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PeHTreHoanppakunoHHoe
UCCNIeA0BAHMNE MOPOLUKA  [reocmasien  pemmcenooudpasyuonioie

UCCNeO08AHUS MUKPOCIPYKINYPHBIX USMEHe-
HULL, BO3HUKAIOWUX 8 NOPOUIKe NANIAOUSL NPU

nann an“ﬂ npoeedeHuu MHOCOKPAMHBIX YUKIIO6 euapu-

posanua—oe2udpuposanus. B xauecmee me-
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u" Kn ax r"np“ po BaH Nng— Powder Pattern Modelling, paspabomanmnviii
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Beeoenue

B 70-e roger XX Beka Obla BRIIBHHYTA THUIIOTE3a M SKCIEPUMEHTAIBHO MOATBEPKICHO CYIIe-
CTBOBaHHE SIBJICHHUS YIpaBisieMoro Bogopoaodaszosoro Hakiena (BOH) [1]. JanHoe siBneHHEe cOCTOHUT
B YIPaBIIEMOM IIEPEXO0I€ METAIUIOB B BHICOKOIPOYHBIE CTPYKTYPHBIE COCTOSIHUS C OCOOBIMH (PH3HYECKH-
MH CBOWCTBaMH, 00OYCIIOBICHHBIMU BO3JICHCTBHEM Ha METall BOJOPO/A U MHIYIHUPOBAHHBIX UM (Pa30BBIX
npespauienuii. BOH npotekaeT ¢ pazBuTHeM BHyTpeHHEH IIaCTHYECKOH 1edopManny BCIEACTBUE pas-
HOCTH YJEThHBIX O00BEMOB IpeBpamiaroIuxcs (a3, a TakkKe BCIeACcTBHE (OPMUPOBAaHUS JIOKATBHBIX
TPpaIleHTOB KOHIICHTpauy Bojopoaa [2].

SBnenne BOH Opu1o M3yueHO HA TaKMX MACCHUBHBIX oOpasliax Majurajius, Kak, HalpuMep, MpoBo-
noka [3, 4], ¢onbra [5] m MoHOKpUCTaIUTHYecKas TUieHKa [6]. Bpulo moka3aHo, 4TO B ONpeAeNeHHBIX
YCIOBHUSIX Kak mpsiMoe OL— [3- Tak u obpaTtHOe [3— O-THAPUAHOE MpEBpaleHHEe MAaCCHBHBIX 00pa3IoB
Mayiaingd MOXKET MPUBOIUTH K CHIIBHOM Iactudeckoil aedopmanuu marepuana. CyliecTBOBaHHE TUIa-
CTUIECKOU IedopMaItiy Py BOJIOPOTHOW 00paboTKe MmayuIamus MOATBEPKIAT0Ch KaK MPSMBIMHU HAOITO-
JIEHUSIMA C HUCTOJB30BAHUEM IPOCBEUMBAIONICH SJIEKTPOHHOW MHKPOCKOMHUU [7], TaK U KOCBEHHBIMH
METOJIaMH, OJTHUM M3 KOTOPBIX SBJISUICS METO]] PEHTTEHOBCKOW AM(paKiny.
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B pabGote [5] B pe3ynbraTe MpOBEACHUS T'aPMOHUYECKOIO aHaM3a MUGPAKIIMOHHOTO MPOQUIsL
pednekca (200) naymaaus 0110 yeTaHoBieHo, yto BOH nammaguesoit ¢pomsru (10x5x0,1 mm) mpu mpo-
BEIICHUH TIPSIMOro OL— - 1 00paTHOTO [3 — O-THAPHIHOTO MPEBPAIIEHHs COMPOBOXKIAETCS YBEIUYCHUEM

TUTOTHOCTH JHCJIOKAMK p M CPeIHEKBAIPATHIHONW MUKpOehOopMaIiu <€2>, a TaKkKe YMEHBIIIEHHUEM

pasmepa 6110k0B Mo3auku D. IIpu 3TOM ObLIIO OTMEYEHO, YTO MPH Pa3BUTHH 0OpaTHOTO [J— O-mipeBpa-
IIEHUs] UIMEET MECTO HE TOJIBKO HaclenoBaHue nepekToB P-ha3bl, HO U UX AONOIHUTEIBHOE MPOLYLIHPO-
BaHwue [5].

B pabore [3] ¢ uenbto uccienoBanus sisnenusi BOH npu nposeseHn# 00paTHOrO 3 — O-rHApHI-
HOT'O MPEBPALICHUS PU PAa3IUYHBIX TEMIeparypax JIecopOlMU BOIOPOJa M3 MajUIaJueBON MPOBOJIOKU
METO/IOM amMpOKCUMAaLWH ObUT IPOBEICH aHau3 AU(paKIHOHHEIX Mpoduieit pednexcos (111) u (222)
nayutagus. [Ipu 3ToM B kauecTBe 00bEKTa MCCIIEIOBAHUS UCIIOJIB30BANIM TUIOCKHMH 00pasel, U3rOTOBJICH-
HBIA U3 psAAa MPOJOJIBHO CTOYEHHBIX MaIaJWEeBBIX MPOBONOK (6x0,25 mm). Bpuio mokaszaHo, 4Tto mpu
CHIDKEHHH TeMIIepaTypsl IecopOuuu Bopopoaa oT 285 go 170 °C (1. e. mpH yBeIMYEHHH Pa3HOCTU
YAENBbHBIX 00BeMOB 00pasyromuxcs ¢a3) yBeIUUuBaeTCs INIOTHOCTh AUCIOKaUUH p U MUKpoaedopma-

