
ucciaejoBaHui. [lopoiikoBast Audpakyus.
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JlabopaTopHasa peHTreHoBCKasa TpybKa

BbICOKOBOJILTHBIN Kabesib

X-r:ys\ ‘ X-rays
/. ‘

AHox

OkHo Be Bozaa

MeTo/bl KpUCTANIOCTPYKTYPHBIX
K ucciaejoBaHui. [lopoiikoBast Audpakyus.




/ J J J
ToYeyHbIN U IMHENHDBIN POKYC

PEHTFEHOBCKOU TPYOKMU

—
OKHO TOY€eYHOoro N i
dookyca '
KaTton
AHOA
[Mpoekuuns OKHO NUHENHOoro , lNpoekuuns
karoga dokyca — Karoga

MeTo/bl KpUCTANIOCTPYKTYPHBIX
K ucciaejoBaHui. [lopoiikoBast Audpakyus.




CneKTp peHTreHOBCKON TPYOKM

MV

MIV
MIIIL
MII

MI

K

LLIT1
| LI

Ka?2 LI

K

9
K

1

MeTo/bl KpUCTANIOCTPYKTYPHBIX

o

EEI
F | Kax I !
K@a Ko
1| |
i I
. Mo
I
l\., kcﬂ
o " -
AA)

TopMoO3HOE U XapaKTepUCTHUYECKOE
M3JIydeHHe PEHTTeHOBCKOU TPyOKHU

ucciaenoBaHui. [lopomkoBas gudpakiusi.




. dunvrpauma CUuKp mnanyyeHus

A (CuKay) = 1.5406 A

| A (CuKa,) = 1.5444A
‘ A (CuKpB) = 1.39225 A
Ni ¢unbTp

o K- kpan nornowenns Ni (A): 1.4881A
2 /
()
=l .
CI:J I/IHOI‘,Z[a AJIA ITPOCTBHIX paC4eTOB
6 HUCII0JIb3yEeTCA 3HAYE€HHUE
- A;,=1.5418 A

2A(CuKe,) + A(CuKer,)

&33 A(CuKe, ,) = : 3 2

Jl1HaA BOJIHBI 5 = S —_—

MeTozbl KpUCTAIOCTPYKTYPHBIX
k ucciaejoBaHui. [lopoiikoBast Audpakyus. /
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Ncnon b3yeéMble MaTepPUndjibl aHOAaA U

OUNLTPBLI
M Wavelength (A) f K- absorption

ctal
Ka® Kt Kot Kp filter edge, (A)
Cr 220105  2.28975(3)  2.293652(2) 2.08491(3) V  2.26921(2)
Fe 193739  1.93608(1)  1.94002(1) 1.75664(3) Mn  1.896459(6)
Co 179030 1.78900(1)  1.79289(1)  1.62082(3) Fe  1.743617(5)
Cu 1.54187 1.5405929%(5) 1.54441(2) 1.39225(1) Ni 1.48814004)
Mo 0.71075 0.7093171(4) 0.71361(1)y  0.63230(1) Nb 0.653134(1)
Zr (.6BRO39(3)

MeTozbl KpUCTAIOCTPYKTYPHBIX
K ucciaejoBaHui. [lopoiikoBast Audpakyus.
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KapTuHe

Ko
CuKa, ,
CuKp
WLa,

Ko2

42 43 44 45 46 47 48 49
Two-Theta (deg)

MNHTEeHCUBHOCTb, UMI.

10000

5000

Cu-Ka cpenHee

T
25

T
30

70
20, rpag

/L
7/ T

T T 1
80 90

WNHTEHCMBHOCTb, UMI.

400

300

200

100

Cu-Ka cpegHee

D

CU-KOLl

Cu-K(x:

34

T
36

T
70
20, rpag

1
80

MeTozbl KpUCTAIOCTPYKTYPHBIX
K ucciaejoBaHui. [lopoiikoBast Audpakyus.

NeKkTpasbHble KOMNOHEHTbI B ANPPAKLUOHHOM

CuKa, , — He
pa3peniaeTcs

CuKa, , — He
paspelaeTcs Ha
MaJlbIX yIVIaxX U
paspelaeTcs Ha
0O0JIBILINX

™
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IeTtekTtopbl PUA. ToyeyHble geTeKTopbLI

CUMHUIUISLMOHHBIU

TBepaoTesbHbIN
MOJIYIIPOBOJHUK

['a3oHanmoJIHeHHbIN

Multi-
Strip

o

Bbi6rvBaHMe GOTO3JIEKTPOHA C ~ 3000
nocJeAyoIuM

yCUJIeHUEM B POTOYMHOXKUTEJIE

O6pa3oBaHHe 3JIEKTPOH- ~150-250

AbIPOYHBIX IIap B U0/ €

[IponnopuoHaIbHBIN ~ 1000
CYETYHUK C IPOCTPAHCTBEHHBIM

paspelieHueM

[ToslynpoBOAHUKOBBIN ~ 200 — 250
JleTeKTOp C pa3fiejleHueM

KpHUCTaJlJia Ha 06J1acTh

MeTozbl KpUCTAIOCTPYKTYPHBIX
ucciaejoBaHui. [lopoiikoBast Audpakyus.

HaunboJsiee pacnpocTpaHeHHbIN
TOYEYHbIH JETEKTOP

He TpebGyeT npruMeHeHUs
MOHOXPOMaTOpPOB;
Heob6xoauMo oxnakaeHue

[llupoko pacnpocTpaHeH.
HeBbIcOKO€ NPOCTPaHCTBEHHOE
(v yryioBoe) paspelnieHue

OpuH U3 HauboJIee
COBpEMEHHBIX
THUIIOB. BbicOKOE
NPOCTPAHCTBEHHOE
pa3pelieHue




[1TO3NUMOHHO-YYBCTBUTE/IbHbIE U
KoopAuHaTHble aeTeKTopbl PU

N3orHyTeii MY

NnepBUYHbIN
My4yoK

lazonanoanennwie, Multistrip, CCD, Image plate

MeTo/bl KpUCTANIOCTPYKTYPHBIX
ucciaejoBaHui. [lopoiikoBast Audpakyus.




[eomeTpua bparra-bpeHTaHO

A=2d,, sinf

MeTo/bl KpUCTANIOCTPYKTYPHBIX
K ucciaejoBaHui. [lopoiikoBast Audpakyus.
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BapuaHTbl peanmsaumm GoKyCcnpytoLLLeN

reomeTpumn

F
Reflection,

flat sample - RS .
: CbéMKa Ha OTpaxXeHue

Transmission,
RS

flat sample

Transmission, CbEéMKa Ha IPOCBET

cylindrical sample

RSy

[Inockum obpaser

Kanumisap

MeTobl KPUCTA/IJIOCTPYKTYPHBIX
k rnccaenoBaHui. [lopoukoBas gudpakius. /




OnTtunyeckaa cxema. PeHTreHoBcKas
ONTUKA

1. Kosunumanus nydyka PU B BYX MJIOCKOCTSAX
IIpuémuas wenw, weab pacxodumocmu, weau Coanepa
2. MoHoxpomaTu3anus
MoHoxpomamopbl HA NEPBUYHOM U BMOPUYHOM NYYKAX
3. IIpeobpa3oBaHHe pacxoAslerocs ny4ka B
napaJijieJbHbIU /CXOAAIUMCA

Penmeenosckue 3epKasida

MeTozbl KpUCTAIOCTPYKTYPHBIX
k ucciaejoBaHui. [lopoiikoBast Audpakyus.




..-'-""".'I
L —p
Roannmaumna PU = -
T
[[lesb pacxoagUMOCTHU Kossiumatop CoJssiepa
g ,
g =
A$%§ 35
A |
$ fﬁ‘a [lesp Mlenb
=
Propagation pacxoAMMOCTU 1 cvonumocTy 2
© wvector
. KosinmM.
- UcTounuk -~ ny4oK
MeToAbl KPUCTAIIOCTPYKTYPHBIX
k rnccaenoBaHui. [lopoukoBas gudpakius. /




4 N
Cucrtema Konnmmauunm P B

GOKYCUPYIOLLLEN TEOMETPUN

A e A
_L _L [IpuHLUN pa60Thl KouMaTopoB CoJiepa
\ 5 A-A
X
s/ DS RS
5 SS, S8, 3
% RS
5 \‘ % Dt
: z @
.' 5 3
! > ©
I" Q\"
M, BONNVMRTOPE COrtinEa 7 DS - menb pacxogumocty (divergence slit)

~
-~ -

____________________ ' SS1, SS2 — pacceuBarouue mesu (scatter slit)
RS — npuémHuas mesb (receiving slit)

MeTo/bl KpUCTANIOCTPYKTYPHBIX
K ucciaejoBaHui. [lopoiikoBast Audpakyus.




4 . N
Pa3smep 3acBeymnBaemoit obnactu

obpa3ua

Rsin(®)  Rsin(P) oR 25
L=1+1, = z 2 . (3.1) 2° R285 mim
sin0+%) sinp— %) sno
2 2 ”0
\ I f1
N\ —— 1

A _ R
sin{%} sin(B—%)

N TSl

Irradiated lengths, /, and I, (mm)

\‘\\-‘-‘-"“—-——...___ [ ———

0 20 40 60 80 100

Lo _ R R L Bragg angle, 26 (deg.)

sin(%) sin(lSO—Q—%) sin(6'+%)

MeTobl KPUCTA/IJIOCTPYKTYPHBIX
k rnccaenoBaHui. [lopoukoBas gudpakius. /
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BanaHue pasmepa wenm pacxoammocTu

Ha ANPPAKLMOHHYIO KapTUHY

LaNi, 3sSn; 45 Mo Ko

Relative intensity, Y (102 counts)

346 348 35.0 35.2 354 358 35.8 38.0
Bragg angle, 26 {deg)

BavsiHHe MUPUHBI LU
PaCXOAMMOCTH Ha 3acBeyrBaeMas 06J1acTb 06pasia npu

IUPPAKIMOHHYIO KAPTUHY 20x350. Paguyc ronnomeTpa 285 Mm,
pa3mep pokyca Tpybku 12 MM, pazmep

o6pasna 20 MM

MeTo/bl KpUCTAIJIOCTPYKTYPHBIX
K rnccaenoBaHui. [lopoukoBas gudpakius. /
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@

BanaHme WMpuUHbI NPUEMHOMN WENN Ha

ANOPAKLUMOHHYIO KaPTUHY

e
o

L]
o

Relative intensity, ¥ (10? counts)
.
=

]
[ ]

[5:]
o]

LaNi, 4sSng 45, Mo Kot

T T T T T T T T T
348 35.0 35.2 35.4 35.6 35.8 36.0
Bragg angle, 26 {deg)

MeTo/bl KpUCTANIOCTPYKTYPHBIX
ucciaejoBaHui. [lopoiikoBast Audpakyus.
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3epKano ebena. NapannenbHaa reomeTpus

MeTo/bl KpUCTANIOCTPYKTYPHBIX
K ucciaejoBaHui. [lopoiikoBast Audpakyus.




MoHoxpomaTopbl PU

Mnnochmmatnr
slit
Pﬂf £ ﬁ{‘G
) Divergence 1.0 - - o<
be., *May, 2 e DO A
am shit o o

2d 1, sin @Y = ni

4

MeTozbl KpUCTAIOCTPYKTYPHBIX
K ucciaejoBaHui. [lopoiikoBast Audpakyus.
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DoKycupytowasa reomeTpusa C

MOHOXPOMaTOPOM
2d 1, sin©" = nh

4

MoHoxpomarop
il

-
-
-

Haunb6osee yacto
MCIO0JIb3YEMbIE KPUCTAJLJIBI:
[IluposuTUdeCKUM rpadpuT
S

*LiCl

Ge

MeTo/bl KpUCTANIOCTPYKTYPHBIX
K ucciaejoBaHui. [lopoiikoBast Audpakyus.
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Number of particles, N

TpeboBaHMA K 0bpa3uy ans
NOPOLIKOBOUN AN pPAKLUU

..Hjﬂ'.l

10°

10%}

10%}

10°}

|
2
N:].llﬂgif
\x\
‘hﬁ“--..______‘-‘
\\h\“
15 I I — o T
0 20 40 60 80 100

Particle diameter, d (um)

MeTozbl KpUCTAIOCTPYKTYPHBIX
ucciaejoBaHui. [lopoiikoBast Audpakyus.

Yucso chbepruyecKUx 4acTHULL B
UJIMHAPHUYECKOM 00pa3iie
aAvameTpoM 10 MM ¥ BBICOTOU
0.1 MM KakK QYHKIMS OT
JiMaMeTpa 4acTHUIL

Jl1s1 aydied CTaTUCTUKU MOXKHO

1) YBesnuuBaTh mJomaab
3aCBEYMBAEMOU 00J1aCTHU

2) BpaiaTb o6pasern BOKpYT
ocH




Cncrematmnyeckme norpeLluHocCTu
N3IMepPEHNI

duroopeclieHIMA, CABUT 00pa3na U3 POKYCUPYIOIIEN
OKPY>KHOCTH, TIOIVIOIleHHE U aKCUaJIbHAS PacXoqUMOCTh

MeTo/ibl KPUCTANJIOCTPYKTYPHBIX UCC/I€IOBAHUM.
k [TopomkoBasi AudpakIusl. /




PeHTreHoOBCKaa paroopecueHU U

H He
Li |Be BIC|N|O|F |Ne
Na|Mg Al|Si|P|S|Cl|Ar

K|CalSc| Ti|V [Cr|Mn Ni [Cu|Zn|Ga|Ge|As|Se| Br | Kr
Rb|[Sr| Y | Zr [Nb{Mo| Tc |[Ru{Rh|Pd|Ag|(Cd| In |Sn|Sb|Te| | |Xe
Cs|Ba| L |Hf|Ta|W |Re|Os| Ir | Pt |Au|(Hg| Tl |Pb| Bi | Po| At |Rn
Fr{Ra| A

ATtowmbl norsiomarT PU v ucnyckaroT GJAOpECIIEHIINIO IPU
onpeneJIEHHbIX 3HaYeHUAX d3Hepruu PU (kpau norsioneHus)
 Jloryomenue PU cHM>KaeT MHTEHCUBHOCTb CUT'HaJia

 QduwopecleHI U YBEJUYUBAET CUrHa GpOHa

HauboJsiee npob6sieMaTUYHBIMU 3JIEMEHTAMU SIBJISIOTCA T€, YTO PACIOJIOKEHBI HA
2 U 3 a;eMeHTa [0 3JieMeHTa aHoza B [IC

MeTozbl KpUCTAIOCTPYKTYPHBIX
& ucciaejoBaHui. [lopoiikoBast Audpakyus.




