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N306perenne MoXeT OBITH UCIIOIB30BAHO MPH

TIOJIyUCHHHU MAarauTOTBEPAbIX MaTepualioB,
HCIIOJIb3YEMBIX B QJICKTPOTCXHUKE n
MalllMHOCTPOCHUH. Crnocob MOJIYyUCHUA

MAarHUTOTBEPIOro MaTepuana SmyFe 7N, Bxitouaer

CMEIIMBaHWE TopomkoB Sm U Fe, wux
MEXaHOAaKTUBALMIO U ITOCIIEAYIOIIEEe A30TUPOBAHUE.
CHauaja  NOpPOBOAAT  MEXaHOAKTUBALMIO B
BBICOKOOHEPTrOHAIIPSKEHHOW MEIBHUIIE B UHEPTHOMN
atMmocgepe 0e3 cojiepKaHusl BJIard B TeueHue 2-3
yacoB. JlJIs a30TUPOBAHUS B PEAKTOP MEJIbHUILBI
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BBOJIT aMMHaK U BOLOPOX B cooTHoleHud NHj -
85-95%, H, - 5-15% nu

MEXaHOAKTUBAIMIO B TedeHuWe 5-7 yacoB. Ilocne
9TOTO BBOJSIT BBICOKOMOJIEKYJISIPHOE COEIUHEHHE
nomuMeTunMetakpuiaaT (IIMMA) B KolmuyecTBe 2-
4% oOT Macchl MCXOAHOWM MOPOILIKOBOH CMeCH U
IIPOJOJIKAIOT poLece MexaHoakTuBauui eme 10-15
MuHYT. MI300peTeHne mo3BosieT COKPATUTh BPeMsI
MOJy4YeHUsT MAarHUTOTBEPIOTO MaTepuaja |
YBEJIMUUTH €0 KOIPIMTUBHYIO CHITy. 1 TabJI.
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(54) METHOD OF OBTAINING SOLID MAGNESIUM MATERIAL Sm,Fe 7Ny

(57) Abstract:

FIELD: chemistry.

SUBSTANCE: method of obtaining the solid
magnesium material SmyFe 7N, includes mixing Sm

and Fe powders, their mechanical activation and the
following nitration. First, mechanical activation in a
high-energy-voltage grinder is carried out in the inert
atmosphere without content of moisture for 2-3 hours.
For nitration in the grinder reactor introduced is
ammonia and hydrogen in a ratio of NH3 - 85-95%, H,
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- 5-15% and mechanical activation is continued for 5-7
hours. After that, a highly-molecular compound
polymethylmetacrylate (PMMA) is introduced in a
quantity of 2-4% of the weight of the initial powder
mixture and the process of mechanical activation is
continued for than 10-15 minutes.

EFFECT: invention makes it possible to reduce the
time of obtaining the solid magnesium material and
increase its coercive force.
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N3006peTeHre 0THOCUTCS K 00J1aCTH TTOTYYEHUS] MATHUTOTBEPABIX MATEPUAIIOB,
UCIOJIb3YEMBIX B 3JIEKTPOTEXHUKE U MALLIMHOCTPOEHUH.

M3BecTeH criocob momyyeHruss MarHUTOTBEPIOTO MaTepuaja [Magnetic properties of Sm-
Fe(T1)-C(N)/a-Fe alloys prepared by mechanical alloying, J. Phys. D: Appl. Phys. 36 (2003) 375-
379]. Ilopotku yucToThl 99,9% Sm, Ti, Fe u rpadut unctoTsl 99,7% cMemMBarOT B pa3IUYHbIE
KOMITO3MILIMY, 3aIIeYaThIBAIOT UX B aTMOC(hepe aproHa B WIMHAPUYECKHE OAHKH U3 3aKaJICHHOM
CTaJIM. 3aKaJeHHbIE CTAJIbHBIE IIAPUKU UMEIOT 1UameTp 12 MMm. Pa3MoJ1 BBIIOTHAIOT B
BBICOKOHEPT€TUUECKOM IAPOBOM MENIbHUIIE B TeUeHUE S 4. Jlaiee mOpOIIKY OTXKUTAIOT IPU
1123 K u 30 MyH B BaKyyMHOI1 Tequ. A30THPOBAHUE IPOBOIST Cpa3y IMOCIIE OTKUTA B TCUCHHUE
5 yacos nipu Temneparype 673 K. HenocraTku: JIMTENBHOCT U MHOTOOTIEPALIMOHHOCTD
npouecca MoJjly4eHuss MarHuToTBeporo marepuana. CoaepkaHue a3ota MaTepuana
MMOHWKEHHOE, B pe3yJIbTaTe MOIy4YaeTcs MOPOIIOK, pa3MePbl KOTOPOTO HEBO3MOXKHO
KOHTPOJIMPOBATh, UTO OKA3bIBAET HEFATUBHOE BIIUSIHUE HA MATHUTHBIE CBOMCTBA.

