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IToka3zaHa BO3MOXHOCTh aHA/IM3a HAHECEHHBIX METAIUTMYECKUX KATaIM3aTOPOB METOIOM MAaJIOYTIIOBOTO
paccesiHUsI HEUTPOHOB € MOMOLIBIO Bapyalli¥ KOHTpacTa Ha OCHOBe ucrosb3oBaHus cMmeceit H,O/D,0.
ITpuMeHeHME METOANKI KOHTPACTAPOBAHUS TTO3BOJISIET CEJIEKTUBHO MOJIYYUTh pacIpeaeieHe HaHeECEH-
HBIX METAJUTMYECKUX YACTUIL IT0 pa3MepaM B IIUPOKOM UHTEpBaje pa3sMepoB. JJoCTOBEPHOCTD MOJIYYEHHBIX
pacrpeneaeHruiA MeTaJUTMIECKIX YACTHII ITI0 pa3MepaM ITOATBEPXKIEHA TOMTOITHATEIbHBIMI JTaHHBIMU TIPO-
CBEUYMBAIOLIEN 3JIEKTPOHHOI MUKPOCKOIUU U PEHTIeHOBCKOM audpakroMerpun. ITokaszaHo, yTo Bapua-
LIS KOHTPACTa B MAJIOYTJIIOBOM PaCCETHUM HEMTPOHOB C UCITOJIb30BAHMEM I€MTEPUPOBAHHBIX KUIKOCTEN
o0G1amaeT 0oJiee IIMPOKUMHU BO3MOXKHOCTSIMUA B OTHOILLIEHUM CTPYKTYPHOIO aHaIM3a HAaHECEHHBIX KaTalu-
3aTOPOB I10 CPABHEHUIO C MAJIOYTIIOBBIM PEHTIEHOBCKUM PACCESTHHUEM.
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BBEAEHWE