Cnocobbl ycTpaHeHnA paroopecueHUnm

100

1300 CrnocoObl yCTPpaHEHUS:
1200 CuKa - LIy 15MNy 6503 9Fq 1 1. /Jlpyroi ucrounuk PU
1100 2. YMeHbllleHUe 3HepreTu4ecKoro
1000 OKHa B MOJIYTPOBOJHUKOBOM
;(,7900 JAeTeKTope
800 3. IlpyuMeHeHHe MOHOXpOMATOpa Ha
G7o0 OTPAKEHHOM INyYKe
~—600
Esoo BuaeH
— cnabouHTEHC
400 MBHBIN NWK!
300 L | J bes
200

il bl

MOHOXpoMaTopa
R SUUUSII. WL S Uﬁku C 3epkarnom/

0 \!!\{\!i\‘\!!\‘\!\!\ ‘ T | T T f ““‘il“lﬁ
20 30 40 50 60 70 g MOHOXPOMAaTopoMm

2-Theta - Scale

=
4]

MeTozbl KpUCTAIOCTPYKTYPHBIX
k ucciaejoBaHui. [lopoiikoBast Audpakyus.
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Cucrtematmnyeckume NnorpewHOCTH

NMOPOLKOBOIO 3KCNepmnMeHTd

dokycupymolasg reoMeTpuUs
npeaIoJaraer:

*TOYEYHbIH UCTOUHHUK
*TOYEYHbIN JEeTEKTOP

*00pa3el] pacnoJiaraeTcss TOYHO
Ha GOKyCHUPYIOIlel OKPY>KHOCTU

detector

B ciiydyae HapylieHus yC10BUHA GOKYCUPOBKH
NOABJIAOTCA CUCTEMATHUYECKHE MTOTPEIIHOCTH B
M3MepseMbIX JAaHHBIX

Mcnosib30BaHMe napasiie/ibHOU reOMETPUU B
OO0JILIIMHCTBE CJy4YaeT M03BOJISIET YCTPAHUTD
OIIUOKH POKYCUPOBKHU. OJTHAKO

MHTEHCUBHOCTb CUT'HAJIa CYIlleCTBEHHO HUXKe

MeTozbl KpUCTAIOCTPYKTYPHBIX
k ucciaejoBaHui. [lopoiikoBast Audpakyus.




4 . I
CmelleHne obpasLia U3 oTparkatoLlein

NM1I0CKOCTU

A20 A20

.| 2Azcos € CABUT IOJIOKEHUS 6P3TTOBCKOTO
A28 oc cos B = arcsm[ A P
MaKCHMyMa

MeTo/bl KpUCTAIJIOCTPYKTYPHBIX
K rnccaenoBaHui. [lopoukoBas gudpakius. /
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[Mpo3payvyHOCTb 06pa3La

detector

Receiving
Slits

A AT %ﬁ L:

MeTozbl KpUCTAIOCTPYKTYPHBIX

ucciaenoBaHui. [lopomkoBas gudpakiusi.

BaxxHo A1 c1abonorjionaminyux 00pa3noB
(opraHuKa, yriepoiHble MaTepUaJibl)

PU npoHuKaeT Brjiyob o6pa3sia

!

JludparvpoBaHHbIE JIYUU
OTPaXKakTCS C Pa3HOM IVTyOHUHBI
00pa3ia B 3aBUCUMOCTH OT yrJia 20

!

C,Z[BI/II" 6p3I‘I‘OBCKI/IX MdKCHUMYMOB
ACCI/IMeTpH‘{HOCTb ITNKOB




(-

AKCUMaNbHaA PacxoanMOCTb Ny4Ka

Bo3sHuKaeT u3-3a pacXxoAUMOCTHU Iy4YKa B IIJIOCKOCTU 00pa3Lna
[IposiBaisieTcs Kak UCKaKeHU e TPOdUJIsi IMHUU Ha MaJIbIX yIJaxX
JlaéT caBUT MoJioKeHU W JIMHUH : (-) mpu 20<90° u (+) 26>90°
MO0>XHO yMeHBIIXUTD 3P PEKT NPH MOMOLIU KOJJIMMAaTOpoB CoJliepa

Counts

60000

Eﬁ.iﬂ?aﬂ Soller Slits
0.04rad incident Soller slit and 0.02rad detedhpr Soller Slit
0.02rad Sqller Slits ‘

Position [2Theta] (Copper (Cu))

MeTo/bl KPUCTAIOCTPYKTYPHBIX
ucciaejoBaHui. [lopoiikoBast Audpakyus.
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nﬂaHMpOBaHl/le JKCNEPMMEHTa B

NOPOLIKOBOUN AN pPAKLUU

1. IlogroroBKa nNpo6kbl, BbLIOOP FEOMETPUU ChEMKHU
2. Bb160p U3a1y4eHUs1, ONTUYECKUX 3JIEMEHTOB
 Hanunuue QpuroopecueHU B Ipode
* YryioBo# auanasoH (Mo) uiu yrioBoe paspenienue (Cr, Fe, Co)
 KoMmnpomucc Mexxay MHTEHCUBHOCTBIO U YIJIOBBIM
pa3pelleHrueM
3. Bribop yryiioBoro guamna3oHa
 Cbémku go 50-700 gocTaTo4yHO AJis onpeeaeHus pa3oBOro
cocTaBa
* (CbeMKa B IIMPOKOM YTIJIOBOM JiMalla30He HEOOX0AMMa JJIs
TOYHOT0 U3MEPEHHUS CTPYKTYPHBIX TapaMeTPOB
e JIErkue 3jieMeHThI IIJIOXO PaCCEMBAIOT HA OOJIBIINX YIJIaX
4. Illar ckaHupOBaHUA
BpeMsa HakoIlJIeHUd CUrHaJjia

MeTozbl KpUCTAIOCTPYKTYPHBIX
& ucciaejoBaHui. [lopoiikoBast Audpakyus.

vl




KOHTPONbHbIE BOMNPOCHI K IeKUUKn 2

1. U3 KakuX OCHOBHBIX YJIOB COCTOUT MOPOLIKOBBIN
audpaktomeTp?

2. KakoBbl IpeuMyliecTBa U HeAOCTAaTKA KOOPAMHATHBIX
JleTEKTOPOB

3. Kakou maTepuas peHTT€HOBCKOH TPYOKH CJAEeIYET
MCII0JIb30BaTh JIJIs1 aHaJ/In3a (pa30BOro cocTaBa obpasiia
HaHOYacTUL, oKcuza xese3a Fe;0O,?

4. KakuM 00pa3oM HY>KHO IOATOTOBUTH 00pa3el] [Jisd CbEMKHU

IIOPOIIKOBOU PEHTTEHOTPaMMbl B POKYCHUPYIOIIEeH

reoMmeTpuu?

3a4yeM HYKHBbI KoJisiuMaTopsl Cosiepa?

6. HazoBuTe HeJ0CTAaTKU reoMmeTpuu bparra-bpeHtaHo

vl

MeTozbl KpUCTAIOCTPYKTYPHBIX
& ucciaejoBaHui. [lopoiikoBast Audpakyus.




[lononHUTeNnbHaa AnTepaTypa

1. Pecharsky V.K., Zavalij P.Y. Fundamentals of powder diffraction and
structural characterization of materials. - Springer, 2005

2. Ymxos I., JleBunH 3., Mutaes A., Tumodeer O. Npubopbl 1 MeToab!
PEHTIEHOBCKOW N 3NEeKTPOHHOW andbpakuumn. YyedbHoe nocobmne MPTH. -
Mockea, 2011

3. 'pomunoe C.A. BBegeHue B peHTreHorpaguo nofiMkKpucTarnnos.
Yy4eb.-meToa. nocobue. — HoBocmbupck: HIY, 20009.

MeTozbl KpUCTAIOCTPYKTYPHBIX
& ucciaejoBaHui. [lopoiikoBast Audpakyus.




MeToAabl KPUCTANNIOCTPYKTYPHbIX

nccnenoBaHmnin. NMopolKkosasa AnPpaKkLUUA

Jleknua 3. 00paboTKa 3KCIEepUMeHTaJIbHbIX JaHHbIX.
[IpopuabHBIN aHAINU3




[lpeacTaBneHne sKCnepumMmeHTaIbHbIX
NaHHbIX. LLIKana MHTEHCMBHOCTEN

Hexamethylenetetramine, Cu Ku

£ 200}

=

0

22 100

=

;D_ I..‘.J1 ..l..‘..‘].....l.....l.....]..._..l_
20 30 40 50 60 70 80 80

10° Bragg angle, 26 (deg.)

2

107

20 30 40 50 60 70 80 a0
Bragg angle, 20 (deg.)

400
o
> 200

ol | J‘_ A A i . A

20 30 40 50 60 70 80 90
Bragg angle, 20 (deg.)

MeTo/bl KpUCTANIOCTPYKTYPHBIX
ucciaejoBaHui. [lopoiikoBast Audpakyus.
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[lpeacTaBneHne sKCnepumMmeHTaIbHbIX

AaHHbIX. LLIKana yrnos

z 2
5 LaB,, Cu Ka 5 LaB,, Cu Ku
£ £
= =2
> ’ | I (ay > l l ] b)
- . T 7T T T T | T i T T = ll_'k_'._‘“':ih_’II Il| =
20 40 60 B0 100 120 140 02 04 06 08 10 12 14
20 (deg.) 1/ (A)®
) @
[ =
- LaB,, Mo Ko 3 LaB,, Cu Ka
g } £
) 2
> {c) > (d)
| l I“LLLM. MJ_J_LuJ_uM
20 40 g0 aa 100 120 140 0.2 0.4 0.6 0.8 1.0 1.2
260 (deg.) 10d (A
0] )
5 LaB,, Cu Ka 5 LaB,, Mo Ka.
£ &
= o
> M I ‘ | fe) > (f)
J | 1| W dtdi
T T T T T T T
4.0 3.5 3.0 2.5 2.0 15 1.0 0.2 0.4 06 0.8 1.0 1.2
d (A) 1/d (A)?

MeTo/bl KpUCTAIJIOCTPYKTYPHBIX
K rnccaenoBaHui. [lopoukoBas gudpakius. /




MHPopMmauma, nasnekaemasa us
PEHTreHorpaMmmbl NOANKPUCTANNA

NHTEHCUMBHOCTM AMPPAKLNOHHbIX
MaKCMMYMOB = TUM aTOMOB, KOOPAUHaTbI

18000 —
16000 —

14000 —

12000 — MonoKeHnsa NMKOB = NapaMeTpbl AYENKM

10000

FWHM =
pa3smep OKP,
HanpAXeHuA

8000 —

| *

AHTEHCMBHOCTb, M.

4000 —

2000 — U

®OH = HeKorepeHTHoe
pacceaHune, amopdHas . , : : , | . | . |
dasa, UHCTPYMEHTaNbHbIN 30 40 50 60 70

Lym 20, rpag

MeTozbl KpUCTAIOCTPYKTYPHBIX
k ucciaejoBaHui. [lopoiikoBast Audpakyus.




4 N
MHPopMmauma, nasnekaemasa us

NOPOLUKOBOW PEHTreHOrPammbl

KoMIIOHEeHTHI CTpykTypa CBOHCTBO WHCTpyMeHT.
pEeHTreHOrpaMMal oopasua napaMmeTpsl

[TonoxkeHue [TapameTphl [Torsiomenue PU JliviHa BosiHbl PU
MaKCUMyMa pEeléTKH 06pa3nom IOctupoBka
npubopa.
AxkcuasibHada
PacxXoAUMOCTh
ny4ykKa
MHTEHCUBHOCTDH ATOMHBIE TekcTtypa ®axkTopnl JIopeHLa
MaKCUMyMa [apaMeTphbl [Tornmomwenue PU U noJiApUu3anuu
®opma makcumyma (CTeneHb Pazmep N3ny4yeHue
KpUCTAJUVIMYHOCTH  HanpsixkeHue (cnekTp)
Pazynopaaodyenuve  Jluciokauuu [eomeTpud
JlepeKThl

MeTozbl KpUCTAIOCTPYKTYPHBIX
K ucciaejoBaHui. [lopoiikoBast Audpakyus.
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Ob6paboTKa IKCNepmMMmeHTasIbHbIX
NAHHbIX

Monyyaem Habop {d,,, |, } U3 MCXOAHOrO cnekTpa

Raw Data
Position | Intensity
[“28] [cts]
25.2000 72,0000
252400 4600000
25.2800 5760000
253200 7520000
253600 082, 0000
25,4000 1488,0000
25.4400 18920000
25,4800 2104.0000
25.5200 1720.0000
255600 1216.0000
25,6000 7320000
25,6400 4560000
25,6800 3800000
257200 3280000

(-

Counls
DEMOCE

B0

1600

MeTozbl KpUCTAIOCTPYKTYPHBIX
ucciaejoBaHui. [lopoiikoBast Audpakyus.

[ | 1
5 40 45

Preition [“2Theta] (Copper (Cui)

Reduced dl list

hkl | dyy (A) | Relative
Intensity
(%)
{012} | 3.4935 | 408
{104} | 2.5583 | 85.8
(110} | 2.3852 | 36.1
{006} | 2.1701 1.9
(113} | 2.0003 100.0
(202} | 1.9680 |14




Cnocobbl n3BaeyeHna AaHHbIX

[I[pocTOM NOKCK MaKCUMyMa ITIMKOB, BbBIYMTaHUE POHA

*ABTOMATHUYECKHUHU ITOUCK

*AnnpokcuManua npoduasd MaKCUHMyMOB

MeTozbl KpUCTAIOCTPYKTYPHBIX
K ucciaejoBaHui. [lopoiikoBast Audpakyus.




O6wmnm sna ANPPaKLMOHHOTIO

35 - B.
II‘GW : .
---------------------------------------- [lapameTphr:
e B =] 1) A6cosroTHadA
- abs Tint  YHTEHCHUBHOCTb |y,
25 - 2) HHTerpasibHas
UHTEHCUBHOCTS |,
20 - 3) IlInpuHa Ha IOJIOBUHE
FWH_/!_I_E Higaa| abCOJIIOTHOM BBICOTHI
e B p FWHM
o 4) WHTerpasibHas LINPUHA
Lo 5) Jlunus poHa
5 —~
I 1
L NNaoon
0 L] L) 4 ‘: . L) L}
26.7 26.8 26.9 | 271 27.2 27.3
MeToAbl KPUCTAIJIOCTPYKTYPHBIX : 291 26

ucciaenoBaHui. [lopomkoBas gudpakiusi.
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(-

OYHKUMM ANA annpoOKCUMaLUU NMUKOB

30ech:
H L =H G
L. (L)=I.(G)

G(x)

®yHkuuna MNaycca

"

®PyHkumn JlopeHuya L(X)

20, H, | - napameTpbl

#RLonnr kpulPaBinoctpy@§Punix 20 271 27.2 20 27.3

ucciepoBanuil. [lopomkosas fudpakuusa.




PyHKumMA MNcesao-BounTta

6 PV=nG(x) + (1-n)L(x),
. PV(x),n =0.5 0<n<l1

L(x)

0 E L) L) . L) ) L
26.7 26.8 26.9 29 271 27.2 26 27.3

MeTo/bl KpUCTANTOCTPYKTYPHBIX i
K ucciaejoBaHui. [lopoiikoBast Audpakyus.
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MHTEHCUBHOCTDL

o

TUNUYHBIN CNEKTP UCNYCKaHUA
PEHTFEHOBCKOU TPYOKMU

Kam

e

nna Cu-aHoaa

A(Ka,)=1.5406 A
A(Ka,)=1.5444 A
I(Kat,)/1(Ka,) = 0.5

>

ASfIUHA BOMHbI, A

MeTozbl KpUCTAIOCTPYKTYPHBIX
ucciaejoBaHui. [lopoiikoBast Audpakyus.




