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1.1 Andpakumsa Ha CUCTEME «TOHKASA MJIeHKa-noa10XKKa»

Ocob6eHHOCTH 061bEeKTOB

e He «6eCcKOHEeYHO nornowatowme Cron»
e 3HAUNUTENIbHOE TEKCTYpPUpPOBaHUE

(3nnTakcuanbHble MAeHKN)

e OcobeHHoCTN ansa p(2). =

e AMOpdU3aLINA NNEHOK |- =121 2,U|:d|:
F=Ip|1=8XP ————+

« siné

0:9 i TiO, rutile

0.8 - TiO, anatase 2 d

0.7 - o-Ti IS — I;O eXp _g

. sin &

d-= 0.46(2) MKM

01 y uJ : - w(Anatase) = 91(1)%

) w(Rutile) = 9(1)%

0.0 WWW A e Vamee e )

300 40.0 500 "~ 600 700



1.2 ACMUMMeTpUYHble reOMETPUN CbEMKMU

20 — ckaHunpoBaHue (o > 0) PexxuMm ckonb3sawero nyyka (o — 0)
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1.3 N'eoMeTpua «CKONb34LWEero ny4yka»
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1.3 N'eoMeTpua «CKONb34LWEero ny4yka»

NMpo6nema aedokyca BTOPUYHOIo ny4dka

Bperr-BpeHTaHo 3eeMaH-BonuH
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1.3 N'eoMeTpua «CKONb34LWEero ny4yka»
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1.4 lNonHoe BHellHee oTpaXkeHue. PedriekToMeTpus.

Torpaa Ana MasnbiX 3HAYEHUHW yrna NageHnsa KpUTUYeckum yron:

YeM 3TO MOXKEeT NoOMOouUYb?
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1.4 lNonHoe BHellHee oTpaXkeHue. PedriekToMeTpus.

Kak paccuutartb nokasartenb npesiomMneHumna?
2
: A
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27T
ro — 60pOBCKUA paanyc, A — AZIMHA BOJIHbI, N, — KOHLEHTPaLMSA 3/1IEKTPOHOB,
a MME@HHO:
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1.4 Ocumnnaumm Kuccura

3akoH bperra kak ycnosue
LU NO3NTUBHOMN UHTepdhepeHUUnn:

i 2dsind=mA

3akoH CHenna:

" Hopmanb

n
n, cos(#) =n, cos(b,)
3
T.K. AnA Manbix yrnosB:
pa3HOCTb x0Aa n, = COS(@ ) = :|__7
To:
9% = 0% —
m*A°
Mono>xeHne MakcMMyMa nopsiaka m: (95 = E + 6’02
2 1 A1
2 \/9n2q+1_92 »\/ 902 2 Hm+1_0m



1.4 PecnektoMeTpuda oNnsg retepoCcTpykTyp

Ansa HenpaeanbHbIX NeHOK (¢ andPpy3HbIMU rPAHUYHBIMU CJZIOSAAMMUN):

2

_ v isz 8,0
R(s)=R; (S)_Le Edz

Tak)xe BO3MO>XXHa U AndpakLmMa Ha CBepXxpelleTKax:
A

}dS’ 2dysinfd=ni & Z%Sin =1

2sin@ 2sin@
2 S>ne

nA A

fﬁ 0,=2n( 11
Sn Sn—1

B TakMx cucteMax 3adacTylo HabnopgaeTcsa cynepno3numsa ocumnnaumm Kncemra

S=2r1r

J.Daillant, A.Gibaud. X-Rays and Neutron Reflectivity. Principles and
Applications. Springer, 1999.



