YK 573.2:539.1.87

BIVIAHWE YCNOBUW CUHTE3A U TEPMOOBPABOTKM
HA ®OPMNPOBAHVE HAHOYACTUL, MAHTAHUTA JIAHTAHA

Cegbix B. [., Apuctosa . M., A6pocumosa I". E., LLUexTmaH, B. LL.
Ay6osuukuii A. B., Kynakos B. .

WMHCTNUTYT chusmnkn TBepgoro Tena PAH, YUepHoronoska, MocKoBCKoii 061.
sedvkh@.issp.ac.ru

B paHHOl paboTe MeTofamu NPOCBeYMBalOLLE aNeKTPOHHOU MUKpockonumn (M3M) n
PEHTreHOBCKOro aHanu3sa UCcC/efjoBaHO BAWUSHWE TUNa U YCIOBUIA CUHTE3a, a TakKe (ha30Boro
nepexofa npu nocnegytoLlein TepMoo6paboTke B KOHTpoMpyemoli atmocepe Ha hopMupo-
BaHWe MUKPOCTPYKTYpbl MaHraHnTa naHTaHa baMnOs+g (thopMy, pa3mep 3epHa, pacnpegene-
HWe YacTuL, No pasmepam).

M3BecTHO, 4TO0 B BaMnO3+a, MOXHO MONY4MTb, BapbUpys YCNOBUA CUHTE3a U TepMo-
06paboTKN, pag CTPYKTYPHbIX MOAU(UKALWIA, OCHOBHBIMU W3 KOTOPbIX ABAAIOTCA POMGO-
appuyeckasn (mp. rp. R-3c) un gBe optopombuyeckne Pnta l uPnTa Il (np. rp. PnTa). Mpu-
UeM, MpU COOTBETCTBYIOLLMX YCNOBUAX TepmoobpaboTku Habnogaetcs ob6paTMMOCTb YKa-
3aHHbIX (ha30BbIX Nepexonos [1].

CuHTesnpoBaHbl ABa OfHO(Ma3HbrX obpasla: obpasey 1 co CTPYKTypoil OpTOPOM-
6uyeckoii tasbl PnTa | (np. rp. PnTa) meTofom TBepAodasHOro cuMHTe3a M obpasel 2 co
CTPYKTYypoV/ pombo3agpuyeckoli tasbl (np. rp. R-3c) meTogom 3onb-renb. MNepexof B asy
PnTa Il (np. rp. PnTa) 060Mx nony4yeHHbIX 06pa3L0B NPOBOAMACA BaKyyMHbIM OTXXWIOM
npu 650°C. Mony4yeHne NOPOLLIKOBbIX 06pa3L,0B MaHraH1Ta NaHTaHa MeTOAOM TBepAodasHo-
ro CUHTe3a, a TaKxXe 30/1b-reflb MeToA0M NoApo6HO onucaHo B paboTax [2, 3].

Pasmep uacTuy B o6pasue, nbnyyeHHOM u3 TBepAodasHoro cuHTesa (ob6pasey 1), co-
CTaBfisieT NOPAAKa HECKONIbKUX MUKPOH. PeHTreHOBCKUe faHHble BaMnOs+g fo u nocne Tep-
MUYecKoli 06paboTKM NOKa3bIBaloT, HTO 06pasLbl ABNATCA OAHO(DAZHBIMY.

B npouecce oTxura B Bakyyme npu (ha3oBOM Mepexofe M3 MCXOAHOW OpTOpPOM-
6uyeckoii cTpykTypbl PnTa | B opTopombuyeckyto cTpykTypy PnTa Il (puc.1) npoucxoamt
CU/bHOE pa3MesibYyeHne YyacTul, 40 HaHoMaclwTabHoro pasmepa (puc.l): MUHWMabHbI pas-
Mep yacTul, - 4 HM, cpefHuWii pasmep -14 Hwm.

PeHTreHoBckas AUpPakTOMETPUS MOPOLLIKOOOPa3HbIX 00pa3LoB BbIMOMHEHA Ha AU-
thpakTomeTpe SIEMENS D-500 (Cu Ka n Fe Ka usnyyeHue). 3neKTpoOHHO-MUKPOCKONUYec-
Kue uccnefoBaHus 06pasLloB MPOBefeHbl C MOMOLLbIO MPOCBEYMBAIOLLErO 3/1eKTPOHHOrO
Mukpockona JEM 100CX.