. OnpeaeneHme NoON0KEHUN U
MHTEHCUBHOCTEN ANPPAKLMNOHHbBIX

MaKCMMYMOB
|, = B 20 P%‘""“' 20
— theor T
2000 OH Mpodunb i-oro nuKa
E 1
< 1600 |
g |
; |
= 1200
8 |
& 1 |
S 800
g ‘ | | |
; : ' |
400} | | |
] .|| _-' -l |
ﬂ' b vmprson] S S mnmcspst] i tonsd  Nugniet "-ﬁa-mw"\ﬂ_..--r"r xﬁﬂ.ﬁi-fjv'*\wu._w_,nﬁ‘mﬂ "-_'«,........,_..—-\.-..-u-
20.0 24.0 28.0 32.0 6.0 40.0 44.0 48.0 20

MeTo/bl KpUCTANIOCTPYKTYPHBIX
K ucciaejoBaHui. [lopoiikoBast Audpakyus.




MeTtoa HameHbLUKUX KBaapaToB

MunHnmmnlauma GyHKLUMOHANA

k 2
mm D = ZWK (I exp theor)

MeTozbl KpUCTAIOCTPYKTYPHBIX
k ucciaejoBaHui. [lopoiikoBast Audpakyus.




| EA|X-ray Line Profile Analyziz. XFIT - [y203.dat]

ol v

. [8a] File Edit Fit KoalaRiet Yiew window Help - =] %]

Mporpammubin naket XFIT

| | +(68.539, 80.151] 4(0.1

Onuvcanue npodus € y4€TOM
0COOEHHOCTEeH CreKTpa

MeTozbl KpUCTAIOCTPYKTYPHBIX
k ucciaejoBaHui. [lopoiikoBast Audpakyus.

JlabopaTopHou Tpyobku PU J

.

Options |
Inz/Del Peaks =10 %]
File Details File Edit Fit KoalaRiet “iew “Window Help x|| = 7| x|
Capture
ManipLlate » ﬂﬁﬁ ﬂ Ao
b anipulate v 69.7890 Inz/Del Peaks
' File Details
71.0707 Capture
72.3456 Maripulate =
73.6103 bt anipulate v
74.86°
Fb6. 116K
77.3616
8.5976

¥[68. 75O,

.

79.928) v(0, 11895)
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KOHTpONbHbIEe BONPOCHI K 1eKumumn 3

1. Kakne nogxoabl NpUMEHAKTCS AN nepBnYHON 0b6paboTkn JaHHbIX
nopoLlKoBOW andpakumm?

B yém npenmywectso npodunbHOro aHannasa? Kakme CrnoXxHocTtu
BO3HMKAOT NMpu nposeaeHnm npoduribHOro aHanmsa?

2. Bam ypanock gnga HoBoro coeinHeHMs NpPoBEeCTU U3MepPEHNS Ha
CUHXPOTPOHHOM MCTOuHMKe (A=1.7322 A), a onsa ero cTpykTypHOro aHarnora
— TONbKO Ha nabopaTtopHomMm andpaktomeTpe (CuKa). Kakyto wwkany
abcuucc ygobHo 1crnonb3oBaTh A9 COMNOCTaBEHNSA MONYYEHHbIX
ONppakuMOHHbBIX KapPTUH?

3. Bbl ccnenyete katanunsatop, rae 5 Bec% Pd HaHeceHo Ha CeO.,.
Ob6paseL, oTXuraetcs npu pasnmyHbiX Temnepatypax. Kakyto wwkany
MHTEHCUBHOCTU YOODOHO MCNonb30BaTh 4151 aHanmMs3a 3Ton cepum
pPeHTreHorpamMmm?

MeTozbl KpUCTAIOCTPYKTYPHBIX
K ucciaejoBaHui. [lopoiikoBast Audpakyus.

™
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[lpaKTHU4Yeckne 3agaHnA U BONPOCH!

™

1. PaccmoTtpuTte w0l
PEeHTreHorpammy metans-
OPraH14ecKoro CoeAnHeHUs Ha Lo
pucyHke. MoXxHo nn aTtu

OaHHble Ncnosib3oBaTb ANs |
drasoBoro aHanusa? nga ol \ .'.r ,

Intemsity, ¥ {10 cou
8

YTOYHEHUSA CTPYKTYpPbI? | pﬂmﬂ i “'HM'MMML

Organu:rlmetalllc mmlmum. Mo l':lcc

5 1U 15 20 23
Bragg angle, 26 (deg.)

2. Nposeante npodunbHbIM aHanma, Nony4mMs Tadbnuuy
(26, 1,,.., FWHM) c yuetom cnektpa nabopatopHoro
MCTOYHMKA OnA cTaHgapTHoro obpasua (Y,03) 1 ang Tpex
Ce-Zr-O obpa3suos.

MeTozbl KpUCTAIOCTPYKTYPHBIX
& ucciaejoBaHui. [lopoiikoBast Audpakyus.
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MeToAabl KPUCTANNIOCTPYKTYPHbIX

nccnenoBaHmnin. NMopolKkosasa AnPpaKkLUUA

Jlekuys 4. PeHTreHoda30BbIM aHAJIHU3. Y TOYHEHHE
napaMeTpoB A4eukKu. [Ipasusio Berapaa




e

PeHTreHorpamma ana cmecu pas SIO,

KBap
Cmech
AN
Kpucrobanaur
CTekJio
......... ——
0 20 30
Position [*2Theta] (Copper (Sul)

Position [*2Theta] (Copper (Cu))

MeTozbl KpUCTAIOCTPYKTYPHBIX
ucciaejoBaHui. [lopoiikoBast Audpakyus.




PeHTreHo®a30BbIN aHaNU3

_ O6paszern ZrOx
100000 - Zroz =
' MOHOKJIMHHbBIN
80000 +
§ 60000 ZrOZ —
2 ) o
2 ] TETpParoHa/JIbHbIHU
g 40000 - 100000 +
20000 + h 1
u 80000 |
_LJ[U 9
0 T T T T T T T T T T 1 § 1
20 30 40 50 60 70 8 60000 -
2theta, deg -
>
2
°C>{ 40000
ba3a JjaHHBIX ~
20000
0 T T T T T T T T T T 1
20 30 40 50 60 70
2theta, deg

MeTozbl KpUCTAIOCTPYKTYPHBIX
K ucciaejoBaHui. [lopoiikoBast Audpakyus.




ba3a aaHHbIX ICDD

R3® Espafiol Deutsch Francais Italiano E#ZE Portugués pycckuid asbik o
lCDD The International Centre for Diffraction Data About Search Contact 0 ‘\;/ @ e M@)K,ZLYHapOAHbII/I
J 5 OEHTP
; \ . : AUQPPAKIHNOHHBIX
o SUPPORTING STUDENTS AHHDIX

‘ 7’ '1 .\“I:-R.\:\'IIUX,\I (.:kN‘l;k FOR DIFFRACTION D\}; W H O AR E S H A PI N G 0 U R F UT R E

HOME About ICDD Products Membership Education Resources Developers Conferences Submission

PDF — powder
diffraction file

2014 1CDD Spring What's New at ICDD

Press Releases and
Newsletters

Meetings

2013-2014 Product Info

Catalog

Click Here :
to see

Technical Bulletins T
Upcoming Events:

Come learn with us?

ICDD Events

Calendar

2012 Public Report P Tun Kaprouyek

PDF

ICDD Product Tutorials ._ i ks BN (I/ICTO"IHHK)

JKcrepruMeHTas bHble 96 493
PacuyéTHble 68 404

www.icdd.com
NIST 9 802

MeTo/bl KpUCTANIOCTPYKTYPHBIX
K ucciaejoBaHui. [lopoiikoBast Audpakyus.
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ba3a naHHbIX ICDD-JCPDS

451772 Sy, * YT
CaRmber ~—< Alurninum Dxide
Malebulan weight; -||:|1_§_|§\ Aef: Huano, T et 4., Adv. =-Ray &nal.. 33, 295 [1330]
Valume[CD]:  254.B1
D . \
ﬂatH aganal O
Lattice\Fkomb-certeraed C Q |
5 G- R [167] 2 CchliKa
Cell Paramelers J H
4750\ b 1299 3
: , N “ | | C
I A T T T T
55 : “7h) .3 5.0 20 15 1.3 d 18]
Il
Fad: Cuka dit IntF b k1| di&) IntF h k dit) Intf kb \
Lambda 1. G2
i 24797 45 0 1 2 [15150 2 122 220 -
5‘*9'_-d.ﬁ 2EE0E 100 1 04 [18110 14 01 B 10 6 pHX-fHarpamMmMma
il it UL 237 211 1 0| 14015 220211 223
FMireal M 21604 2 006 [13737 T3 nn 1
Conndurn, =y 20853 B 1 1 3 [1.3359 1T 1250
1.5643 1 20 2 [1.2755 2 2008
1.7400 A0 2 4 |1.23n 29 1 010
1E015 29 1 1 B [1.2M3 12 1 1 18 \
1 BAGE 1T 211 (1197 1 21 7
\ KadecTBO KapTO4YKH
* BBICOKOE€ Ka4eCTBO | — I/IH,L[I/IL[I/IpOBaHHbIe
CTpyKTypHble JaHHBIE  A20<(.02° A206<0.06°

D — ynanénHbie KapTouku O — faHHbIE HU3KOTO

Homep kapTO4KU KayecTBa
@ C — paccyuTaHHbIE




s

MeToabl KayecTBeHHOro ¢a3oBoOro aHan3a

MeToa moucka Heo6xoaumbie ITapameTphl
AAaHHbIE IIOHCKaA

XUMHYECKHUe XHUMHUYECKUM CooTBeTCTBUE
3J1EMEHTbI cocTaB ¢ga3bl xuM. CocTaBa u
Ha6opa d/I
XaHaBaJIbTa d/I Tpu cambix
CUJIbHBIX JINHUH
®duHKa d/l BoceMb nepBbIX
JIMHUM

MeTo/bl KpUCTANIOCTPYKTYPHBIX
K ucciaejoBaHui. [lopoiikoBast Audpakyus.

™




[TOUCK NO XMMUNYECKOMY COCTaBY

S

s PCPDFWIN

File PDFMumber Search  Help

k SEARCH

Search Files  Logical Operators  SubFiles | Elements  Mames {slow)  Misc  Search Result  Delete  Back  Help

» |

Mumber of Elements

Elernent With Ator Count {e.q. Ca4) Inclusive

CRITERIA HISTORY Just (slow)
E Jusk with Lo Z Elements (slow)
J i AI

SEARCH RESULT >
| |

Periodic Table of the Elements Display Matched ltem Number: |1 to 22 Print Search Result |

Selected: fonly 2 20 & Mo
H | Go | Cancel | Hel [ Chemical Nams Chemical Formula 3 Strongest Lines
: F7-1320 Malybdenum Oxide Mo 03 346 230378 P
Li | Bel B | c | N IEI F |NE| 47-1081 Malybdenum Dxide hio 013 356 356178 =
37-1445 Molybdenum Dxide Mo 03 386 3.56 3.43
Mg| | | : .
Na| Mg Al | Si | P | S | Cl | Ar | 26-0600 Malybdite, sym, Malybdenum Oxide Mo 03 3.26 281248
33-0929 Tugarinowite, Molvbdenum Oxide hdo 02 339 241170
K |ca|Sc| Ti| ¥ | cr|Mn| Fe|Co| Ni| Cu|Zn| Ga| Ge| As| Se| Br| Kkr| 7! Tuguicits, o, Mohbdrar Dt Mo o 24218171
-l 0 jenum Uxide 0 K . i
13-0345 Molybdenum Oxide MolT 047 267 205362
Rhl Srl Y | Zrl Nh|M01 Tcl R'—'l Rhl Pdl Agl Cdl In | Snl Shl Tel | |Xe| 120142 Molybdenum Oxide Mo 011 3.83 3.60 240
- 120753 Molybdenum Oxide hiod 026 356 337327
Csl Bal Lal Hfl Tal Wl Flel Osl Ir | Pt | Aul Hgl Tl | F‘hl Bi | F‘nl At | Flnl 12-0617 Malybdenum Oxide Mo 0Z 20 3.04 383 250
09-0209 Melybdenum Dxide Mo 03 3.92 260339
Ln m 09-0195 Malybdenum Dxide Mo 012 55 358 3.963.27 o]
Fr|Ra| Ac _I‘UI'ISPE[:I‘IE[' Rare_Earth Elements | 05-0508 hdolybdite, syn, Molybdenum Cxide hdo 03 336 381346
05-0506 Malybdenum Dxide hio 013 337 382136
CEl Prl NlemlSml El.ll Gdl Thl Dyl Hﬂl Er |TITI| th LU| D5-0452 Molybdenum Cxide he 02 341 242170
Thl e e 05-0441 Malybdenum Dxide Mod 026 344 4.03 380 M
a| U | Np|Pu|Am|Cm| Bk| cf | Es|Fm|Md| No|Lw|

MeTo/bl KpUCTANIOCTPYKTYPHBIX
ucciaejoBaHui. [lopoiikoBast Audpakyus. /




[TOUCK MO CUNBbHBIM JTUHUAM

i . = PCPDFWIN
| File  PCFRumber  Search  Help

k SEARCH

Search Files  Logical Operators  SubFiles  Elements  Mames (slow) | pisc  Search Result  Delete  Back  Help
Stronglines |
LangLines
Reduced Cell Axis

CRITERIA HISTORY Density (Measured/Calculaked)

=]

Reduced Cell Yolurme

Reference L
Melking Point

Colars »

UPPER AND LOWER LIMITS INPUT E i

After entering the Lower Limit value,

use the <<{Tab>> Key to move to Upper Limit.

Upper Limit : .06

Lower Limit ; 5.05

1 oK CANCEL B

MeTo/bl KpUCTANIOCTPYKTYPHBIX
K ucciaejoBaHui. [lopoiikoBast Audpakyus.




CTpyKTypHaa 6a3a AaHHbIX

ICSD for WWW

Details of the selected entries

Print | 1 entry selected.

ZC=Collection Code: [AB2X¥4]=ANX Form: [cF5&8]=Pearson: [e d a]=Wyckoff Symbol: [Al2Mg04]=Structure Type:
s==Click the ANX, Pearson or Wy ckoff Symbaol to find structures with that symbol=**,

CC=65090 Help CIF [] [ Export] [ Baonds ] [ Pattern ] [ Structure ] [Jmol ]
Title Structural characteristics of Sri-x Lax Ti 03+d as a function of oxygen partial pressure at 1400 deg. C.
Authors Howard, S.A.;Yau, 1.K.;Anderson, H.U.

Journal of Applied Physics (1989) 65, 1492-1498
Reference Link XRef SCOPUS SCIRUS Google

Also: Phase Transition (1992) 38, 127-220
Link XRef SCOPUS SCIRUS Google

Compound O3 Srl Til - [Tausonite] Strontium titanate [ABX3] [cP5] [c b a] [CaTiO3]

3.9046, 3.9046, 3.9046, 90., 90., 90.

