CTpyKTypHasa AnarHoCTuKa
yHKLUMOHANbHbLIX MaTepunarioB Ha
KypuyaToBckom uctouyHuke CHU: crartyc,
NfaHbl U NepCcrneKkTUBbI Pa3BUTUS

AH 3yb6aBuyyc

Kypyamoeckuu HBK-uenmp, HAL «Kypyamoeckuu
UHcmumymby




[1naH goknaga

« DKCNepuMeHTaribHble BO3MOXXHOCTU
KypyaToBCKOro MCTOYHUKA
CUHXPOTPOHHOIO U3ny4vyeHuns

* CtaHuuna « CTpyKTypHOE
MaTepuanosegeHue»

* [lpnmepbl MaTepmnanoBegyeCcKnx
nccnengoBaHuUn

46-a Wkona NMNA® no ®KC, 12-17 mapta
2012, IlennHrpagckas obnactb



JKCnepuMeHTanbHbIe CTaHUuun KUCWU

PeHmzeHoOB8CKUU 3a

1 «BENOK»
2 «MPO»
3 «PK®M»
4 «MEOUWAHA»
6 «Quick-EXAFS»
7 «CTM»
8 «AUKCW»
9 «PE®PA»
10 «PT-MT»
11 «JIEHTMIOP»
12 «LIGA»
BY®-3an

12! «PIAC»
14 «CMNEKTP»
15 «JIOKYC»

46-5 LLikonia MUSI® no OKC, 1 Hy

2012, lleHnHrpaackas ot = = F




MoaepHusauus

* PEKOHCTPYKUMA 1 pacluMpeHmne aKCcnepMMeHTarnbHoro 3ana, obHoBneHue
TEXHNYECKON MHPPACTPYKTYpbI (CXKaTble rasbl, XXUAKUWA a30T, BbITAXKKA)

* HoBble 0pUCHbIE NOMELLEHUSA, MUHU-TOCTUHMLA NS Nonb3oBaTenen
* [lpoekTpoBaHMe HOBbIX CTaHLMN

* YCTaHOBKa HOBbLIX BCTaBHbIX YCTPOMCTB B HAKOMUTENbHOE KOMbLO

» [nybokast moaepHM3aumsa YCKOPUTESTIbHOW CUCTEMBI: CTPOUTENBCTBO
HOBOro DycTtepa Ha nonHyto aHepruto 2.5 3B B eaMHOM TyHHere ¢
HaKOMUTENbHbIM KOMbLOM, «tOp-Up» PEXUM NHXEKUNN — UCTOYHUK CU

nokoneHumsa 2.5

* [NlpoekTnpoBaHme nctouyHnkn CU 4-ro nokoneHus (J1IC3I, MHOrokonbLeBOU
yckopuTtenb-pekynepatop « MARS»)

46-a Wkona NMNA® no ®KC, 12-17 mapta
2012, IlennHrpagckas obnactb



HoBble cTaHUUK

1-n npnopuTteT:

* «PCA» - peHTreHOCTPYKTYPHbIN aHanns, pyTUHHbIE 1o 35 kaHanoB u
OVdpaKkLNOHHbIE nccnegoBaHNA MOHOKPUCTaNOB U CTaHLUUN

Gy @0 manen P SR SR S B X

NONUKPUCTANINYECKMX NOPOLLKOB (CBEPXNPOBOAALLMI
BUITNEP)

* «OPA3A» - a3o4vyBCTBUTENbHbLIE PEHTIEHO-

ONpaKkUNOHHbIE METObI: CTOSYME PEHTIEHOBCKNE
BOMHbI, ANPPaKLMS BbICOKOTO pa3peLleHmnsi, pe3oHaHCcHas ;
pednekToMeTpus, MHOroBosIHoOBas Audpakums,
KapTorpadgupoBaHme obpaTHOro NPoCTpPaHCTBA,
PEeHTreHoBCKad MUKpOTOMOrpagus, pe3oHaHCcHas

avndppakuma, aupdysHoe paccesHue v gp.
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« «®IC-HaHodab» - HhoTO3MNEeKTPOHHasA cnekTpockonus ¢ 1
yrnosbiM pa3pelleHnem n NEXAFS B codeTaHun c
YHUKaNbHOW CUCTEMOW NOAroTOBKM obpa3sua (pasnuyHble
meToamkm CBB-HanbineHus,
TpaBrieHNE/MUKPOCTPYKTYPUpPOBaHME POKYCUMPOBAHHbLIMU
NOHHBLIMW My4YKamMmn) U HECUHXPOTPOHHOW ANAarHOCTUKOW

(AFM, SEM, RHEED v Op.) 46-5 Llkona NMWA® no ®KC, 12-17 mapta 5

2012, JleHnHrpaackasa obnactb




HoBble cTaHUUK

2-N NPUOPUTET:

» benok-2 (ceepxnpoBogsiwmm surrnep 3 Tn, 60 nontocos)