Hamu 6bin1 CMHTe3MpoBaH TakxXe ofHO(Ma3sHbIi ob6pasel, baMnO3+a MeTOAOM 30/b-Tefb
npu 850°C (obpaseL, 2) ¢ pom603apuYecKoin CTpyKTypoii (np. rpynna R-3c). YacTuubl no-
powka B 06pa3ue MMelT BbIPaXeHHYH OrpaHKy (puc.2), U Ux cpefHuii pasmep cocTaBnseT
80 HM. da30BbIii Nepexof U3 UCXOLHON pom603apuUecKoii (asbl B hasy PnTa Il He npuBo-
OMUT K pasmenbyeHnto vacTuy,. MpejgnonaraeTcs, YTo Npu TEXHONOTUN CUHTE3a 30/1b-Teflb Me-
TOAOM MepeMeLLnBaHNe BOAHOrO pacTBOpa COMell HATPATOB WUCXOAHbIX MeTannoB WAeT Ha
MOJIEKY/IAPHOM YPOBHe. B pesynbTaTe NOMYyYeHHbIe KpUCTaNbl UMEKOT paBHOBECHOE COCTOS-
HWe U KakK CNeACTBMeE BbIPOXEHHYIO OrpaHKy. B Takoii paBHOBECHOI cucTeMe cpefHuii pas-
Mep yacTuL, Npy (ha3oBoM NpeBspaLLeHnn NPaKTUYecKn He U3MEHSETCA.

Ha pvc.3 nokasaHo pacnpefeneHve yactul no pasmepam ans dasbl PnTa ll, nonyyeH-
HOI 13 06pa3yoB 1 1 2. PacnpeaeneHune noCTPOEHO Ha OCHOBaHMKM 500 M3MepeHUid ANs Kax-
noro obpasua.
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W3 pacnpegeneHns yacTui, No pasMepam cnegyet, u4To npu (asoBom nepexofe U3 06-
pasua 18 PnTall hopMupytoTCa HaHOUACTMLbI, pa3Mep KOTOPbIX HAMHOTO MeHbLLUe, YeM Npun

tha3oBOM nepexoje m3 obpasua 2.

Puc.l.  3neKTpoHHO-MU-
Kpockonuyeckoe n306pa-
XeHue (a) M 3NeKTPOHO-
rpamma (6) OT HaHouacTuL,
baMnO3 (®asa PnTa M).
MUHUMaNBHBIA  pasmep
yacTuy, —4 HM, CcpepHuii
pasvep - 14 Hwm.

Puc.2. 3neKTPOHHO-MUKPOCKOMUYec-
KOe M3006paXKeHNe W 3M1eKTPOHOrpam-
Ma YacTul, baMnOs+5, BbipalLleHHOro
METOZIOM 30/1b - Teflb.

[undpakTorpammsl asel PnTa Il ans gsyx o6pasyos (obpasew 1 n 2) npakTUYecKu
ofjMHaKoBble. B KauecTBe npumepa Ha puc.4 npuBefeHa andpakrorpamma assl Pnrall, no-

NlyyeHHol n3 obpasua 1

PacnpepeneHue 4acTuy no pasmepam

Pasmep yactuy, Hm

20 (degrees)

Puc. 3. PacnpeaeneHvie no pasmepam Yactu, asbl  Puc. 4. PeHTreHoBCKas Audpaktorpamma 06-

TnTal/lgna gByx 0bpasuos pasua 1 nocne Tepmmueckoli 06paboTku (Cu
Kaunsnyuenue). dazaPnTall: a=5,710A; B=
7,712A;c=5,536A.

MockonbKy pa3mepbl yacTul asbl PnTa Il gna gByXx 06pasyoB CyLecTBEHHO OTAMYa-
0TCA, TO LWIMPUHA ANDPaKLMOHHBIX OTPaXKEHWI Ha PeHTreHorpammax aTux ob6pasLoB Takxe
[lO/KHA 3aMeTHO oTAnYaTbea. OfHaKo MONy4YeHHble faHHble COBEPLUEHHO He coBnanu C pe-

3ynbTatamun SﬂeKTPOHHOﬁ MUKpOCKoNuu.

Ha puc.5a npeactaBneH (parMeHT peHTreHorpammbl (asbl PnTa I, nonyyeHHon u3
obpasua 2: aKcnepumeHTanbHas Kpmsas (CMNNOLWWIHAA), paccunTaHHble ANppakLMOHHbIE 0Tpa-
XeHus ana nukos (202), (040), (212) n (230) (NYHKTUPHbIE), WTPUX-NYHKTUPHaA KpuBas -
CyMMapHas pacyeTHas Kp1Bas [/18 3TOro yyacTka AngpakTorpamMmeil.



