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BOJEHbD SIK TEXHOJIOI'TYHE CEPEJOBUIIE 1JIS1 ®OPMYBAHHA
HAHOCTPYKTYPH Y ®EPOMATI'HETHHUX Sm-Co CIIJTABAX

1 1. BYJIUK, B. B. IAHACIOK

@izuko-mexaHiqHuli iHcmumym im. I". B. Kapnenka HAH YkpaiHu, Jlbeie

[Monano ornsa pe3ysbTaTiB 3aCTOCYBaHHS PI3HUX CIIOCO0IB BOAHEBOro 00pobiIeHHs pepo-
MarHeTHUX MarepiaiiB Ha ocHOBI crionyku SmCos, o6 chopMyBaTH B HUX aHI30TPOITHY
HAHOCTPYKTYpY, 30KpeMa, MEXaHOXIMIYHUI TOMell, TepMiuHe OOpoOIsAHHS cruiaBiB (Tid-
pYBaHHS, TUCIIPOIIOPIIIOHYBaHHsI, fecopOyBaHHs1, pekoMOinyBanus — ['JI/IP) y BoxHi, mo-
ennanns nomeny ta ['JIJIP. Iloka3ano, mo, 3acrocoBytouu I'JIJ[P, Mo>xHa oTpumaTu crja-
BH i3 dazamu SmCos, Sm,Coy; 1 Sm,Co; 3 po3mipamu 3epen 60...110 nm 3 MarHeTHO-0/1-
Ho(azHow noBexainkoro. [licas nomeny ta I'JIIP oxepkaHo aHI30TPOIHI MOPOLIKHU 3 PO3-
MipoM 3epeH MikpocTpykTypu 40...75 nm i koepuutiBHOW cuiow Oinbme 40 kOe. s
(opMyBaHHS MIKPOCTPYKTYpH (pepOMarHeTHUX CIUIABiB 3 HaWBUILMUMH JUCIIEPCHICTIO Ta
MarHeTHHMH XapaKTEePUCTUKAMHU 3aIlpONOHOBAHO KOMOIHOBaHHWH croci® oOpoOiieHHs —
nomen y BoaHi i II/IP. ExciepuMeHTanbHO MiATBEPAKEHO, 0 chopMyBaTH aHI30TPOMii
y CIJIaBax MOXKHA JUCIIPOIOPIIIOHYBAHHIM i PEKOMOIHYBaHHSM 332 YMOB, IO MICIs JUC-
[IPOINIOPLIOHYBAHHS € 3JIUIIKU OCHOBHOI (pa3u CILIABY.

KuouoBi cioBa: camapiti-kobanemosi cniagu;, HAHOCMPYKMypa, 600He8i MeXHON02l;
AHI30Mponis, (hazoei nepemeoprosants, OUCHPONOPYIOHYBAHHS-DEKOMOIHYEAHHSL.

3arajbHa XapakTepucTuka npoodaemu. depoMarHeTHI MaTepialli HA OCHOBI
CTIIONYK PIJKICHO3EMEIBHUX Ta MepexigHux MertaniB, 30kpema NdFe;4B, SmCos i
Sm,Co,7, IMHUPOKO BUKOPUCTOBYIOTH JJIsI BUTOTOBJICHHS CTaJMX MAarHeTiB, 60 iM mputa-
MaHHI BUCOKI TeMnepatypa Kropi, mose aHiz3oTpormii Ta 3aIMIIKoBa HaMarHe4eHicTs [1].

OnvH 13 TepCHEKTUBHUX CIIOCO0IB MOJIMIIICHHS MAarHETHUX BIIACTUBOCTEH CTAIMX
MAarHeTiB — HAaHOCTPYKTypyBaHHs. Taka imes BUHUKIIA HA OCHOBI €KCIEPHUMEHTATBHUX
Ta TEOPETHUYHUX PEe3yNbTaTiB. 3okpema, y 1989 p., BUBUatoUM MarHeTHiI BIACTHUBOCTI
MIBUJIKOOXOJIO/DKeHUX BodasHux ciutaBiB Nd,Fe 4B—Fe;B 3 BucokoaucmnepcHoo Mik-
POCTPYKTYpOIO, BCTAHOBHIIM CYTT€EBE IiIBUIICHHS 3aIHIIKOBOI HAMarHEUCHOCT] Ta -
TOMOI MarHeTHOi eHeprii [2], mo 3iHII[iIOBAJI0O TEOPETUYHI MOCTIKEHHS 3aKOHOMIp-
HOCTEH MarHETHO{ B3a€MOJIi] y CHCTeMax 3 HAHOCTPYKTYPOBaHMMH MarHETOM SIKOIO Ta
MarHeToTBepAoI0 (azaMu (HaHOKOMIO3HMTHI Matepiann) [3]. [lokazaHo, O HAHOKOM-
MO3UTHI MarHeT! MOBUHHI BOJIOJITH MiJBUILEHOIO MUTOMOIO MarHeTHOIO eHepriero. Ta-
Kuid eeKT 3yMOBJICHWI OOMIHHOIO B3a€EMOJIE€I0 BHUCOKOJUCIIEPCHUX OIHOJIOMEHHHUX
3epeH MarHeTOTBEpJoi Ta MarHeToM’skoi ¢a3 (inter-phase exchange coupling). Ile y
CBOIO YEpPry Jajio IMITyJbC Y PO3BUTKY HOBOTO HAMpPsSMKY Marepiano3HaBcTBa (hepo-
MarHeTHUX MarepialliB — HAHOKOMIIO3UTHI MarHeTH [4].

HaiimommpeHimmiMr MeToaMu HaHOCTPYKTYPYBaHHS MAarHETHHUX MarepialiB €
BUJTUBAHHS PO3TOILICHOTO CILIABY Ha MiTHHI BOMOOXOJO/DKYBaHUH OapabaH, skuit ooep-
TA€THCST; CHHTE3 Y MEXaHIYHMX MJIMHAX; KPUCTATI3allis TapiB KOMIIOHEHTIB CIIJIaBY TOLIIO.

