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(54) CIIOCOB ITOJIVUJEHU A MATHUTOTBEPJOT'O MATEPUAIJIA Sm,M 7N,

(57) Pedepar:
N306pereHne OTHOCUTCS K 0OJIACTH TOTyUSHHS
MarHUTOTBEPIbIX MATEPHAJIOB, KOTOPHIE MOTYT OBITh

UCII0JIB30BaHBI B JIEKTPOTEXHUKE u
MaIIMHOCTPOECHHUH. IIpeanoxeHHslt  crocod
MOJTyYeHUs MAarHUTOTBEPIOTO COEMHEHUS

SmyM 7N, MO3BOJISIET YBEIWYUTH KOIPLUUTUBHYIO
cuty (H,) u temnepatypy Kropu (T.) xoHeuHOTrO

MPOYKTA, YTO SABJISETCS TEXHUUECKUM PE3yIbTaTOM
n3obperennsa. Crocod 3aKIIFOYAETCS B TTO3TAITHOM
CMEIUBaHUU MMOPOIIKOB Kenesa,
HUTpHUI000pa3yromux smeMeHToB (HOD), Taknx kak
Ti, Nb, Mo, 1 camapus Ju1st 00pa30BaHUs COSIUHEHHS,
Hanpumep, Sm2F€16Ti, Sm2F616'5Nb0_25Ti0'25,

SmyFe ;g sMog 5. Ha mepsom stane nopouku xene3a

Crp.: 1

Y OJTHOTO WJIM ABYX HUTPUIOOOPA3YIOIIHX IIEMEHTOB
Ti, Nb, Mo cMemuBarT, IIOCIE YEero CMeCh
MOABEPraroT MEXAHWYECKOMY JIETHPOBAHHUIO B
WHEpTHOM aTMmocdepe 0e3 colepkaHUS BIIard B
TeueHue 3-5 4acoB, HA BTOPOM 3Talle IOJIy4YEeHHbIN
TBepblil pacTBop xene3a 1 HOD cmemmsaror ¢
MTOPOIIKOM CaMapusi ¥ IOJIyUYEHHYIO MEXaHUUECKYIO
CMECh MOJBEPTaAIOT MEXaHUIECKOMY JIETHPOBAHUIO
B PEAKTOPE C MHEPTHOI aTMochepoit 6e3 coaeprkaHus
BIaru B TeueHue 7-20 wyacoB. Bo Bpems
MEXaHWYECKOT' O JIETUPOBAHUS PEAKTOP MPOAYBAIOT
CMechblo aMmmMaka 1 Bogoponaa NHj - 85-95% u H -

5-15% ny1st a30TUPOBaHUS CO CKOPOCThIO 0,5-5 JI/MUH.
B xadectBe wWHEpTHOM aTMocCpepbl MOXKHO
WCIIOJIb30BATh apTOH, rejiui v T.11. 1 Tal.
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(54) METHOD FOR PRODUCTION OF HARD-MAGNETIC MATERIAL Sm,M;7Ny

(57) Abstract:

FIELD: technological processes.

SUBSTANCE: invention relates to production of
magnetically hard materials, which can be used in
electrical engineering and machine building. Method
involves staged mixing the powders of iron, nitride-
creating elements (NCE), such as Ti, Nb, Mo, and
samarium to form a compound, for example,
Sm2F616Ti, Sm2F€16'5Nb0_25, Sm2F616'5M00.5. At the

first stage the powders of iron and one or two nitride-
creating elements Ti, Nb, Mo are mixed, then the
mixture is subjected to mechanical alloying in an inert
atmosphere without moisture content during 3-5 hours,
at the second stage the obtained solid solution of iron
and NCE is mixed with the powder of samarium and

Crp.: 2

the obtained mechanical mixture is subjected to
mechanical alloying in the reactor with an inert
atmosphere without moisture content during 7-20 hours.
During the mechanical alloying the reactor is blown
with a mixture of ammonia and hydrogen NH; - 85-95

% and H, - 5-15 % for nitriding at the rate of 0.5-5 I/

min. As the inert atmosphere argon, helium, etc. may
be used.