» «PeHTreHoBcKasi CMEKTPOCKONUSA - MarHUTHbIN ANXPOU3M» - UCMOSTb30BaHUE
nuHenHon n kpyrosoun nonspusaunm B EXAFS/XANES; XMCD/XMLD xecTkoro
PEHTIEHOBCKOro AnanasoHa A uccnegoBaHns MarHUTHBIX MaTepuanos
(cBepxnpoBogsLmm surrnep 7.5 Tn, 19 nontocos)

* «QKCTpeMarbHbIE BO3OENCTBUAY - CTPYKTYPHbIE UCCeaoBaHNA MaTepuanos nog
BbICOKMMU gaBneHnsiMu (anmasHole HakoBarnbHu/npeccol «lapux-9anHdypr» v ap.)
(cBepxnpoBogsLmm surrnep 3 Tn, 60 nosocos)

* SAXS/WAXS

46-a Wkona NMNA® no PKC, 12-17 mapTa 6
2012, JleHnHrpaackasa obnactb



CtaHuuna «CTpyKTypHOEe
matepuanosegeHue» (CTM) =

B nonb3oBaTtennckom pexume ¢ 2004 roga B

Metoabl: peHTreHoabcopbumoHHasa cnektpockonusa XANES/EXAFS,
avdppakuua, manoyrnoBoe paccesiHue (C BO3MOXXHOCTbIO
MCNONb30BaHNUA aHOMarbHOIo paccesiHnsA)

[esaTenbHOCTb: KOMMIIEKCHbIE CTPYKTYpPHbIE UCCI1IEN0BAHUA
(*)yHKLI,VIOHaJ'IbeIX Martepuanos, npenmyLecTBeHHO
HEKPUNCTaJININYECKNX n/mnu HAaHOCTPYKTYPUPOBaAHHbLIX

OBObEKTbI: Katalin3atopbl, MarHUTHblE€ XNOKOCTU, METallJl-
NoJfIMMepPHbIE KOMIMO3UTLI, MEeTaJJTMYECKUE CTEKIIAa,
HaHOCTPYKTYPUPOBaHHbIE ClJ1aBbl, KIitaCTepHblE N KOOPpANHALNOHHbIE
coeanHeHnd nepexogHblX MeTasjiyioB

PesynbtatuBHOCTL: 6onee 250 neyaTHbIX paboT, B TOM yncrne bonee
60 ctateun B peepupyembix xypHanax (20 ctaten B 2011 r.)

46-a Wkona NMNA® no PKC, 12-17 mapTa 7
2012, JleHnHrpaackasa obnactb



MeToabl CTPYKTYPHOU ANarHOCTUKA
doyHKUMOHAaNbHbLIX MaTepManos

e [Indppakuns
« ManoyrnoBsoe paccesaHue
« CneKkTpocKkonug nornoLieHus

brnnskue TpeboBaHus kK nccnegyemoiM obpasuam, Heobxognmoe obopyooBaHme
MOXET ObITb COBMELLIEHO B paMKax OaHoro npmbopa, kKomnnemMmeHTapHas
CTPYKTYpPHas nHpopmauma od nccrnegyemom obbekrte

Pasmepbl SAXS
1-100HM

Pasmepbl XRD

d~A
] JTokanbHas CTPYKTYpa
46-a Wkona TMVTAD D Ke, 12-17 mapta 8

2012, JleHnHrpaackasa obnactb



1,3,9

4,5,8,13

10
11
12
14
15

CTM : onTnyeckasa cxema

SHepreTquCKMM anana3oH Pa3Mep ny4ykKa

5-19 keV ¢ Si(111) 3x3 mm? go ~10x10 mkm?
8-35 keV ¢ Si(220) . [wanacons

Pa3peLIJeHl/Ie AE/E~2x10" SAXS 0.001 + 6 A-]_

XRD 0.2+20A1

DOTOHHbIN NMOTOK
~0.5x108 dboToHOB/MM?/CEK
/104 AMA

MoTopnsoBaHHbIE KONNMMAaTOPbI
MoHoxpomaTop
NoHn3aumoHHbIE KaMepbl
Kamepa in situ nccnegosaHum
1D n30rHyThin AeTeKTop Ans in situ
avndppakumm

dnyopecuUeHTHbIN OETEKTOP

Kamepa marnoyrnoBoro paccesiHus
[BymepHbIn getektop Imaging Plate
1D NMHENHbIN ra3oBbIN OETEKTOP
MOHUTOP KOHTPOSA MNOSIOXEHUS

obpasua 46-51 LLkona MSIP no ®KC, 12-17 mapra 9
2012, JleHnHrpaackasa obnactb



N3meputenbHble OroKn

PeHTreHoBcKast gudpakums in situ

Manoyrnosoe
C BPpEMEHHbIM paseLueHmeM paccesHme XAFS
- - . Ha
5 nponyckaHue

—
o
S,
-

____________________ PeHTreHoBcKas
. : andpakuus

dnyopec-
LIEHTHbIN
XAFS

@~

46-9 Wkona NMNA® no ®KC, 12-17 maf
2012, JleHnHrpaackasa obnactb



Hanbonee maccoBble N3MEPEHUA:
XAFS reomeTpumn nponyckaHug

«ABTOCaMMIep» C
aepxarernem Ha 9

obpasLoB

MecTo onga ycTaHOBKM
cTaHpapTa (ponbru
MeTanna)