3MIHIOIOYH TapaMeTpy BWJIMBAHHS 1 OXOJIOJUKYBaHHS, MIiHSIOTH (Da30BO-CTPYK-
TYpHHH CTaH MaTepialiB BiJi KPUCTATIYHOTO Yepe3 HAHOKPUCTATIYHUHA 10 aMOp(HOro.
3okpeMa, y criaBi Ha ocHOBI crioinyku Nd,Fe 4B orpumytoTs HagpiGHi 3epHa 3 po3Mi-
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pamu MeHuie 30 nm, 3a0e3Meuyodyr BUCOKY KOEpUUTHBHY CHily. OJHAK BUTOTOBJIEHI 3
TaKOTO TIOPOIIKY MarHeTH i30TPOIHI, a OTXKE, MAlOTh HU3bKI 3aJMIIKOBY iHAYKIIIO Ta
MarHeTHy eHeprito [5, 6].

[HmM#i nommpeHunit cnocidé oTpuMaTH MarHeTHI MaTepiaid Y HAaHOKPUCTAIIYHOMY
CTaHi — MeXaHOXiMiuHMi CHHTe3 a60 IOMeN CIUIABIB B iHepTHiit atMocdepi [7, 8]. Horo
3aCTOCOBYIOTB 1 JIO TIOPOIIKOBOI CYMIllli KOMIIOHEHTIB CIUIaBy (MEXaHIYHHHA CHHTE3), i
JI0 JUTUX CIUIaBiB (aMopdizalis Ta mojaiblia peKpucTaiizauis), Hanpukiaa, Sm—Co,
SmFeTi, SmCoFe, SmyFe 7N, ¢, SmyFe4Ga;C,. Bei MaTepianu micist momeny i30Tpor-
Hi. Po3mipu kpuctanitiB 10...50 nm. ['0JIOBHOIO IPUYUHOIO, SIKa CTPUMYE BIPOBAIKCH-
HS Y BUPOOHHIITBO MAarHeTIB 13 HAHOPO3MIPHOKO CTPYKTYPOIO, € BIICYTHICTh CIIOCOOIB
(hopMyBaHHA aHI30TPONHOI CTPYKTYPH (TEKCTYPH).

Hafikpamux pe3ynbTariB y TEKCTypyBaHHI HAHOCTPYKTYPHHX MAarHeTiB Ha OCHOBI
cwtaBiB Nd-Fe—B nmocsirmm y nmaGopatopii marHeriB yHiBepcutery Jletitona (CIIIA)
nig kepiBHuITBOM Ipod. C. JIbto (S. Liu, University of Dayton Magnetics Laboratory).
Le#t cnocid 0XOIUTIOE OTPUMAaHHSI 3aTOTOBKM MarHeTa 3 MOBHO TycTHHO Tipu 725°C 3
MOAATBIINM BUTHCKAaHHSIM (EKCTpY3i€ro) il pH 3a1aHii Temieparypi. MakcuManbHa -
TOMa MarHeTHa €Hepris BUTOTOBIEHUX MarHeriB craHoBuTh S0 MGOe [9], mo € Bce-Ta-
KU HIDKYC 3HAUCHHS, NTepei0aueHOro TEOPETHYHO. Y BT (hi3UKH Ta acTpOHOMIl ame-
pukancekoro yHiBepcutery JlemaBap (G. C. Hadjipanayis, Department of Physics and
Astronomy, University of Delaware, USA) ninx kepiBHumrsoM npod. Jx. Xamkinanai-
ca iHTEHCHBHO JIOCTiKyroTh [10, 11] Metonu ¢opMyBaHHS TEKCTypu B camapiif-ko-
0abTOBHX MarHerax, OJHaK, MOKH 1110 0e3 TIO3UTUBHUX pe3yibTaTiB [12].

Bimomo, 1o uist oOpoOIISIHHS CTaTMX MarHeTiB Ha OCHOBI PIAKICHO3EMEIBHUX Me-
TaJiB 3aCTOCOBYIOTh BOJICHb, OCKIJIbKM BiH 3MiHIOE (ha30BO-CTPYKTYPHHU CTaH MaTe-
piaiB i momimnirye iX BmacTUBOCTi. OHUM 13 MOMKUPEHUX TPOIIECIB BOJHEBOTO 00p00-
JICHHS € T1IpYBaHHs, TUCIPONOPLIOHYBaHH, JecopOyBanHs, pexomoOinyBanus (['1/1P)
[13]. TAAP 3acTocOBYIOTH Wil 4Yac BHPOOHHUIITBA BUCOKOKOCPIIUTUBHHUX IOPOIIKIB
Nd,Fe 4B [14]. 3ayBaxumo, mo ['I/IP mae nBa eranu. Ha nepmomy riapua intepme-
Taniay abo iHTepMeTaiiaHa (haza y BOAHI po3MalaeThes (JUCTIPOIMOPIIIOHYE) HA KUTbKa
pizHuX ¢a3, a Ha JPYroMy — y BaKyyMi 3 IUX KiNbKOX (a3 YTBOPIOETbCA (PEKOMOIHYE)
BHUXIJIHA 31 3MiHEHOIO0 MOPQOJIOTi€r0, 30Kpema 3i 3apidHeHnME 110 ~0,3 um 3epHamu [15].
OpHaK JUIs TMOJIMITYBAaHHS BIACTHBOCTEH MAarHeTiB BAKJIMBO OTPUMATH HAHOCTPYKTY-
py [3]. Taki mepcrieKTUBH iCHYIOTb.

3o0kpema, 3a pesyibTataMu gociiukeHb [16], micns [JIJIP mikpocTpykTypa ¢a3
JlaBeca nupkoHito (ZrCr,) 3apiOHIOETBCA A0 po3MipiB 3epeH ~50 nm. JocmimkeHo [17—
19] ocobmuBocti I'JI/IP y cmimaBax Ha OCHOBI TEPMOJHUHAMIYHO TPHBKUX CIIOJIYK
SmCos i Sm;Coy7 3 BUKOPUCTaHHIM BOJHIO il BHCOKHM THCKOM Ta MOMEINY Y BOIHI.
BcranosieHo (hopMyBaHHS HaHOCTPYKTYPH 3 PO3MIPOM 3€peH ~25 nm Ta MOMIIIICHHS
MarHeTHuX BiactuBoctelt. [linTBepmxeno [20—-22] okpeMi pe3ysbTaT, OTPUMaHI paHi-
e [16, 17]. Takum yuHOM, 37piOHIOBaHHS CTPYKTYpPHU MatepialliB — OJHH 13 BaXKIIMBUX
HacIiaKiB (ha30BUX nepeTBopeHs mif yac I'JI/IP.