Cell PM3-M (221) v=59.53
TFA SDM PDC =01-079-0176 : PDF =35-734 : MIN =Tausonite : TYP =CaTi0O3 :
No R value given in the paper.
Remarks @At least one temperature factor is implausible or meaningless but agrees with the value given in the paper.
Stable above 105 K (2nd ref. , Tomaszewski), below 14/mcm
Atmosphere: oxygen
Atom (site) Oxid. X, ¥, Z, B, Occupancy
Srl (1a) 2 4] a o] 0.335 1
Til (1b) it 0.5 0.5 0.5 0.1786 1
01 (3c) -2 0 0.5 0.5 0 1
Atom (site) Oxid. Betall, Beta22, Beta33, Betal2, Betal3, Beta23
Srl (1a) 2 4] 8] o] 0] a a
Ti1 (1b) 4 0 0 0 o 0 0
01 (3c) -2 0.0546 0.0546 0.0102 0 Q Q
Full database (The Full database vill be used if available after the first query is enterad)

Copyright 2002-2011 Fachinformationszentrum (FIZ) Karlsruhe
PHR/MySQL Interface V10-03-21 copyright 2002-2011 by Peter Hewat email: hevat@ill.fr

MeTo/bl KpUCTANTOCTPYKTYPHBIX
ucciaejoBaHui. [lopoiikoBast Audpakyus.

ICSD — Inorganic
Crystal Structure
Database

NIST - crangapTHbIE
MaTepHrasbl

CSD — Cambridge
Structure Database —
OpraHHKa, MmeTaJlJ-
OpraHUKa

COD -
crystallography open
database




CBA3b MOJIOKEHUNA JIMHUNA N MAPAMETPOB

AYenKu

Kybuyeckas 3.4.

TeTparoHasbHad 3.4.

['ekcaroHaJsibHas 3.41.

OpTopombuyeckas 3.11.

MeTo/bl KpUCTANIOCTPYKTYPHBIX

1 _J’:z+k2+z’2
d* a’

1 RP+k* TP
d? = aZ CE

ucciaenoBaHui. [lopomkoBas gudpakiusi.

™




N3omoppHOe 3ameLlleHune

M3ON\Op(I)M3N\ON\ Ha3blBA€TCA B3aUMHOE 3amellleHNe aTOMOB (I/U'II/I nXx rpynn) Pa3HbIX
XUMUYECKUX 2371EMEHTOB B 3KBUBAJTIEHTHbLIX MO3NLINAX KpI/ICTafIfIW-IECKOI‘;I CTPYKTYpbI.

TBEpPAbIN PACTBOP 3aMeLLEHMSA

N30BaneHTHbIN [eTepOoBaNEHTHbIN

*be3 n3mMeHeHnA Yncna aToOMOB B AYENKe
"COMpPAMKEHHOe 3aMelleHNe B aHWOHHOM U KaTMOHHOM

'M3OMOpd)VI3M, eC/IN KOMMNOHEeHTbI nogpelieTkax ¢ 04HOBPEMEHHbIM U3MEHEeHMEeM
BaJIEHTHOCTeN KaTMOHa M aHnoHa (ZnS-GaAs, K,BeF,-
U3OCTPYKTYPHbI K,SO,)

®3amelleHne aByx ognMHaKOBbIX aTOMOB B 3KBUBANEHTHbIX
CTPYKTYPHbIX NO3NUNAX Ha OBa PA3/IMYHbLIX aTOMa C TOM

.MAMOMOpCbMB’M; €C/IN KOMNOHEHTbI e CyMMapHOI BaneHTHocTbio (PbS-AgBiS,)
06I'Ia,£|.af0T Pa3/IMYHbIMU CTPYKTYPaMU *C U3MEHEeHUEM YnCcia aTOMOB B fiYeMKe

*c BbluMTaHnem(obpasoBaHnem BakaHcui). LiCl-MgCl,
=C BHeapeHuem . CaF, c P33

MeTozbl KpUCTAIOCTPYKTYPHBIX
& ucciaejoBaHui. [lopoiikoBast Audpakyus.




[1paBuUNO Berapp,a

17,74

17,72

CyuwiecTByeT NMHENHaA
3aBUCUMOCTb MPU NOCTOAHHOM
Temnepatype mexay CBOMCTBamMM
KPUCTANNNYECKON PELLETKHN
CcnaaBa U KOHUEHTPaLUueu
OTAENbHbIX €r0 3/1EMEHTOB

¢ axis (A)

17,66

10,55

10,53

b axis (A)

3aBMCMMOCTb MAPaMeTPOB PELLETKM COeANHEHW
Li,,,Zn,,,(Mo0O,); oT cocTasa.

a axis (A)

Solodovnikov S.F., Solodovnikova Z.A., Zolotova E.S., et. al.// J.
Solid Sate Chem.- 2009. - V. 182.- P. 1935-1943

| I

I

| I

I I

I I

5, ! !
i 1

I I

1 1
-0,1 -0,08 0 0,05 01 0,15 02 0,25 03 0,35

K x value /




. ROHTPO/IbHbIE BONPOCHI

1. Kakue 3a7a4yu M03BOJISSET PEIIUTh Ka4eCTBEHHbIM (Pa30BbIU aHAJIU3?

2. Kakwue cyuiecTByOT 6a3bl IaHHBIX /151 $A30BOT0 aHAJIM3a U YeM OHU
oTsindarTcsa? Kakyro nHGopMalyio TaM MOXXHO HAaUTH?

3. TexHOJIOTUSA MOMCKA U IPUHIUIIBI UAEHTUPUKALMH KPUCTALINYECKUX

das.
3aaaHuA

1. [Tpu 06paboTKe 3KCIIEpUMEHTAJIbHOU peHTreHorpaMMmbl, CHATOM Ha CuKo,
MU3JIYYEHUU, HEKOTOPOT0 KPUCTAJIMYECKOT0 OKCU/IA TOJYYEHEI CeAyolie
3HA4YEHHS MOJIOXKEHUS TMKOB U X UHTEHCUBHOCTEeH. C MOMOIIbI0 6a3bl JAHHBIX
ICDD PDF-2 onpenesiviTe, 4TO 3TO 32 OKCUJ,

20 sxkcrr., 0 | oTH., % 20 skcrr., 0 | oTH., %
25.737 49 52.691 48
35.301 84 57.643 98
37.925 36 66.652 39
43.499 100 68.342 59

MeTozbl KpUCTAIOCTPYKTYPHBIX
& ucciaejoBaHui. [lopoiikoBast Audpakyus.




o

[MpaKkTnyeckana pabota

. [IpoBecTH KayecTBeHHbIN Ga30BbIM aHaIU3 cepuu Ce-Zr-O

00pa310B

. C momouipbto 6a3sl AaHHbIX JCPDS PDF nocTtpouTh

3aBUCHMOCTb IIPHUBEIEHHOI0 00'bE€MA OT cocTaBa AJisa Ce-~Zr-
O TBEpPABIX PaCTBOPOB.
* OnwucaTpb, Kakue CTPYKTYPHbIE U3MEHEHHUS IPOUCXOAAT
Ipyd HW3MEHEHHH COCTaBa TBEPJOrO pacTBoOpa.
* Yem omiinuaercda coeguHenue Ce,Zr,O, oT TBEPAOro
pacTtBopa?

. YTOYHUTH apaMeTphbl peleéTKH aJs pa3 B Ce-Zr-O

o6pa3suax. [Io nocTpoeHHOM B 1.2 3aBUCUMOCTH OIIPEEJINTh
COCTaB TBEPOr0 pacTBOpa.

MeTozbl KpUCTAIOCTPYKTYPHBIX
ucciaejoBaHui. [lopoiikoBast Audpakyus.




MeToAabl KPUCTANNIOCTPYKTYPHbIX

nccnenoBaHmnin. NMopolKkosasa AnPpaKkLUUA

Jlekuus 5. 06J1aCcTh KOT€pEHTHOI'0 pacCessHUS U
MHKPOUCKAKEHUS




e
YwmnpeHme anppakLUMOHHOrO

MaKCMMYMa
[lupuHa AUPPAKLHUOHHOTO
UHTerpabHas MaKCHUMyMa - pe3yJibTaT
3. H3mepsiemas WIHpHHA CBEPTKU ABYX QYHKIUHU

1(20) = 1(20). *1(26)

S

= 2- )
N [Tpu6op [IpaBuJia yyéTa BKJ1aga
- : . B yIIMPEHUsI 3aBUCSAT OT TOTO,
! KaKOW aHaJIMTUYECKOH
1 $yHKLIMeN alIpOKCUMUPYEM
«MUKPOCTPYKTYypa» $opmy nuka:
| s — — P ‘
s . 2 52 2
0 . | | layc: = = B + [
40 45 o0
diffraction angle 26 fopenw:  f3 = [, + [

MeTozbl KpUCTAIOCTPYKTYPHBIX
k ucciaejoBaHui. [lopoiikoBast Audpakyus.




4 N

YinupeHnue AMPpPaKIMOHHbIX MUKOB BC/JI€ACTBHE YMEHbIIEHUA
pa3Mepa HAHOYACTHI],

dopmyia lleppepa

K1
D cosé

ﬁ 10 am ﬂ

20 HM
\ B — ywunpeHne andppaKkuMoHHOTro Makcumyma (paa)
30 HM
D — paamep 061acTn KorepeHTHOro pacceaHua (Hm)
L 60 HM A — ANNHA BOMHbI U3n1y4eHuns (Hm)
0 - nonoxeHne ANPPaAKLUMOHHOIO MAKCMMYyMa
MeToAbl KpUCTANJIOCTPYKTYPHBIX K — koHcTaHTa Wepepa. K
K rnccaenoBaHui. [lopoukoBas gudpakius. ) /




[Taynb LLeppep

Paul Scherrer (1890-1969)

P. Scherrer, “Bestimmung der Grosse und der inneren Struktur von
Kolloidteilchen mittels Rontgenstrahlen,” Nachr. Ges. Wiss. Géttingen 26
(1918) pp 98-100.

J.l. Langford and A.J.C. Wilson, “Scherrer after Sixty Years: A Survey and
Some New Results in the Determination of Crystallite Size,” J. Appl. Cryst. 11
(1978) pp 102-113.

MeTozbl KpUCTAIOCTPYKTYPHBIX
k ucciaejoBaHui. [lopoiikoBast Audpakyus.




4 y
ONPPaKLMOHHbBIN 3KCMEPUMEHT U

vpaBHeHUe Bynbda-bpsrros

AP pakIMOHHBIN
BEKTOP ). =2d siné,
Q=K-K,
o) | Q = 2K sinf l
__________ K ' /
K[=1/2 K, Q= 2/} sin® Q=1/d
5
/L L JluppakIMOHHBIA MAKCUMYM
—— JIaéT nHOPMaAIUIO O CTPYKTYPE
d___} / B/Zl0JIb HanpasJsieHus L,
__,\ _./.:1 NapaJijieJIbHOTO
4 AuPpakIMOHHOMY BeKTOpy Q
KPUCTAJJINAT
KOJIOHHA

MeTozbl KpUCTAIOCTPYKTYPHBIX
K ucciaejoBaHui. [lopoiikoBast Audpakyus.




~ Obnactb KOrepeHTHOro pacceAaHmA B
ypaBHeHUU LLleppepa

Ywmpenme gudppakuMoHHOro MakCumMmyma siIBNsiETCA crieacTBUEM
KOHEYHbIX pa3MepoB KPUCTaNIMTOB B HarnpaBrieHUMN,
nepneHAUKYNApHOM oTpaxarwewn nnockoctu hkl

(222)

{400}

A

7 z8 2zZg 30 31 3z 33 34 I
Two-Theta (deg)




ROHCTaHTa B ypaBHeHnU LLleppepa
5 KA
[ cosé

HeobxoauMo npeanosiocKeHue 0 «CpeJiHer popMe»
KpUCTaJJIUTA (MUKPOCKOMKA)!

NMudopmaiiysa o reoMeTpUU YaCTHUIbI COJIEPXKUTCS B KOHCTaHTax Illeppepa

Reflection Cube Tetrahedron  Octahedron Sphere
100 1.0000 1.3867 1.1006 1.0747
110 1.0607 0.9806 1.0376 1.0747
111 1.1547 1.2009 1.1438 1.0747
210 1.0733 1.2403 1.1075 [.0747
211 1.1527 1.1323 1.1061 1.0747
221 1.1429 1.1556 1.1185 1.0747
310 1.0672 1.3156 I.1138 1.0747

Jlns oneHOK NpuHATO 6paTh K=1

MeTozbl KpUCTAIOCTPYKTYPHBIX
k ucciaejoBaHui. [lopoiikoBast Audpakyus.




4 N
Pasmep OKP 1 pacnpegeneHune yactuu,

No pasmepam

PacnpepeneHue ‘momeHTOB’

<D> = M, 2 cpedHee
M, - M2 2 omknoHeHue

D - pasamep OKP, napasyiesibHbI BEKTOPY
AU PpaKIH, yCpeJHEHHBIU 10 00bEMY

Audparvpyrouien 06J1acTu
1
1 M 4

o D\, == "4
,8(26’)—<D>VCOSH < >V K |\/|\3

MeTozbl KpUCTAIOCTPYKTYPHBIX
& ucciaejoBaHui. [lopoiikoBast Audpakyus. /




/

Pasmep OKP n pacnpegeneHune yactumy,
No pasmepam

H_[I/IpOKOe, dCCUMETPHUYIHOE paclipeacjieH1ue

Mpumep: norHopmanbHoe 0,10+ <D>=M1=8.8nm
pacnpeaeneHue coep, g(D)
(cpeaHee U, OTKNOHeHMe o) a
(@)]

<L>v=Ma4/(Kp M3)=19.5nm

0,05 ~

0,00

MeTo/bl KpUCTANIOCTPYKTYPHBIX
K ucciaejoBaHui. [lopoiikoBast Audpakyus.
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4 ™
Pasmep OKP n3 ¢popmynbl Leppepa —

OLEHKa pa3mMepoB KPUCTAI/TUYECKUX
610KOB

YacTuusl MOTyT
COCTOATH U3
HECKOJIbKUX

KpHUCTAJLJINYECKUX
0JI0KOB

MeTo/bl KpUCTAIJIOCTPYKTYPHBIX
K rnccaenoBaHui. [lopoukoBas gudpakius. /
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SN N
(

4 \f

NN

g s 3 .

i

N

e

MeTo/bl KpUCTANIOCTPYKTYPHBIX
ucciaejoBaHui. [lopoiikoBast Audpakyus.

.

" BAMAHME NCKaXKEH WA pPELIETKM Ha NONOXKEHUNE U
dopmy ANDPPAKLMOHHOTO MaKCMMYMa

OTCYyTCTBME UCKAXKEHUN

OcTaTouYHble HanpAaxeHuA

MWKpOHaNpsaXKeHus

OcTaToyHble
HanpPAXXeHnA n
MWUKPOHANPAXeHUA

™

/




MWKpOUNCKaXKeHnA peLleTKn

e BMecTO 0JHOr0 MEXIJIOCKOCTHOTO \\ | //
pacctosiHUA d, mosiBJsIeTCSA ~ S
pacrpejesieHHsI pacCTOSIHUU —~ /_\

BOKPYT CpeaJHEro 3Ha49eHHnA

e 3TO 00yCJIaBJIMBAET YIIMPEHUE
AP PPaKIMOHHOIO0 MaKCUMyMa

¢ HpI/I‘-II/IHbI IOABJIEHUA
MI/IKpOCI/IKa)KeHHI‘/’I:

e [loBepxXHOCTHOE HAaTAXXEeHUE B
HAaHOKPHUCTAJIJIAX

e MOPdOJIOTUS
® BKJIIOYEHUA = |

26.5 27.0 27.5 28.0 285 29.0 29.5 30.0
MeTozbl KpUCTAIOCTPYKTYPHBIX
& ucciaejoBaHui. [lopoiikoBast Audpakyus.