N3BecteH criocob nonyyeHust nopomkosB SmyFe 7N, -a-Fe [Mikio Ito SmyFe7N,-a-Fe

anisotropic composite powders prepared by Sm evaporation and mechanical grinding in NH;

Scripta Materialia, 46 (2002), 695-698]. Crioco0 BkJIt04aeT B ce0si MPUrOTOBJIEHUE CILIaBa
Sm, gFeg7 » MHIYKIIMOHHOM IJIaBKOM cMecr Sm U Fe MOpoIIKOB U IOCIISYIOIIETO IPOOIICHHS

110 45-150 m. TTopotiku ObLM TTOABEPKeHBI TepMoobpabdboTke mpu 1273 K mist 3.6-18.0 ke
B KBapueBoii Tpyoke. AtmochepHoe nasienue NH; mpu UCIoap30BaHUM B TOBOPOTHOM

mapoBoi menbHULE 18,0 K¢, a 3aTeEM IPOBOINUIIOCH A30TUPOBAHUE B TPOTOYHOM rase Ny pu

temriepatype 723 K B Teuenue 21,6 kc.

HenocratkoM maHHOTO crioco0a siBIsSeTCSl HEBO3MOXHOCTH MOJIYYUTh COJIEp)KaHUe a30Ta
3%, a TaKXe JUIMTEJIBbHOCTh U CIIOKHOCTD IPOIiecca.

N3BecTeH criocob moyueHrss MarHUTOTBEPIOTO CIIaBa HA OCHOBE PEIKO3EMEITBLHOTO
MeTajia (B yacTHOCTH camapusi) u xkene3a [[Tatent NeUS8329056]. B nanHoM criocoOe
CMEILIMBAIOT UCXOIHbIE KOMIIOHEHTHI (CaMapuii 1 Xkeie30) B CooTHOomeHuM 11 at.% Sm u 89
aT.% Fe, MpoBOASAT MEXaHUYECKOE JISTUPOBAHUE U JTAJIEE A30TUPOBAHUE MOJTYYEHHOTO CIJIaBa
SmyFe 7. IIpu 3TOM pasmep uyactuy SmyFe 7N3 cocrasnsger 1-10 am. Ilocne yero qs

YJIYUIIE€HHS MATHUTHBIX XapAKTEPUCTUK YACTHUIBI TOKPBIBAIOT SMTOKCUIHBIM OJIMTOMEPHBIM
cinoeMm nipu temrieparype 70-76°C. Tommmnaa Takoro cinos coctasiseT 30-100 HM.
Henocratkom cioco6a sIBIISIETCSI CJI0AKHOCTD MpOoIecca MOKPHITUS YACTHIL, 4 TAKKe
HEBO3MOJKHOCTH [OJIyUYUTh COAECPKAHUE a30Ta 3%, UYTO 3HAUNUTEIBHO BIIUSET HA MATHUTHbIE
XapaKTEPUCTUKHU CIUIaBa.
B kauectBe nporoTuna BEIOpaH C1ocod MOIyYeHUss MATHUTHOTO MaTeprasa, OCHOBAHHOTO
Ha cucreMe Sm-Fe-N [US ITatenTt Ne5288339A]. CrimaB SmyFe 7 moiayyaan MeXaHUUECKUM

JIETUPOBAHUEM, IPU 3TOM BapbUPOBAIACh MHTEHCUBHOCTD, MaTEpHaJl U IMAMETP IIapOB
MeJIbHUIIBL. B KauecTBe MCXOAHBIX KOMIIOHEHTOB BEIOPAHBI IIOPOIIIKHA CaMapHs M JKejie3a
gucTOTOM He MeHee 99,5%. PeHTreHoda30BbIi aHAIN3 TIOCIIe MEXaHUIECKOTO JISTUPOBAHMS
Mokaszaj Hamure aMmopdHoi ¢a3bl U ¢a3bl albha-xkeneza. C Henbio MOoTydeHUs
KPUCTAJUIMYECKOW CTPYKTYPHhI MpoBoAAT HarpeB Ao 700°C. Jasee mpoBOAMIN a30 TUPOBAHKE
MOJTyYEeHHOT O CIJIaBa B JIBe cTauu. Ha mepBoti cTaiuu mpuMeHSUTUCh CIIETYIOIIME TapaMeTPhI:
temreparypa - 300-400°C, qmurensHOCTD - 10-1000 wacos, cogepxxanue azora - 1,5%.
[Tapamerpsl BTOpO# craauu: Temrepatypa - S00°C, IIMTENbHOCTS - 16 4acoB, COAEPIKAHUE
a3oTa okoyo 3%. baarogaps IByXCcTaAUMHOMY IPOIECCY a30THUPOBAHMS TTOJTYUMIIN
CTAOWJIbHBIN HUTPU/I.