OmnpeneneHue pa3MepoB YaCTUL aKTUBHOTO KOM-
TMOHEHTA SBJSIETCS BaXKHOM 3amayeidi B COBPEMEHHOM
HayKe O KaTaJii3e, MMOCKOJbKY IJISI JOCTUXKEHUS BbI-
COKHX CKOPOCTEl peakKlMyi HEOOXOIMMO KMCHOJIb30-
BaTbh YaCTUIIbLI ompeaesieHHoro pa3mepa [1—4]. B Ha-
CTosIIIIee BpeMsI IIPU OINPEOCICHUN Pa3MepPOB YaCTUIL
I POKOE paCOpPOCTPpaHEHHUE NOJIyYMIa SJIEKTPOHHAs
MUKPOCKOMUS, HO C €€ IMOMOIIBIO 3aTPyIHUTEIBHO
OTIpeNeNIsAITE pa3Mephl, OTHOCSIINECT K “XBocTam”
pacripeesieHuil B CUJTy HU3KOM CTaTUCTUYECKOI 3Ha-
YuMOCTHU. B TO Xe BpeMsi HeTOOLIeHEHHbIC KPYITHbIE
YacTUIIbI MOTYT COAEpPXKaTh CYIIECTBEHHOE KOJIMYe-
CTBO aKTMBHOTI'O KOMITOHEHTA U MUCKaXaTbh 3aBUCUMO-
CTU aKTUBHOCTHM KaTaju3aTopa OT pa3Mepa YacTUI]
aKTMBHOIO KOMITOHEHTa. [Iyisg pelreHus 3Toi IIpo-
0J1eMBI OOBIYHO MCHOJIB3YIOT ABa MOMXOIA: ITPUTO-
TOBJICHME KATaJIU3aTOPOB C Y3KHUM paclipeaecicHueM
YacTUIl MO pa3MepaM WIW IIPUBJICYECHUE HOMOJTHU-
TEJBbHBIX METOOOB MCCJIEAOBAHMS, TAKMX KaK pEHTIe-
HOBCKas gudpakums i xeMocopoumd [5]. Tem He
MEHEeEe MPUTOTOBUTh HAHECEHHBIE YACTULIBI MeTajlia
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C Y3KMM pachpeleicHIeM YacTUIl II0 pa3MepaM He
BCeTIa yaaeTcs, a IPUBJICUYCHHbBIE TOIIOJHUTEILHBIC
METOABI HE BCErja COMIACYIOTCSI C MAaHHBIMU 3JIeK-
TpoHHOI MuUKpockonuu. [loaToMy npeacrasiseT nH-
TepeC HCII0JIb30BaHUE METOIOB MaJIOYIJIOBOTO pacce-
STHUSI PEHTIT€HOBCKOTO W3JIyYeHUSI W HEUTPOHOB
(MYPP u MYPH cooTBeTCTBEHHO), KOTOpbIE IIO-
TEHIIMAJILHO TTO3BOJISIOT Cpa3y MOJYyYUTh paciipele-
JIEHV€ YacTHUIl aKTUBHOTO KOMIIOHEHTa B IIIMPOKOM
nuarazoHe pasMmepoB. OCHOBHasl IIpo0yieMa B JaH-
HOM CJIydyae — 3TO TPYOHOCTHU BBIACICHMS CJIab0TO
CUTHajla paccessHUsI Ha HaHECEHHBIX YacTUIlaX aK-
TUBHOI'O KOMITOHEHTa Ha (DOHE CHJIBHOTO pacCesTHUS
Ha IOPUCTOM CTPYyKType HocuTess. s pelieHus
MIAaHHOI TIpoOJieMbl ObUIM pa3paboTaHbI CIIELUATb-
Hble KOHTpacTephl 111 MY PP, mo3Bossolye ceaex-
TUBHO II0JIaBUTh MaJIOYIJIOBOE paccessHrue Ha HOCHU-
Teje U MACHTU(MUIIMPOBATh OCTATOYHOE pacCesTHuE
WCKJIIOYUTENIbHO HAa YacTUIaX aKTUBHOIO KOMIIO-
HeHTa [6—13]. B crny ¢puszmueckx orpaHUYEeHU n3-
3a MJIOTHOCTU UCITOJIb3YEMBIX IJIST KOHTPACTUPOBAHUS
XKUIOKOCTEM, a TaKKe UX KO3(POUIIMEHTOB MOLJIOIe-
HUSI PEHTTeHOBCKOIO M3IYYCeHMs JaHHasT METOAMKA
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He T103BoJIsieT 9(PHEKTUBHO KOHTPACTUPOBATh HOCH-
TeJM ¢ IwioTHocTsAMHU Beie 3.0 r/cm?® [6]. B 1o ke
BpeMsI BO3MOKHOCTHM KOHTpactupoBanusi MYPH,
OCHOBaHHbIE HAa WCIMOJb30BaHUU JIeHTEpOCOIepKa-
IIUX XKUIKOCTE! CYILIECTBEHHO IIMpPEe U TeopeTuye-
CKU CITOCOOHBI KOHTPACTUPOBATh ropas3no OoJblllee
KOJIMYECTBO HOcCUTeJIeld 1o cpaBHeHHUo ¢ MYPP
[14—19]. TToaTOMy liesiblo paboOThl Obljla MPOBEpKa
BO3MOXHOCTEM MCHOJb30BaHUS Bapuallui KOHTpa-
cta 1t MYPH npuMeHUTebHO K HAHECEHHBIM Ka-
Taau3atopaM B cpaBHeHUU ¢ MYPP.

OKCITEPUMEHTAJIBHASA YACTDb
Obsexmul uccnedosarus

Ru/SiO,. O6pazen; ObLI MPUTOTOBJIEH METOAOM
MPOTNUTKUA MO BiaroeMkoctu SiO, ¢ yneabHOU mo-

BEPXHOCTHIO 160 M?/r. B KauecTBe MpeiecTBEHHUKA
o610 Mcnonb3oBaHo coeaquHeHue Ru(OH)CIl;. Io-
cJie TIPOITUMTKU U CYLIKU oOpa3el] ObLJI BOCCTAHOBJICH
B ToKe Bogopoa rpu 450°C. ConepkaHue pyTeHUs B
oOpasiie coctaBuiio 5.0 macc. %.