46-a Wkona NMNA® no PKC, 12-17 mapTa
2012, JleHnHrpaackasa obnactb
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TexHnyeckme xapakTepUCTUKA

NCTOYHMK [loBOpOTHBLIN MarHuT, E.=7.3 k3B

N3ryvyeHuns

MoHoxpomaTop MoHokpucTtann ¢ Bbipe3omMm «channel-cut» Si(111) unu Si(220)
OHeprus 4.9 — 35 k3B, AE/E=2x10*4

[MoTok ~ 0.5x108 cpot/cex/mm?/10-4 AL/

Pasmep ny4dka

OT 3x3 MM o 10x10 MKM

Ovana3oH Ot 103 go 6A! (pexxum SAXS),

nepeaaHHbIX ot 0.3 go 20 Al (pexmm XRD), Ad/d=0.2+0.8%

NMMNYSbCOB

[leTekTopbl MK ¢ rasoHanonHeHnem, Si naBuHHbIN poTtoamon, 1D rasosbie
OeTeKkTopbl (NMMHENHBLIN 1 U30rHyThIN), 2D Imagingplate (Fuji)

YcnoBua Ha Temneparypa ot 5.5 K go 800 K,

obpasue rasosasd cpega: cmecu He, N,, O,, H,, CO, CH,
(Mpwn aT™M. gaBneHun)

JKCno3nums XRD: 1-20 muHyT, SAXS: 5-30 MUHYT,

EXAFS — 20-90 muHyT, XANES — 5 MUHYT

46-5 Wkona NMUA® no ®KC, 12-17 mapTta 12
2012, JleHnHrpaackasa obnactb




CI/ICTeMa Hanycka ra3os

TpPexkoMnoOHEHTHbIE CMeCH
NHepTHble: He, N,, Ar
OxkucneHne-socctaHoBneHune O,, H,
PeakyuoHHbie: CO, CH,

KoHTponnepesl
pacxop,a rasos @ BakyymmeTp

[wi _M_ In-situ _M_.
IJ_I CwmecuTtenb qyenka

LV |

{wl—

X

Lkona NMAA® no ®KC, 12-17 mapTa 13
2012, JleHnHrpaackasa obnactb




PerynupoBaHune temnepaTtypbl obpasua

0
HeT ctabunusaunm Tepmonapa xpomenb-antomernb 20-550°C
NpU HU3KOW . —

Temnepartype:

-120°C n

-196°C
TepmocTabunusaums
Mo TOKY Yepes

[Nepexon HarpeBaTenbHble

(0} - (0}
Siofagaﬂo 120°C SNEeMEeHTHI ilOC
4 x 350 Bt

8

N,, ra3o06pasHblii
NN XXUOKUN

——> (

46-51 Likona MNSAD no ®KC, 12-17 mapta ~— 14
2012, JleHnHrpaackasa obnactb



He-KpuoKyrnep 3aMKHYTOro uukna

—

e s

A 295.67K @,
SR 0.000 0.0;:63%#

MuHuMansHag oocTurHyras remneparypa 6K +
KOHTPONMPYEMbIN Harpes 40 KOMHATHOM TemMneparypsbl

16-51 LLikona NMNAD no ®KC, 12-17 mapta 15
2012, JleHnHrpaackasa obnactb



MeTtoanyeckmne nHtepechl

KomnnekcHoe ncnonb3oBaHme EXAFS, SAXS u
XRD B CTPYKTYPHOW OAMArHOCTUKE CINOXHbIX
Heynopago4YeHHbIX MaTtepuanos

CTpyKTYypHasa gmarHocTuka pyHKLMOHASbHbIX
MaTepuaroB B YCNOBUSIX PYHKLMOHUPOBAHUSA N
Situ

Pa3Butne MeTodoB CTPYKTYPHOro MOHUTOPUHra

npoueccoB (a30BbIX NEPEXOO0B, XUMNYECKNX
npeBpaLleHNN) C pa3peLleHNEM BO BPEMEHM

[loBbILLEHME TOKANIbHOCTU ANArHOCTUYECKNX
METOAOB IMpn NccrieaoBaHnN"
MUKPOIreTeporeHHbIX 0OBbEKTOB

46-a Wkona NMNA® no ®KC, 12-17 mapta 16
2012, IlennHrpagckas obnactb



MeToaunyeckune paboThl

46-a Wkona NMNA® no ®KC, 12-17 mapta
2012, IlennHrpagckas obnactb

17



Xupypruyeckme aHTnbaktepuarnbHble

MaTepuansl Au/uenntososa
(A.FO. Bacurnbkos, xumgpak MI'Y, MHo0C PAH)