EFFECT: proposed method of producing a hard-
magnetic compound of Smy,M;;N, increases the

coercitive force (H,) and Curie temperature (T,) of the

end product, which is the technical result of the
invention.
1cl, 1tbl
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N306peTenre oTHOCUTCS K 00JIaCTH MTOJIYYEHHUSI MATHUTOTBEPAbIX MATEpUAIOB, KOTOPbIE
UCIOJIB3YIOTCS B 3JIEKTPOTEXHUKE U MAILTMHOCTPOEHHHU.
N3BecteH criocob nmonyueHust nopomkoB SmyFe 7N, -a-Fe [Ito M., Yoshioka H, Majima

K., Katsuyama S., Nagai H. Sm,Fe;7N,+a-Fe anisotropic composite powders prepared by Sm
evaporation and mechanical grinding in NH3 // Scripta materialia. - 2002. - T. 46. - Ne. 10. - c.
695-698]. Crioco6 3aKI049a€eTCs B IOIyYEHUU MaCTep-CIuIaBa Smyj gFegs » MHIYKIUMOHHOM

IUIABKOM, €r0 MOCIEAYIOIIUM U3MEIbUEHHUEM [0 JTOCTHXKEHUS pa3zMepa yacTtul ot 45 1o 150
MKM, €ro MOCIeAYIOUIEH TEpMUYECKOM 00paboTKOM OT 1 10 5 4acoB B BaKyyMHOU €YU IPU
temneparype 1273 K, ero nocieayronmm U3MEIbYEHUEM B IAPOBOM MEIBHULE B TEYEHUE 5
4yacoB B aTMoc(epe aMmMHuaka rpu aaBieHun 8§ aTMocdep, ero nmociaeayonmm a30THPOBAHUEM
B Toke N, ipu Temriepatype 723 K B Teuenue 6 yacoB. HemocraTky: HEBO3MOKHO NOJTYUYNUTh

comepxkanue azora 13 aT. %, 4TO NPUBOIUT K HU3KOW KOIpUMTUBHOM cuie (H,).

N3BecTeH criocod moinyyeHusi MAarHUTHOTO MaTeprajla Ha OCHOBE CUCTEMBI 3JIEMEHTOB
Sm-Fe-N. [US ITatent Ne5288339 A]. Crioco6 BKIIIOYAET MOJTyUYEHUE MaTeprala ¢
MEJIKOKPUCTAIUIMUECKON CTPYKTYPOH, COACPKAIIETO MHTEPMETAIIMUECKYIo a3y SmyFeq7,

MEXaHUYECKUM JIETUPOBAHUEM U3 3JIEMEHTAPHBIX MOPOIIKOB Sm U Fe, TepMudecKyo
00paboOTKy MOJIyYEeHHOT'O MaTepualia U ABYXCTAAMHHOE a30TUPOBAHUE JJISI TOJTYUECHHUSI
MarHUTHOT'O MaTepuaia Ha OCHOBE CUCTEMBI 3JIeMeHTOB Sm-Fe-N ¢ MarHuToTBEpa0ii ha3oil.
Pentrenoga3oBblit aHAIN3 MOPOIIKA, TOJYYEHHOTO MOCIIE MEXAHUUECKOT' O JIETUPOBaHUs,
MoKa3aJl HAIMYKE o-Kesie3a U aMopdHol cocTapisitonieit. Tepmudeckast 00pab0oTKa MOPOIIIKa,
MOJIY4EHHOTO MEXaHUYECKMM JIETUPOBaHUEM B auarazoHe temiepatyp oT 650 1o 800°C u
MpU JIMTEIbHOCTH OT 10 MUHYT A0 1 yaca K KpUcCTaUIM3aluy aMop(GHONM COCTaBIISIIOLIEH U
(hOPMUPOBAHUIO MATHUTOMSTKOI (ha3el SmyFe 7. A30THpOBaHKE MOTyYEHHOTO MaTeprana

IIPOBOJMIM B JBe ctaauu. Ha nepsom stane azotuposanue nposoauiu ot 10 no 1000 yacos
B nuana3one temnepatyp ot 300 o 400°C. Ha BTopowM artare - mpu Temiiepatype 500°C B
TeueHue 16 yacoB. biarogaps AByXcTaguitHOMY POLECCY a30TUPOBAHUS TTOJTYUUIIN
ctabunbHbIl HUTpUA. HenocraTku: mpouecc a30TUpOBaHUs TPOXOIUT B JIBE CTA/INH;
HEBO3MOXHO IOJIYYUTh COAepKaHue a30Ta 13 aT. %, 4TO HE O3BOJISET IMOJIYUYUTh BBICOKYIO
KOJPLUUTUBHYIO CUITY.