CnepyeT OTMETUTb XOpOLLEe COBMajileHne 3KCMepuMeHTanbHO N pacyeTHOR cymmap-
HOVi KPMBOM, YTO YKa3blBaeT Ha XOPOLLee PasoXeHne N BO3MOXHOCTb UCMOb30BaHNSA NoNy-
YeHHbIX [JaHHbIX A1 PACYETOB CPeJHEro pasMepa 3epHa uccnegyemMoro obpasua.

CpeHuii pasmepa yacTul, BbIYMCNEHHbIA ANa 3TOW KpmBoW no topmyne Censkosa-
LWeppepa [4], cocTaBnseT 65-100 HM. Takum 06pa3om, 3HauyeHUe CpefHero pasmepa Kpu-
CTanoB, onpejeneHHoe no AUGPaKLUOHHbIM OTPaXEHNUAM, B/IM3KO K JaHHbIM, NMONYyYEHHbIM
MeTogoM MN3M.

Ha puc.56 nokasaH parmMeHT peHTreHorpaMmmel (asbl PnTa 1, nonyyeHHoi n3 obpas-
La 1. aKcnepumeHTanbHas Kpusas (CM/OLLIHAA), pacCuMTaHHble JUPPAKLMOHHbIE OTPaXEHNA
ana nukos (102), (010) m (111) (NyHKTUPHbIE), LUTPUX-NYHKTUPHAA KpWBas - CyMMapHas
pacyeTHas KpuBas Ans 3TOro yyacTka AupaKTorpamMmmbl.

B oTnnume oT pasnoxeHus, NpeAcTaBNeHHOro Ha puc.5a, KOPPEKTHOe onucaHue Au-
(hpaKLMOHHOTO CMeKTpa BO3MOXHO TO/MbKO NPV BBEAEHWUU AOMOMHUTENbHbIX MWKOB, OTBe-
HatoLLMX TEM XKe Yr/I0BbIM MOMOXEHUAM, HO UMEIOLUX APYTYI0 NOAyWUpuHy. 3 nonyyen-
HbIX JaHHbIX CNeflyeT, YTO CTPYKTypa aToro obpasLia ABNAeTCA NONNANCTEPCHON U UMeET 3a-
MeTHOe pacnpefeneHue no pasmepam, YTO MONHOCTbIO COrnacyeTcs C AaHHbIMW pacnpejene-
HMA YacTuL, no pasmepam. [leficTBUTENbHO, B 3TOM 06pasLe 3/1eKTPOHHO-MUKPOCKONMYecKue
[laHHble NOKa3bIBalOT, YTO Ha (OHE MeNKWUX YacTuL, MHOTAa HabNAal0TCA YacTuLbl, pasmep
KOTOpbIX NpeBblwaeTt 300 HM. Bbin oueHeH 06beMHbIM BKnag 500 menkmx yactuy, B o6pasue 1
N0 OTHOLLEHWIO K OAHOW KpynHoii yacTuue (320 u 500 HM), KoTopblil cocTaBun 5% un 1.3%,
COOTBETCTBEHHO. JTO O03HA4YaeT, UTO PEHTrEHOBCKUI MeTOJ B [JaHHOM Cllyyae OTCNexuBsaeT
TONBbKO KPYMHbIE YacTULbI.
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Puc. 5a. ®parmeHT peHTreHorpammbl asbl Pnta  Puc. 56. dparMeHT peHTreHorpammbl  (hasbl
11, nonyyeHHol U3 obpasua 2 Pnma I, nonyyeHHoi n3 obpasua 1

Takum o6pasom, (1) npu dasoBom nepexose B baMnO3+5 MOXHO Nony4vaTb YacTuLbl
HaHoMaclTaba, pasmMep KOTOPbIX HAMHOFO MeHblUe, YeM NPU CUHTE3e MEeTOAOM 30/b-refb;
(2) npu aHanu3e u oLeHKe pa3mepa HaHOYaCcTUL, HEOBXOAMMO YUUTBLIBATb HE TONbKO UX A0
B 06pasLie, HO U 06bEMHbIN BKNag, ANS Yero cnefyeT NpUBNeKaTb KPOMe PEeHTreHOBCKOro Me-
TOAa 9NeKTPOHHO-MUKPOCKOMWUYECKME NCCNEf0BaHMS.