Rk SAXS EXAXS/IXANES

BuHT 10° 4
BuHT/Au

1.0+

Au donbra

©
10° 5 L,-kpait Au
‘ Au/BuHT - ;
1900 11950 12000
10" 5 BuvHt =000 v, 00000 Ouepun doToHoB , 0B
—— PasHuua Au-Au
T T T T ]\ T J‘ A' T A_A' Al A T T 0:1 07
10 20 30 40 50 60 s, A’
20, ° 1,0 —— Gnom
—— Mixture §
—— SAXSFit Shulz =
—— SAXSFit Shulz bez eta 3
—— SAXSFit Lognormal E 5]
e
0 T
0 2 4 [
R, A
R, A
46-a Wkona NMNA® no PKC, 12-17 mapTa 18

2012, JleHnHrpaackasa obnactb



OnHamnyeckmin MOHUTOPUHI BOCCTAHOBMEHUS

aLletaTta nannagua Bogopoaom
Pd K-edge XANES

Cepua gudpaktorpamm npu KT
(akcno3numns 1 MuH.)

—— Pd(OAC),

——Pd
——PdH,

T T T
24350 24400 24450
E, eV

PdH,

Intensity, a.u.
T
o
T

Pd K-edge EXAFS

Pd-Pd

—— Pd(OAc),

——Pd
—— PdH,

———— —————
30 35 40 45 50 55 60 65
2theta, deg.

IFT(K*2(K)]

46-a Wkona NMNA® no PKC, 12-17 mapTa R A 19
2012, JleHnHrpaackasa obnactb



Mopdonorusa ceepxnpoBoaaLwmx nposoaoB Nb,Sn
(E.A. epayHosa u coaem., BHUWHM)

Cu

NMonepe4yHbin cpe3s

Nb

Ta BCTaBKU

Nb,Sn/Cu

NMpoponbHbLIN cpe3

lapTa 20




Tomorpadmnyeckana pekoHcTpykuua (PTMT, PA. CeHunH, A.C. XnebHMKOB)

46-a Wkona NMNA® no PKC, 12-17 mapTa
2012, JleHnHrpaackasa obnactb




, a.u.

[ndpakunoHHoe KapTorpagpupoBsaHune
obpasua MUKPOry4YKom

100 mKm

= TOYKA 2

80 l l l l l l l
60
40
20 +
0+ A U \_\

' 110 210 ' 310 \ ' 410 ‘

20, deg Ta(220) Nb(110)
CunbHaga TekcTypa
Nb(110) 46-5 LWkona MA® no ®KC, 12-17 mapta 22

2012, JleHnHrpaackasa obnactb



a.u.

100 mKm

TOYKA 4 |

1 " 1

180 -
160 1
140 1
120 1
100 1
80 J
60 1
40

20

%
L
110 210 310 410
20, deg CunbHoOTEKCTypupoBaHHas Cu
46-a Wkona NMNA® no PKC, 12-17 mapTa 23

2012, JleHnHrpaackasa obnactb



a.u.

100 mKm
—

TOYKA 5

80 -

60 -

40

20

10

Nb(110)

20
20, deg

30 40

46-a Wkona NMNA® no PKC, 12-17 mapTa
2012, JleHnHrpaackasa obnactb
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CunbHaga TekcTypa
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[, a.u.

Ucnonb3oBaHne aHOManbHOro paccesiHus Ana BbiaeneHua Bknaga Nb-das

1.0 -
0.9 —
0.8 —
0.7 —
0.6 —
0.5 —
0.4-
0.3 —
0.2-
0.1 —

0.0

Cu(111)

Nb_Sn(211)
Nb,Sn(210)

Nb(110) \

Nb Sn(200)

2.4 2 6 2.8 3.0

. -1
Arsind/n, A
46-a Wkona NMNA® no PKC, 12-17 mapTa 25
2012, JleHnHrpaackasa obnactb



HuskotemnepatypHoe audppakuuoHHoOe
nccregoBaHue

Cu

—RT (311) |
65K Habntogaetca nuulb
40 K COBUI JIMHUI NU3-3a

- adbdekToB

(410) TENNoBOro

pacLmpeHmns

HeT pasosoro
nepexoga

Kyb. — TeTp.!

|, a.u.

|' I T ¥ |
T=10K ]
5293 | .
B ®  cubic ]
5281 O N tetragenal -
T T ; T T — B -

38 40 42 44 S oszesf- BN
o Ta L

(o] - T ® —
20, 5.207| * ! Ta |

APPLIED PHYSICS LETTERS 99, 122507 (2011) 5.285 I L ! L "
0 1 2 3 4 5

Evidence that the upper critical field of Nb;Sn is independent of whether it is Ta, Ti content [at. %]

cubic or tetragonal
Jian Zhou, Younjung Jo,® Zu Hawn Sung, Haidong Zhou, Peter J. Lee, E‘lg_ 10, {F-:urre_n-_-: ':'E tetragonal p!‘uas-: |rn r_\l_h;Sn as a function of Ta and Ti additive
and David C. Larbalestier® contents (after Goldacker and Flikiger |61 ]1
Microstructure, composition and critical current density of superconducting