Intensity (a.u.)

2(deg.)




" PacyéT MMKPOHaNpPSAKeHNUsA U3 WMPUHbI NUKa |

nA

YpaBHeHue Bparra: SIN@ =—

2d

Ad
AudPpepeHuupys, MOKHO MOJTYUYUTh (AQ) — _2( F j tgé

Ad\ 1(Ad
MpuHuMasn d ZE d .
0JIy4UM P(20) = 4<Ad—d>tgﬁ

MeTozbl KpUCTAIOCTPYKTYPHBIX
& ucciaejoBaHui. [lopoiikoBast Audpakyus. /
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MeToa BunbamcoHa-Xonna. PasaeneHume
BKN13aZ40B OT pa3mepa U MUKPOHaNPAXKEHUN

0,3} 310
= 222
. | 211 220 ~
S 02} B =Boke + Pe
O 9
@ 0,1
| D ===m=—m———— B =A/(DcosB) + 4¢ tgb
R 1 s 10 12
Q[nm’] B*cosO = A/D + 4€*sinB
g D'Dqﬂ- - .—-—.—N—’—'—.Tﬁt Q= Sine/A
3 n.oz-\ |
X D=1/p=28 nm
o.00+—"—-"a-—-or----r——— G.K. Williamson, W.H. Hall, Acta
o 2 4 ;‘[nm-113 1012 Metall. 1 (1953) 22-31

MeTozbl KpUCTAIOCTPYKTYPHBIX
k ucciaejoBaHui. [lopoiikoBast Audpakyus. /




HeromoreHHble TBepAdble pacTBOpPbI

Bapnauyumn coctaBa TBEpPAbIX PaCTBOPOB MOXET cO34aBaTth
pacrnpegeneHne MexxaToMHbIX pacCTOSHUW ANnst oaHoro Habopa
KpucTannorpaguieckmx ninocKOCTeN

Intensity (a.u.)

45 46 47 48 49 50 51 52

20(deg.)

MeTozbl KpUCTAIOCTPYKTYPHBIX
k ucciaejoBaHui. [lopoiikoBast Audpakyus.




Ul
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ROHTPO/IbHbIE BONPOCHI

. [lepeuynrciivTe, Kakue BKJIabl B YIIIUPEHHE

AMPAKLIMOHHOTO ITHKA CYLIECTBYIOT.

. Ha Kkakux 0OCHOBHBIX InpeaInoJIoKeHruAX OCHOBAHO

MCII0JIb30BaHKe GopMyJbl llleppepa aJis1 onpenesieHUs
pa3MepoB KPHUCTAJIUTOB?

. Kakue ecTb orpaHu4eHHsI IpUMEHEHUSA GOPMYJIbI

[lleppepa?

. YTo Takoe MUKpOHaNpAKeHU?
. Kakue napamMeTpbl MUKPOCTYKPTYPbI MOXKHO U3BJIEYb

M3 MOCTpoeHud BuibaMcoHa - XoJia?

. Bcerna siv npyuMeHUM MeToZ BusibsaMcoHa- XoJuia?

MeTozbl KpUCTAIOCTPYKTYPHBIX
ucciaejoBaHui. [lopoiikoBast Audpakyus.




[lpaKTNU4Yeckoe 3aaaHue

JInst UMeIKMXCcs 00pa310B PaCCUUTATh:

1) Pasmepnl OKP o dopmyiie llleppepa a1 pa3jiMdHbIX
HallpaBJIEHUH

2) Ouenutb OKP 1 MUKpOHaNps»KeHUS METO0M
BuabamcoHa-XoJia
a) B npuboJiv>keHrnu JlopeHna
0) B npubJi:keHUM ['aycca

*[I[pUHATH, YTO NPUOOPHOE YIIMPEHUE HE 3aBUCUT OT yr/ia ¥ paBHo 0,01°
*CYUTATh, YTO YACTHUIbI CPepUdeCKOr GOPMBI

*PacnpeneneHue 4acTull o pa3aMepy CAMMETPUYHOE U Y3KOE

MeTozbl KpUCTAIOCTPYKTYPHBIX
& ucciaejoBaHui. [lopoiikoBast Audpakyus.




[lononHUTeNnbHaa AnTepaTypa

1. Ueidyna C.B., YepenaHoBa C.B. BBeaeHne B CTKYKTYpPHbIN aHanns
HaHoKpucTannos. YyebHoe nocobue. — HoBocubupck: HI'Y, 2008

2. Ymxos 1., JleBnH 3., Mutsaes A., Tumodrees @. [Npndopbl n meToab!
PEHTIEHOBCKOW M 9NeKTPOHHOM andpakumn. YyebHoe nocobmne MOTH. -
Mocksa, 2011

3. [llnsacosa J1.M. BBegeHne B peHTreHorpadumio katanmaatopoB. HoBocubupck,
MK CO PAH, 2010

MeTozbl KpUCTAIOCTPYKTYPHBIX
& ucciaejoBaHui. [lopoiikoBast Audpakyus.




MeToAabl KPUCTANNIOCTPYKTYPHbIX

nccnenoBaHmnin. NMopolKkosasa AnPpaKkLUUA

Jlexnusa 6. UHcTpyMeHTasbHasad GyHKIUA. MeToz
bGyHIaMeHTaJIbHbIX [TapaMeTpPOB




4 N

PaKTOpPbI, KOTOPbIE BAUAIOT HA YLWWUPEHUE
ANPPAKLMOHHOIO MaKCMMyMa

e XapaKTEpPUCTUKHU AUPpPAKTOMETPA U UCMOJIb3yEMble ONITHUYECKHE
3J1IEMEHTBHI

e PasMmep KpUCTAJJIUTOB

e MukKpoHanpsXxeHusd
e HckaxeHUd peleTKu
e OmMKOKM YIIAaKOBKU
e Jluciokauuu
e AHTHda3HbIe JOMEHBI
e [loBepxHOCTHas peJsiaKkcalus

e HeroMoreHHOCTb XUMHYECKOT'0 COCTaBa TBEPJbIX PACTBOPOB
e TemnepaTypHbie paKTOPbI

JIvndpaKIIMOHHBIM NPOPUJIb — PE3YJbTAaT CBEPTKU QYHKIMM J1JI1 BCEX
BbIIIENIEpEeYrCAEHHbBIX PAKTOPOB

MeTo/1bl KpUCTAJIOCTPYKTYPHbIX
K ruccaenoBaHui. [lopoikoBast gudpakius. 02.04.2015




4 N
YwmnpeHme anppakLMOHHOrO

MaKCMMYyMa
[InpuHa AMPPaKIMOHHOTO
MHTerpasbHas MaKCHUMyMa - pe3yJibTaT
5] Hsmepsaemasn LIHpHHA CBEPTKHU QYHKIUU

120). =[1(20)]1(26)

S

= 21 )
oL [Tpu6op [IpaBuJia yuyéTa BKJaga
- i . B YIIUPEHHUS 3aBUCST OT TOTO,
! KaKOMW aHAJINTUYECKOU
1 byHKIMEeHN allpoOKCUMHUPYeM
«MUKPOCTPYKTYpa» $opmy nuka:
| = ﬂs E [ave: 2 _ 2 2
0 . , _ aye: foo= B+ P
40 45 50
diffraction angle 26 fopenw:  ff = f; + B

MeTo/1bl KpUCTAJIOCTPYKTYPHbIX
K ruccaenoBaHui. [lopoikoBast gudpakius. 02.04.2015 /




4 N
Kakaa n3 peHTreHorpamMmm noayyeHa ot

HaHOKpPMCTananyeckoro obpasua’?

N

Intensity (a.u.)

e 3TU peHTTeHOrpaMMbl MOJIyY€H OT OJHOTr0 06pasiua
e cnosib30BaJIMCh /iBA Pa3HbIX AUPPAKTOMETpPA C pa3JIMYHON ONITUYECKOU CXEMOH
* Ha6100aemoe ywupeHue nukd nosie/as1emcsi moasKo u3-3d duiopakmomempa

MeTo/1bl KpUCTAJIOCTPYKTYPHbIX
K ruccaenoBaHui. [lopoikoBast gudpakius. 02.04.2015

/




MHCTpYMEHTaNbHbIN NPOPUNL

e [lopoukoBbIi 06pa3el, c MUKPOHHBIM
pa3sMepoM KPUCTAJIMYECKUX 3€peH Oe3
CTPYKTYPHBIX JePEKTOB Oy ET AaBaThb
AU pPaKIMOHHbIE UKW KOHEYHOHW IUPUHBI

e HMHcTpyMeHTaJbHbIA NPODHUb SBJISAETCS
pe3yJIbTaTOM CBEPTKHU OT CJeAYIOLINUX
COCTABJISIOIUX:

e XapaKTepUCTHUKHU UCTOYHUKA PU
[upuns! 1uaun Ko, 1 Ko,
Pazmep ucrtoynuka PU
Cynepno3uuusa nukoB Ko, 1 Ko,

e OnTUyeckue 3JileMeHTbl TOHUOMETpa
[llmprHa MPUEMHOH ILeJIN U LieH 470 472 474 476 478
pPacxoAvMMOCTH 20(deg.)
JledokycrpoBKa
Pasmep ny4ka
[y6briHa NPOHUKHOBEHUS NMy4YKa B oOpasel]

Intensity (a.u.)

PeHTreHorpamMMsl, NoJiydeHHbIEe
OT OJIHOTO 06pa3iia Ha
AudpaKTOMeTpax pa3iMiHbIX
KOHQUTypaLuu

MeTo/1bl KpUCTAJIOCTPYKTYPHbIX
\\ rnccaenoBaHui. [lopoiikoBast Audpakius. 02.04.2015
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N3mepeHne NHCTPYMEHTANbHOIO
npodunA

CTaHﬂapTHbIe O6p33L[bI: IIOPOIIKOBBIE MAaTE€PHAJIbl, KOTOPbI€ UMEIOT

MHKpOHHbIﬁ pa3Mep KPpUCTaJIJIM9E€CKHUX 3épeH, Y3Ko0e€ pacliipeaesieHue 4aCTHI 110

pa3Mepy, TOMOTe€HHbIX XUMHUYECKHUH COCTAaB U HE UMEKT CTPYKTYPHBIX
UCKaKEeHUH

NIST — national institute of Standards and Technology

Hassanvie NIST

SRM 676 a- Al,O5 nopoiok
SRM 1976 a- Al,O; TabJieTka
SRM 660b LaBg

SRM 640 SiO, nylacTrHKa

MeTobl KpUCTAJIOCTPYKTYPHBIX
\\\» uccaenoBaHui. [lopoukoBas gudpakuus.

02.04.2015

/
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FWHM

{

0.28

0.24

0.20

0.16

0.12

0.08

0.04

N3mepeHne MHCTPYMEHTabHOTO

npodunA

—eo— SRM 660b Peak Scan
—+*— SRM 1976a
—a— SRM 640d

3aBrUcUMOCTb noaymupvabl FWHM ot yria 20

JKcnepuMeHTa/IbHOEe U3MEpPEHHE
-~ HWHCTPYMEHTaJIbHOT' 0 Npodus

e o~
t——-——t"*ﬁ}:”’ ___L..-O/-
= H _-_',___./. =
o—o—o— " *
| | | | | | |
20 40 60 80 100 120 140 160
Two Theta
MeToAbl KPUCTA/IIOCTPYKTYPHBIX

uccaenoBaHui. [lopoukoBas gudpakuus.

02.04.2015
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MeToa dyHAaMeEHTaIbHbIX MapaMeTpoB

() =WaG(20)@ @)@ ---

MeTobl KpUCTAJIOCTPYKTYPHBIX
\ uccaenoBaHui. [lopoukoBas gudpakuus.

Soller slit

Datactor

® Gi(28) @ - - - @ Gu(28)

[lono6paB
NpaBUJIbHBIM 00pa3oM
aHaJINTUYECKHE
bGYHKIMY,
ONUCHIBAKOIIHE
COCTaBJISIIOIIHE
AMPPAKIMOHHOTO
9KCIIePUMEHTA MOKHO
MOJIYYUTh
MHCTPYMEHTAJIbHbIN
npodHUIib
AHAJIMTUYECKH

02.04.2015




[lpaKTNU4YecKoe 3aaaHue

1. TIoCTpOUTH UHCTPYMEHTAJbHBIU NPOPHUJIb U3
3KCIIepUMEHTAJIbHbIX JAHHBIX
1.1 O6paszen Y203.dat
1.2 IIporpamma XFIT — ucnosib3oBaTh TUIl TUKOB PV
1.3 Iloctpouthk 3aBucuMoctb FWHM ot 260

2. 0nucaTh HHCTPYMEHTAJbHBIX IPOPUJIb METOI0M
byHAAaMeHTAJIbHBIX TapaMeTpPOB
2.1 O6pazen Y203.dat
2.2 llporpammubiv nakeT XFIT — Tun nukos FP
2.2 YTOYHUTD pasMep U MUKPOUCKAXKEHUS
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MeToAabl KPUCTANNIOCTPYKTYPHbIX

nccnenoBaHmnin. NMopolKkosasa AnPpaKkLUUA

Jleknuda 7-8. Metop PutBesibga. Teopus u
[IpaKTHKa




Llenb meToaa PutBenbaa

YToYyHeHHue CTPYKTYPHOU MOJEeJIN UCCIeyeMOT0 COeIUHEHUS
(mapaMeTphbl SYEUKH, KOOPAUHAThLl aTOMOB, pacnpejejieHre aTOMOB I10
NO3UIMAM, TENJIOBbIe TapaMeTpPhl)

OnTuMU3alus NapaMeTPOB CTPYKTYPHOU MOJIeJIU AOCTHUTAeTCs IPY MUHUMHU3ALNHU
dyHKIMOHAJIA HeJITMHEWHBIM METOJJ0M HAaMMeHbIIUX KBAJ[PAaTOB
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[1lpeanocCbINIKK

[lopomkoBas AU pakKIyMs pacCMaTpHUBaJIach Kak
MeToJ (pa30Boro aHauu3a (PDA)

Jlo pasBuTHs MeToZa PuTBeJsib/ia 60JbIIMHCTBO
KPUCTAJJIMYECKUX CTPYKTYP, YTOUYHEHHBIX C
MCII0JIb30BaHHWEM JIaHHBIX IOPOIIKA, ObIJIU OYEHbD
[IPOCTBIMHU

«CBEpPTBIBAaHUE» TPEXMEPHOH AUPPAKIIMOHHOHU
KapTHUHBI B OHOMEPHY0 MPUBOJAUT K
epeKpbIBaHUIO IUKOB U IOTepe UHPOpPMaALlMHU
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[Moaxoabl K peweHnto npobaemsl
nepeKpbIBaHUA MUKOB

e

L

He vcnosib30BaTh nepeKpbIBAROTMIHECS PEPIEKChI

McrnoJsib30BaTh «CrPYNNUPOBAHHbBIEY
MHTEHCUBHOCTH

MogeiMpoBaTh lepeKpbIBAIOIIeCs TUKHU
aHAJIUTUYECKOU QYHKIIMEHN

MogaesinpoBaTh BCIO AUGPAKLUOHHYIO KAPTHUHY
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Xyro Puteenba

MeTtop pa3paboTaH B 1969 roay
JJ1S1 IOJIy4eHUsI MaKCUMaJIbHOH
MHPOPMaALMU U3 JIaHHBIX