2. ManoyrnoBoe paccesaHue PU.

Small Angle X-Ray Scattering (SAXS)

e Ynpyroe paccesaHue PU

e InanasoH yrnos 26 = 0.1 -
3.5°

e [IIVHbI BONMH B NabopaToOpHbIX
ycTaHoBkax: 2.2 - 0.7 A

e XapaKTepHble pa3Mepbl
HeoaHopoaHocTen 100 — 20 HM

e /lcchepgoBaHume
yrnopsaovYeHHbIX HAHOCUCTEM,
nonnmepos, 6MoNorMyecKkmnx

Q (A

06bEKTOB, HEOPraHMYECKUX e eckmaninsiute

University of lllinois at Urbana-Champaign

HaHo4YacTuL,



2.1 Avndpakumsa Ha nHaMBUAyanbHOM HaHoO4YacTMLe
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2.1 OgHopoaHoe npubnuxeHune

OoaHopopaHas !
cepunueckasn £
HaCTuula. <
Po, T =T
r)— p(r)=
p(r)— p(r) O,r>r,
EN—— -=>»
& ,
= 77 !+ro
Torpa:
(sin sr, —sr, cos sty ) "
A(s)=3 :
(8)=3Am =" — ot
s =2z|q o

YeM MeHble pagnyc Yyactuubl —
TeM 6onee «pa3MaszaHa»
ANPPaKUMOHHAsA KapTuHa
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2.2 CucreMma MHOrrMx 4yacrtuy,

Zp(r-ry) PacceuBatowmii paktop
0 chepmnyeckomn 4actuubl:
o 57
B YavaW oW WD\ = - .
00 i\ (o) s
k 2 @ 5 0 3
B Y ava W oW W = . . (SrO)
Y e W W W eV = ‘
® O
Vo

Toraa (ansa cpeaHero umcna vyactuy <N>):

1(s)=(N)|F(s) 1—V—110_f[1—P(r)]Si2rsr 47rdr

rge:

s=27z\q\=4”3in9,P(r)= p(r) V,

p(r) — ycpeaHeHHaqa rno HanpasrneHnaM YHKUNA pacnpenerieHns YacTtul
(BEPOSATHOCTb OOHAPYXUTb YaCcTMLY Ha PacCTOSIHUKM I OT 4aHHOW)



2.2 Mex4acTnyHas nHtepdepeHuyns

Ona paz6baBneHHbix cucrtem (V,; BenmnKo):

| (S) =<N>‘F (S)‘2 MHpOpPMaLMA O pacCessHUM Ha OTAENbHbIX YacTuLax

Ona KOHUeHTpupoBaHHbIX cuctem (V; mano):

1(s)=1" (S)—(N)‘F (s) i Vij[l— P(r)] Slzrsr Azr®dr  mexuacTuuHas vHTepdepeHumus
10

Cnepyert paborartb ¢ pa36aBieHHbIMU cucremamu!

CornacHo NOCT 8.268-2010 pacctodHune Mexay
yacTmuaMmm A0SHKHO He MeHee 4yeM B 10 pa3 npeBoOCXOAUTb
NX NMHenHble pa3mepsbl (V;~1000V)

Ha ka4yecTBO AaHHbIX KPpUTUNYECKU BJIINAET KOHTPACT. g (r) = p(r)—ps



2.2 Mex4acTnyHas nHtepdepeHuyns

YnopsaaoyeHume HaHo4YacTuu.

Onsa ynopsaaovyeHHbIX CUCTEM MeXXYacTUu4yHas
nHTepdepeHUNa HensberXxxHa U faxke xKenaresibHa
(vndpopmMmaumsa 06 ynopsaoueHumn)



2.3 HekoTopble noaxoabl K 0bpaboTke gaHHbIX MYPP

B HayanbHOM o6nacTtu kpuBoun paccesHus (popmyna NmHbe):

2R2 I
1(s)=1(0)exp 3 39

3aechb:

R _Ip Jredr
jp r)dr

AneKTPOHHLIN paguyc MHepLUK
YacTuubl

R2:§R2

0= ¢ Ona wapa paguyca R

MakcuManbHbIX pa3Mep 4YacTUllbl MOXXHO onpeaenntb no dopmyne

— 10 um
—— ®opmyna [ unbe

0.1

0.2

0.3

0.4

T
I | ( sds 30eCb MakcMMarnbHbIN pasmep — MakCUMarbHbIN
NWHEWHbIN pasMep BHYTpU YacTtuubl!