Icnye piznoBun ['JIJIP, micns skoro y ciiaBax, 30KpeMa Ha OCHOBI JIeTalbHO BH-
BUYCHOTO OarathMa gociigHukamu inTepMmetaniay Nd,Fe4B [13], dopmyeTbes anizo-
TPOITHA BUCOKOAMCIIEPCHA CTPYKTYpa. Lle BUKOPUCTOBYIOTH JJIsi BUTOTOBJICHHS BHCO-
KOKOEPIUTHUBHHUX MOPOIIKIB IuX MatepiamiB [23]. OqHak HeMae OJHO3HAYHOTO PO3Y-
MiHHS MEXaHi3My BHHHKHEHHs aHizoTpomii micis ['JIJIP. Ha ocHOBI ekcniepuMeHTa b-
HHUX JaHUX BUCYHYTO KilbKa MpUIyIIeHs [13], 30kpeMa, Taki. Ilicist qucnponopiiony-
BaHHS Y CIUIaBi € 3aiuInku BuxigHoi ¢asu Nd,Fe4B. Ha erami pexomOiHyBaHHS Ha
HUX TMOYHHAETHCS PEKPUCTANTI3AIIS, Yepe3 MO PeKOMOIHOBaHHH CIDIaB aHI30TPOITHUI.
Inmma Bepcist IPYHTYETBCS Ha MPUIYIICHH], Mo 6opup 3amiza Fe,B, skuit € mpoaykrom
JHCIIPOTIOPIIIOHYBAHHS, CTBOPIOE YMOBH JUIs HaIpaBJICHOI pekpucTamizamii ¢gepomar-
HETHOI (a3u mij yac pekomOinyBaHHA. Ille ogHa rimoTe3a moOynoBaHa Ha CKCIIEpH-
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MEHTAJBHUX JaHUX MPO MIKPOCTPYKTYPY AUCIPONOPILIOHOBAHOTO CIUIABY, B SIKIl MpH-
CyTHI BoslokHa Tigpuay Heoqumy (NdH,) i 3amiza (Fe), ki, 3riiHO 3 IPUITyIIEHHAM, 3a-
JAf0Th YMOBH HAIPaBICHOI peKpucTamizamii. /J[Ba OCTaHHI TIyMadeHHS MEXaHi3MY
dhopmyBanns anizorpomnii micis ['JIJIP Ge3mocepenHbo MoB’si3aHi 31 CIIaBaMU CUCTEMU
piaKicHO3eMeNbHUN MeTan—3amni30—00p (HasBHICTH Oopumy 3aniza Fe,B, BomokoHHOI
MIKpPOCTPYKTYPH JAUCTPOTIOPIIIOHOBaHOTO cIiiaBy). OqHak anizorpormis micas [JIP e i
B IHIIMX CIUJIaBax, 30kpema, y (azax 3i ctpykryporo tumy CaCus cucremu La—Ni—Co
[24]. To6to I'I/IP — BaskIMBUil iIHCTPYMEHT KEpyBaHHS MIKPOCTPYKTYPOIO Pi3HHUX Ma-
TepialliB Ha OCHOBI CITOJIYK TiIPHIOTBIPHUX METAIB.

Y ®MI im. I'. B. Kapnenka HAH Ykpainu BUKOHaHO cepiro BUIIPOO, mob po3po-
6utu meronu (popMyBaHHS aHI30TPOMHOI HAHOKPUCTAIIYHOI CTPYKTYpPH y camapiii-Ko-
0abTOBHX CILIaBaX, sKi 0a3yrOThCs Ha IHIIIHOBaHWX BOJHEM (Pa30BUX IMEPETBOPIOBAH-
HSX, 30KpeMa Ha JUCIPOIIOPIIIOHYBaHHI Ta peKOMOIHYBaHHI. B OCHOBY €KCIIEpHMEHTIB
MOKJIAZICHO Te3y MPO Te, IO aHi30Tporist BUHKKae, skiio ['JIJIP 3xailficHeHo 3a yMOB, KoJn
TiCIISl AUCTIPONOPLIIOHYBAHHS € 3aJIMIIKH BUXinHOI (a3u. Lle moBeneHo min yac BUIIPoO
npoMuciioBoro epomarneTaoro criaBy KC37 Ha ocHoBi crionyku SmCos [25, 26].

Sk BimOMO, MUCTIPOTIOPIIIOHYBAHHS y BOJAHI CIUIABIB, SIKi MICTSTh T1APUAOTBIpHI
MeTad, MO>Ke TIPOTIKATH Mij Yac iX HarpiBaHHs abo momeny y BoaHi [17-19, 27]. TAJP
peatizyBaiy JBOMa BUINE3TaIaHUMH [IUIIXaMH, a TaK0X moeaHyo4n momen ta ['JIJIP.

Metoauka gociigxenb. Bupuanmu npomuciosuii cra KC37 Ha ocHOBI crony-
ku SmCos, BUTOTUICHHH B 1HAYKIIHHIN meui. MeTonuka BUIIPOO MONATalia OCh Y YOMY.
CraB HarpiBajid y BOJHI JI0 IIEBHOT TEMIIEpATypH, 3a sIKOi MPOTIKA€ TiApyBaHHS, JHC-
nponopiionysanns (I'). KonarpomoBamu I'JZIP 3a momomororo audepeHiiaabHoro
TepMiuHoro aHamizy (JITA) Ta BUMiprOBaHHS PiBHSA BaKyyMy B Kamepi IiJ 4ac Jecop-
OyBanHs, pexoMOinyBanHs (P) [28]. LIBuakicTs HarpiBaHHs y BOJAHI Ta BaKyyMi
5°C/min, IBUAKICTH OXOJOAKYBAHHS HE KOHTPOIIOBAIHM (1Y 3HIMANHU 3 KaMepH, KaMme-
Py OXOJIOJKYBalK Ha ToBiTpi). Pa30Bi MEPETBOPIOBAHHS y BOIHI MUISXOM MEXaHOXi-
MIYHOI B3a€MOJIII pealtizyBajy IIOMEJIOM CIDIaBY Y BOJAHI B OTHOKAMEPHOMY ILIaHETap-
HoMy mutnHi (Pulverisette-6). Kamepa 1 kyni Ui momeny BHUTOTOBIICHI 3 HEp)KaBHOI
crani. Yactora obeprannas kamepu MimHa 100...600 rpm, TpUBATIICTH TOMEITY BiIT 5 min
no 24 h. CmiBBimHOmEHHS Mac KyJabok 1 cmuiaBy 30:1. Kamepy BakyymyBaiu [0
(1 ...5)-1072 Pa i mogaBanu BOJEHB 70 3a7aHOTO THUCKY. Hacu4eHmii BOJHEM CIUIaB MO-
JIONM TiJT TUCKOM (TUCK abcomoTHUi) 1o 0,9 MPa. TToporiok BUBaHTaKyBaJIU 13 Kame-
pH B iHepTHOMY OOKCi (Ar).