Pt/uenmono3a. O6pa3zelr ObLT IIPUTOTOBJIEH B pe-
3yJbTaTe MPOMUTKU MUKPOKPHUCTAIIMYECKOMN ILIes-
moio3bl (BAO “Bekton”, C.-IletepoOypr, P®) mo
BJIATOEMKOCTH BOIHBIM pacTBOPOM HUTpaTa IUIaTH-
HbI, CTAOMJIM3UPOBAHHBIM TeTpaMETUIAMMOHUEM 10
pH 7.0. ITocne mpormmTKu oOpa3el] ObLI IPOCYIIEH U
BOCCTaHOBJIEH BoAHBIM pacTBopoM NaBH,. Conep-
JKaHue IUTaTUHBI B 06pa3siie coctasuio 2.0 macc. %.

Pt/Ce, sZr, ;0,. O6pazel ObUT IPUTOTOBJIEH METO-
JIOM IIPOIUTKM MO BJIATOEMKOCTH CMEIIAHHOTO OKCHIA
CeysZry 50O, ¢ yOeNIbHOI MOBEPXHOCTBIO 75 M?/T BOa-
HBbIM PacCTBOPOM HUTpaTa IUIaTUHBI C MOCeayoleit
CYIIKOI ¥ BOCCTaHOBJIECHHEM oOpa3slia B TOKE BOIIO-
pona npu temiieparype 300°C. Congepxanue Pt B 00-
pasiie coctaBuiio 6.0 macc. %.

Memoost uccaedosanus

DJeKTpoHHasi MUKpocKonusi. M1300pakeHust TToJTy-
YyajJi METOAOM IIPOCBEUMBAIOLIEN BIEKTPOHHOM
mukpockornuu (IT9M) na npubdope JEM-2010 ¢ mak-
cuMaJibHbIM paspettieHueM 0.14 HM U yCKOPSIIOIIUM
HanpsokenreM 200 kB. g pacyera pacripeneiaeHus
YacTUIl 10 pa3MepaM B KaXXIOM o0paslie U3MepSu
JIMHeWHBIA pa3zmep He MeHee 300 vactum. s Kop-
peKTHOro cpaBHeHusi ructorpamm I[IOM (Dp(R)) c
nanueiMu MYPP u MYPH (D)(R)) cooTBEeTCTBYIO-
e rucrtorpammbl [TOM ymHoXanu Ha R3, toe R —
3TO MOJYJIb BEKTOpa pa3MEepPOB YACTHUII.

PentrenoBckaa audpaxromerpusa. JudpakunoH-
HblE U3MEPEHUS ObIJIU NTPOBENEHbBI C UCTIOJIb30BaAHU -
em nudpakromerpa ARLX TRA (Thermo Fisher Sci-
entific) (CuK -uznyuerue, A = 1.5418 A) B uHTEpBae
yr0B 26 10°—90° ¢ marom 0.05°. BpeMst HaKOTUICHHST
B TOUKeE 5 C.
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MaJioyriioBoe peHTTeHOBCKOe paccessnue. M3mepe-
HUSI TIPOBOIMJIUCH Ha MaJIOYTJIOBOM AU(PaKTOMETpe
S3 MICRO (HECUS), (CuK,-uznyueHue, 50 Bt) c
TOYEUHOM KoJJTMMalMei Imyyka. BoTHOBOI BEKTOp ¢
(onpenensieMblii Kak g = 41sin®/A, roe 20 — yros pac-
cenBaHust, a A = 1.541 A — mMHa BOTHBI UCIIOJb3Ye-
MOTO0 u3JlydeHus) uaMepsiiv B auanazone 0.01 < g <
< 0.6 A~!. Bce cheMKM TIPOBOIMIINCH C MCIIOIb30Ba-
HUEM KBapleBbIX KanmwjuisipoB. g MCKIIOYEHUS
BJIMSIHUSI OCTaTOYHOI'O paccesiHUsI Ha HOcUTele 00-
pasell IPONUTHIBAJIU MO BJIArOeMKOCTH KOHTpacTe-
pOM C 3aBeOOMBIM HM30BITKOM. MeTommka 1mombopa
KUIKOCTEMN 7151 KOHTpAacTa IToApOOHO onucaHa B [6].
s uamepeHust (h)OHOBOTO paccesiHUSl TTPUMEHSIITU
MCXOJHBIM HOCUTEIb, IMPOMNUTAHHBIM TEM X€ KOH-
TpacTepoM, UYTO 1 u3ydaeMblit oopazen. [1pu aHanuze
IaHHBIX MY PP npuHMManyu Bo BHUMaHUE pa3HOCTh
KPUBBIX 00pa3iia mocje KOHTPaCTUPOBAaHUS U HOCU-
Tesst. O6pabOTKY MOTYyYEeHHBIX JaHHBIX OCYIIECTBIISI-
I ¢ momombio nakera rmporpamMMm ATSAS [20]. Bo
BCEX CJyyasx ISl TOJIyYeHUs paclpelesieHuil ya-
CTUI] TI0 pa3MepaM WCHOJb30BAIM CchHepuIecKUi
dopmdakTop.