0.5

20 0.6



2.3 llonnancnepcHblie CUCTEMBI

CpeaHnn dopm-cdakTop NnoMANCNEepPCcCHON CUCTEMDI:

o0

<F2(s)>:j<|:02(s, R))m?(R)D(R)dR

0
3pecb m’ (R) - dpyHkumusa V(R), D(R) - pacnpepeneHune no sennumHe R,

(FZ(s,R)), R (0,R)=1

CywecTBYyHOT ABa noaxoaa K onpepeneHuvio pacnpeagenenuvs D(R):

1. NMpeanono)xeHmne Buga pacrnpegesieHmnss ¢ pajsibHeMwmMM BapbMpoBaHueMm
napaMeTposB

2. Pacuetr D(R) HenocpeaACTBEHHO M3 3KCNEepUMEHTaJ1bHbIX AAAHHbIX ANSA
n3sectHoun gpopmbl yacTtny (FOCT 8.268-2010)

Hw (sR) yacTtuy.

5 96i ans
_Const!-[ ~lim{s (s)}}{cosZsR{l— 2} s;r;sR {1—2(;)2}0'3 cepuuecknx



2.3 lNMepBnyHasa obpaboTka gaHHbIX MYPP

|y (5)=(K(5)*1(5))xA(s)xLPG

Heo6xoanma koppekuuma (FOCT 8.268-2010):

e Ha KkOHeuHble pa3Mepbl nyudka (T.e. K(s))
e Ha nornoweHue

I
1'(8) =l ()75
o (0)
e Ha paccesHme Ha KloBeTe 6e3 ob6pa3ua (HO C AUCNEepCMOHHOMU Cpenomn)

|06p (S) — |0’6p+;<ioeema (S) o II:‘}OGBWICZ (S)

TonbKo nocne y4yeTta 3TUX (haKTOPOB MOXHO OOpabaTbiBaTb KPUBYHO paccesHus!



2.4 Manoyrnoson anpakToMeTp
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3.1 DneKkTpoHHaa andpakuymns

NepBUYHbIN 3FIEKTPOHHbIN NYYOK

Oxxe - 3neKTPOHbI

XapaKkTepuctmn4yeckoe peHTreHoBCKoe
narnyyeHue

OTpPaXXeHHbl€ 3NTEKTPOHDbI

BTOPUYHbIE 3JTIEKTPOHbI

/"

obpa3sey

ynpyro
paccesiHHble
AIEeKTPOHbI

N Heynpyro
\,  paccesiHHble
A 5neKTPOHBI

\J

NepBUYHbINA 3MEKTPOHHbLIN MYy4OK



3.1 DneKkTpoHHaa andpakuymns

BsanMmopgencreme SN1EKTPOHOB C BewWwecTtBOM HAMHOro cmjJibHee, 4yeMm
PEHTreHOBCKUX KBAaHTOB!

TaKYH XE poOJib, KaK U 3JTEKTPOHHAA

. _zﬂi(ha*Jrkb*HC* )r DNeKTPoCTaTUUYECKUA noTeHunan urpaert
F = J?(r)e dr
O NAOTHOCTb Npu andpakunm PU

S(r)

P (r)

¢ (1)

= I
-r 0 r

XapakTepHblie pa3Mmepbl 06pa3LoB:

DNIEKTPOHDI PeHTreH HenTpoHbI
10> MM 0.1-1 MM 1-10 MM



3.1 DneKkTpoHHaa andpakuymns

1.226

P h
J2emU JU

U=100 kB = A =0.037A
U =500 kB = A =0.0142A

Jhui
‘ 0 il
1/
s




3.1 DneKkTpoHHaa andpakyms

OnpepneneHne MeXXMJ1IOCKOCTHbIX

PaCCTOAHUM
LA
f
, &}m ;- OnpepeneHne 6a3nCHbIX BEKTOPOB
©oolo 110 210 (hy,ky,1y) v (hyky,ly)