Aa
UM —, a TAK)XE YMEHBIIAIOTCS pa3Mepbl 0JIOKOB Mo3auku D.
a

Crenyer OTMETUTh, YTO PEHTI€HOAU(PPAKIMOHHbIE METObI aHAIN3a MOTYT IIPEAOCTaBUTh BECbMa
LEHHYI0 MH(OpMAIMIO 0 MHUKPOCTPYKType HccieayeMoro mMarepuana. OmHako HCIOIb3yeMble B pabo-
Tax [3, 5] «xinaccuyeckue» METOb! [8] UMEIOT 3HAUUTENNbHbIE MOAEIbHbIE OTPAHUYEHHUS, YTO IPAKTUYECKU
WCKJIIOYAET BO3MOXKHOCTH IOJMYYEHHs aJCeKBAaTHOM CTPYKTypHOH wuH(popManuu. PaccuuraHHble TakuMm
00pa3oM mapaMeTpbl MUKPOCTPYKTYPBI BECbMa CI0KHO MHTEPIPETHPOBATH B paMKaX MOHATHH MaTepHa-
noBenenus [9]. bBonee Toro, maHHBIE MapaMeTpPhl XapaKTEPU3YIOTCs HU3KOM TOUYHOCTBIO M (PaKTUYECKU
MO3BOJISAIOT JIMIIb KAYECTBEHHO OMHMCATh MUKPOCTPYKTYPY HCCIECIYyEMOTO MOJUKPUCTATIINIECKOTO MaTe-
puaina. C 1enpsto 6ojiee TOYHOTO B KOPPEKTHOTO OMUCAHUS MUKPOCTPYKTYpHI Ha pyOeke XX —XXI BekoB
ObUIM pa3BUTHI HECKOJIBKO METOAOB, OCHOBAHHBIX HA aHAIM3€ IOJIHOTO NPOQUIsT PEeHTIEHOBCKOH IH-
¢pakrorpammbl. Ha ceromnsimHuil n1eHb, BO3MOXHO, caMbiM 3((EKTHBHBIM M3 HHUX SIBISETCS METOJ
Whole Powder Pattern Modelling [10], kOTOpBIii TO3BONSAET MOAETUPOBATH MU(MPAKIIMOHHYIO KapTHHY,
UCXOISl M3 NEPBBIX NMPHHLMUIOB, Ha 0a3e mapaMeTpoB MOAEIeH, KOMIUIEKCHO OMMCBHIBAIOLIMX MHKPO-
CTPYKTYpY HCCIEIyeMOro KPHUCTAJUIMYECKOr0 MaTepHaia M MMEIOIIMX YETKO ONpelesieHHbIN (u3nye-
CKHUH CMBICII.

Lenbto HacTosime paboTHI SABISUIOCH PEHTTEHOAN(PPAKIMOHHOE UCCIEI0BAHUE MHKPOCTPYKTYP-
HBIX M3MEHEHHMH, BO3SHMKAIOUIMX B MOPOIIKOBBIX oOpasuax nawiagus (dppakuuum MeHee 63 MKM) Ipu
IPOBEJICHUU IIOCJIEAOBATEIbHBIX IUKIOB T'MIPUPOBAHUSA —ACTHIPUPOBAHNS C PA3BUTHEM NPSIMBIX U 00-
paTHbIX O = [} -nipeBpaieHuii. B kadecTBe pabouymx pPEKUMOB THAPUPOBAHHS W JCTHAPUPOBAHUS

BBIOpaHBI TaKkKe, JJIs KOTOPHIX HA MACCHUBHBIX 00pa3lax mamiaaus ObLIO SKCIEPUMEHTATbHO MOATBEP-
XIeHo cymecTBoBanue seieauss BOH [3, 5]. s penTreHoqudpakiiHOHHOTO aHAIN3a MUKPOCTPYKTYPhI
ucnonb3oBasu Mmero] Whole Powder Pattern Modeling.

Oo0vexm uccineooeanus

B kadectBe 00BbeKTa HWCCIEAOBAHMS HCIONB30BaH mopomok namaawst [1In-1 mapkwm [TonATIl-1
mo 'OCT CTO 00195200-040-2008 ¢ maccoBoii moneir namtanus He mMeHee 99,97 %. [na ynanenus
KPYIIHBIX YaCTHII U3 OOIIel MacChl MOPOIIKA MaJUTa Ul €r0 MPOCEHBAIIN Yepe3 CUTO C Pa3MEpPOM SUEHKH
63 MxMm. [l mcciiemoBaHW MCIONB30Bad (DpaKIMIO TIOPOIIKa MeHee 63 MKM, KOTopas COCTaBHIIA
90—-95 % ot obmeit Maccel ncxoaHOTro opomka namtaaus [Tx-1.
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IIposedenue uuknoe npamvix u oopamusvix 0 &2 f -2udpuonsvix npespauieHuil

T'unpupoBanne 00pa3oB MOPOIIKa MAUTAIHS C PA3BUTHEM IIPSIMOTO 0L — B-TIpeBpamieHust mpoBo-
JUJIOCh Ha CTEKJIISIHHOM BaKyyMHOM ycTaHoBKe CuBeptca npu temmeparype ~300 K u HauansHOM naBiie-
Huu aewrepust ~1 atMm. Ilepen HachlieHMEM MPOBOAWIACH MIPEIBAPUTEIbHAS aKTHBALMs MOPOIIKA IpU
temneparype 473 K B tedenue 0,5 4. CKopocTh THAPUPOBAHUS ONPENEISUIN IO CKOPOCTH YMEHBLICHUS
JaBJICHHS, ¥ TIPOLECcC MPEeKpalialiy, KoTJa yCTaHaBIMBAIOCH PABHOBECHE B cUCTeMe MeTaiu—ra3. O0beM
MOMJIOIIEHHOT0 Ta3a Uil BceX 00pa3loB ObII NPUMEPHO OJMHAKOBBIM M COOTBETCTBOBAJI aTOMHOMY
oraourennto D/Pd, paBaomy mpumepno 0,63 (B-dasa neiitepuna namwtamus). O6parHoe 3 — o-mpeBpa-
LIEHUE OCYLIECTBIUIOCH 0€3 M3BJICUEHHS TIOPOILKA U3 PEAKLMOHHON aMITyJIbl IPU MOCTETIEHHOM YBEIH-
yeHuu TeMmeparypsl 10 473 K. CkopocTs 1eruapupoBaHUs ONPENENsUTN 110 CKOPOCTH YBETUYEHNUS J1aB-
nenus. Ilocne mocTHKeHHs MOCTOSTHHOTO JIaBJIEHUS MOPOLIOK nanianus Beiaepxusanu 0,5 4 npu 473 K
B YCIIOBUSIX JTWHAMHUYECKOTO BakyyMa. B Hactosmieil pabore ObUIO MPOBEAEHO AECATH MOCIEA0BATENb-
HBIX IIMKJIOB THAPUPOBAHU— JeTUApUpoBaHus. [locie HEKOTOPhIX LHUKIOB OTOMpaiy MpoOkl LI HCcIle-
JOBaHMS MOPOIIKA NAJUIAJUsI METOAOM PEHTI€HOBCKOH TU(PpaKIH.