MauioyryioBoe paccesiHie HEMTPOHOB. DKCITIEPUMEH-
Tel o MYPH npoBonmimm Ha BpeMSTIPOJISTHOM MaJIO-
yrsioBoM criektpoMeTpe FOMO [21], pacmosioskeHHOM
Ha uMITyJibcHOM peakTope MBP-2. JIns monydyeHust
IrddepeHIMaTbLHOTO CEYeHUST paccesiHUSI Ha eaUHU -
1y oobema obpasua /(g) B nuarazoHe MOAyJeil mepe-
JaHHBIX BOJHOBBIX BekTopoB 0.008 < g < 0.4 A" uc-
MOJIb30BaJId HEUTPOHBI C JJTMHOUW BOJIHBI Ae bpoiiis
A =0.05—0.5 am. PaccessHre perucTprUpOBaIu C II0-
MOIIBIO JIBYX KOJIBLIEBBIX JE€TEKTOPOB M30TPOIHOTO
paccesiHus (MO TOJSIPHOMY YTy ¢), HAXOASIIUXCS
Ha pacctossHuU 4.5 1 13 M oT o6pazia. AOCOIOTHYIO
KaJIMOpPOBKY MHTEHCHUBHOCTHU pacCesiHUs MPOBOJIU-
JIM C UCIIOJb30BaHUEM BaHAAWUEBBIX CTAHAAPTOB C
nmoMolblo mporpammbl SAS [22]. [Husi pacyeToB
TUIOTHOCTEW IJINH PACCESIHUSI HOCUTEIIEN U COOT-
BeTcTBYIoIUX cMmeceii H,O0/D,O mpumeHsiu OH-
naH-KaneKyisitop NIST [23]. Ilpu ananu3e naH-
HeIX MYPH Takske mpmHMMaaum BO BHUMaHHWE pa3-
HOCTb KpUBBIX 00pa3lia Mocjie KOHTPACTUPOBaHUSI U
HOCHUTES.

PE3VJIBTATBI 1 X OBCYXIEHHUE

Ha puc. 1a, 16 noka3zansl kpuBbie MYPP 1 MYPH
COOTBETCTBEHHO 1151 oopasua Ru/SiO, nocie koHTpa-
ctupoBaHus Hocutelrsl. B cimyqae MYPP o6Gpaszerr 6611
KOHTPAaCTUPOBAH TSIKEJION KUIKOCTBIO C TUIOTHO-
cTbio 2.0 r/cM?, 4TO MPUMEPHO COOTBETCTBYET TUIOT-
HOCTU HOCHUTENSsI, a IJIs1 HCCIAeAOBaHUS METOIOM
MYPH o6pazen 6611 nponutad cMecbio H,0/D,0 ¢
collepKaHUEM TSKEJI0M BoIbl B cMecH 55%, 4To Tak-
Ke MPUOJU3UTETBHO COOTBETCTBYET IIOTHOCTY JIJTU -
HBI paccessHus LI Hocutelss. TakuM obpa3oM, TIpu
MPaBWJIBHO TTOXOOPAHHBIX MapaMeTpax KOHTPAaCTH-