Ocob6nmBocTi B3aemozii Ta gasoBux neperBopensb y cucremi KC37-H, nocmimxy-
BaJIM 32 YMOB 36uyatinozo ta coaio I'JJJAP [16]. [TouaTkoBHii TUCK BOIHIO y KaMepi —
o 1,1 MPa, naiiBuma temmeparypa 950°C. PeHTreHiBCbKHE (a3oBuid anamiz (PDA)
BUKOHYBAJIM 3a Au(pakTorpamMaMu, 3HITUMH Ha qudpaktomerpi JPOH-2.0 (FeK,-Bu-
npomiHtoBaHHs). Da3u imeHTH(iIKYBamu 3a gomomoror nporpamu PowderCell [29].
[Ipr npoMy MOPIBHIOBAIM EKCIEPHUMEHTANBHI OU(paKTOrpaMu 3 TUPpPaKTOrpaMaMu
YUCTUX METaliB, OIHAPHUX CIONYK Ta iX rixpumis. Ilepioan KpucTamidHUX IpaTokK (a3
BHU3Ha4anu 3a nporpamoro FullProf [30]. [ns aHamizy TEKCTypH TOTYBaJM CyMilll TO-
POIIKY 3 EMOKCHAHUM KiieeM. [IOpOIIOK CIDIaBy IMepeMillyBaid 3 KJICEM, OTPUMAaHy
NacTy 3aJUBAIM Y UWIIHAPUYHY GopMy 3 JiaMeTpoM 8 mm, BUCOTOIO 1 mm, momiria-
JM y MarHeTHe ToJie 1 BUTPUMYBAIIM JI0 3aTBEepAiHHsA Kiero. [lapamerp TekcTypu 00-
YUCITIOBAJIN, BHKOPUCTOBYIOUHM nakeT mporpam CSD [31, 32].

MIiKpOCTpYKTYypYy BUBUYAIM Ha €JIEKTPOHHOMY CKaHiBHOMY Mikpockomri JSM-6490 ¢ip-
mu JEOL 3 eHeproaucnepciiiaum pertreHiBebkiM criektpomerpoM INCA ENERGY 350.
3pa3kd Majau BUIJISI KYCKIB CIIaBY 3 pO3MipaMH B KiJIbKa MUTIMETPIB Ta MOPONIKIB.
Kycku crutaBy 3anuBanu criasoM Byzaa B 060iimi 3 HepkaBHOI cTasi, HUTiQyBaiH 1 mo-
JpyBaJM ManepoM 3 pi3HOIO JUCIEPCHICTIO abpas3uBy. s TOCTIKEHHS MIKpPOCTPYK-
TYPH YaCTHHOK ITOPOIIKY 3pa3Ké TOTyBalH Tak. [lopomIok Marepiaixy mepeMinryBaiu 3
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enexrpornpoBigauM 1ementoM (Leit C, Fluka [33]), oTpuMaHy macTy HaHOCHUJIM Ha Me-
TaJIeBYy CiTKy (HEp»aBHA CTalb) i Cymmmiad. BucymeHy macTy monipyBajli aJMa3HUMH
mactaMu. MaTepiajan BUBYAIN y TONTiPOBAaHOMY Ta TPaBICHOMY CTaHaX. [l TpaBieH-
HS BUKOPHUCTOBYBaIM HiTad — cymiml 2,5 Tta 5 vol.% a30THOi KHCIOTH 3 €TUJIOBUM
cuptoM. TpuBanicts npotecy Bif 2 a0 240 s.

MarHeTHi1 XapakTepUCTHKH OJIEpYKAHHUX IMOPOIIKIB CIUIaBy MIpsUTH Ha YCTaHOBII
PPMS-9 (SQUID, USA). Ilopowiok, 1y Opi€eHTYBaHHS (TE€KCTYypyBaHHs), 3aJIMBaIH
PO3TOIUIEHUM HapadiHOM y JaTyHHIH Kamcyisi i BUTPUMYBalIU Y MarHETHOMY IIOJIi JI0
3aCTUTaHHSA Tapadiny.

PesynbTaTn gociigkenb. 3 aHanizy (HazoBoro ckiiagay MpoAyKTiB B3a€EMOJIIi mMpo-
MUCJIOBOTO CaMapiii-koO0aIbTOBOTO CIUIaBY Ha OCHOBI crioiykd SmCos, OTpUMaHHX
micns ['J] mumssxom momeny Tipuay CIUIaBy Y BOJAHI B IUIAHETAPHOMY MIIMHI BCTaHOB-
JICHO TaKe.

Tpusanicmev nomeny. 3i 301IBIICHHAM TPUBAJIOCTI MOMEIY 3pOCTAIOTh MEXaHi4Hi
Hanpy»XeHHs, 3ApiOHEHHS MiKpoCcTpykTypu ¢azu SmCos, aMop(di3yeThCsl JOMILIKOBA
(aza (SmCoj3). 3a HaliBUIIIOT YacTOTH 0OEPTAHHS KaMepH MJIMHA roMed jJoBire 20 min
MPU3BOJUTH 70 amMopdizallii crjasy.