Jlughpakyuonnstii Ixcnepumenm u npodGOnOO2omosKa

Peructpanuio nudpakrorpaMM NpPOBOAWIM Ha JIaOOPaTOPHOM IIOPOIIKOBOM AM(pakTomerpe
(APOH-7, HIII «bypeBectauk» OAO, r. Cankt-IletepOypr) B reomeTpun Ha oTpaxkeHue bpoarra—
Bpentano ¢ ucnonszoBanueM ayOieTHoro peHtreHoBckoro Cu Ko-msmyuenus. B kauecTBe cueTumka
PEHTTeHOBCKMX KBAHTOB HCIOJB30BAIM TOYEUHBIH CIUHTUIUIALMOHHBIN netekTop. [Ipu 3ToM TOK peHT-
TE€HOBCKOM TpyOKH cocTaBIsiI 35 MA, Hanpspkenne — 40 kB.

C nenpio perucTpanyu MpakTHYeCKd CUMMETPUYHOTO HHCTPYMEHTAIBLHOTO NPOQUIIS B UCCIIEaye-
Moi obnactu aAnppakunoHHBIX yriaoB 20 (~35—130°) [15] B onTuueckoil cxeme audpakTOMeTpa HC-
MOJIB30BAJIM TOCTATOYHO Y3KHUe Ienu (pacxoxxaenue — 1°, nepsuunas menb Comtepa — 1,5°; aHTHpaccen-
Baromas menb — 1 MMm; Bropudnas 1mens Comnepa — 1,5°; npuemnas mens — 0,25 mm). JlanHas ycTaHOBKa
OIITHYECKOW CXEMBI OCTABAJIACH HEM3MEHHOH IIPU pETUCTPAIMU TUPPAKTOTpaMM 00pa3IIOB MalIaIus.

C 1enplo COKpalleHUs] BPEMEHH SKCIIepuMeHTa pedieKchl cTaHmapTa — Tekcadopuaa JaHTaHa
(111), (210), (300), (310), (321), (410), (421), (510) m mamumagus (111), (200), (220), (311), (222), (400),
(331) u (420) — perucTpupOBAIU IO OTIEIBHOCTH. BpeMs 3KCIIO3UIMN yCTaHABINBAIOCH TAKUM, YTOOBI
a0CcoNIOTHAs: HHTEHCHBHOCTB KaXKAOTO pediiexca cooTBeTcTBoBaNa npumepHo 10 000 umimyibcoB.

IIpo6omoaroroBka 00Opa3IoB MOPOIIIKA MAIATUs MTPOBOIMIACH CIIEAYIOIHIM oOpa3om. [IpocesH-
HBI{ MTOPOLIOK MEPEMEIINBAIIN ECTUKOM B araTOBOM CTYIKE ¢ 10OaBJIEHHEM STHIIOBOTO CITHPTA B Te4e-
HHUE HECKONBKUX MHUHYT. llonydeHHyIO CyCIIeH3UIO 3aKJIa/blBajd B YITyOJC€HHE KIOBETHI IJI ChEMKH,
KOTOpPYIO TOCJIE€ BBICBIXaHUS 00pasla 3aKpelUisil BEPTHKAJIbHO Ha Jepikaresie TOHHoMeTpa. Bee m3ro-
TOBJICHHBIE 00pa3Lbl MOPOIIKA NAJUIAAHNS BU3YaIbHO UMENH IIAAKYI0 TOBEPXHOCTh. C 1IETIbI0 yMEHbIIIe-
HUS BJIMSHHS TEKCTYPHl BO BpeMs PETHCTpaluH IU(pakTorpaMM o0pasibl Bpallajuch B IUIOCKOCTH,
napajuieIbHON OCH TOHHOMETpa.
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Penmezenoougppaxkyuonnuliit memoo ananu3a MUKpoCmpyKmypol
Whole Powder Pattern Modelling

Meton Whole Powder Pattern Modelling (WPPM) [11] peanu3zoBan B mporpaMMHOM obecrieue-
Hun PM2K (Yuusepcurer Tpenro, Urtamus) [12]. WPPM pabotaeT HanpsMyro ¢ 3KCIIEpUMEHTAITbHBIMU
JTAHHBIMU, BKJIIOYAaeT B ce0s MOIIHOCTH npeodpazoBaHus Dyphe U CTpATETHIO0 YTOYHEHHS MapamMeTpoB
C HCIIOJIb30BaHMEM HeNMHHeHHoro meroaa HaumMmeHblmnx kBaapaToB (MHK). IlpeoGpasoBanune ®ypwe
MO3BOJISIET OJHOBPEMEHHO HCIIOJB30BaTh B PacdyeTax BCE CYLIECTBYIOIINE MOAETH MHKPOCTPYKTYPHI,
OMKCHIBAIONINE yIIUpeHHe u GopMy audpaxiuonHoro npoduist. B Hacrosmeit padoTe xopoiiee coria-
COBaHHME TEOPETHYECKOW MOJETH C IKCIIEPHMEHTAIbHBIMU JaHHBIMHU OBUIO TOJYYEHO TPU HCIOIb30Ba-
HUU MOJIeTIE MUKPOCTPYKTYPHI [13], OMUCHIBAIONTNX TUCIOKAIIUU U TE(PEKTHI YIIAKOBKH B COOTBETCTBUH
¢ teopusimu Yunkunca (Wilkens) u Yoppena (Warren) coOTBETCTBEHHO, a Takke (QyHKIHMIO pacmpeze-
neHust pazmepa obnacreit korepentHoro paccesnus (OKP).