[IOPOILIKOBOM JUPPAKLUHU
H. M. Rietveld (1969). "A profile refinement method for

nuclear and magnetic structures"”. Journal of Applied
Crystallography 2 (2): 65-71
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MeToa Putsenbna. loctuxkeHua

* OCHOBHOU METO/, B UCCJIeJOBAHUH ITPAKTUYECKU
BCeX aKTyaJIbHbIX MaTepPHaAJIOB 3a nocjaeaHue 15
JIET

— BricokoTeMniepaTypHble CBEPXITPOBOJHHUKHU
— GOyepensr (Cqp)

— KoJsioccaibHOE MarHeToCONpPOTUBJIEHHE

— TepMoO3J/IEKTPUKU

— MaTepuaJibl A1 XpaHEHUS BOAOPO/ia

— baTapevku

e B HaCTOHH_U/Iﬁ MOMEHT €CTb CJZ1ydde IPUMEHECHHNA
AJIAd NCCJZIEAOBAHUA OPTraHUYECKHUX MATEPHUAJIOB

° — QapMalieBTHKA, [IOJIUMEPDI, OEJIKH?
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MeTon PutBenbaa. Moaenb

PacyéT TeopeTryeckor JUPPAKIMOHHON KapTHUHBI U3 UMEIOIIENCS

MO EJIN ®aKTOp NOBTOPAEMOCTH

daxkTop JlopeHla ¥ moJsiipu3anus
p JIOpenh pusan [IpodpunbHasa GyHKIMSA

IOIVIOIEHHUE
N /
I (ZH)I — Ibkg,i (29) + LPZ prp pk Fp’k 2V (ZQI B 29p’k)Tp

| / |
¢oH KaJINPYIOIIMH MHOXUTEJTb TeRCTypa

CTpyKTypHas aMIJIUTyAa

CyMMupoOBaHue 110 BceM dpazam
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[TapameTpbl B meToae PutBenbaa

Kaxkpasa cocraBiisirolas
MOXKET ObITh
npejcTaBJieHa
aHaJINTUYECKOH
bYHKIMEN U
lapaMeTpu30OBaHa

OnTuMu3anus
[apaMeTpoB —
IIOMCK MUHHUMyMa
byHKIIMOHaJ1a
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1(26), =[| » (29)} LPY' KA Y p Fo V(26,260 )T,
p k

OO6BIYHO HCIIOJIB3YIOT IIOJIMHOM CTEIIE€HH NN

Nb / CTCIICHDb
Ibkg,i (20) = Z a, (20)"
n=0
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K03 PHUILIMEHTDI




dakTopbl JlopeHua n nonapmlaunu

1(26), = g (20) HLPY K A Y b,y V(26,-26,,)T,
p K

BaAaIOTCH napaMmeTrpaMu AubpakToMeTpa U THIIA HCIIOJIb3YyEMOI'O N3JIYIYE€HHNA
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CTPYKTYpPHbIe NapameTpbl B MeToae

PutBenbaa

1(26), =145, (20)+ LPY_ K, A, S p, Fy iV (26,-20,,)T,
P K

/

[loBTOpsieMoCTh pedekca

N —B sin? @

Z \2 627Z'i(hxj+kyj+lzj)

KoopavHaTbhl aTOMOB
TensioBoM mapameTp

ATOMHBIN GaKTOP paccessHUs

o y
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[MpodunnbHbie NapameTpbl B MeTOAE

PutBenbna

1(20); = 1y (20)+LPY KL A p, Fo, Iv (20, - zep,k%T
P K

.
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@ NHTEHCUBHOCTU «Pa3MbIBAKTCA» NPOPUIBbHOU QYHKIIMEN
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PyHKumMA MNcesao-BounTta
10 ; ;
¥ 6 PV=nG(x) + (1-n)L(x),
8' _PV(x),n=05 0<n<l1
n
g 6 - L(x)
g o
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N
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3aBUCUMOCTb MONYLWMNPUHbI OT YI/1a

Ana NayccuaHa Ana JlopeHuuaHa
B, = X +Y tané
Bi =Utan® 0+V tang +W L™ cosH

* U, V, W — napameTpbl GyHKIIUH

e X— pa3Mep 4acTH
KariuvorTH. P P I

* Y — MUKpOHaNps>KeHUs

*JacTo onuchIBalOT UHCTPYMEHTAJIbHOE
yIIUPEHUE

o
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MeToa HanMeHbLINX KBaapaToB

Habop nsmepenut |,
CDyHI{L[I/IH Ic:g(p11p21p3!""3pn)

Haxogum Hauydiive 3Ha4eHUd P; MUHUMU3alUen
GYHKIMOHAJIa

CucremMma U3 n

MR = ZW(IO o Ic)2
=0 JINMHEUHUHBIX

ol
> w(l, - 1) : ‘
pj YpaBHEHUH
@ OTHOCUTEJIBHO P,
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MeToa HanMeHbLINX KBaapaToB

g(p;) — HenmHeHada pyHKIUSA. CUCTeMa ypaBHEHU M He pellaeTcsl.

Paznoxuts g(P;) B psaa Teitsiopa, OTOPOCUB cyiaraeMble C MOPSAAKOM
OoJIblIIE 2-0T0

0
C:IC(ai)_I_Za
Z%AI Zap‘:Ap.Lp =0 Al=I1,-1_(a)

JIvHenHble ypaBHEHUA- OLHO A4 KaXA0r0 A P;;
Pemraem gu1a Ap, — caBur napaMmeTtpoB, HE 3HadyeHud .
[loBTOpAEM npouenypy HECKOJIBKO pas, moka Ap; =0

o y

a, — UCXOAHble 3HaYeHUA P,
Ap, = p;- a, (caswur)

ICApi
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YTOoUyHeHue napameTpoB

HauyaJsio — HEBEpPpHad MO/ EJIb — HECOOTBETCTBUE JKCIIEPpUMEHTY

Hesb34 cpa3y yTOYHATH BCe MapaMeTphbl — JaJIeKO OT Jy4lie
Moziend (MUHUMYyMa Y ?)

JTOXXHBIN MUHUMYM
LUunkrnel MHK

Hactoswuin— “rnobanbHbin” MUHUMYM

napameTp




YTouHeHne MHK. [oe octaHOBUTbLCA?

dakropsl cortacus, R, Ry, Re R, Rg
oo — It

wp?
2 h
exp theor Z Wi exp theor y

R = R =

P Z Iexp Wp \ ZWk (exp _

l'IpO(l)I/IJIbeII/I

B3BeleHHbIN NPOPUIBbHBIN

N-P OxupaeMbin. N u P — 4yuci1o ToueK yTouHAEMOro

npoduIIsg U YUCJI0 YTOUHAEMBIX TapaMeTPOB
\ ZWk (exp p COOTBETCTBEHHO

™~

Z Wk k exp k theor _
Z 1

@ N-P
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[MToncK rnob6anbHOro MUHMMYMaA

M. Bortolotti, PhD thesis,
Trento, 2007
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Bepb rnazam ceomnm!

(-

Rup = 7-8%
x?=16.5
DWd =0.19

Rup = 2.1%
2 =1.17
DWd = 1.79
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[10/1e3HOCTb PA3HOCTHbIX KPUBbIX

¢ CaBur HyJis1/ cMellleHHe oOpas3sia

L INBOS AZBI1 2ZND DATA SET

LAMBDA 1 5406 A, L-S CYCLE 172 OBSD. AND DIFF. PROFILES
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[10/1e3HOCTb PA3HOCTHbIX KPUBbIX

¢ HenpaBusibHOE OnMCaHUE NPOPUIIS

LINBO3 A2BI11 2ZND DATA SET

LAMBDA 1.5406 A, L-S CYCLE 178 OBSD. AND DIFF. PROFILES
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'lapameTpbl U UX BANAHUE Ha
0Aa3HOCTHYIO KPUBYIO

[los10>keHWEe IMHUM: TapaMeTphl 3.4. (JIydllle YTOYHUTD 3apaHee!), mo10KeHus
HYJIS, CABUT 0Opa3sia

[[IluprHa nuka: npodusbHbie napametpsl (U, V, W — napameTpsl ¢-1iuu
KarnnorTty, LX,LY — napameTpbl pyHKIUU JlopeH1ia)

*IHTEHCUBHOCTD MMKa: KOOPJMHATHI aTOMOB, 3alI0JIHEHUE TTO3UIUU.

O 3KCMepUMEHT 0 3KCMepUMEHT
7 pacuyéT pacyét
—— pa3HOCTHas KpvBas 7 A —— pa3HoCTHasi KpuBasi
o 3KCMEepUMEHT
pac4ét

7] H —— Pa3HOCTHad Kpueas
h

MIHTEHCMBHOCTb, UMI.

MNHTEHCMBHOCTb, UMI.

MIHTEHCMBHOCTb, NMII.

20, rpaf|
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MeToa PutBenbaa. KpaTKkoe pestome

¢+ MeTopa PuTBesbaa 3a nocaegHue 15-20 jieT cTajl IMPOKO
[IPUMEHSAEMBIM U MOIIIHbIM UHCTPYMEHTOM UCCJIeJOBAHUA

» ECTb BOBMO>XHOCTb YTOYHSATb AOCTATOYHO OOJIbIINE
cTpyKTypbl ~ 200 CTPYKTYypHBIX IapaMeTpPOB

» CJIOKHOCTB pellaeMbIX IPpo06JIeM JIUMMUATUPYETCS
MHCTPYMEHTAJbHBIM pa3pelieHueM U KaueCTBOM 0Opa3iia

¢+ OCHOBHOe orpaHuyeHue MmeToa PUTBesibja CBA3AHO C
HeOOXO0AMMOCTbIO HAaJIMYHS pa3yMHOU MO/JIeJIM 40 HayaJia
YTOYHEHMUS

¢ [Ipy npoBeeHNH YTOUHEHHS HEOOX0AMMO YYUThIBaTh BCE
BO3MO>KHbIE HHIMKATOPbI KauyeCTBa OMKMCAHUS MPOPUJIS U
Pa3yMHOCTb YTOYHEHHOUW MO/JIEJH

(-
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MeTton PuTBesibzia. 3a U IPOTUB

[L1roChI MUHYCHI

v v

( )
Hanpamyro ucrnosib3yer - N
[oJ1Iy4YaeMble B 3KCIIEpUMEHTe
JAHHbIE HeobxoarMma pasyMHas
> CTPYKTYypHas MOJeJb
4 N
Mcnonb3yroTcd Bce N J

3KCIlepUMeHTa/IbHble TOYKH Ha
peHTreHorpamMmMe B IIMPOKOM

/inanasoHe : . )
\ Y HyKeH Xopomum 3KCnepuMeHT
- N (60JIbLLIOM YIVIOBOW AHAIa30H,
BbICOKOE pa3pelleHue U
Mo>HO NPOBEPUTE CTPYKTYPHYIO MHTEHCUBHOCTD)
MOJeJIb S )
N J

_{ OImM6KU 3KCIIepUMEHTa MOXKHO } TpebyeTcs onbIT

y4€CTb daHAaJIUTHUY€E€CKHU

@




CTaTuctnyeckue NnapameTpbl MOANOHKA

Ryp — BOXKHBIM apaMeTp /I KOHTPOJIS Z W, exp theor j
KayecTBa yTOYHEHUS MOJTHOTO NPoduIIs, R —
IIOCKOJIbKY OH He 3aBHUCHT OT a0COJIIOTHBIX wp Z W (
3HAaYeHU MHTEHCHBHOCTH. \ k Nexp _
R\,p 3aBUCHUT OT COOTHOLIEHHs CUTHAJI /LIy M: l

Rup

*boJibl1asi ”YHTEHCUBHOCTH QpOHA
R

wp

*BrICOKOE COOTHOLIEeHHEe CUTHaJI /Iy M

CTpykTypa [lpueMeMble

<0.1 Cpe/iHsIs1 CHHTOHHMS, HE OUYeHb CJI0KHAsA 3HAYeHMUS JJs
CTPYKTYypa XOpOILIEro
o TOYHEHHUS
<0.15 Bosibiias cTpykTypa HU3KOW CUMMETPHUH y
<0.08 BricokocuMMeTpHUYHaAsA CTPYKTypa

(-




CTaTuctnyeckme MNapameTpbl NOATOHKHA

Z W (exp theor _

)( > 1

N-P

/1151 Xopoliero yTo4HeHUA : 1< Zz <3

[Ipu BICOKOM MHTEHCUBHOCTU (pOHA MOKET ObITh MeHbIIIe 1
[Ipy BLICOKOM COOTHOIIEHWM CUTHAJI/IIYyM AOCTUYb 3HAYE€HUS 2 0YEHb CJI0KHO

’LIYBCTBI/ITeJIeH K HETOYHOCTAM MOJAEJIHN

@




[TopAQOK YTOYHEHMA NapaMeTpOB
(pekomeHayembin)

IKCIIEpUMEHT

e BrI6Op yC/I0BUM CHEMKHU
e TiaTesbHOE N3MepeHEe UHTEHCUBHOCTEN

YTo4yHeHUe

KadecTBeHHbIM (pa30BbIM aHAIK3 (6a3bl JaHHbIX)
BBO/l CTPYKTYpPHBIX lTaHHBIX BXOAAIIMX B COCTaB (a3
[ToagroHka Bpy4yHy0 HEKOTOPbIX TApaMeTPOB
YToyHeHHe GOHA U MKAJTUPYIOIIMX MHOKUTEJEN

e YTOYHEHHE MOJIOKEHHUS TMKOB

e YTouHeHHEe GOPMbI NUKOB (LIUPUHA)

e YTOYHEHHE CTPYKTYPHbIX TapaMeTpoB dpa3

AHasii3 pe3yJ/ibTaTOB

e AHaJ/JIM3 CTaTUCTUYECKUX INapaMeTpoOB YTOYHEHHUA
e AHanu3 CTPYKTYPHbIX IdHHBIX




[TopAAOK YTOYHEHMA CTPYKTYPbI

3ajJlaHa CTPYKTypa
3aZaH TUI JUPPAKTOMETPA, U3JIyYeHHU
Hecko/1bKO NnepBbIX IMKJIOB YTOYHEHUS
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[ToaroHKa napameTpoB $OHa BPYYHYIO

Eile Options Help

CEO2 cycle 4 Hist

B B

. » 5 . . . ! . = =« hkn fit
- i I L ; " | I A kg pts

g . Le L R [ ’, : : M | Calc

= Ohs

400 — ; : E | L ; s : e

200

Marmalized Intensity

-200

50 100 160
2Theta
Mouse click I -
o zoom | add delete Fltl\mth -] —llterms
15.00000 17.7129560329 227TETI4538 3658370279317 3983543015091 A0.B57ERTT47E 52 7E01153676 720334557873 09 55404835836 10z
Background) |1 B 4 5 (-] 9 10—

points 213.863441452 148251875124 || |110.932689308 || |44.90643914 “|35.7294705525 || |33.4236129196 245957155186
| L3

I
|1|62.861 1302: |2|—3?.0356294 |3|46.D?33864E |4|-30.0234251 |5|1 3 5577852¢ |s|-1 14064427 Save in

EXP file
| B Edt

248114932342 27 6321595054 36.