B kauectBe mpoToTHIIA BRIOpAH CIOCOO MOJIyYeHHUs] MATHUTOTBEPIOTO MaTepuaia
Sm,Fe 7N, [RU matent Ne2531393]. Crioco6 3akiItouaeTcsi B CMEIIMBAHUU UCXOTHBIX

IIOPOIIKOBBIX KOMIIOHEHTOB Sm ¥ Fe ¥ MX MEXaHOAKTUBALMU B BBICOKO3HEPTIOHAIIPSKEHHON
BUOpOMENTBHMIIE B TeUeHHE 2-3 4acoB. MeXxaHOAKTUBAIUIO IIPOBOISIT B MHEPTHOM aTMOc(hepe
0e3 comeprkanus Biaru. Jlanee B peakTop BBOAST aMMHUAK U BOJIOPOJI B cOOTHOIIeHnH NH3
- 85-95% v H2 - 5-15% v ipogoIkatoT MPOLECC MEXAHOAKTUBALIMH €I1IE B TEUCHUE 5-7 4aCOB.
ITocne yero B peakTop BBOJSIT BBICOKOMOJIEKYJISIPHOE COEIMHEHNE MTOJIMMETUIIMETAKPUIIAT
B KOJIMYECTBE 2-4% OT MacCChl UCXOHON MOPOIIKOBOM CMECH U ITPOJOIIKAIOT
MexaHoakTuBaluio eie 10-15 munyT. B kauecTBe uHEPTHOM aTMOC(hEPHI MOKHO UCIIOIB30BATh
AProH, TENUN U T.II.

Henocratku: Hu3kas remnepatypa Kiopu, 4To NpuBOIMT K HU3KOM CTAOMIIBHOCTH CBONCTB
IIpY MOBBILIEHHON TeMIIEpaTypeE.

3amayert siBsieTCs pa3paboTka crocoda MmoayuyeHus MArHUTOTBEPIOTO MaTeprana
SmyM 7Ny, ¢ yBenmnueHHbIMU KO3puuTUBHOM cuitoit (H.), Temneparypoii Kropu (T,).

Jns perenust 3a/1a4u MpeayIoKeH Coco0 MOJIydYeHUs] MATHUTOTBEPIOTO COeTMHEHUS
SmyM7N,, r1e M - KOMIIO3UIMS JKeJIe3a U OJHOTO UM HECKOJIBKUX HUTPHUI000pA3YIONINX

a5ieMeHTOB. Coco0 3aKIII0YaeTCs B MOITAIIHOM CMEIIIMBAHUHU IMOPOHIKOB KCJIC34,

Crp.: 3
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HUTpUI000pa3zyomux 3nemeHToB (HOD), Takux kak Ti, Nb, Mo, u camapusi 1y1st 00pa3oBaHuUs
coeauHeHus1, HanpuMep, SmyFe ¢Ti, SmyFe g 5sNbg 25T 25, SmyFe g sMog 5.

Ha nepBom sTarne nopoIiku xxejie3a u OJJHOTO UK JIBYX HUTPUI000pa3yIOIIUX 2JIEMEHTOB
Ti, Nb, Mo cMmeruBaroT, TaKUM 00pa3oM, 4YTO Ha oJHY yacTb aroMoB HOD npuxoautcs 16
wii 33 yactelt aTOMOB xkeiie3a - Fe g Ti, Fejg sNbg »5Tig 25, Fe1g 5sMoq 5. Mexannueckyro cMech