* - ¥
020N 208220

Oy = Mg, + ngz’(m’ n)E Z YV

OnpepeneHve MHAEKCA 30HDbI:
a- b" ¢
O :[gl><92]: h k|
h, k, 1,




3.1 DneKkTpoHHaa andpakyms

58.3° 72.9° 78.4° 90°

P6./m
a =40.687,c =12.546 A

PeKOHCTpPyKUUA TpexmepHou
obpaTtHowm pelwweTku ansa v-Alg, Cr ,Feg 79.9°



3.1 DneKkTpoHHaa andpakyms

OnpeaeneHune Jlays-knacca (Bcero 11)...
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3.1 DneKkTpoHHaa andpakyms

MHoOrokpatHoe paccesiHue
(aBoMHas andpaxkuma) ® O O O

) @ @
® @ e—j
C o o
C o o




3.1 DneKkTpoHHaa andpakyms

SKCNneEpnMeHT KUHEMaTU4YeCKnm pacyeT
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TiySe, [001] Pbam (55), a=6.917 A, b=15505 A, c = 3.454 A




3.2 DNeKTpPpOHHAad MUKPOCKOMNMA BbICOKOIo pa3peLueHund

B otanume ot PU, B

wiockoctu (hkl) B

|~ rounoi Gporrosexoii 3J/IEKTPOHHOM MMKpOCKoOnMNe
OpHEHTAIHH
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3.2 DNeKTpPpOHHAad MUKPOCKOMNMA BbICOKOIo pa3peLueHund

High Resolution Electron
Microscopy
(HREM)

Crpykrypa

Mpoexuus
NMOTEHIHUAJIA

DyHKIUSA

nepenatu MN300pakenue
KOHTpacTa



3.3 Andpakumnsa HentpoHoB (ND)

P

-T 0 I

R (CI) =Const=h = F, = Zgiti (qhkl )e2ﬂi(h)(i+kyi+lzi )bu

e faepHble cevyeHns paccesaHusa b; He 3aBUCAT OT q
e fnepHble b; HeperynsapHoO U3MEHSATCH OT 3/IeMEHTa K 3JIEMEHTY — MOXHO
paboTaTb C NEerknMm afieMeHTaMmn Ha (QoHe TSaXeNbIX.
e faepHble b; pa3Hble 419 pa3HbiX U30TOMOB — M30TOMHOE
KOHTpaCTUpPOBAHNE + «HYy/1eBas MaTpuua»:

b(H) = -0.37 b(*°Fe) = 1.01

b(D) = 0.67 b(>’Fe) = 0.23
e MarHuTHoe paccesHue



3.3 Avdpakuns HeMTpoOHOB

1. HenTtpoHbl cnabo B3anMMOAENCTBYIOT C BELLECTBOM.
2. OB6blYHbIKN UCTOYHUK HENTPOHOB — AAEPHbIV peakTop — nMeeT benbi CnekTp
3. ApKOCTb HEMTPOHHbIX MCTOYHUKOB HeBennka (No cpaBHeHMto ¢ X-Rays)

4. CKOpPOCTb HEMTPOHOB KOHEYHa — NIEFKO AENINTb MO SHEPrun.

F(a)=F(q)=q =2y

<« —
Time of Filght (TOF) Constant Wavelength (CW)