[poduns pedrekca sBiseTCS Pe3yiIbTATOM CBEPTKH MHCTPYMEHTANBHON (QyHKIHMH M (YHKIUH,
OTIMCHIBAIOIINX MUKPOCTPYKTYpY MOPOIIKOBOro MaTepuana. B @ypre-npocTpaHcTBe onepanus CBEpTKU
¢dyHKUMI npeacraBisieTcs npoussenenreM Oypbe-TpaHchopMaHT, U IPUMEHUTEIBHO K MHKPOCTPYKTY-
pe TOpOIIKa MMaians HHTCHCUBHOCTD Tpoduis AuQPaKIIHOHHOTO MaKCUMyMa MOXKET OBITh Tpe/ICTaB-
neHa [13] kax

Ly (5)=k(s) [T (L) Ay (L)(Algd +iBf;cz)AS (L)e™ dL, (1)

rne L — @ypbe-iepeMeHHas; s — MepeMeHHas OOpAaTHOTO NPOCTPAHCTBA, CONpsKEHHAs C L
2si 2si

(s= s;hne _2sinby , 31eck O — yron Bporra, A — IMHA BOJIHBI PEHTTCHOBCKOTO H3ITydeHus); k(s) —

GyHKIMS OT s (BKJIIOYAET MOJIAPU3ALMOHHbBIN (hakTop, dakTop JIopeHIa U KBapaThl MOAYJICH CTPYKTYp-
HBIX (QakTopoB); hkl — KpucTamorpaduieckue HHACKCH Mwmmepa, T P dypbe-TpaHchopMaHTa WH-
CTPYMEHTaIbHON (PyHKIINY; Aﬁ,, (A,I;d +iB,5d) u A5 (L) — dypbe-TpaHCHOPMAHTHI AUCIOKAIIMOHHON

MOJENH, MOJeNH IeeKTOB YIIaKOBKH U MOJENH pacnpeaenenus pasmepa OKP coorBeTcTBeHHO.
WHcTpyMeHTanbHbIH TPo¢HiIb ObLI 3KCIEPUMEHTAIBHO ONPEAEICH C UCIONIb30BaHUEM CTaHAApTa —
rekcabopuna jganTana (SRM 660b, HarmoHansHBEIN HHCTUTYT cTaHaapToB u TexHoyormid, CIIIA) [14].
upunHa 1 popma pedeKcoB HHCTPYMEHTATIBHOT0 TpoduiIst ObLIH OMpEeNeHbI apOKCUMAaLue Ipo-
¢unpHOU dyHkuumeit «ncesno-Poiirray (Voigt) ¢ ucnonp3oBaHueM nporpaMMHoro odecrneueHus PM2K.
Tpenner [TIITIB (momHON MHUPUHBI HA MOJIOBUHE BBICOTHI) U MapaMeTpa GopMsbl 1 Kak GpyHKIMU OT 260
napamMeTpu30BaId B COOTBETCTBUU ¢ QyHKumsMu Kanboru [15]. Dypre-TpaHChOpMaHTa WHCTPYMEH-

TanpHOTO TIpodmis T’ » (L) OblIa omnpezeiieHa aHanuTHdIeckn B PM2K 1 BrocieIcTBUH HCTIOIL30BaIach

(UKCHPOBaHHOHN MPH MOJECTUPOBAHNHU TUPPAKTOrpPaMM MalIa M.

B HacTosmeit paboTe npeBaaupyOLIi BKIaA B o0LIee ymrpeHue peduiekcoB mauiaans BHOCHIN
napameTpsl MoJieni Y uikuHca. Beenenne B GpyHkmonanbubIin kog PM2K mMozeneit YoppeHna u pacmpe-
nenenus pazmepa OKP cnocoOGCTBOBaNIO yIIyUIIEHUIO COTIACOBAHUS TEOPETHUECKON AUPPAKTOrPaMMBbl
C JKCIEPUMEHTAIBHBIMU NaHHBIMH. ONHAKO CIEAyeT OTMETHTbH, YTO TOYHOCTH MapaMeTpoB, COOTBET-
CTBYIOLIMX BTOPUYHBIM BKJIaJaM B yIIUpeHHE pedIIeKcoB, sBisieTcsa 6osiee HU3KON 10 CPaBHEHUIO C Iep-

BruHbIM. [Ipu Mogenuposanuu pacnpeneinctus pasmepa OKP g (D) ucnons3oBanu aeibra-(yHKIHIO
d(M) B npubmmxennu cdepuaeckoit popmst OKP,

g(D)=5(u), 2
rae W — cpenuuit pazmep OKP (nmametp).
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dypre-TpanchopmaHThl pacnpeseneHus pazmepa OKP A5 (L) U Mozenu YoppeHa (A;;d + iB,ﬁd)

npeacrasieHsl B [13]. Jlanee o TeKCTy moApoOHEe OCTAHOBUMCS HA MAaTEMaTHIECKOM MPEICTABICHUU U
(busnyveckol UHTEpHpeTali NapaMeTpoB MOJenr YUWIKHHCAa. B COOTBETCTBHM C Teopued YHIKHHCA
Odypbe-TpanchopMaHTa JUCIOKAITHOHHOW MOACIH TIpencTaBisercs [16] BepaxeHneM

2 L
A% (L) =exp| ———B Cppnpr | = |2 |, 3
it (L) =exp 5 dl%kl‘ ‘ (kP R &)

rae dj,; — MEXIUIOCKOCTHOE PacCTOSHUE; b‘ — Moy BekTOpa Broprepca; (_?{hk,} — cpenHui (akTop