Tuck 600nro. THCK BOIHIO TiJ Yac TOMETYy BHOWpPAIH TakK: CIUIAB 3 HACHYCHUM
rigpuaom cnoiayku SmCos (B-rigpun) (tuck Boguwo 0,9 MPa); i3 cymimiio o-TBepao-
ro po34rHy BOAHIO y ciuiaBi SmCos Ta B-dasu rimpuny (SmCosHg z5<<3) (THCK BOIHIO
0,35 MPa); i3 o-TBepANM po3urHOM BojHIO ¥ SmCos (THck Bogxio 0,2 MPa). Breprue
BCTAHOBJICHO, III0 ITOMEN HACHYEHOTO Tiapuay craBy SmCos 3 4acTOTor0 oOepTaHHs
KaMepu IlaHeTapHoro miuHa 600 rpm NpU3BOAMTH 1O MEPETBOPEHHS BUXIAHUX (a3
craBy (SmCos 1 SmCos) y cunbHO HampyxkeHy ¢azy Sm,Coy; 1 Co. Ilicnsa 3HmKeHHS
KOHIICHTpAIlii BOAHIO 10 PiBHS, KO CIUIaB MIiCTHTh CYMIIl Ol-TBEPIOTO PO3UMNHY BOJHIO
y SmCos Ta B-das3u rigpuny (SmCosHgs<x<3), Ga30Buil cknag NpoOgyKTiB 3aJICKUTh
BiJl TPHBAJIOCTI MEXaHOXIMIYHOT B3aEMOIi. 3a TpuBajocTi momeny Big 24 h 1o 30 min
cepel MPOAYKTIB BUSABIEHO K0OaibT Ta pazy SmCos y peHTreHoaMoppHOMY CTaHi, 3a
KOpPOTKOTpHUBaOi B3aeMoii (5...20 min) — cunbHO HampyxeHy ¢azy SmCos. 3a pe-
3yneTatoM POA mpoaykTH mepeTBOpeHHsI JOMIIIKOBOI (a3 CIIaBy HE ieHTH(IKOBa-
Ho. Cepell MPOIYKTIB MOMENY CIUIABY, SIKHH MIiCTHTB JIMIIE O-TBEPAHUN PO3YHH BOIHIO
y SmCos, 3acdikcoBaHo rimpun SmH, ta amopdny dazy SmCos.

Yacmoma obepmanns kamepu mauna. BctaHOBIICHO, 10 31 3pOCTAHHIM YaCTOTH
obepranHs kamepu MirHA Bix HaitHmk4o1 (100 rpm) go HaiiBumoi (600 rpm) cTymiHb
nectpykiii ocHoBHOI SmCos Ta momimkoBoi SmCo; (a3 3MiHI€ThCS Mo-pi3HOMY. 30-
Kpema, 301IbIIYIOThCS HallpYKeHHA B 0CHOBHIM (a3i SmCos, a TaKkoX CTYIIHB ii JecT-
pykiii. JlomimkoBa ¢asa 3a HaHHIKYI0T YaCTOTH 00EPTaHHS IEPETBOPIOETHCS Y T1IPUA
SmH; Ta HeiHAEeHTH(IKOBaHI TPOAYKTH.

3nebinp [IP crinaBy micis MeXaHOXIMIYHOT B3a€EMOJIT 3aBepIIYETbCA PEKpUCTa-
mizamiero ¢pepomarHetHoi ¢azu SmCos Ta yTBOPEHHSM HEBEIMKOI KUIBKOCTI (hasu
Sm,Co;7. Kpim Toro, 3a nanumu POA, criaB 4acTKOBO OKHCHIOETHCS.

3a pe3ynbTaTaMy PeHTTCHIBCHKOTO OIIHIOBAHHS TEKCTYPH IOPOIIKY CIUIABY MIiCIIS
MIOMeJTy B MIIMHI y BOJIHI 3 Pi3HOIO YaCTOTOI0 00epTaHHS KaMepH MIIMHA, BaXKIUBY POJIb
y 11 30epekeHHi Bigirpae TpUBaIicTh IoMeNy. TeKCTypoBaHUH TTOPOIIOK (DOPMY€ETHCS Y
BChOMY JOCIIJDKCHOMY Jiarna3oHi 4acTotd obepranHs kamepu mimHa (100...600 rpm;
puc. la, xpusa /). TpuBajicte nomeny A0 “pyHHyBaHHA TEKCTypU MOPOIIKY 3pOCTA€E
31 3HMXKCHHSAM YacTOTH oOepTaHHS KaMmepu mMinHa. Skmio 3a yactotu 600 rpm TeKcTy-
pa BIICYTHS BXe MMicJIsl MOMeNy JoBiie 5 min, To 3a 100 rpm i 3adikcoBaHO HABITH TIiC-
7151 moMeny BrpoJoBx 1 h.

Texctypa TepmiuHO 00po0OIIeHOTO Y BakyyMmi nopomiky criaBy KC37 cyTreBo 3a-
JISKUTH Bl 9acTOTH OOEpTaHHS KaMepH MIIMHA Tix vac momeny (puc. la, kpuBa 2).
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[ OTpUMaHHS TEKCTYPOBAHOTO TOPOIIKY IMIIIXOM MOMEN—Biamai HeOOXiTHO 3aCTo-
coByBaTH yacToTu He Buie 400 rpm. HaiiBumia TekcTypa B mopoikax, TepMooopoodite-
aux mpu 700...800°C (puc. 15).

n i n
@ % ®
03 0,15
0,2 - 0,10 1— - o
) —
— .———_______-___,--'”
0,1 -
/ 0,05
14 y—4 4
0 | 0,00 +———
100 200 300 400 500 v,rpm 700 750 80O 850 900 T, °C

Puc. 1. Binus yactotn obepranHs kaMepu MiMHA v (@) micis nomeny (/) Ta BAKyyMHOTO
Bignany (2) ta remneparypu Binnany (b) Ha mapametp TekctypH 1 ciiaBy KC37;
JUISL 130TPOIHOTrO IMOPOUIKY 72 = 1; JuIs aHi30TponHOro — n—0.

Fig. 1. Effects of rotation speed, v, (@) after milling (/) and vacuum heating (2),
and annealing temperature (b) on texture parameter, n, of KC37 alloy;
for isotropic powder n = 1; for anisotropic powder n—0.