Ne 9 2021
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pyroItei XUAKOCT! (TJIOTHOCTDh MJIM COOTHOIIIEHNUE
H,0/D,0) nponuTtka obpasiia MpUBOIUT K 3HAUM-
TEeJIbHOMY OCJIabJICHUIO pacCessHUsT Ha TMOPUCTOM
CTPYKTYpe HOCHTEIsI, 1 OCTaTOYHOE MaJIOyIJIOBOE
paccesiHUe (KakK IS PEHTTEHOBCKUX JIy4el, Tak U
IIJIsT HEMTPOHOB) COOTBETCTBYET Y€ HaHECEHHBIM
yacTHIIaM pyTeHus. Ha ocHOBe moTy9eHHBIX JaHHBIX
MYPP u MYPH (puc. la, 16) OblJIM paccunMTaHbI
pacripeneJieHUsI 4acTHIL IO pa3MepaM U COTMOCTaBJIe-
HBI ¢ JTaHHBIMU [1DM (puc. 18). HabmomaeTcs oueHb
XOpOIllee COOTBETCTBHE MEXIY TPEMS METOIaMMU.
Hanublii o6pazen; Ru/SiO, 6bL1 mogo0paH creuanb-
HO, TTOCKOJIBKY OH HE COAEPKUT (hpaKIInU KPYITHBIX
yacTtuil. OH ObLT UCIIOJIb30BaH KaK MOJEIbHBIN 00pa-
3ell Ui MPOBEPKU PabOTOCIIOCOOHOCTH METOIUKHU
KoHTpacTrupoBaHus cmecbio H,O/D,0 nnsgs MYPH.

Ha puc. 2a, 26 npuBeaeHbl aHaAJIOTUYHBIE PE3Yib-
TaThl SKCIIEPUMEHTOB IO MCIIOJIL30BaHUIO METOIUK
koHTpacTta 1t MYPP u MYPH nHa nnipumMepe obpa3s-
ua Pt/uennono3a. B nanHoM ciyvae a1t MYPP uc-
MOJIL30BAJIM KOHTPACTEP C IUIOTHOCTBIO 1.5 r/cm?,
IPUMEPHO COOTBETCTBYIONIEH MJIOTHOCTHU 1LIEJUIIONO-
3bl. Ing MYPH 6panu cmecy H,0/D,O ¢ coaepxa-
HUEeM TspKesloi Boawl 35%. Ha puc. 2B mpuBeneHbI
MOJIydeHHbIE O0ObEMHbBIC pacHpeae/IeHUST YacTULL 10
pa3zmepaMm. BumHo, 4TO pacmpeneieHus, MOJTydeH-
Hble MeTonamMmu MYPP nu MYPH, xopomio coorBeT-
CTBYIOT IpyT Apyry, HO mis [1I9M u MYPP/MYPH
HaOII0maeTCsI coTlache TOJNIBKO B 00JIacTH (ppakiinmu
MEJIKMX YacTHUIl CO CPETHUM padMepoM 5 HM. bonee
KPYHHBIE YaCTUIIEL CO CPEIHUM pa3MepPOM IIPUMEPHO
20 am MetonoM I1OM He HAOMOTAIOTCS, XOTSI TAKHE
YacTUIIbI M MIPUCYTCTBYIOT B pacpeaesIeHUIX, oIy~
yeHHbIX MeTogamMmu MYPP u MYPH. Iloatomy mis
JIOTIOJIHUTEIILHOM IIpOoBepKM oOpaszel Pt/1ienmonosa
OBLI MCCJIEIOBAaH METOJOM PEHTIEHOBCKOI mudpak-
TOMETPUM.