Background
function #

1 —
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File Options

Intensity

CEOZ cycle 8 Hist1

20000 H

[Tocsie MOATrOHKU MIKAJIAPYIOIETO
MHOHUTeJISI ¥ IIUPUHBI MTUKOB BUJHO, UYTO
npo6JsieMa B NMOJIOKEHUH JIMHUU

x

a0

T T
60 70
2Theta

Help

bekar
— Calc
» Ohs
— diff
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File Options Help
CEOZ cycle 15 Hist1
bokor
60000 ~ — cal
. #* Obs
YTo4yHeHUe napaMeTpPOB pPeLIETKU =
CaBsura obpasna
[IIkasMpyoero MHOXUTEJIA
40000 —
*
=
z
20000 —

150
2Theta




[MTpodunbHble PYHKLUUM B NPOrpamme
GSAS

e Ne1. Tonbko I'ayccuan

e No2. CtranzgapTHbiM [IceBao-BouT

e N23. [IceBa0-BoHWT C y4ETOM aCCUMETPUYHOCTH
JIMHUU Ha MaJIbIX yIJaX

e N24. [IceBao-BoUT. YYET aCCUMETPUYHOCTH Ha
MaJIbIX yIJIaX. YYUTbIBAE€T aHU30TPOITHOE
yliMpeHue JUHUU (MeTon CTedpeHCOHa)
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OcHoBHble npodusibHble napameTpbl B GSAS

Napawerp |Bmavemne

GU [lapameTpbl GyHKIMU KarinoTTw.

GV OnMchIBalOT MHCTPYMEHTAJIbHOE YIIIUPEHUE

GW

GP Pazmep OKP aag N'ayccuana. UcniosibayeTcs
peako. O6br4yHO octaBastoT GP=0

LX Pazmep OKP guia JlopeHuaHa.

LY Mukpouckakenus AJis JlopeHusiHa

*Ha Havya/IbHBIX 3TaNlax YTOYHEHUS HY?KHO OTIYCKATh MOCTENEHHO, TAK KaK 3TH
napaMeTphbl CUJIbHO KOPPEJTUPYIOT MeXAY COO0HU

* B GSAS npunsaro, To GU, GW,GP,LX,LY>0, GV<0. Ec/siv npy yTOYHEHHUH NOJTYYEHBI
3HA4Y€HHs, BBIXOJSIIME 32 YCTAHOBJIEHHbIE I'PAHULLbI, PACYET MOXKET HEe COUTHUCh
*PekoMeH1yeTCsl HQUMHATh YTOYHEHHUE C NMOAXOASAIINX 3HAYEHUU NPOPUIBbHBIX
napaMeTpoB. YTOYHeHHEe CTaHapTHOro oopasial

(- y
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CBA3b meXAay napameTpamu 1

CI)I/I3MLIECKMN\M BETMHUHNHAMU

ITapameTp YpaBHeHHUe
Pazmep OKP (D) [TapameTpnl LX (Jlopenn) u GP (Taycc)

18000 KA 18000 K4

D = D= K — KoHCcTaHTa
X T \/Gip [lleppepa
MukpoHanpskenus | [lapamertp LY
Ad A 10096 Ly
d d 18000

o
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| File Options Help |
CEO3 cytle 26 Hist 1
hekar
— Calt
* 0Obs
JlobaBsieHUEe MPOPUIBbHBIX TAPAMETPORB S
60000
GW, LX
40000
*
=
20000
i ) % X o
. '
U J.l F ) i - k ) ! Jis N fa_t
SID 160 | 1%0
2Theta




File Options Help
CEO2 cycle 70 Hist 1
hekar
G0000 — — Calt
dyHa/sbHOE yTOYHEHHE o
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ROHTPO/IbHbIE BONPOCHI

. 1 KakuX LeJsied IpuMeHsieTcs MeTo/, PutBesnbaa?
. B4ém cymHocTs Metoaa Putsenpaa?
. Kakue napamMmeTpsl YTOUHAKTCA IIPU IPOBEJEHUHU

pac4€Ta, 3a YTO OHU OTBe4YaroT. Kakyro nmoJiesHyro
MHOOPMAIIMIO U3 HUX MOXKHO U3BJIEUD?

KakoBbI KpUTEpUU IPABUJIBHOCTU MPOBEJEHHOTO
YTOYHEHUA?

. YeM oT/iM4aroTCA N0JAHONPOPUIbHOE MO/ eJIMPOBaHUE:

* OT/JeJIbHBbIX IUKOB
* yTO4YyHeHHe MmeTonoM Jlebawsa uau [layau
* yTOYHEeHUe MeTOoZ0M PuTBesibzia




[lpaKTUYecKune 3aaaHuA

1. [IpoBecTH yTOUHEHUE MeTOA0M PUTBeJiba i
ctra”HgaptHoro oopasna CeO.,. [Tonyyuts
MHCTPYMEHTAJbHY0 QYHKIIUIO TpUOOpa.

2. YTOUHUTD pacnpejiesieHue KaTUOHOB Fe u Ti o
OKTas3ZipuyecKuM s coequHenus Ba(Ti,Fe3*,Fe4")O, .
MeTOoZ0M PUTBe/ib/ia, Ha4aB C yTOYHEHUS ITOJIHOTO
npoduasa metonomM Jlebsna




[lononHUTeNnbHaa AnTepaTypa

1. Pecharsky V.K., Zavalij P.Y. Fundamentals of powder diffraction
and structural characterization of materials. - Springer, 2005

2. HUmxos 1., JlesnH 3., Mutsaes A., TumodeeB P. INpndopbl 1
METObl PEHTTEHOBCKOW M 3fIEKTPOHHON Andpakumnmn. YyebHoe
nocoove M®TW. - Mocksa, 2011

3. R.A. Young. The Rietveld method. IUCr monographs on
Crystallography, Oxford University Press, Oxford, New York, 1993

4. B.H. Toby. R factors in Rietveld analysis: How good is good
enough? // Powder Diffraction 21 (2006) 67-70




MeToAabl KPUCTANNIOCTPYKTYPHbIX

nccnenoBaHmnin. NMopolKkosasa AnPpaKkLUUA

Jlekuusa 9. KosmMyecTBeHHbIU (pa30BbIM aHAJIU3




CopepKaHue

e MeTo BHYTpeHHEro CTaHgapTa
e MeToJ KOPYHA0BBIX YK CEJI

e beccTaHAapTHBIU KOJIMYECTBEHHbIN (pa30BbIU
aHasu3. Metop PutBesibia

e OeHKa cogepKaHusl aMOPPHOU pa3bl B 00pa3iie

MeTozbl KpUCTAIOCTPYKTYPHBIX
& ucciaejoBaHui. [lopoiikoBast Audpakyus.
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MaTematnyecKana 6a3a. Obulee ypaBHeHMe

BripakeHue [1Jis1 UHTerpaJibHOM HHTEHCUBHOCTH | pediekca
hkl gng pasel a B MHOrogpasHoM obpasiie.

LLIkanbHbIU MHOXUMEb demeKkmopa
(mocmosiHHbIT dng daHHo20 npubopa) Hons pasbl o

/' ‘yv‘ W

. M 1T w,
hklZK'/ZVLhk; th 'I—PG ' = _C

/ B o | L p <ﬂ m _| p 94 /Lt m
[loemopsiemocmb pechriekca HnomHocnk
[loenoweHue
CmpyKkmypHasi 06pasua

MorbHbIl 06béM  amnnumyoa

[eomempus, nonsapusayus,
gakmop JlopeHua

MeTozbl KpUCTAIOCTPYKTYPHBIX
& ucciaejoBaHui. [lopoiikoBast Audpakyus. /




MeToa BHYTpeHHero CtaHaapTa

Beenem BHYTpeHHUM cTaHgapT
N3BECTHOM KOHUEHTpauun. Toraga
NHTEHCUBHOCTb pediiekca | CTaHOapTHOM

dasbl:
W

°=C, s,
P pt,

NHTeHCMBHOCTbL i-0ro pedonekca
dasbl a B MHOrodpasHom obpasLe

Ia

KannbpoBo4Hble cMecH
aHanusnpyemown gasbl
cTaHgapTa

MeTozbl KpUCTAIOCTPYKTYPHBIX
k ucciaejoBaHui. [lopoiikoBast Audpakyus.




MeToa KOpyHA0BbIX YUCeN

KopyHdoeoe 4ucsio — OTHOoLlEHME nuKa dasbl 0 C MakCUMarnbHON
WHTEHCUBHOCTbIO K MUKY KOpPYHAa C MakCUMarbHON MHTEHCUBHOCTLIO B UX
cmecun 50%x50%

1._ :Iiw.WS:R|R%5I
KI 1w |

JS o C

KopyHOoBble uncna ans Bcex goa3 MOXHO U3MepuTb He3zaBuCcMMo. HacTo
3Ha4vyeHnsa RIR moxxHO HanTu B 6a3ax gaHHbIX ICDD.

Ecnn ons Bcex Ba3 U3BECTHbI KOpyHOOBbIE YNCJ1a, TO NMPUCYTCTBUE CTaHOAPTa B

cMecun Heobsa3aTerbHO:
-1

. =
W = la ik
“ RIR, 2 RIR,.

k=1

MeTozbl KpUCTAIOCTPYKTYPHBIX
& ucciaejoBaHui. [lopoiikoBast Audpakyus.
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becctaHaapTHbIM KonnvectBeHHbI POA

OcHoBaH Ha yTOYHEHUN npodunns metogom PutBenbaa

2 = K| M Re S PG {Wa*}
)

\ B palle
Y M .
1 © V
C_ \/2 0’
S - LLIKaJ'II/IpyI-OLLI,I/II7I MHOXWUTEJ1b B MeTode PI/ITBeJ'Ib,EI,a Ia oC Sa
W=l - S@MV),
C. K

Y04

MeTozbl KpUCTAIOCTPYKTYPHBIX
k ucciaejoBaHui. [lopoiikoBast Audpakyus.
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becctaHaapTHbIM KonnvectBeHHbI POA

Ons cmecu KpUcTannuyeckux gas: ZWK =1
k

W = S, (ZMV) “

Zsk (ZMV),
k=1

™

Bce dpasbl Kpuctannmyeckme n nx
CTPYKTYPbl N3BECTHDI

[Ona yyéta amopHON COCTaBMAOLLEN MOXHO BBECTU BHYTPEHHUN CTaHOapT

n3BecTHoro copgepxaHma Ws :

W v WS (uzsecmmoe)

WOl(a6c) — Wy W

MeTozbl KpUCTAIOCTPYKTYPHBIX
k ucciaejoBaHui. [lopoiikoBast Audpakyus.

S (usmepenroe )




Mukpoaagcopbuma
/1/"

-7 CambI NpobnemMHbIn pakTop, BNNSAIOLWMIA Ha
TOYHOCTb KonindectseHHoro POA

-

[MposaBnaeTcs Korga obpasel coaepXnT

doasbl C CUMbHO pasnuyarwmMmmncs
*kOoaddmnumeHTamu nornoweHns PU
*C pasnnyHbIM pacnpeneneHnem
YacTuy No pasmepy

B3anmopencreme peHTreHOBCKOro 1(A) >> pu(B)
My4Yka C NONMKPUCTANIINYECKNM Toraa 1(A) e < 1(A) ea

06pa3LI,OM 3aHMKeHne MHTEHCUBHOCTEN OT

cunbHonormnowaroLwen gasbl
Cnocobbl YMEHbLUEHNS BIINSAHUS:
*YMeHbLUEHNE pa3mMepa YacTul,
*YMEHbLUEHNA KOHTPACTa NOrMOLEHNS 3a CYET UBMEHEHUS N3YYEHUS

MeTozbl KpUCTAIOCTPYKTYPHBIX
k ucciaejoBaHui. [lopoiikoBast Audpakyus.
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TOYHOCTb M BOCNPOU3BOAMMOCTDb
be3ctaHgapTHOro POA

CpaBHeHne ownbokK, NoyyYeHHbIX B pe3ynbraTe
kKonndecteeHHoro POA-aHannaa obpasua Ne4 kpyroBoro
Tecta IUCr (IUCr Round Robin Test)*
Ownbka,

Kopys nonyuaemas npy

3azaHo, Bec% 50.46 19.46 29.90 YTOYHEHUN Ha
CpenHee 3HaYEHUE, 56.52 17.06 26.42 nopsAoK "“'PKe
NoJIydyeHHOe IpH pearnibHOUn
aHasiu3e, Bec% OLLUMNOKU
Cpesnss omuGKa 0.15 0.11 0.11 namepeHus!
yTOYHEHMUSI

OTKJIOHEHUE CPESHUX 0.63 0.41 0.35

3HA4Y€HHUH, ITOJIyYEeHHBIX

B pa3HbIX pacyeTax Be3cTtaHaapTHbii POA — meToa

nonykosinyeCBTBEHHOINo aHasrin3a

@ *N.V.Y. Scarlett, I.C. Madsen, L.M.D. Cranswick et al. // J. Appl. Cryst. 35 (2002) 383-400

/




ROHTPO/IbHbIE BONPOCHI

1. Nepedncnute OCHOBHbIE METOAbI NPOBEAEHUS
KONMM4YEeCTBEHHOIo peHTreHoda3oBoOro aHanmsa u
YKa)KNTE OCHOBHbIE Pa3Nnunga Mexagy HUMM.

2. B yem 3akntovatoTca HegoCcTaTku U NpenmyLlecTsa
cTaHOapTHbIX U beccTaHgapTHONO METOA0B?

3. B yem 3aknoyaeTca CyLHOCTb SIBfIEHUS
MUKpoabcopounmn?

4. Pacckaxunte o MeToge KonnmyectBeHHOro gpasoBoro
aHanusa ¢ NCNonb30BaHNEM KOPYHOOBbLIX YNCES

MeTozbl KpUCTAIOCTPYKTYPHBIX
K ucciaejoBaHui. [lopoiikoBast Audpakyus.




[lpaKTNU4Yeckoe 3aaaHue

Paccuntatb metogomMm Pusenbaa coxepxaHue gas Al,Os,
CaF, n ZnO B ux cmecu (CTaHgapTHbIN obpaseL
MexxayHapoQHoro corosa Kpuctannorpadgos)

PacueTt B nporpamme GSAS

dannbl ansa pabotel B anpektopun \cpdw\quant

Pesynbrartbl peHTreHo-f1toopecLEHTHOrO aHanusa:

*KopyHg (Al,O5): 31.7
®dntooput (CaF,): 33.86
*LUnHknT (Zn0O): 34.01

MeTozbl KpUCTAIOCTPYKTYPHBIX
& ucciaejoBaHui. [lopoiikoBast Audpakyus.




MeToAabl KPUCTANNIOCTPYKTYPHbIX

nccnenoBaHmnin. NMopolKkosasa AnPpaKkLUUA

Jleknua 10. PeHTreHOCTPYKTYPHBIM aHAJIU3 JePEKTHBIX U
pa3ynopsAA04YeHHbIX MaTepHUaJIoB




CopepKaHue

e [IpuMepsl AUPPAKIMOHHBIX KAPTUH OT AedEKTHBIX
M pa3ynopsijO4eHHbIX CUCTEM

e Knaccupukanus gepeKkTosn
e OITHOMEpPHO-Pa3ynopsag04YeHHbIE CUCTEMBI
e 3D KorepeHTHbIe HAHOCUCTEMBbI

e ®opmysa /lebad g MoJeMpOBaHUS
HHU3Kopa3MepHbIX 1D MaTepuaJsioB

e MeTtoa PagnasibHOTrO pacipeeaeHud
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4 HapyLueHne NpuBnvKeHns naeansbHoro Kpuctanna

BeCKOHEYHOCTb [MNepnoanNYHOCTb CummeTpus

ITO BBI YHTAETE,
TAMAET?