MOJIBEPratoT MEXaHUYECKOMY JIETUPOBAHUIO, HAIIPUMED, B BBICOKOIHEPTOHAMPSIKEHHOMN
BUOpPOMETIbHUILE B UHEPTHOM aTMocdepe 0e3 coJiepkaHus BiIaru B TeueHue 3-5 yacos. Ha
BTOPOM 3Talle MMOJIyYEHHbIN TBEPAbIA pacTBop *kene3a u HOD cMmemmBaoT ¢ mopoimKom
camapus. [1orydyeHHYI0 MEXaHUYECKYIO CMECh TOBTOPHO MOJABEPratoT MEXaHUUECKOMY
JIETUPOBAHUIO B PEaKTOPE C UHEPTHOM aTMochepott 6e3 cojiepkaHust Biaru B Teuenue 7-20
yacoB. Bo BpemMs MeXaHMYECKOT O JIETMPOBAHUS PEAKTOP MPOAYBAIOT CMEChIO aMMHUAKa U
Bonopoaa NHj - 85-95% u Hj - 5-15% nns azotupoBanusi co ckopoctbto 0,5-5 n/muH. B

KauyecTBE UHEPTHOM aTMOC(hepbl MOXKHO UCIIONIb30BaTh APrOH, TeJINi U T.I1.

[TosTanHoe cMelMBaHWe MPUBOIUT K TOMY, UTO a30T u3-3a Hanuuust HOD nyuiie
MIPOHUKAET B KPUCTAJUIMUECKYIO PEIIETKY MaTepuasa, 4TO MPUBOIUT K €€ PACIIUPEHUIO
(YyBeIMYeHUE TapaMeTpa PEHIeTKH), UTO MPUBOJUT K YBEITUUCHUIO KOIPIUTUBHOMN CUITBI.
ITpenBapuTenbHOE OTyY€HUE TBEPAOTO PACTBOPA KeJe3a U HUTPUA000PA3YIOIIUX JIIEMEHTOB
MO3BOJISAET U30ekaTh 0Opa30BaHUS HUTPUIOB 3TUX 3ieMeHTOB. Hamuuue HOD snemenToB
MPUBOAUT K yBEIMYEHUIO TeMIlepaTypbl Kiopu, 4TO MO3BOJISET UCTIOIB30BATh MATEPUAIT ITPU
MOBBIIIIEHHBIX TeMriepaTypax. [IpoyBka peakTopa CMEChIO aMMHUaKa U BOJAOPOJa B
cooTHoIeHur NHj3 - 85-95% u H - 5-15% 103B0IsI€T MHTEHCUBHEE IPOBOIUTH A30TUPOBAHUE.

B pe3ynbTare NOBBIIIEHUS JABICHHUS B PEAKTOPE BO BPEMSI MEXaHUYECKOTO JIETUPOBAHUS
peakuus No+3H,<2NH; cMeniaercs B CTOpOHY 00pa30BaHUs aMMHaKa 1o IpuHUMIy Jle

[ITaTense.

[Tpu BpeMeHr MEXaHUUECKOTO JIETUPOBAHUSI MEHEE 3 HACOB HE ITPOUCXOAUT PACTBOPEHHUS
HOD B xkene3e. [IpoBoauTh MeXxaHUYECKOE JIErMPOBaHUE OOJIee 5 4aCOB HELEIECO00Pa3HO,
T.K. IPOLECC PACTBOPEHUS TPOXOIUT ITOJHOCTHIO. I [p BpeMeHn MEXaHUYECKOT O JIETUPOBAHUS
MEHee 7 4aCOB HE IPOUCXOAUT PACTBOPEHUSI caMapus B TBEpIOM pacTtBope xene3a ¢ HOD.
ITpoBOIMTE MexaHnWYecKoOe JierupoBaHue 0osee 20 yacoB Heleaecoodpas3Ho, T.K. MPOLECC
PAaCTBOPEHUS TPOUCXOAUT MOJTHOCTHIO.

ITpu ckopoctu mpoayBku meHee 0,5 JI/MUH peaKkysi B3aUMOIEHCTBHS a30Ta C TOPOLIKOBOM
CMECBHIO MPOUCXOJIUT HE MTOJTHOCTHIO, MPOBOAUTH MPOAYBKY CO CKOPOCTHIO OoJiee 5 JI/MUH
HeLeIecoo0pa3Ho M0 IKOHOMUUECKUM COOOPAKEHUSIM: IIPOUCXO/IUT HE MTOTHOE Pa3I0KEeHUEe
aMMHaKa.