Ha puc. 3a mpuBeneHbl qudpakTorpaMMbl 00pas-
noB Pt/memmono3a u ucxogHoM Ie/umiojio3sl. Ha
BCTaBKe NpUBEIeH (pparMeHT Pa3HOCTHOM Audpak-
TorpaMMBbl B obJyiactu peduekca Pt 111. BugHo, dyto
JIaHHBIA pedaeKC COCTOUT M3 ABYX KOMIIOHEHT: M3
0oJjiee Y3KOro IMKa, OTHOCSIIIErocsl K KPYITHBIM Ya-
ctuuam Pt (OKP = 11 um, OKP — 06;1acTh KOrepeHT-
HOIO paccesiHUsl) M MHTEHCUBHOIO IIIMPOKOIrO Tajio,
OTHOCSIIErocs K MeJIKUM yactuliaM miatuHbl (OKP =
=4 um). Beimumna OKP, onpenensiemMast U3 TaHHBIX
peHTreHoBcKoM qudpakuuu 1mo ¢opmyie leppepa,
KaK NpaBUIO, OTJINYAETCS OT pa3MepoB, OMpeaeisie-
MBIX MeTonoM I1OM, u3-3a Toro, 4To AedeKThl B Ya-
ctunax (MUKpPOOBOMHMKM W MpPOYME) IIPUBOLAT K
cHikeHuio BermurnHbl OKP 110 cpaBHEHMIO ¢ pearb-
HbIM pa3MepoOM YacTull. TeM He MeHee, Ha Kaue-
CTBEHHOM YpPOBHE 13 JAaHHBLIX PEHTTeHOBCKOM OU-
dpaKkTOMETPUU CJIEAYyeT, 9YTO YacTUIIbl Pt Ha 11e/1TI0-
JIo3e UWMEIT OWMOomadbHOE pachpelesieHue C
NPEeUMYIIeCTBEHHOI MoJIeil MeJIKMX YacTul. Takum
obpasoM, nanHble MYPP/MYPH peiictBuTenbHO
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Puc. 1. Janusie st Ru/SiO,: a — MYPP nocne ucnosns-
30BaHUS KOHTpacTupoBaHus; 6 — MYPH nocie koHTpa-
ctuposanus cmecblo H,O/D,0; B — cpaBHeHne 00beM-
HBIX pacnpeneiaeHuit yactuil Ru o pasmepam, mosnyueH-
HBIX MeTogamu [19M, MYPP u MYPH.

MOKAa3bIBaIOT, YTO B 0Opa3iie Pt/Lemnono3a moMmumMo
MEJIKMX YacTull Pt IIpucyTCTBYyeT HeOOJIbIIIOE KOIM-
YeCTBO KPYMHBIX YACTHUII TJTATUHEI.
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Puc. 2. lanHble m1s1 obpasia Pt/uenmonosa: a — MYPP
nocJie UCMOJIb30BaHUsI KOHTpacTUupoBaHus; 6 — MYPH
nocie KoHTpactuposanus cmeceio H,O/D,0. CpasHe-
HUe oOBEMHBIX pacripeneiaeHuit yactuil Pt o pazmepam,
nosydeHHbIX MeTogamu [19M, MYPP u MYPH (B).

B cnyuae npyroro obpasua Pt/Ce sZr, sO, peHT-
TeHOBCKas AU(PPaKIMs TaKXKe MMOKA3bIBaeT MPUCYT-
CTBME YaCTUII IVTATUHEI B cucTteMe (puc. 30). AHaJo-
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(a)

I/IHTGHCI/IBHOCT]:, OTH. €.

I/IHTCHCI/IBHOCTB, OTH. €1I.

1111 200 220 311

30 40 50 60 70 80
20, rpan

Puc. 3. JlaHHbBIE pEHTTEHOBCKOM TUdpaKInm 1Isi 00pa3-
1oB: a — Pt/uemmonosa (/), cxogHO# 1101036l (2);
0— O6pa3].lOB Pt/Ceo.SZrO'SOZ (1) nu CeO'SZro.SOQ (2) Ha
BCTaBKax mokasaH peduekc Pt 111, monydeHHBIN ITOCe
BBIYUTAHUSI COOTBETCTBYIOLIUX AudpakTorpamm. s
CpaBHEHHUsI TIPUBEIEHBbI IITPUX-IUAarpaMMbl pediekcoB
metayummyeckoii twratuHel (JCPDS 04-0802).