1. benbin cnekTp - 1. MOHOXpOMaTUYECKNN CNeKTp —
CKaHupoBaHue o |q| 3a cuet CKaHupoBaHue 1o |q| 3a cuet
N3MEHEHUS AJIHbI BOJIHbI. N3MEHEeHUSs yrna
2. OAWH NN HEeCKoJIbKO 2. YCTaHaBiMBaeTCs
(pnKCMpoBaHHbIX YrN0B MOHOXpPOMaTop
3. CnekTp UCTOYHUKA 3. CucrtemMa no3nuUMOHHO-
YTOUYHSAIOT NO CTaHAapTy YYBCTBUTESNIbHbIX AETEKTOPOB

4. BbICTPO M NMPOCTO 4. [lonro, CI0XXHO, BbICOKOTOYHO.



3.3 Avudpakunsa HeNTPOHOB - MarHUTHaA CTPYKTypa

1. FM - namMeHeHne MHTEHCMBHOCTU 06bIYHbIX ped/1eKcoB

2. AFM - 06bI4YHO MosiBfieHNE HOBbIX pednekcoB (MarHUTHaAs CBEPXCTPYKTypa)

T=80 K
N+AFM + FM

FM

L B ' ' ' I B '
T=15 K
N+FM + AFM

z

‘w

=

2

=

=

é

2

=

T=150 K
N+ PM

(Lag 55Prg 55), ,Ca, sMnO;

10 20 30 40 50 60 70 80
Scattering angle

1 " I ! I ! I ' | ' | ' I ! I
10 20 30 40 50 60 70 80
Scattering angle



3.3 Avudpakunsa HeNTPOHOB - MarHUTHaA CTPYKTypa

neutrons
(nuclear)

1. MarHuUTHbIW BKJ1a4 ObICTPO crnagaeT ¢ pocToM q
2. Jlydwe nccnegosatb B CW pexunme

3. YHUKANbHbIN MeToa nccneaoBaHmMa MarHUTHOM

CTPYKTYPpPbI

neutrons
(magnetic)

1 I 1
0-0 0-1 0-2 03 04 O-IS

(sinf)/1 (10¥cm ™)

1. PO - AlybHa (TOF),
FaTunHa (CW)

2. Ana aKcnepmuMeHTa HY>XHO G-type (Neel)

MHOro (HeCKOJIbKO rpamm)

6 Tpu «Kraccnyeckue»
OOpa3ua AQM cTpyKTYypbI

B rNepoBcKnTax

C-type (stripe)



Summary

. AndppakumoHHble MeToA4bl NTPUMEHUMbI K UCC/IeA0BaHUIO NMPaKTUYECKM
NnobbixX 06bEKTOB B KOHAEHCUPOBAHHOM COCTOSIHUM.

. TOHKMe NsIeHKN 06bIYHO M3Yy4YaloT NPU ManbixX yrnax nageHusa
nepBMYHOro Nyuyka: Nnpm 6onbLIKNX Yyriax paccessHUa 3TO NO3BOJISeT
yBe/IMYnUTb UHTEHCUBHOCTb, NPU MaJbiX — uccnepaoBatb 3¢ deKkTbl
NOJIHOIrO BHELWHEro oTpakeHus u andpakumm Ha cBepxpelueTKax.

. OAns gucnepcHbIX CUCTEM paccesiHue B 06,1acT ManbiX YyriioB HeceT B
cebe nHdpopmaumio o pasMmepax, popMme M ynopsigoueHumn yacrtmy.

. OndpakumoHHblie MeToabl He orpaHnuuBaroTca XRD/SAXS/XRR -
metoabl ED n HREM aBnsaroTca ogHMMU 3 Hanbonee MOLLHbIX B
nccieaoBaHuuM BellecTtBa Ha MUMKpoypoBHe. MNpuv 3ToM B Mmetoae HREM
AandparvpoBasLlee U3slydyeHne BHOBb UHTepdepupyer — «dypbe
CUHTE3>» HenocpeacTBeHHO B npubope.

. A ewe ectb ND - 3aMeuaTenbHbI MeTO4 UCCIefAOBaHUA U

KPUCTANIJZINYECKOMN, U MarHUTHOM CTPYKTYpPbl BeLlecTBa.