NbaSn wires

46'ﬂ LU KOﬂa I_I I/IHqD rlO qDKC, 1 2'1 7 R. F]Ukiger‘*""‘, D. Uglietti*, C. Senatore *b F. Buta®
201 2, neHI/IHFpaD,CKaFI obnacTtb Cryogenics 48 (2008) 203-307



[TpMmepbl
NPoBOANMbIX
nccrnegoBaHuU



KaTtanusatopsbl (Pd,Cu)Cl./y-Al,Oq
MArkoro okucneHmna CO

(J1.[.Bpyk, 4. Tumos, MUTXT)

-“/ .a;.q/ /

/)

46-a Wkona NMNA® no PKC, 12-17 mapTa 28
2012, JleHnHrpaackasa obnactb



iccnegoBaHHble 06pa3sLbl
Kpuctannuyeckue npegwectseHHukn CuCl,-2H,0 n PdCl,
[TponutoyHble pactBopbl CuCl, n CuCl,-PdCl,
Y-Al,O; YMCTbIN HOCUTESb
MoaenbHbin kaTanu3atop CuCl,/y-Al,O,
Katanusatop PdCl,,CuCl,/y-Al,O,

Katanusatop PdCl,,CuCl,/y-Al,O, , noaBepXXeHHbIN
gevcteuio CO B pasnnyHbix ycnosuax (toniko CO, CO+H,0,
CO+H,0+0,)

3aJauvn CTPYKTYPHOro nccnenoBaHus
YCcTaHOBUTbL Npupoay akTUBHLIX KOMMNOHEHTOB
BbIACHUTb MexXaHn3mbl B3anmMHoOro snmaHmna Cu mn Pd

46-a Wkona NMNA® no ®KC, 12-17 mapta 29
2012, IlennHrpagckas obnactb



/, ycn. eq.

[eHe3unc akTuBHbLIX UeHTpoB: XRD

Ju?* copbupyetca Ha
v-Al,O; n3 BogHoro
pacteopa CuCl, B
Bpae
KpucTannmyeckomn

" ¥a3bl napartakamuTa
Cu,CI(OH),

v-Al

 CuClj-Alo,  pnnapwuy
- 27278 Kpuctannorpagpu-

CuCl,PACLy-ALOLL rire e

HDOABNAETCH

k&JJJLJkQDJJLLﬂWwMA_AJAA MapaTakamuT, pacyeT

20, °

46-a Wkona NMNA® no PKC, 12-17 mapTa 30
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O6pasern Kopx. coepa |N R, A o%, A’ | AE, sB| R¢
CuCl,2H,0 Cu-O |2]1.95(1.94)*(0.0045| 2.5 |0.030

Cu-Cl |2]2.27(2.28) |0.0035

eHe3uc aKTUBHbIX Cu..Cl |2]2.86(2.93) |0.0148
. Pactop 1 (CuCly) Cu-O, |4| 197 |00043] 06 |0.021

U.EHTPOB- EXAFS Ha K' Cu-Oa: 2 2.29  |0.0210
Pactsop 2 (CuCl,, PACl,)| Cu-O, |4| 197 |0.0044| 0.7 |0.018

Kpae meau Cu-0, |2| 230 [0.0203
Culy-Al,0; Cu-O; |2|1.99(1.98) |0.0026] 0.4 |0.016

Cu-0, |3|205(2.11) |0.0266

Cu.Cl |1|2.85(2.79) |0.0065

Cu..Cu; |4] 3.09(3.06) |0.0186

Cu..Cu, |2]|3.47 (3.41) |0.0093
Cu,Pd/y-Al,0; Cu-O; |2|1.99(1.98) |0.0028| 1.2 |0.016

CuCI2 2H20 (T8.) Cu-0, 3| 2.09 (2.11) |0.0400

- Cu.Cl |1|2.89(2.79) |0.0072

Cu..Cu; |4] 3.09(3.06) |0.0157

Cu..Cu, |2]|3.47 (3.41) |0.0116

)(.

B ckoOKkax MOPUBCACHBI MECKATOMHBIC PACCTOAHUA U3 KpI/ICTaJ'IJ'IOFpa(I)I/IT-IeCKI/IX JaHHbIX

CuCl, + PdCl, (BoaH.)