Pa6oTa BbinonHeHa npu nogaep>kke PO®PU, rpaHT 06-02-16535, u Mporpammbl
PAH «KBaHTO0Bas Makpou3nka».
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B/INAHWNE JE®OPMALVOHHOW N TEPMUYECKOW OBPABEOTKM
HA CTPYKTYPY, XUMUUYECKUIN COCTAB 1 CBOMCTBA MAAHOIO
KOMMO3WUTA, 08X14AH4MUE - JIA TYHHbIA UPUHOW - CT3.
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ViccnepoBaHbl BIMAHME CKOPOCTM OXN@XAEHWNA NPU 3aKanke U PeXXUMOB 0TMyCKa Ha ha-
30BblIii cOCTaB, CTPYKTYpY W TBepAocTb cTanm 08X14AHAMAB, cogepxalyein 0,14 mac.% N.
Mocne 3aKankn CTPYKTypa - MapTeHCUTHO-ayCTEHUTHas. [oKas3aHo, 4To OTMYCK B MHTepBane
250 - 400°C NpMBOAUT K CTAPEHUI0 N YMEHbLUEHWNIO 06bEMHO 40N OCTAaTOMHOIO ayCcTeHMTa
(makcumanbHas TBepgocTb HY=5240MMMa HabnopaeTca nocne ornycka 300°C, 30 MUH.),
npu 6onee BbICOKMX TemnepaTypax Habnojaetcs nepectapmsaHue. XonogHas npokarka cra-
nn 08X14AHAMB npuBOAUT K Hakneny 1 o6pa3oBaHNio MapTeHcuTa fedopmauumn. OTNycK
npu Temnepatypax 40 400°C NpuBOANT K NOBbILIEHNIO TBEPAOCTU (MaKcUManbHas TBEPAOCTb
HV=5750 MTMa HabntogaeTca nocne NPoOKaTku ¢ 06l et MCTUHOW norapudmuyeckoit gedop-
mauwueit -0,37 n otnycka 400°C, 30 muH.). Mpu oTnycke 450 - 500°C npoTekaeT obpaTHoe
MapTEHCUTHOE MNpeBpaLleHne, No3TOMY KOAMYECTBO OCTAaTOYHOrO ayCTeHWUTa yBennyuBaercs
N TBEPLOCTb CHUXAETCA.

Malika naTyHHbIM NpunoeM nnactuH ctann 08X14AH4AMABE (1 mm) n CT3 (4 Mm) no-
3BONIAET NONYUYUTb CAOUCTBI MaTepuan. B xofe oxnaxaeHns Ha BO3Ayxe nocne nainku npo-
MNCXOAMT 3aKasika C YaCTUYHbIM caMooTnyckom ctanu 08X14AH4AM/IB.

XonoAHas nNpokaTka CNOMCTOro mMaTepuana BO3MOXHa 40 CymMMapHoro obxartus 20%,
npu 6onbluem 06XXaTun BO3MOXHO paccnoeHune. MNpoYHOCTL MaTepuana C yBenyeHnem cre-
nexHn o6xatnsa o1 0 % Ao 20 % nocne oTnycka 400°C, 30 MUH. Ha MaKCUMasbHYI TBEPAOCTb
ctann 08X14AHAMAB (HV=5900 MIa) nosblwaetcs: o, oT 510 go 640 MIMa, a aog oT 250
no 600 MIMa, a nnacTMyYHOCTb, XOTA U CHMXaeTca ¢ 35 A0 20%, HO OCTaeTcs Ha JOBO/ILHO
BbICOKOM YPOBHE.

MeTOf0M PeHTreHOCNeKTPasbHOro MUKpOaHanusa uccnefoBaHbl AnddY3NOHHbIE NPO-
Lieccbl, NPOTEKalolme B NPUNOe 1 NPUNErallmx K HeMy 30Hax cTanei, BO BPems Naiku un
oTnycka. XXeneso pacTtBopseTcs B XWAKOW natyHu npu 1000°C B KonuyectBe 6-7 mac.% 1
nocne KpucTanimsaumm npunos octaeTcs B aTom cnoe. MNpu Temneparype 1000°C pacTeopu-
MOCTb XpOMa B XWAKON NaTyHW COCTaBAseT A0NW MPOLEHTa, MO3ITOMY ero KOHUEeHTpauus B
npunoe Hesenuka. OfHaKoO pacnnas CAYXWT MNyTeM TPaHCMNOPTUMPOBKW XpoMa W3 CTann
08X14AHAM[B B NOBEPXHOCTHLIN CMOW YrNepoANCTON CTanw.
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