TUYHBINA aHanu3 pedaekca Pt 111 mokaszan 6mMoganb-
HOE pacIipefcieHUue 4YacTul IJIaTuHBL. B manHOM
ciaydae BennynHa OKP = 20 HM, oHa OoTHOCHUTCS K
KpYOHBIM YactuiiaM Pt, Torma xaxk mist MeJIKMX 4da-
ctuu 1wiatuHel OKP = 3 HM. AHaau3 CUCTEMBbI
Pt/Ce, sZr, sO, c momomisio MYPP saBnsercsa 6onee
CJIOXKHOM 3amadeii, MOCKOJIBKY INIOTHOCTh HOCUTEIIS
npesbiaer 6.0 r/cM?, 4TO CyLIECTBEHHO OOJIbIIIE,
yeM BO3MOXHBII TMAaIla30H CyIIEeCTBYIOIICH METOIM -
K1 KoHTpactupoBaHus [7]. IloaTomMy mpuMeHeHUe
METOIMKMN KOHTPACTUPOBAHUS B JAHHOM CJIydae upe-
BaTO IOSIBJIeHUEM apTedaKTOB, CBSI3aHHBIX B IIEPBYIO
oyepenb ¢ UBMEHEHMEM MMOPUCTOI CTPYKTYPhI HOCH-
TeJsI B IIpolecce IIPUTroTOBJIeHMs KaTaiu3aropa. Ha
puc. 4 mokazaHbl JaHHbIe MY PP 1151 aTOro 06pasiia,
M, KaK BUIHO M3 UX CPAaBHEHUS C pacIIpeAcieHUEM,
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(a)

WNHTEHCUBHOCTD, OTH. €.

W HTEHCUBHOCTD, OTH. €.

1
0.10
g, A

1
0 0.05

(8)

Dy(R)R?, oTH. en1.

20 30 40 50
Pasmep yactuil, HM

Puc. 4. Nanneie mia Pt/Ce sZry 50,: a — MYPP nocne
HUCIOJIb30BaHUsI KOHTpacTupoBaHusi; 6 — MYPH nocne
KOHTpacTupoBaHusi cmecbio H,0/D,0. CpaBHeHue 00b-
eMHBIX pacripenenenuit yactul Pt mo pasmepam, moiy-
yeHHbIX MeTomamu [1ID9M, MYPP u MYPH (B).

TMONyYeHHBIM ¢ momolbio [1OM, nmeiicTBuTETHHO
HaOOIAl0TCs pacXoXAeHUs B pa3Mmepax yactuil. B
TO Xe BpeMsi Ce, sZr1, 5O, BIOJHE MOAXOAUT LIS UC-
cinegoBannss MerogoM MYPH, mockKonbpKy IHIOT-

MOBEPXHOCTb. PEHTTEHOBCKUE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCIIENOBAHUSA  Ne 9