BoaneBum 06po6eHHsM ciutaBy KC37 1uissxoM momeny Ta TepMIYHOTO BiJIaTIO-
BaHHS MO>KHA JIOCSITTH BHCOKOI KpHCTaIorpadiuyHoi TEKCTypH, OIHaK, MaTHETHI XapaK-
TEPUCTUKU HU3BKI. SIK CBIMYUTH MIKPOCTPYKTYPHHUIN aHaNi3, OJHIEI0 3 MPUYUH ILOTO €
HETOMOTCHHICTh CIUIABIB, SKI MAlOTh MOPU Ta HEOJHOPIAHY 3a PO3MIpaMU 3epPCH MiK-
POCTPYKTYPY.

Pezyromamu oopoonenns cnaagy KC37 wnaxom I'/I/IP. Binomo, mo uepes Bu-
COKY TepMOJMHAMIUHy CTaOUIbHICTh camapili-KoOanbTOBUX CIUIABIB Ui iX 0OpoOKH
meToaoM I'JIJIP HeoOXiMHI BUCOKI THCKY BOJHIO. J[Jsl 3HMDKEHHS THCKY BOJHIO ITiJ] 9ac
'] ons Takux MaTepiajiiB BUKOPHCTAHO IHINUH acmeKT (pa30BHX MEPETBOPEHb. THCK
3HHKEHO /10 PIBHS, KOJHM peakilisl AUCIPONOPLIOHYBAaHHS BXKe MPOTIKae, xo4a i Mo-
BimbHO. Temmeparypy (640°C) B3aeMomii 3a1aHO BHINE TEMIIEPATypH IiKa Ha KpUBIH
JTA [34], axuii Gikcye mOYaToK JUCTIPOIOpIlionyBaHHs (pepomarnetHoi a3 SmCos.
TpuBanicte (a30BUX NEPETBOPEHb 30UNBLICHO HACTUIBKH, 100 BOHM 3aBEPILUIINCS
ITOBHICTIO. BCTaHOBIIEHO, IO THCK PHy= 0,5...0,6 MPa TepMoOIWHAMIYHO JOCTaTHi

JUIS TACTIPOTIOPIIIOHYBaHHS, & TPUBATICTh Tporiecy T = 2...5 h — As 3aBepIIeHHs i€l
peaxiiii. Tak BCTAaHOBJIGHO ONTHMAIIBHI (JIJ1s1 IPAKTHYHOTO 3aCTOCYBaHHS) YMOBH pealli-
3amii '/l y crutaBi Ha ocHOBI SMCos U1 HOro 0OpoOIeHHS METOIOM TUCTIPOTIOPIIIOHY-
BaHHSA-peKOMOiHyBaHHA (puc. 2). 32 0JJHAKOBOT TPUBAJIOCTI B3a€MO/II1 3 MiABUILICHHSAM
THUCKY BOJHIO 3pOCTa€ CTYMiHb quctpornopiiionyBanss pazu SmCos.

dazoBmii CKIan CIUIaBYy 3aJCXKHUThH BiJl TEMIEpaTypH peKOMOiHyBaHHS (pHc. 3).
Haii6inemoro Bmicty ¢gepomaraernoi ¢asu SmCos mocsiraioTb HOro pekoMOiHyBaH-
HsaM nipu Temnepatypi Buine 800°C (puc. 3, kpuBa /). MarHeTHi BIacTUBOCTI CIUIaBY
3anexxats Bij Bumy ['JI/IP oOpobneHHs — 36unatine 9u coid, a TAaKOXK NapaMeTpiB HOro
peamizauii (puc. 4). ko criaB 06po0iIeHo y BOJHI 3 JOTPUMaHHAM BUMOT i Gop-
MYBaHHsI aHI30TpoIIii, TOOTO Ha eTami AUCTIIPONOPLIOHYBaHHS € 3anuimku Gazu SmCos
(puc. 5a), To TIOPOIIOK MarHeTHO aHI30TPOIHUH 31 cTymeHeM aHizorporii Bumie 0,8
(puc. 4 1 puc. 5b, ¢). HaliBuini MaraeTHi XapakTepUCTHKH MArOTh CIUIaBH, 0OpOOJICHI Y
BOAHI MeToaoM cotio I'JIJIP.
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¢, vol. %

500 600 700 80O 900 T, °C
Puc. 2. Fig. 2. Puc. 3. Fig. 3.

Puc. 2. 3anexHnicts KinbkocTi ¢ Gpazu SmCos y nmpoaykrax B3aemonii criaBy KC37 3 Bognem
3a ymoB I'J] npu Temnepatypi 640°C Big THCKY p Ta TPUBAIOCTI B3a€MOAII 7.
Fig. 2. SmCos phase quantity c in interaction products of KC37 alloy with hydrogen during HD
at 640°C vs hydrogen pressure p and reaction time ¢.

Puc. 3. 3anexnicts npupoau ta BMicty ¢ ¢a3 ciiaBy KC37 Bin Temneparypu pekoMOiHyBaHHS:

1 —SmCos; 2 — SmCos; 3 — Sm,Co;q; 4 — Co; 5 — SmHo,,.
Fig. 3. Phase content of the KC37 alloy and their quantity ¢ vs recombination temperature:

1 —SmCos; 2 — SmCos; 3 — Sm,Co;7; 4 — Co; 5 — SmH,.,.
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Puc. 4. Fig. 4. Puc. 5. Fig. 5.

Puc. 4. 3anexHicTb MarHeTHuX Xapakrepuctuk cimnaBy KC37 Bin Buny I'’I/IP Ta napamerpis
00pobnenHs y BoaHi (36uuatine I'1JIP: 11 2 — tuck BonHto 0,6 MPa, TpuBaicts peakiii
g yac aucnpornopuionysanHs 2 i 5 h BianosinHo; conio UIJIP: 3 1 4 — tuck BogHio 0,6

i 1,1 MPa, TpuBasicTh peakuii i1 4ac JUCTIPONOPIIiOHYBaHHS S i 2 h BiANOBiAHO;
CBITJIi CTOBIUUKY — H; 3amuTpuxoBaHi — M, / M).

Fig. 4. KC37 alloy magnetic properties vs HDDR kind and process parameters; conventional HDDR:
1 and 2 — hydrogen pressure was 0.6 MPa, interaction time of disproportionation was 2 and 5 h
accordingly; (solid HDDR: 3 and 4 — hydrogen pressure was 0.6 and 1.1 MPa, interaction time

of disproportionation was 5 and 2 h accordingly; light bars — H,; shaded bars — M,/ M,).