KOHTpacTa AUCIOKAIUN; P — IVIOTHOCTh CMELIAHHBIX AUCIOKAIMK (KpaeBbIX U BUHTOBBIX); R, — 3 dek-

N N «f L
TUBHBII BHEIIHUI PaguyC OTCEUKH; [ e ¢yHkuus Yunkunca; L — Oypbe-nepeMeHHasl.
B

Db deKTuBHbIN BHEIIHUNA paguyc oTcedkn R, [17] xapakrepusyeT NpOTSKEHHOCTb YIIPYroro Je-
(hopMaIMOHHOTO TIOJIS, PACTIPOCTPAHSAIONIETOCS OT JUCIOKaIwid. MIHTepec mpeacTaBIsiio onpeaeieHne
rmapamMeTpa YWIKHHCA Kak RB\/B [17]. 3nauenne mapamerpa OT ~1 0 3 MOXET SBIATHCS TPUIHHON
CIWJIBHOM KOPPEISIIUU MEXITy AUCIOKAIMAMH, BRI3BAaHHOW 00pa30BaHUEM TaK Ha3bIBAEMBIX T€OMETpUYIE-
CKHM HEOOXOIMMBIX AWCIOKAINN, HAIPUMEp, JUCIOKAIMMOHHBIX CTCHOK, Aumojieit u 1. . [18]. Torma xak
3Ha4YeHHUE MapaMeTpa YHUJIKHUHCA BBILIE 3 MOXKET CBUAETENBCTBOBATh 00 OrpaHUUYEHHO Xa0THYECKOM pac-
TIpeIeNIeHNN TUCIIOKAIUi (COTJIaCHO TEOpHH YHMIIKHHCA). UeM cuiibHee KOppEeIsus, 4eM OOJIbIIe IKpa-
HUpYETCS TI0JIe TaHHOW AMCIOKAIWK YIIPYTHM B3aMMOIEHCTBHEM C COCETHHMH, TEM MEHBIIIEe TapamMeTp
YunkuHca.

Cpenuuii (akrop KOHTpacTa C{hkl} MO3BOJIICT YYMTHIBATh BJIMSHHUE PA3IMYHON OpHEHTALUH

ne(GOopMaIOHHbIX MOJICH AUCIOKAIMK 110 OTHOLIEHUIO K HAIPaBJICHUIO AU(PAKIUOHHOTO BEKTOPa pac-
CeMBaHUs U MOXET OBITh MpeACTaBIIeH BbIpakeHueM [19]:

E{hkl} = (fsé{hkl},E +(1= 1) E{hkl},s ) 4)
Conuay.p = Ay + B H, 5
Cpuy,s = 4 + B, H, (6)

2,2 4272 272
H:hk +I°k" +h”l

(7
(h2 + k2 +12)2

rae C{hkl},E u C{hkl},S — CpcaHuc (baKTOpBI KOHTpAaCTa KPAaCBbIX W BHUHTOBBIX JUCJIOKAIUU COOTBET-

CTBEHHO (IJIs1 MaTepHaIoB ¢ KyON4eCcKOl cUMMeTpHUel KpUCTAIIIMUECKON pelieTkn); f, — 3bdexTuBHas
JIOJIST KPaeBBIX MUCTIOKAui (3¢ dhekTuBHAS Mepa XapaKTepa TUCIOKaIWi); hkl — KpucTamorpaguaeckue
uHAeKCH Mmepa; A,, B,, A, n B, — K03)(HIUEHTHI, KOTOPbIE PACCUUTBHIBAIOTCS U3 TEH30pA YIIPY-

TOCTH HCCIIeyeMOro OPOIIKOBOTO MaTepHalia py 3aJaHHOHN CUCTEME CKOJIBKEHUS TUCITOKAIINH.
Kpucramnorpadudeckue TUIOCKOCTH W HAPaBIIEHUS CKOMBXeHus nuciaokaruit juis 'K pemrerku

namnaaud onpeaenens! [20] cucTeMoil CKONbKEHUs <1 10>{1 11}. B nporpamme ANIZC [21] Gblu pac-

CuuTaHbl KOYQPUIUUEHTB A4,, B,, A, U B; 111 KpaeBbIX U BUHTOBBIX AMCIOKALUNA CUCTEMBI CKOJIbXKeE-
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HUS <1 10){1 11} ¢ ucronb30BaHKEM 3HAYCHUI YIPYTHX HOCTOSHHBIX TEH30pa ¢ mawtamst (¢ =221 I'la;
¢, =171 I'lla; ¢4y = 70,8 I'Tla [22]).
B Mmoxenu Yunkunca (3) moayis BekTopa broprepca ‘5 ‘ onpenernsun [20] U TTOJHBIX JUCIOKA-

LIUI KaK paccTOsTHUE MEeXy AByMsl coceauumu y3namu 'K pemrerku namnanus B HanpasieHuu [110],
- 2a
=5 ®)
2

r€ a — napaMeTp JIEMEHTAPHOMN STYEHKHU.

IKcnepumenmainvHle pe3yibmamsl U ux 00cyxHcoenue

B pesynbrate mpoBeaeHHoM MuauMm3anuu HenmuHeHeIM MHK B PM2K nnst Bcex mccmemyembprx
00pa3IoB TOPOIIKa Mauiafvsi ObUIM YTOYHEHBI IapaMeTphl JHUCIOKAIMOHHONW MOJCIH YMIIKHHCA

(p, R,, fB), rmapamMeTpsl MoJaenu AchEKTOB yIaKOBKH YOppeHa (KOHIICHTpamuu ae(hopMaIrmOHHBIX O

¥ JIBOWHHUKOBBIX [3 1eeKkToB ymakoBku), cpenuuii pasmep OKP, mapamerp sneMeHTapHOMU stueiiku (Mo-
Iylls BeKTOpa broprepca), caBur o0Opasia, HHTEHCHBHOCTH pediiekcoB u kodduimeHTs monnHoMa Ye-
OnrmieBa (omuchBaromue GoH audpakTorpaMmel). [Ipomecc MUHIMH3AITHN KOHTPOIUPOBAIH, UCITONIB3Y I

kputepun GoF u R,,,, a Take BUJ KPUBOIl PasHOCTH SKCICPHMCHTAIBHOM M TCOPETUYCCKON Anppak-

torpamm [23]. B kauyectBe mpumepa Ha puc. 1 mpeicTaBieHbl (pparMEHThl MOJACIUPOBaHUS pediiekca
(200) mannmagms. Bece (peructpupyembie mo oTAenbHOCTH) peduiekchl nammaus (111), (200), (220),
(311), (222), (400), (331) u (420) 0OqHOBpEMEHHO MOJICTHPOBAIUCH IPH YTOYHEHUH TTApaMETPOB MUKPO-
CTpyKTyphlL. [loayueHHbBIE 3KCIIEPUMEHTAIBHBIC PE3yJIbTaThl IPEACTABICHBI B TA0OIHIIE.