HOCTb JJIMHBI paccessHUsi HOCUTENs He MpPeBbIIIaeT
cyllecTBylIMi auana3oH misi cmeceit H,O/D,O.
Hna MYPH ucnons3zoBanu cmeck H,0/D,0 c comep-
KaHUEeM TsDKeJIol Bombl 75% (puc. 46). M3 maHHBIX
BUIHO, YTO pacmpeaelieHre yacTull Pt, moiaydeHHOe
¢ nmoMoibio MYPH, Xopollo COOTBETCTBYIOT HaH-
HBIM [1DM B obmacTi (ppakimm MEJIKUX YacTHIL CO
cpeaHUM pasMepoM 6 HM. AHAJOTMYHOE pacrpene-
Jenue MYPP cuiibHO cMellleHO B CTOPOHY OOJIbIINX
pa3MePOB YacTUll U3-3a apTedaKkTOB, BOSHUKAIOLINX
BCJIEJICTBME HEIOCTAaTOYHOTO YPOBHSI KOHTpACTa.
Kpome Toro, mo manueiMm MYPH nHaOmomatoTcss u
KpYIHBIE YaCTUIIbI, KOTOPbIE OTCYTCTBYIOT B paciipe-
JIeJICHU!, TToIydeHHOM ¢ IToMoinbio IIOM. Ho B co-
OTBETCTBUM C JaHHBIMU PEHTIE€HOBCKOM IudpakTo-
MeTpuu (puc. 30) MOXHO OTMETUTh, YTO (hpaKIIUs
KPYMHBIX YaCTUII IMJIATUHBI, OIpeaeisieMasi 1Mo JaH-
HbIM MYPH, neiicTBuTEeIbHO MPUCYTCTBYET B 0Opa3-
ue Pt/Ce sZr, s0,. Takum obpazom, meton MYPH ¢
MCMOJIb30BAaHUEM Bapualliy KOHTPACTA BITOJHE MPU-
roJieH ISl MOJy4YeHUsl paclipelleiIeHUid JyacTull akK-
TUBHOT'O KOMIIOHEHTa (HAHECEHHOTO KaTajan3aTopa)
B IIIMPOKOM MHTEpBajie pa3MepoB.

SAKJTIOYEHHUE

Metonom MYPH c ucnoib3oBaHMeM KOHTPACTU-
poBaHus cmecbio H,O/D,0 6b111 MccaenoBaHbl pa3-
JIMYHbIE HAHECEHHbIE METALTUYECKUE KaTaaru3aTOPhI.
IToka3zaHo, 4YTO TP KOPPEKTHOM UCTIOJIb30BAHUN MeE-
TOAWKNA KOHTPACTUPOBAHUSI METOIbl MaJIOYIJIOBOTO
paccesaust (MYPH u MYPP) nossossiior mojrygaTh
pacripefieJieHusi 4acTUll HaHECEHHOTo aKTUBHOTIO
KOMITOHEHTAa B IIUPOKOM JiMana3zoHe pa3Mmepos. Jlo-
CTOBEPHOCTh ITOJIYYEHHBIX pPE3yJbTaTOB IIOATBEP-
JKIIeHa COOTBETCTBMEM UX C JaHHBIMU MTPOCBEYNBAIO-
1IEM 3JIEKTPOHHON MUKPOCKOIUU U PEHTTEHOBCKOM
mudpakromeTpun. [IpogeMOHCTPHUPOBAHO, YTO Me-
ToauKa KoHTpacTupoBaHus mid MYPH, ocHoBaH-
Hasl Ha ucrnojb3oBaHuu cmeceii H,O/D,0, nmeer ro-
pasno OoJjiee IIMPOKUI AUara3zoH MPUMEHUMOCTHU
IUIsT HEOpraHWYeCKUX ITOPUCTBIX MaTepuajioB IIO
CpaBHEHMIO C aHAJIOTMYHBIM moaxogoMm 11t MYPP,
OCHOBaHHBIM Ha MCIIOJIb30BAHUM TSXKEbIX KUIKO-
cTeil B KauecTBEe KOHTPAcTepOB.
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Study of Supported Metal Catalysts by the Methods of Small-Angle
Scattering of Neutrons and X-Rays
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The possibility of analyzing the supported metal catalysts by small-angle neutron scattering using contrast
variation based on the use of H,O/D,0 mixtures is shown. The use of the contrasting technique makes it pos-
sible to selectively obtain the size distribution of the metal particles in a wide range of sizes. The reliability of
the obtained size distributions of metal particles is confirmed by additional data of transmission electron mi-
croscopy and X-ray diffractometry. Variation of the contrast in small-angle neutron scattering with the use of
deuterated liquids is shown to have wider possibilities with respect to the structural analysis of supported cat-

alysts in comparison with small-angle X-ray scattering.

Keywords: small-angle neutron scattering, small-angle X-ray scattering, contrast variation, supported metal

catalysts, particle size distributions.
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