CARICATIRA RY
5 HedekTbl 1
Manbiv pasmep HEOAHOPOAHOCTH Hekpuctannorpaduyeckne
Kpuctannuta (00bl4HO n1o60oro TMNa — (POpMbl — HE TONBLKO
<1 MKM, HO MOXeT TOYEUHbIE, IMHENHble,  KWAKME KpncTanmbl.
gocTuratb 2.5 MKM) nnaHapHbie. ..

(- y




[edeKThl

1.To4yeuHble
2.JINHenHble (aucrnokauun)

3.['naHapHble (AedeKTbl yNakoBKK, rpaHULibI
6r10KOB)

4. ObbeMHbIe (BKMOYEHNSA)

@
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Knaccudpukauma HecoBepleHcTB (AedekToB)
KpUcTann4yeckom CTpykTtypbl no A.l'mMHbe

PACCTOSIHUAX)

HecoBeplieHcTBa 2-ro poda  BbI3bIBAT  nyKTyauum
MEXaTOMHbIX  (MEXMNITOCKOCTHbIX) PacCCTOSHUA, KOTOpbIEe
NPUBOANAT K MCHE3HOBEHUIO JarnbHEro nopsiaka

(-

HecoBeplleHcTBa 1-ro  poga  Bbi3biBAlOT  (pnyKTyauum
MEXaTOMHbIX  (MEXMMOCKOCTHbIX) PaCcCTOSAHUIA, KOTOpble He
NPMBOOAT K MCYE3HOBEHWIO AanbHero nopsaka (ganbHum
NopsgoK HapylleH He 6onee, 4eM MOPSAOOK Ha ManbiX

™




Knaccudumkauma no A.l'mHbe

M I e I
i b ot b

oo ' o ' o o o

90—
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1poa: paccrosHue AjA, BNU3KO K BENUYMHE na,
dnykryaunsa [A A, — na] coxpaHaeT amnnutyay,
He 3aBUCALLYIO OT N

2 poAa:. OanbHWUK NOpsALoK HapylwlaeTcq,
dnykryauunsa [A,A,, — ha] Bo3pacTtaeT ¢ poCTOM N

1 pon

2 pop,




OAOHOMEPHO PA3YINOPAOOYEHHbLIE KPUCTAIJbI
U 1D HAHOCTPYKTYPbI
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PenTrenorpamMmmsl
oOpa3iia
rexkcaroHanpbHoro Co :

a — YaCTHIIbI C
UJICAIILHOM
KPUCTAJUINYECKON
CTPYKTYpOH (pacyer)

0 — YacTHIIHI,
coJiepKaIiie OKOJIO
20% J1Y (’KcrieprMeHT)

(-

Bananne pedpeKToB yNaKOBKM Ha
ANPPAKUNOHHYIO KAPTUHY

™

101
D =20 am
| o002
100 \J a
I 102 110 103 112
201
J\J _ A N 004

NcuesHoBeHmne pednekcos (102) n (103). Ywmnpenue pedonekca (101)

2Theta, degree




Bananme aHTUPA3HbIX TPaHUL,

B o6pa3uax a-Fe,0,, nony4YyeHHbIX gerngparauuen retuta

110

30004

20001 104

012

Kryukova G.N., Tsybulya S.V., Solovyeva L.P., Sadykov V.A., Andrianova M.P.
@ //Materias Science and Engineering.-A149.-1991.-P.121-127.
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[Ondopakuna Ha ogHOMEPHO-Pa3ynopsAa0YEHHbIX CUCTEMAX

OgHoMepHO pa3ynopsgo4veHHble

KpUcTannbl - COBOKYMHOCTb >z —
[BYMEPHO NepUOaNYECKUX COEB, min_~__ 7 - f
YyepeayrLMxcs B HanpaBneHum ; // =
o & m A s
HOPMarN K CIIOI0 C TOV NN MHOW — "——— —
CTeneHbio MopsiAka, onpeaensemon  ,_—7 — | L I
BEPOATHOCTHLIMW NapameTpamMu. 1/%/ | T | e I |
rm+u r,,, 00

B obpaTHOM NpoCcTpaHCTBE MHTEHCUBHOCTb PACCESIHHbIX PEHTTEHOBCKMUX BOSTH
OTNINYHA OT HYNSA BOOMNb CTEPXKHEW, NapannenbHbIX OCU Cx 0B6paTHOro
NPOCTPaHCTBA N NPOXoAsiLLNX Yepes y3rbl obpaTHoW peweTkn hk.

o y
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Pacyét AnppakUMOHHOMN KapTUHbI ANA

oZHOMEepPHOpPa3ynopaAaoYEeHHOro KpMUCTasia

[ns ogHoro kpuctannuTta, cogepxallero N crr0ée, cymmapHas amnnutyaa
paccesiHus BbIrMAAUT cneayoLwmm oopasom:

— BEKTOp andopakumnu, onpegendemMoli
A(S) Z(D (S) exp( =273, ) MNOSIOKEHNEM TOYKM (X*,y*, z*) B 0bpaTHOM

npOCTpaHCTBe
@ (S) — amnnuTyaa paccesdaHnsa crnoem m,

| (s) — Q A(S) A (S) _ (Iz;g:)(;?/lu::r Ha BEKTOp I, OT Ha4ana

{Zq) (S)D, (s))+ZZCD (S)D:.(s)exp|-2zis(r, T )]}
\ )

HesaBucumoe paccesiHne |
BCEX CIOEB 3aBUCUT OT OTHOCUTENBbHOIO

@ CMEeLLeHNa m 1 m’ Crioés
N, %
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JKcnepuMeHTaribHas U pac4yeTHble PeHTreHorpaMmmbl
Aana obpasua TypbocTpaTHOro yrriepoaa

002 |

—— - X

TypOOCTpaTHasA MOAeJIb
: : ; ; ; ; ; . . ( HopMaJIbHOE pacnpeaeeHue
101 YHCJIa CJI0EB B YaCTHLAX)

Moaeab 2H moauruna

x
—e— - X

TypOocTpaTHasi MojeJib
( TorHOpMAJIbHOE pacnpeae/ieHne
ymcIa cjioeB B yactuuax); Rp=6%
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MukpodoTorpadcusa, anekrpoHHaa andpakumsa n peHTreHorpamma
obOpa3ua, cogepKawero HAHOCTPYKTYPUPOBaHHbIE YacTuLbl KobGanbra.

111

220

40 S0 O /0 S0
20

™
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Teopernueckne peHTreHOIPAMMBI JJIsl MOJeJiel MUKPOIBOHHUKOB
ABCACBABC (@) u xorepeHTHBIX 10MeHOB LILK.-T.I.y. ABCABABC (0).

111

lllllllll

111

ciayyaiinbie 1Y

220

WAB:§O'2 PABAB:E:O A

cKkoppeaupoBaHHbie 1Y

W5=0.2 Pygan = 0.6 "




KOI'EPEHTHBIE 3D
HAHOCTPYKTYPbI

[IpruMepbl, MOAXOABI K MOACITUPOBAHUIO




bokoBas MNPOCKIHUA IJIACTHH

[111]

HaHocTpykTtypa n-Al, O,

(111)




YpaBHeHue [lebasn

PacyéT MHTEHCHBHOCTH pacCesiHUs JUPPAKLOHHOTO
M3JIY4YEHUS OT 00'beKTa JIIOOOU GOPMBI




YpaBHeHue [lebaa ana pacyera
BHOCTW OT NPOU3BOSIbHOIO OObLEKTA

CBA3b MHTEHCMBHOCTHU paccedaHnNa PEHTreHOBCKNX nyqe|7| C
MeXaTOMHbIMU PACCTOAHNAMW. (rij):

—>

sin(S, )

J
Sr,

1(5)=PX Y. fi(9)f,(5)

rac

S =4xsin(0) | A — Tekymas KoopaAuHaTa 00PaATHOTO IPOCTPAHCTBA,
y p

* I'j — MEKAaTOMHbIE PACCTOSHUS MEK/Iy aTOMaMHu | U |

* P(S) — mHCTpYMEHTAJIBHBINA (PaKTOP;

 1i(s), f;(s) — aTomHbIC hakTOpBI paccesHUs ATOMOB | 1 ], COOTBETCTBEHHO.

o y
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YpaBHeHune [lebasi. Pasamep yactuu

10 20 30 40 =0 &0

ay——

vV, Mo Te, O -

[+ F ] 1 023

a) Ctpyktypa M1

[l " L [ 2 i P i & i
20 30 40 &0 &0 10 20 EH a0 50 &0
28, deg 28 dag

NXNXM — 4nucTo TpaHcnaunm s4enkn Baons a,b, ¢

E.V. Ishchenko, TV Andrushkevich, G Ya Popova, T Yu Kardash et al // Applied Catalysis A: General
(2014) 476, pp. 91-102




YpaBHeHune [lebasa. dopma vactuu

MoaenbHble peHTreHorpaMmmbl A5t HAHOYaCTUL, NNaTUHbI Pa3nNUYHON OPMbI

Intensity (art, wnits)

|
2 40 60 80 100 120 W0 o 40 60 S 0 120 40 20 40 80 80 10 120 140
20 (deg) 20 (deg) 20 (deg)
HaHo4vacTtuupl TiO, (aHaTasa) B
doopMe TOHKUX MMAaCTUHOK.
YTOYHEHUE pa3MepoB N bopMbl
_ Yactuy,

NNNNNNN

0
- W

20 (Deg)
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NndPpaKUMOHHBLIN METOA, PaAnNaNbHOIo
pacnpeaeneHmns atomos (PPA)

OnpejesieHre, 3KCIIEPUMEHT, MOJIeJIMPOBaHWE, IPUMEPhI
HccJaeg0BaHUU
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OudpakuymoHHbIM MeToq, paananbHoro pacnpenenerus (PDF)

o ———

P.a.qu.anb.Hoe pacnpep,eneuue (Pair . - - .
Distribution Function) nokasbiBaet vas Seo N

o V4 S \
BEPOSITHOCTL HaitTwt atom Ha paccTosti @ 7@ -@-- ¥ 2
«I» OT 4@HHOro aToMa D

273 315 445 922

40-

RN Tt /1
. .\ \ Vv ‘ /1
304 N s

201

G(r)

104

Kpuctann Mo

r, A -
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ObpaboTka akcnepuMeHTarnbHbIX JaHHbIX U NOMyYeHne
Kpnson PPA
F(Q)=Q(S(Q)-1)
BeeneHune nonpasBok 251 75
«[lepxxaTtenb, OH 2.0- 11
*KomntoHoBCKOE 151 ‘ 5
paccesiHue O 1ol < o
*HopmupoBska Ha D sl 1
aTOMHbIV haKkTop 0.0 2-
paccesaHus 3 | | | |
Q, A-1 Q, A_1
— 7 dypbe-
o
=1 2410 27 npeobpasoBaHue
8.0x10:- 5’ o KW/\M/\/\/\«N\
| _o 5 10 15 20 r, A .
QA" _2 -
’ G(r) =~ [ OLS(Q)~1Jsin(Qr)dQ
0




G(r), A

@

60-
50-
40-
30
20
104

-104

PPA. QKCnepumMeHT

[Mpenenbl UHTErpUpPOBaHUS

Q=30 Al
Q=16 Al
max:8 A_l

20
154

10+

G(r) =

| S

2

G(r), A*

-10

] ,y' ]I‘l

[TpnbopHoe paspelueHne

TOT Xe adbdekT Ha OI1P,
4YTO N pasMep YacTuu

Qproag = 0.007
Qbroad =0.011

1 nh p
n' A l‘v‘ 'lvl y

v' |
l,'vH"

10

Q[S(Q) — 1] sin(Qr)dQ

0

T T
15 20

r, A




PPA. OQKkcnepumMeHT

CUHXPOTPOHHbIE NCTOYHUKN
TpeboBaHUg: MNynbCHbIE NCTOYHUKN HENTPOHOB

*Kak MOXXHO BonbLINKA APS (11ID-B) Qpay = 20 At
ananasoH Q.. &

*Bbicokoe paspelueHue

«Xopollee HakonmeHne
Ha OanbHUX yrnax LANSCE (NPDF) Qpa =

[ns nabopaTtopHbIX 3KCMNEPUMEHTOB:

MoKa, AgKa — nany4yeHue

(-
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MogenupoBaHue Kpmsbix PPA. bonblimne nepunogmnyeckue
Kpuctannol
g(r) = 1 2225(r—rw) limg(r) = 1
4TT,ODN?’ v o pu roe
2 7 :
G(r) = 4mrpy(g(r)=1) = = [ Q[S(Q)—1]sin(Qr)dQ
0

Pacuém Ons nepuoduyeckou cmpyKkmypebi:

Cospgaetca 1 ayenka (cynepadenka)
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Empirical Parameter
Structure Refinement

CTpoeHue I\/I PYyHKUUSA

MONEKYI MoHTe-Kapno - pagvanbHoro
[110THOCTL pacnpeaeneHus

CocTtaB
XWOKOCTU I 1
PasHocTb mexay

AMNUpPUYECKUN - mMoAesnbio U

noreHunan 3KCNepuMeHTOM

4}

IKCNEPUNMEHT

NcxogHbiv noTeHuman

EPSR http://disordmat.moonfruit.com/
@ http://www.isis.stfc.ac.uk/groups/disordered-materials/software /




e

0.8+
0.6+
0.4+
0.2+
0.0+
-0.2

S(Q)

-0.4
-0.6
-0.8-
-1.0

YTO4YHEHNE CTPYKTYPbl aMOPdHbIX

BELlEeCTB

ymo4YyHeHue SMrupu4ecKkoeo

rnomenryuarsna

® skcnepumeHT

—— MoOAersb

KoHdUrypaumsa

20

NcxoaHas

250 atomoB Si
500 atomoB O

S(Q)

-0.54

1.04

0.5+

0.0+

® skcnepumeHT
— Mogernb

5 10 15 20

QA"

duHanbHasg
KOHUrypaums
TeTpasgpbl
Sio,
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ROHTPO/IbHbIE BONPOCHI

1. B yem OCHOBHOE OTNMYNEe MoaenmpoBaHug
OndppakUMOHHOW KapTUHLI MeToaoM [lebast N0 cpaBHEHUIO C
MeToaom PutBenbaa.

2. [lna peweHns Kaknx 3agady npuMeHsieTca mogenuposaHune
andppakuUMOHHOW KapTUHbI MeToaom [ebas?

3. KakoBbl OTNMYUTENbHLIE OCOOEHHOCTU AN PAKLMOHHbLIX
KapTUH ONs HECOBEPLUEHHbIX Nonmkpuctannos. [Novyemy
ONs YTOMHEHUSA UX CTPYKTYPbl HEMNb3A UCMNOMb30BaTh METOL
PutBenbga?

4. B 4yem npemmyuiectso gndpakLMoHHOro metoaa
PagnansHoro pacnpenenenna? Kakme 3agaym oH
NO3BOSIAET peLwiaTb?

5. KakoBbl ocobeHHOCTU ANdPaKLIMOHHOrO 3KCnepuMeHTa ans
nony4yeHns KpUBOW pagmanbHOro pacnpegeneHus?
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