NHTEeHCHUBHOCTD

JndpakunoHHbId yroa 20

Puc. 1. ®parMeHTbI MO/ICITMPOBAHUSI MUKPOCTPYKTYPBI TIOPOIIKa Najutaius Ha mpumepe pediekca (200)
metogoM Whole Powder Pattern Modelling B mporpammuom oGecnieuennn PM2K (Teopermueckas
JudpaxkrorpamMma — CIIOIIHAs KPUBasi, SKCIEPUMEHTAIbHAS — TOUKH; CHHU3Y — KpUBasi pa3HOCTH
AKCIIEPUMEHTATBHON U TEOPETHUECKON AupparTorpamMmm)
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Crnenyer OTMETUTb, YTO TUPPAKIUOHHBIE SKCIIEPUMEHTHI IPOBOJUIIUCH 0€3 TEPMOCTATUPOBAHUS
o0pa3siia, Mo3TOMy IPEICTaBICHHBIC (CM. Ta0JHIly) CPEIHEKBAIPATUYHBIC OTKJIOHCHUS MapaMeTpa dJie-
MEHTApHOW SYEHKH MMEIOT 3aHIKEHHOe 3HadeHune. l3MepeHne TemmepaTypsl B XOZE PETHCTpaluu
IdpaKkTorpaMM TMPOBOIUIIOCH C TIOMOIIBIO TEPMOIIAPHI, 3aKpEIUICHHOW Ha nepkarene oOpasma. [Ipu
MPOBEICHUN KaXKIOTO JKCIIEpUMEHTa TeMmIeparypa obpasma BapeupoBasiack He Ooiee dem Ha 4 °C.
C yd4eToM TOro, 4YTO TEMIEPaTypHBI KOA(POUIMEHT IHUHEHHOTO pPACHIMPEHUS NaulaJus paBeH

L17-10° K ' u napameTp 3J1eMEHTAPHON SYelKH YMCTOro Masuiaaus cooTsercTyeT 3,8902 A, nsmenenue

TemrepaTypsl B ipezienax 4 °C crnocoOCTBOBaIO M3MEHEHHIO MapameTpa He Oosee yeM Ha 1,82 - 107* A [24].
MOHO 3aKJIIOYUTh, YTO B XOJ€ MPOBEIACHHS IOCICA0BATEIbHBIX LUKIOB O &= 3 -THIPH/HBIX HpPEBpa-

uieHuil napametp snementapHoil suediku I'IIK pemierku nmammaaus u3MeHsAETcs B Ipeenax HorpeiHo-
CTH W3MepeHUs. JHaUYeHUs MapaMeTpa SBISIFOTCS MOATBEPXKACHHEM TOTO, YTO HCCIEA0BAIaCh MUKPO-
CTPYKTypa 00e3rakeHHOTO maymanus. Jpyrux kpuctammnieckux a3 B Xo/e MpOBeICHHUs KaueCTBEHHO-
T'O PEeHTreH0(a30BOr0 aHAIIN3a BO BCEX HCCIENyeMbIX 00pa3iiax He 00OHapYIKEHO.

[Ipu mpoBeneHNH AecATH TOCIEIOBATEIBHBIX LMUKIOB THAPHUPOBAHUS —IETHAPUPOBAHNS HaOIIO-
Jaercst yBenndeHre 3QpQeKTUBHOrO BHEIIHero paauyca orceuku ot 10,1 10 26,2 HM, YTO XapakTepusyer
yBEJIUYEHHE MPOTSHKEHHOCTH YHPYroro AeOpMadoOHHOTO MO, pacIpOCTPaHSIIOMETrocs OT AMCIOKa-
uit (cMm. Tabnuimy). OmxHako 3HaueHUs mapamerpa YuikuHca B obmactu 0,62—1,59 mokaspIBaioT, 4TO
B3aMMOJICHCTBHE MEXKIy TUCIIOKAIMSIMH OCTAaeTCS CHUIBHBIM [18] mpu Bcex IUKIAX BOAOPOIHOHN 00Opa-
00TKH, T. €. TUCIOKAUUHN (OPMUPYIOT CTEHKH, JUIIOJIN WM MYJBTHIIONHU, HO HE paclpeeseHbl XaoTHIHO
B KPUCTAJUTMUECKON MaTPHIIEe TTOPOIIKOBBIX YaCTHII DI Hs. Y MeHbIIeHre 3P PeKTHBHON 0 KpaeBhIX
JIUCITOKAITI TIPYA TPOBENIEHUH IUKIMYECKON BOJOPOTHON 0O0pabOTKH CBHIETENECTBYET 00 M3MEHEHHH
XapakTepa JUcIoKaui (cM. Tabmnwuity). Tak, IUIOTHOCTh KPaeBbIX TUCIOKAMH MOHOTOHHO YMEHBIIIAETCS
NIPY IPOBEJICHUH TSTH LUKJIOB THAPUPOBAHUS — ACTHAPUPOBAHUS U TPU AajbHEHIIEeil BOJOpoaHoi 00pa-
0OTKE HE M3MEHSETCS BIIOTH JI0 IECATH ITUKIIOB (puc. 2). [Ipu nmpoBeaeHnH MEePBHIX ABYX —TPEX IIUKJIOB