Puc. 5. udpaxrorpama crapy KC37 micist qucnponopiuionyBaHHs (a) Ta peKOMOIHYBaHHS,
3HsITa HA 130TPOIMTHOMY MOPOUIKY (b) Ta HAa OPIEHTOBAHOMY Y MarHeTHOMY M0JIi (¢):
Oo- SmHz, 0- SmC05; o - CO, < Sm2C07; [ Sm2C017.

Fig. 5. X-ray diffraction patterns of KC37 alloy after disproportionation (@) and recombination,
measured on random powder (b) and on oriented under magnetic field (c):
O — SmH,; O — SmCos; ® — Co; % — Sm,Co;; ¢ — Sm,Co.

MarseTHa TIeTJIs TICTePEe3nCy CIuTaBy, o0pobsieHoro MetoaoM conid I'JIJIP, Taka,
SIK MaTtepiany 3 OJHI€I0 MarHETHOIO (a3010, X04a BiH CKIAJA€EThCS 3 TPHOX (epomar-
HeTHHX (a3 (puc. 6). Taka MarHeTHa MOBeMiHKA O0aratogaszHoro CIjiaBy MOXKIINBA, K-
o0 BiH HaHOCTpyKTypoBaHUi. CrpaBai, MIKPOCTPYKTYPHUMH IOCIHIIKCHHSIMH BUSB-
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neHo, mo micns coaio I'JJIP cinaB ckinamgaeThest 3 BUIOBXKEHUX (IIMPUHOIO JI0 ~5 [Um)
obmacteit mBOX THIIB (puc. 7a). Po3mip 3epeH y TemHO-cipii obmacti (cymim (a3
SmCos Ta Sm,Co;7) 60...100 nm (puc. 7b), a dhaza Sm,Co; (cBiTIIO-Cipa 007aCTh) Mae
3epHa 3 po3mipom 70...110 nm (puc. 7¢).

=11}
Puc. 6. Iletns ricrepe3nucy HOpoOIIKy E |
crutaBy KC37 micns conio TAJIP. = —__ __,....//
Fig. 6. Magnetic hysteresis loop of KC37 alloy 20 / /
after solid HDDR. 0
TakuM 4UHOM, CIIPaBAKYETHCS TEOpE- 220 / /
TUYHO TIPOTHO30BaHUH [2] BUCHOBOK, 1110 Y / /
HaHOCTPYKTYpOBaHUX (hepoMarHeTHUX Ma- R —
Tepiajax icHye OOMiHHA B3aEMOIiS MK  _g()
OJTHOJTIOMEHHUMH KpucTamiTamu. KpiMm TO- -30000 -10000 0 10000  H,Oe

TO, MATBEPIXKCHO CKCTICPUMEHTAIBHI JIiTE-
paTypHi gaHi mpo Te, MO0 MDK3EpEeHHA OOMIHHA B3a€MOJIS BHHHUKAE, SKIIO PO3MIpH
KPHCTAJITIB NEPEBHIIYIOTh BEPXHIO MEXY HaH000acTi, ToOTO Ol 100 nm.
Hoeonanunua nomeny y 60o0ni ma I'JI/IP. JlucnponiopiiioHyBaHHS iHTEpMETaIi/IiB
Ta CIUIABIB Y BOIHI, K BiIOMO, PO3IIOUYNHAETHCS HAa MEXAaX 1 MOIIUPIOETHCS BIIIHO 3¢-
peH, TOOTO y MiCIIX 3 BEIMKOIO KUTBKICTIO JeeKTiB KpucTalmiuyHol cTpyKTypH. Takox
BiZIOMO, 0 BHACIHIZIOK MEXAaHIYHOTO IOMENY Y CTPYKTYypi MarepialiB yTBOPIOIOTHCS
nedekty Ta iHmI a3y, a TAKOXK CHOCTepiraeTses mepexin B amopdHmid ctaH. Lli qBa
acIeKTH — 0COOIMBOCTI iHINilOBaHUX BOJHEM (Da30BHUX IEPETBOPIOBAHb TA YTBOPEHHS
JedeKTiB y TBepIUX TiJax IiJ 9ac MEXaHIYHOTO MOMENTy — BUKOPHCTAHO JUI po3po0-
JICHHSI KOMOIHOBaHOTO BOJIHEBOTO CIIOCOOY 3/pIOHEHHS MIiKPOCTPYKTYpH (hepoMarHeT-
HUX MaTepialiB, 00 JOCATTH BUCOKNX MarHETHHX XapaKTEPHCTHK.

10kV  X40,000 0.5um 0396 1040 SEI

Puc. 7. Mikpoctpykrypa craBy KC37
micist conio I'JIJIP: a — 3aranbHuii BUTIIA,
b, ¢ — TeMHO-cipa Ta CBITIIO-Cipa obnacTi
300pakeHHsI Ha puc. 7a.

Fig. 7. Microstructure of KC37 alloy
after solid HDDR: a — the common view;
b, ¢ — dark grey and light gray regions
in Fig. 7a.

10kV  X40,000 0.5pm 0396 1040 SEI .

3a manumu POA (puc. 8), Bci etarm ['JI/IP y MeneHoMy criaBi peani3oBaHO 3a
YMOB, HeoOXimHUX st popMyBaHH: aHi3oTporil. [Ticist B3aemomnii 3 BOJHEM CIUIaB AHWC-
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IIPONOPLIIOHYBAB (pUC. 8a), ane HeBenuKa KimbKicTh (Gazu SmCos 3amummnacs (puc. 8b).
PexomOiHOBaHMIt criaB cKiIagaeThes 3 pepomaraeTHoi a3 SmCos Ta CIifiB MPOLyK-
TiB IUCTIPONIOPIIOHYBaHHS (pHC. 8c), a IOr0 MOPOIIOK TeKCTYpyeThes (puc. 8d).