IFT(K%(K)|

46-5 Wkona NMUA® no ®KC, 12-17 mapTta 31
2012, JleHnHrpaackasa obnactb



'eHe3nc akTUBHbLIX LeHTpoB: EXAFS Ha K-kpae nannaausa

—— PdCl,
Cucl,, PdCl,

(ag. solution)
— Cu,Pdi-AlLO,

= O6pasen Kopa. cdepa| N R, A o’, A>|AE,sB| Rs

) PdCl, Pd-Cl | 4229 (2.30-2.31)% | 0.0027| 45 |0.007
n Pd.Pd |4 |3.28(3.28-3.33) |0.0146
= Pd..Cl |1| 337(334) |0.0013
Pd.Pd, |1| 372(377) |0.0040
Pd-CI-Pd-Cl | 2 | 4.57 (4.60-4.62) |0.0026

Pabrsop 2 (CuCl, PACl)| Pd-Cl |4 2.28 0.0022| 4.85 |0.030
Pd-CI-Pd-Cl | 2 4.56 0.0050

| Cu,Pd/y-AlO3 Pd-Cl, 3 2.26 0.0015| 2.9 /0.019
| | R Pd-Cl, |1 2.36 0.0015

0 1 2 3 4 %B cKoOKax MPUBEICHBI MEKATOMHbIE PACCTOSHHS U3 KPUCTAILIOrPAQHUSCKUX JaHHBIX

Haunbonee BepoAaTHO, nannaguin copbupyerca Ha vy-
Al,O; n3 sogHoro pacteopa PdCl, B Buge
N30NTMPOBaHHbIX NIOCKO-KBaApPaTHbIX KATUOHOB
[PdACI,]*

Cneumndomnyeckunx s3anmogenctamn Cu...Pd He

NPOABIIAETCA

46-a Wkona NMNA® no PKC, 12-17 mapTa
2012, JleHnHrpaackasa obnactb
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In-Situ BOCCTaHOBNEeHue B
aTMmocdepe BnaxHoro CO (npwu
KT): Pd XANES

18

12 5
1.1 4
1.0 4
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0.5
0.4
0.3
0.2

0.1

0.0

0 gacoe

2 gaca
—4 S yaca
— 8 5 yacoe
—11.5gacoe

13 gacoe

24300 24320 24340 24360 24380 24400 24420 24440 24460 24480 24500

DHeprui, 3B

4

¥, File Edit View Mode Window Options Help

BOE

pdbruk5_17 dat 2
T T T ]
Ear combo,
dbruk0_1.dat
P_STC.DAT
m it range
=
oo
e ol | "]
©
&
=} 4
Il Il 1 1 L L |
24320 24340 24360 24380 24400 24420
E (e¥)
[1-1/1: u=1854, v=253 |08, 75) - (3162, 2428) 4
R Athena =
File Edit Group Values Plot  Mark Data Merge Ar Settings Help
Linear combination fitting alu]r] modified

Unknown: pdbruks_17.dat 2

46-5a Wkona NMNA® no PKC, 12-
2012, JleHnHrpaackas obn

| Standards

|weight |eU

|ﬁt'? |req.

Fitting range: |—30 Xl to [50 | B Plot components?

Fitting space: & norm(E) @ deriv(E) & chi(k) M Plot difference?

Standards specira | Fitresults | Combinatorics |

| -

1 |1- pdbruk0_1 dat

~ljosor |15 ® @

2 |2- PD_STD DAT

o499 |o.sss

2 [0 None -1ln
— Options

W Add a linear term after e0
B Weights between 0 & 1

M Force weights to sum to 1
W All standards use same &0

Use marked groups

Add noise |0 to data

Use at most |4 4 ] standards

E &
In s
— Operations

Fitthis group

Fit all combinations
Fit marked groups
Write a report

Marked fits report

Plot data + sum

Plot data + sum in R
Make fit group

Make difference group

m

Document section: Linear combination fitting

Return to the main window

¥ pdbruk0_1.dat
¥ PD_STD.DAT
W pdbruks_17.dat 2

#0182 &3 & kw

vl Plotting options

E| kl Rl q| Stackl Indl PF|
B muE) -
W background
W pre-edge line
W post-edge line
B Mormalized ®
& Derivative =

Emin: |40  Emax: |70

Linear combination fitting pdbruk5_17.dat 2 in norm(E) ... done!
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In-situ BoccTaHOBNeHMe B aTMocdepe BrnaXHoOro
CO (npu KT): XRD
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-MM_
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g
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46-a Wkona NMNA® no PKC, 12-17 mapTa
2012, JleHnHrpaackasa obnactb



In-situ BoccTaHOBIIeHNe B aTMocdepe BriaXxxHoOro
CO (npm KT): Cu XANES u EXAFS

norralized xp(E)

PdBruk_insituCO PdBruk_insituCO
T T T T T T T T B . .S, S, .S . . —_—_—_— B B

— After CO

— Inifial

be(Ral (A7)

0.5

E (eV)

Xnmmnyeckon mogmndukaumm Cu?*—Cu* nogsepraetcs He 6onee 10-15% Bcen meau B
obpasue (npocTpaHcTBEHHAA ONM30CTL U BNnsiHne Pd)
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OnTn4eckn npo3payHble MarHnTbl

(N.C. 30enbmaH, B.H. 3abnyda, U® CO PAH,
KpacHosipck)