1,8 2,8

}/H\T
Nt

1,2 )

|

1,6

%ﬁ\%
1,0 \§/§\§/§ 2,0

0,8 1,8

0,6

T T T T 1,6
0 1 2 3 4 5 6 7 8 9 10

KommuectBo IMUKJIOB

IInOoTHOCTB KpaeBbIX TUCIOKALUMT, 10" em? (P=0,95)

IT710THOCTH BUHTOBEIX JUCIOKAIUM, 10" em? (P=0,95)

Puc. 2. VI3MeHeHue TUIOTHOCTH KPaeBBIX (CI1€Ba) M BUHTOBBIX (CIIPaBa) ANCIIOKALIUH
[PH TIPOBEICHUH MOCICIOBATEIBHBIX UKIOB O 2= [3 -THAPHIHBIX IPEBPAICHUI
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BOJIOPOHOM 00pabOTKM MIIOTHOCTh BUHTOBBIX JUCIOKAIINM, HAIPOTUB, YBeauunBaeTcs Ha 50 %, a 3ateM
CHHMDKAETCs, AOCTUTas MHHUMAJIbHOTO 3HAYEHUS MpPU NMPOBEACHUH MIeCTH LHMKIOB (cM. puc. 2). Ilpu
JanbHEeHIIel [MKINYEeCKOH BOJOPOAHON 00paboTKe 10 JECATH LUKJIOB INIOTHOCTh BUHTOBBIX JMCIIOKA-
M HE3HAYUTEIHHO BO3pacTaeT, Ha 8 %. OTMeTHM, 4TO IMHUKJIMYecKas BOJIOpOaHAs 00paboTKa MmopoImka
naJuTagus MPaKTHYECKH HE MPUBOIUT K U3MEHEHHUIO KOJIMYECTBa 1e(hOPMALMOHHBIX H JBOWHUKOBBIX JIe-
(EeKTOB YNAKOBKH, KOHLEHTPAalMs KOTOPBIX OCTAETCA AOCTaTOYHO HU3KOH BIUIOTH O AECATH LIUKIOB
BOJOPOJHOMN 00paboTKH (CM. TaOIHITY).

Crnenyer oOpaTuTh BHUMAaHHE, YTO HCIOJIBb30BaHHE AENbTa-QYHKIUH paclpeiesieHuss pa3Mepa
OKP sBiseTcst AOCTATOYHO TPyObIM NpHOMMKEHWEM. B Hammx mcciaeqoBaHUsIX BBeACHUE B (YHKLIHO-
HaypHBIN Ko7 PM2K nByxnapamerpuueckux aHanutudeckux pynkumit pacnpenenenus OKP (mampumep,
Jorapu@MUIecKoil) mpuBoaWIIO K HectabmibHOCTH HenmuHeliHoro MHK [25]. Tem He meHee moryueH-
HBIE OlIeHKH cpenHero paszMepa OKP npu mpoBeaeHNH MUKINYECKONW BOAOPOAHONW 00paboTKK MOpOIIKa
HayuTays XOPOIIO COTIACYIOTCS ¢ U3MEHEHHEM IUIOTHOCTH CMELIaHHBIX auciiokauuil (puc. 3). 310 00y-
CJIOBJICHO TEM, YTO 00pa3yIOLIUecs IUCIOKALUN B KPUCTAUIMYECKON MaTpulle Najulafus Ipu IPOBeEe-
HHUH TIEPBBIX JBYX—TpeX LHUKIOB BOAOPOAHON 00padoTku GopmupytoT rpanunbsl OKP, takum obpazom
YMEHBIIAsl UX IPOCTPAHCTBEHHYIO MPOTSHKEHHOCTh. [Ipy manpHeiimei qukiIndeckoi BOJOpoaAHOH oOpa-
0OTKE 10 CeMHU ILIMKJIOB BO3HUKAET pesIaKCalus HaIpPsOHKCHUH U IUIOTHOCTh AUCJIOKALMH yMEHbILIAETCs,
YTO MPHUBOJAUT K yBenuueHuto pazmMepoB OKP. YMeHblleHHe KOMMUECTBa AUCIOKAIIMHA MOXKET SBISTHCS
CJIEICTBUEM HX BBIXOAa Ha MOBEPXHOCTHh MOPOIIKOBBIX YACTHUIl MAJUTaJUs WK MX aHHUrwinud. [locne
CeMH LMKJIOB BOJOPOJHOIN 00pabOTKH MIOTHOCTh CMEIIAHHBIX JUCIOKALUM HE3HAYUTEIIFHO BO3PACTAET,
YTO IMPUBOAUT K yMEHbLIeHHIO pa3mepoB OKP.
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Puc. 3. smenenune cpeanero pazmepa OKP (cnpaBa) u IIIOTHOCTH CMEIIaHHBIX IUCIOKAIMi (CieBa)
TP TIPOBEICHAY TIOCTIEA0BATENBHBIX IIUKIOB O &= [3 -THAPUIHBIX PEBPaIeHHI

[TosydeHHBIE JKCIEPUMEHTAIBHBIC DPE3YJbTAaThl IOKA3bIBAIOT, YTO ILMKIUYECKas BOJOPOJHAS
00paboTKa MOpONIKa MaJUIa sl He MPUBOJUT K WHTEHCHBHOM IUIACTHYECKON nedopMaiiu B OTIHYHE
OT MacCCUBHBIX 00pa3roB [4]. TeM He MeHee HaOIFOTaeMOe 3aKOHOMEPHOE U3MEHEHHE TTapaMeTPOB MHUK-
POCTPYKTYpHI (CM. Tabiuily u puc. 2, 3) CBUACTEIBCTBYET O SBHOM BIUSHUH BOJIOPOJHON ITUKIHYECKOM
00paboOTKH HAa MUKPOCTPYKTYPY MOPOIIKA Mauiaans. Bo3MoXHO, B 3TOM CiTydae ONpeelsioiiee 3Haue-
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HUE UMeeT pa3Mep 00BEeKTa WCCIENOBAHNSA U HANPSDKEHUS, KOTOPhIE BOSHUKAIOT B MOPOIIKOBBIX YacTH-
nax nauiaaus (ppaxkumn MeHee 63 MKM), UIMEIOT OOJBIIYI0 BO3MOXKHOCTb, [0 CPABHEHUIO C MACCUBHBIMU
o0pa3namMu, peakcupoBaTh IPH BBIXOJE AUCIOKALMKA Ha TIOBEPXHOCTD ITOPOIIKOBBIX YaCTHIL (CM. pHUC. 2).
IIpu 3TOM cienyer oOpaTuTh BHUIMaHKE, YTO IPOLECCH IIACTUYECKOr0 TeUEHHs AT usl IIPU €r0 MHO-
TOKPaTHOW IIMKINYECKONH BOJOPOAHOM 00pabOTKe SABISAIOTCS HEMOHOTOHHBIMH.