12000 {73 v 12000 1 5 o

2000{@[ |o 8000{© o g
_. 4000 1 A A x 2 o] L4000 o}l R | U Rle 0o

= . = 2o

“so0f®7 |, | 30001 @ -

ol |G ie] B8 . o]
30 40 50 20(FeK,), grad 30 40 50 20(FeK,,), grad

Puc. 8. ludpakrorpamu menenoro cmnay KC37 micist qucnponopuionyBaHHs (a, b)
Ta peKoMOiHyBaHHS (¢, d), 3HATI Ha JOBUIBHO HACHIIAHOMY MOPOIIKY (a, ¢)
i opienToBaHOMY B MaruetHomy o (b, d); O — SmH,; O — SmCos; @ — Co.

Fig. 8. X-ray diffraction (XRD) patterns of KC37 alloy after disproportionation (a, b)
and recombination (¢, d), XRD patterns measured on random powders (a, ¢)
and on oriented in magnetic field (b, d); O — SmH,; O — SmCos; @ — Co.

[Ticnst koMOIHOBaHOTO BOJHEBOTO OOPOOJICHHS y CIUIaBi POPMYETHCS HAHOCTPYK-
Typa (puc. 9a). Posmipu 3epen pepomarnetnoi ¢azu SmCos pisai 40...75 nm. O0po6-
JICHUH Tak CIUIAB BHUSBUB BHCOKI MarHEeTHI XapaKTCPHCTHKH, 30KpeMa KOCpPIIUTHBHA
cwia nepesuinyBaia 40 kOe (puc. 9b).

OTxe, KOMOIHOBaHHH CITOCIO BOAHEBOTO 0OpOOIECHHS MepcreKTHBHUH Wi (op-
MYBaHHS aHI30TPOIHOI HAHOPO3MIPHOI CTPYKTYPU Y (PepOMArHETHUX CILIaBaX 3i CIIO-
JYK PiAKICHO3EMENBHUX 1 IEPEXiTHUX METaiB.

2 M, emu/g
1
®

™
\
™~
h

-90000 -30000 0 30000 H, Oe

Puc. 9. Mikpoctpykrypa (@) Ta netis ricrepesucy (b) crutaBy KC37 micis nomeny ta I'JIJIP.
Fig. 9. Microstructure (a) and hysteresis loop (b) of KC37 alloy after milling and HDDR.

BUCHOBKH

Ha ocHoBi iHimif0OBaHUX BOXHEM (Pa30BHX HEPETBOPIOBAHB BIIEPIIEC PO3POOICHO
cnoci® (opMyBaHHs aHI30TPOITHOI HAHOCTPYKTYPH y CIUIAaBaX HA OCHOBI cromyku SmCos
IIJISIXOM PETYJIIOBaHHS JUCIPOIOPILIOHYBAHHIM Ta PeKOMOIHYBaHHSAM TaK, 100 Micis
IUCTIPOTIOPIIIOHYBaHH y CIUIABI IIe 3aJIMIIaNacs JacTka BUXigHol ¢asu [25, 26]. Ilo-
Ka3aHo, 10 HAWAMCIEPCHINIOT MIKPOCTPYKTYpPHU Ta HaBUIUX MarHETHUX XapaKTEpUC-
THK nopomuikiB ciutaBy KC37 MoxHA 10CATTH, OeARYI0UH 1ToMen y Boaxi ta ['JIJIP.

PE3FOME. TlpexacraBiieH 0030p pe3yJibTaTOB IPUMEHEHHS pa3HbIX CIIOCOOOB BOJOPOIHOM
00paboTKH peppoOMarHUTHBIX MaTepHaoOB Ha OCHOBe coenuHeHuss SmCos 11t popMupoBaHus B
HUX QHHU30TPOMHOW HAHOCTPYKTYPBI: MEXaHOXMMHYECKHH TIOMOJ, TepMHuecKas 00paboTka
(ruppupoBaHue, TUCIIPONOPLMOHUPOBaHKE, AecopOuus, pexkomObunanus — ['JIJIP) B Bogopoxe,
coBMeliieHue momouia B Bogopoae u I'JIJIP. ITokazano, uro nmocne I'JI/IP crutaBel cocrosr u3 ¢a3
SmCos, Sm,Coy; u Sm,Co; ¢ pazmepamu 3epeH 60...110 nm ¢ MarHuTo-01HO(a3HBIMU CBOICT-
Bamu. [locne momomna u I'JIJ[P momy4eHb aHU30TPONHBIE TTOPOIIKA C Pa3MEPOM 3epeH MHUKPO-
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cTpykTyphl 40...75 nm u xospuutuBHOil cunoit Gonee 40 kOe. Jnsa popmMupoBaHUS MHKPO-
CTPYKTYpbI (peppPOMArHUTHBIX CIIABOB C HAUBHICIIEH JHUCTIEPCHOCTHIO M MAKCHMAIbHBIMH Mar-
HUTHBIMH XapaKTE€PUCTUKAMU MPEAI0KEH KOMOMHUPOBAHHBINA c110co6 06paboTKU: TOMOI B BO-
nopoze u ['JIJIP. DkcriepuMeHTaIbHO MOATBEPKICHO, YTO C(HOPMHUPOBATH AHU30TPOMHIO B (ep-
POMArHUTHBIX CIUIaBaX MOXHO IIyT€M AUCIPONOPLIHOHUPOBAHHMS U PEKOMOMHUPOBAHMS IIPU
YCIIOBHH, YTO TOCTIE JUCIPOIIOPIHOHNPOBAHIUS €CTh OCTATKH OCHOBHOM (ha3bl CILIaBa.

SUMMARY. The review of the results using different types of hydrogen treatment of
SmCos based ferromagnetic materials for formation of anisotropic nanostructure, namely, me-
chanochemical milling, thermal treatment (hydrogenation, disproportionation, desorption, re-
combination — HDDR) in hydrogen, a combination of milling in hydrogen and HDDR is given.
It is shown that after HDDR KC37 alloy contains SmCos, Sm,Co;; and Sm,Co; phases with
grain size in the range of 60...100 nm and single-phase magnetic behavior. The anisotropic pow-
der with grain size of the microstructure in the range of 40...75 nm and coercivity up to 40 kOe
was obtained after milling in hydrogen and HDDR. Combined milling of alloys in hydrogen and
HDDR treatment is proposed for formation of the ferromagnetic alloy powders with the finest
microstructure and the highest magnetic properties. It was confirmed by experiment that forma-
tion of anisotropy in the ferromagnetic alloys by disproportionation and recombination is pos-
sible when disproportionation is not complete.
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