ITopormmox xene3a (95,051 macc. %) CMEIIMBAIOT € IMTOPOIIKOM MoJinOaeHa (4,949 macc.
%). IloBepraroT MEXaHUYECKOMY JIETUPOBAHHUIO B MEJIBHUIIE B TEUEHUE 5 YACOB B UHEPTHOMN
atMocdepe 0e3 cogepkanus Biaru. O6pasyercst TBEp/bIli paCTBOP MOJIMO/IEHA B JKeje3e.
[TosrydeHHBIN TBEpBI PACTBOP MOIMOCHA B JKEJI€3€¢ CMEIIMBAIOT C CAMapHeM IS
00pa3oBaHus coequHeHus SmyFe ;¢ sMog 5. [ToBTOpsAIOT MexaHuuecKkoe JIerMpoBaHKE B

MeJIbHUIIE TBEPJIOTO PACTBOPA XKelle3a U MOJIMOJIeHa ¢ camapueM 7 yacoB. Bo Bpemst
MEXaHUYECKOI'0 JIErMpOBaHus IpoaysBaeM peakrtop cMecbio NH3-90% u Hy-10% nuis

a30TUPOBAHUS CO CKOPOCTHIO 5 JI/MMH (CM. TAOITILY).

Crp.: 4



10

5

20

25

30

35

40

45

RU 2596166 C1

Tabnuta |
Ne Bpeus CROPOCTE TIPOTYBKH CooTHOWeHNE Copepmanne asoa, H
l'lfl_'l CanepixanHe 3MeMeRTa, aT. %4 MEXAHHYECKOT O TN ! NH/HZ, % T, % ! rc_A:‘;n T, *C
NETHPOBAHUA, 4
Sm | Fe Ti Mo [ Nb | Mm' [ M2
1 7 0.5 8515 772 1998 470
2 10.53 | 8684 | 263 0 0 3 15 1 515 8.70 2091 550
3 20 .5 95/5 7.09 1075 490
3 10.53 | 34.2] 0 5.26 4 3 7 3 5575 790 7319 540
5 15 1 S0/ 10 6.17 1476 459
3 10.53 | 84.21 0 0 5.26 4 7 5 0710 540 2373 295
7 1053 | 84.21 | 2.63 0 2.3 4 7 3 HY10 6.85 2070 538
8 10.53 | 8421 | 2.3 2.03 0 4 7 5 9010 13.52 2989 570
9 10.53 | 84.21 0 2.3 203 5 7 3 9010 574 1937 528

1 — BpeMs MEXAHHUSCKOrD NeTHPORAHMS HA NepBOM 3Tane
2 — ppeMa MexaHHJeCcKOro NerHpoBaHHA HA BTOPOM 3Tane
3a cueT HUTPUA0O0OPA3YIOIIMX 3JIEMEHTOB YAAJIOCh JOCTUTHYTh BBICOKOT'O COJIEPKAHUS
azota J10 13,52 at. %, 4To npuBesio K yBenuueHuro temnepatypsl Kiopu no 570°C,
koapimTruBHOM critbl H. 10 2500-3000 kA/M B MAaTHUTOTBEPIOM Matepuaie SmyM 7Ny,

dopmyiia n306peTeHNs
Crnioco6 nostyueHust MarHUTOTBEpAOro MaTepuaia SmyM 7Ny, 3aKiIouaromuics B

MO3TAITHOM CMEIIIMBAHUU XKeJe3a U camapusi, UX 00paboTke B MHEpTHOM aTMocdepe 0e3
COJIp>KaHUs BJIArH, [T a30TUPOBAHUS PEAKTOP MPOAYBAIOT CMEChIO aMMHaKa U BOAOPOa
B cooTHomeHnr NHj - 85-95% u H, - 5-15%, otimuarommiics TeM, 4TO Ha IIEPBOM JTaIle

KEJIe30 CMELIMBAIOT C OHUM WUJIM IBYMSI HUTPUI000pA3yIOMMU 35ieMeHTaMu Mo, Ti, Nb,
MIPOBOJAT MEXAHUUECKOE JIETUPOBAHHUE MOJIyYEHHON MEXaHUYECKOM cMecH 3-5 4acoB, mociie
Yero Ha BTOPOM JTalle CMECh CMEIIUBAIOT C CAMAPUEM, IIOBTOPSIOT MEXAHUUECKOE
jerupoBanue 7-20 4acos, IIPU 3TOM INPOJYBKY OCYLUECTBIISIOT IIOCTOSHHO CO CKOPOCTBIO
0,5-5 n/MuH.
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