46-a Wkona NMNA® no ®KC, 12-17 mapta
2012, IlennHrpagckas obnactb
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ObObekTbl UccieaoBaHUSA

Ctekno

——> PacTBopeHne —— 3akanka ———> Omxur
(K20-Al,05-Ge0,-B,05) 3% Fe +0.3-2%REE

Sample Additives, mass % * Heat treatment regime
Temperature, °C Time, h
1.1 as-prepared -
1.2 600 2
13 Dy»0Os (1.65) 560 16
1.4 600 16
2 Er0O5 (1.69) + Th,O3 (0.35) 560 16
3.1 520 18
3.2 Ho205 (1.67) 560 16
3.3 560 48
4 Tbh20; (1.62) 560 16
5.1 520 16
55 Gd»0Os5 (1.4)+Ho205 (0.3) 560 16
6 Yb,03(1.05)+Ho0,03 (0.32) 560 48
7.1 : 520 18
75 Bix03(2.0)+Y205(1.0) 600 13
* All samples contain 3.0 mass % of FexOs
46-a Wkona NMNA® no PKC, 12-17 mapTa 38
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CTpyKTypa OTOXKeHHbIX cTekon:. TEM

‘_50nm

MaTtpuua

55

6.6 77
E (keV)
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CTpyKTypa OTOXXKEHHbIX cTekon:. XRD

| (arb. units)

A
ﬂﬂx&s_,ﬁg%?
A=

1.1
1.2

3.2
3.3

4

5.1
5.2
6

7.1

20 (deg) 46-5 Likona MNSI® o GKC, 12-17 mapta

HaHokpuctannuyeckue BbloeneHuns:
Kybuyeckas wnuHens marremnt y-Fe, O,

| (arb. units)

(533)

- (731)

(800)

40
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[TapameTp pelwietkn n pasmep OKP kak dpyHKUnK

COCTaBa
Sample A(A) L(A)
1.1 - B}
1.2 3331 200 YBenunyeHue temneparypbl u
13 8 301 290 NPO4OIMKUTENBLHOCTN OTXMra
’ ' npusoauT K pocty OKP
1.4 8.320 250
2 8.365 270
o1 8.576 20 EcTb 3aBMCMMOCTb OT TUNa
3.2 8.363 120 noHa REE v koHuUeHTpauuu
3.3 8.354 165 nervpyrouien nodaBku
4 8.323 265
5.1 8.339 140
5.2 8.330 200
6 8.375 160
7.1 8.328 80
46-5 Wkona NMUA® no ®KC, 12-17 mapTta 41
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CTpYKTYypa OTOXOKEHHbIX CTEKON. SAXS

Scattering Intensity (cps)

NcxoaHble gaHHble

PasHOCTHbIE KpuBble
«OTOX¥OK. CTEKI1I0 — UCX. CTEKIO»

W

- - -

o o o
) () £y

ul ul al

Scattering Intensity (cps)

-
o
©
1
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Volume Fraction (a.u.)

PacnpegeneHue
4yacTuL, No pasmepam
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[MpnbnmxeHne xapakrepa TOHKOMN

Normalized Absorbance, a.u.

CTpYKTYypa OTOXKEHHbLIX CTEKON:
Fe XANES & EXAFS

(a) (b) Fe-O Fe...Fe

=

o=

=3

l_

L
L e e e e e e e e e e — T T 1T T T T T
7100 7150 7200 7250 0 1 2 3 4 S 6

Photon Energy, eV R, A

MosiBNeHne 1 pocT BTOPOMN

CTPYKTYpbI CrekTpa K y-Fe,0, KoopanHaumoHHoun cpepsbl Fe...Fe
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CTpYKTYypa OTOXKEHHbLIX CTEKON:
REE XANES & EXAFS

Normalized Absorbance, a.u.

(a)

.

|
8050

—
8100
Photon Energy,

(b) Ho-O

H0203 _
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==}
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C=8
————— 3.1
—33

! I
8150
eV

Scg

OTCyTCTBI/Ie BblPpa>*XEeHHbIX N3SMEHEHN

46-a Wkona NMNA® no ®KC, 12-17 mapta 44
2012, IlennHrpagckas obnactb



HenTtpoH-nornouwawouime
KepamMunyeckme matepuvanbl gns
KOpNyCcoOB SAAepPHbIX peakTopoB

(B.B.llonoe, B.®. lNNempyHuH, A.ll. MeHywe+Hkoe HUAY MUDU)

46-a Wkona NMNA® no ®KC, 12-17 mapta
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3o5ib-refib CUHTE3 U KOHTponupyemoe
yKpynHeHue kpuctannutoB Gd,Hf,0O-,

NMPOMbIBKA, CYLUKA,

HfOCI,

DyHfO.
Gd(NQO,),
Gd/Hf=1/1
coocaxgeHune

pacteop NH,OH

rmgpokcng Gd, Hf pH=10

NpoKanueaHwe
NpKn pasnuiHblx T 3 Yaca

700

6 HM

800

7 HM

900

10 HMm

1000

15 HM
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BrnusiHne TemnepaTypbl OTXKUra Ha pa3mep KpucTanimToB

Gd,Hf,0,
1.0 - v CTpyKTYypHbIN TUN chnooputa?’
Non-resonant diffraction (,=0.69072 A, Jun2009)
Annealed at 1200°C
Annealed at 1000°C
Annealed at 800°C
. 0.05
>
= 26~180° at Cu Ko
— 0.54 220
311
200
0.0 J

0.1 0.2 0.3 0.4 0.5 0.6 0.7
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OueHka pa3smepa OKP u3 nonHonpodunnbHOro aHanusa

nnnnn

DyHfO;
1600°C

.