B pamkax mpoBeneHHBIX HCCIEIOBAaHUI MHTEPECHO OTMETHTHh paboThl [26—28], B KOTOPHIX yKa-
3BIBAETCS, YTO JUISI YBEJIMUYCHHUS PEAKLMOHHON CIIOCOOHOCTH IOPOLIKA MajjIagus ero HeoOXOAUMO MOJ-
BEPrHYTh IIOCIIE[IOBATEIbHBIM LUKIaM THIPUPOBAHUS —JeTHAPUPOBaHUs. Tak, aBTOpbI paboThl [26]
YTBEPXKIAIOT, YTO JJIsl aKTUBALIMH MOPOIIKA NaJuIaJnsl He0OOXOJMMO MMPOBECTH JBA LIMKJIA THAPUPOBAHUS —
JIETUAPUPOBAHUS, aBTOPHI paboThI [27] — HECKOIFKO LMUKIIOB (YHCIO HE YKa3aHO), aBTOPBI paboThl [28] —
necsath nukioB. OgHako B paborax [26—28] He mpeacTaBleHBl DKCIEPUMEHTAIBHBIE JT0Ka3aTEIbCTBA
TIOBBIILICHNS] PEAKIMOHHOW CIOCOOHOCTH MOPOIIKA HaJUIaAMs [0 OTHOIIEHHIO K BOJOPOIY IOCIIE LUKIIH-
YyecKol BoJopoAHo# 00padotku. [Ipu mpoBeneHNH SKCIIEPUMEHTOB B HACTOALIECH padoTe MBI PETyJISIPHO
OCYIIECTBIISUIM OTOOP IPOO MOPOLIKA NAIUTAANS U3 PEAKIIMOHHON aMITyJIbl. Y MEHBIIIEHHE MacChl OPOILKA
MIPU MPAKTUYECKH TOCTOSTHHOM JIaBJIEHWH TOJIaBa€MOr0 B YCTAaHOBKY JIEHTEepHs ClIOCOOCTBOBANIO YBENIH-
YEHUIO CKOPOCTH IOTJIOIIEHHS ra3a MOPOIIKOM namiaaus. [1o3ToMy Mbl HE HMENTH BO3MOXKHOCTH 3a(HK-
CHPOBATh BO3MOXKHOE H3MEHEHUE PEaKIMOHHOH CII0COOHOCTH MajuIaius, CBI3aHHOE UMEHHO C LIUKJINYe-
CKOM BOJIOPOJHOI 00paboTkoit. J{Jsi JoKa3aTebCcTBa WM ONPOBEPKEHUS TaHHOTO d(ddeKxTa Mbl OyaeM
NPOJIOJDKATh JanbHele ucciuenoBanusi. OcoObl HHTEpEC MPEACTaBIsIeT UcCIeJOBaHUE MUKPOCTPYK-
TypHl MOPOIIKA NaJUTaHsi IPU COBMECTHOM HCIIOJIb30BAHUM METOHOB IIPOCBEUMBAIOLICH 3JIEKTPOHHON
MUKPOCKOITUH U PEHTICHOBCKOH TU(PPaKIIUH.

Buoieoownt

[Tokazano, 4TO JAecATUKpaTHas IHUKIMYECKas BOJOPOAHAs oOpaboTka Mmopolika mamiaaus gpak-
MU MeHee 63 MKM He TIPUBOANT K WHTCHCHUBHOM TUTACTHYECKOH AeopManny B OTIMYUE OT MACCHBHBIX
00pasIoB, HO 3aKOHOMEPHO U3MEHSIET MUKPOCTPYKTYpy MaTtepuana. [Ipu 3ToM mporeccsl miacTudecKo-
ro TeYCHUs MauIajusi HOCAT HEMOHOTOHHBIN Xapakrtep. HanOonbiiiee M3MeHEHHE IJIOTHOCTH JMCIIOKA-
il u cpeqHero pasmepa OKP nHaOmonaercs mpu mpoBEACHUN NEPBBIX ABYX —TpPEX MOCIEIOBATEIBHBIX
[IUKJIOB THIPUPOBAHHS — IETHIPUPOBAHUS.

ABTOpBI CTaThH BBIPAXKAIOT OJIAr0JJapHOCTH JOKTOpY Mareo Jleonu (Matteo Leoni, YHuBepcurer
Tpento, MTamus) 3a npenocTaBIeHHY0 BO3MOKHOCTh UCTIOIB30BaTh MTporpaMmMHoe obecnieuenue PM2K.
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X-ray diffraction study of palladium powder at consecutive hydriding —
dehydriding cycling with the development of direct and reverse
o= 3 transformations

D. V. Chulkov, P. G. Berezhko, A. Yu. Postnikov, A. S. Meryasov, Y. V. Shabalova

The results of X-ray study of the microstructure changes occured in palladium powder as
a result of multiple hydriding—dehydriding cycles is represented. A state-of-the-art tech-
nique of Whole Powder Pattern Modelling developed in early XXI century in Italy (in the
University of Trento) and implemented in the PM2K software was used for analysis of the
palladium microstructure. A good correlation of the theoretical model with the experimental
data was reached as a result of modeling of the recorded diffraction patterns. The obtained
experimental results are discussed.
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