T

GdyHf,0; | a, A OKP, | MuxkpoHarn-
HM psoxkenus, %

600°C ~5.25 - -

700°C 5236(2) |7 0.8

800°C 52317(8) |12 |11

900°C 5.2364(6) |18 | 1.2

1000°C 52396(3) |35 | 0.8

1200°C 5.2505(2) | 160 | 0.3

DyHfOs | a, A OKP, | Mukponan-
HM psokeHus, %

400°C ~5.25 <2 _

600°C ~5.25 <2 -

800°C 5.258(2) |8 1.6

1000°C | 5.2570(6) | 18 0.6

1200°C | 5.2602(2) | 62 0.3

1400°C | 5.2604(1) | 270 0.1

1600°C | 5.2622(1) | 330 <0.1

AAD no OKC, 12-17 mapTa

Z20TZ, TIeHnHrpaackasa obnactb
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OueHKa pasamepa 4YacTtuL n3 SAXS

ConocTaBrneHne aKkcnepmMeHTanbHbIX PacnpeneneHne HeogHOPO4HOCTEN
KPpUBbIX 3I1. NIOTHOCTM NO pa3Mepam

/_\ —_400°c

Volume fraction

5 ——600°C
5 ——800°C
] ——1000°C
i ——1200°C
] ——1400°C
3 1600°C
— - - |
0.01 0.1
s, At
- so0°C 800°C 1000°C
o Exp. data ""-:.:,V o Exp. data o Exp. data o Exp.data
1000 "”'«., ——Fit aad ——Fit 10004 ——Fit —Fit
10 104 W oo%?{’
0.1 ngoo
0.01 . Arl 0.1 0.01 . AJ 0.1 0.01 . AVJ 01 0.01 . AJ 01
46-a Wkona NMNA® no PKC, 12-17 mapTa 49

2012, JleHnHrpaackasa obnactb



HOaHuble EXAFS ona Gd,Hf, 0,

Hf L3

Gd L3

FT[y (k)k?, arb. units

Gd-O~2.4 A
Hf-O ~2.1 A

ans
pa3ynopsa.
PnroopuUTHON

CTPYKTYPbI

: A
f v M-O 2.27
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[, a.u.

AHomManbHas (pe3oHaHcHas) audpakuus

222 400 440

|

Pyrochlore model

111

: AL

Gd,Hf, 0O, 1200°C

Non-resonance
Resonance

DyszO 1400°C
Non-resonance :
Resonance

o,

' ' ' ' 1 ' ' ' ' 1 ' ' ' ' ' ' ' ' 1
0.10 0.15 0.20 0.25 0.30
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0.30

OTH
0.03

MpsiMon yyeT aHOManbHO-AUCNEPCUOHHBLIX NONPaBoOK

52

0.25 0.30

0.20

sino/a, A
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BbiBoabl

* CMHXPOTPOHHOE M3NYyYEHUE — MOLLHbIN NHCTPYMEHT
CTPYKTYPHOMN AUArHOCTUKN CINOXKHbIX
crnaboynopsaoYeHHbIX MaTepuanos

* CraHuua «CTpyKkTypHOE MaTepuanoBeoeHNE» B
yucne gpyrux ctaHumn KMCW rotoea Kk npoBeaeHuto
PYTUHHbIX UccneagosaHum (M obnagaet
YHMKanbHbIMU B MacluTabax Poccun onbitom un
TEXHNYECKMMU BO3MOXXHOCTAMMN)

* Mbl OTKPbITbI K COTPYAHNYECTBY C JTIOObIMU
rpynnamMmu Kak B Bonpocax nNpoBeaeHnsa N3aMepeHun,
Tak U peanusauum HOBbIX METOAMUK / MOAEPHM3AL NN
obopynoBaHUS
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Jlabopamopusi cmpyKkmypHbIX uccie0o8aHuUl Hekpucmasniau4eckKux
mamepuarnos, Kypdyamoeckuu HBEUK-uenmp, HULl « Kypyamoesckuu
uHcmumymy». Onbra bengakosa, Anekcen BenunkaHuH, Enena N'ycesa, Bagum
Myp3uH, EBreHnn Xpamos, Anbdopen HepHoiwos, AnekcaHapa LLyneHnHa
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