HenocraTtkoM gaHHOTO crioco0a sIBIISIETCS CIIOKHOCTD MpoIiecca M3-3a JIBYXCTaIUMHOCTH
a30TUPOBAHUS, OOJIBIIINE BPEMEHHbIE 3aTPAThl U HEBO3MOXKHOCTh IOCTUTHYThH COAEPKAHUS
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a30Ta 0KoJ10 3%, 4TO MPUBOJUT K YXYAIICHUIO KOIPIUTUBHOM CUITBI - 17-22 KA/CM.
3aayeit siBseTCs pa3paboTka MPOCTOro U OBICTPOro Crocoda MOTyUeHUs
MarHUTOTBepA0ro Matepuana SmyFe 7Ny, yBeTnueHre KOIPUUTUBHON CUTTBI.

Js perieHust 3a/1a4u MpeayIoKeH Coco0 MOJIydYeHUs] MATHUTOTBEPIOTO COeTUHEHUS
SmyFe 7Ny, 3aKII0YarOIIMICS B CMELIMBAHUY UCXOIHBIX ITIOPOIIKOBBIX KOMIIOHEHTOB Sm U

Fe 1 ux MexaHOAKTUBALMU B BHICOKOIHEPTOHAMPSIKEHHON BUOPOMEIIHHUIIE B TEUCHUE 2-3
yacoB. MexaHOaKTHBAlMIO TPOBOJAT B MHEPTHOM aTMOoc]epe 0e3 conepkanus Biaru. [anee
B PEAKTOP BBOJSAT aMMHUaK U BO1opo1 B cooTHoueHnu NHs - 85-95% u Hj - 5-15% u

MIPOJOJIKAIOT IIPOLIECC MEXAaHOAKTUBALMHU €11le B TeueHue 5-7 yacoB. Ilocie uero B peakTop
BBOJISIT BBICOKOMOJIEKYJIIPHOE COCTMHEHUE TTOJIMMETUIIMETAKPUIIAT B KOJIMUECTBE 2-4% OT
MAacCChl ICXOJTHOM MOPOUIKOBOM CMECH U TPOJOJIKAIOT MeXaHoaKkThBauuto eule 10-15 MUHyT.
B xauectBe nHEpTHOM aTMOChEPHI MOKHO UCIIOJIB30BATh apPTOH, TEJIUM U T.II.

ITpoBenenre MeEXaHOAKTUBALIMU B OIIPEEIEHHBIX YCIOBUSX O3BOISET UCKIIIOUNTh
B3aUMO/IEHCTBHUE CO CPENIO U OKUCIIEHUE UCXOTHBIX KOMIIOHEHTOB. Pa3baBienue ammuaka
BOJIOPOJIOM IMOBBIIIAET A30THBIN MOTEHIMAT aTMOChEPHI U TEM CaMbIM YCKOPSIET MPOLECC
a30TUPOBAHMUSL.

HenpepbiBHas MexaHOAKTUBALMSI CIOCOOCTBYET YCKOPEHHUIO MTPOLECCa A30TUPOBAHUS U
YIIyYUIEHUIO MATHUTHBIX XapaKTEPUCTUK MaTepuala.

Beenenue momumerunmerakpuinata (IIMMA) mo3BosieT MOTy4aTh MEJTKOAUCTIEPCHBIE
MOPOILIKU C UX PABHOMEPHBIM pACIPEACIICHUEM 10 PA3MEPY.

COBOKYIMHOCTb OTJIMYMTEIbHBIX IPU3HAKOB SBJISETCS HEOOXOAUMOMN U JOCTATOUYHOM JJ14
pElIeHUs TOCTABJICHHON 3a1a4H.

[Tpu BpemeHu MexaHOAKTUBALIMU MEHee 2 4acoB He noityyaeM ¢azy Sm,Fe ;. [IpoBoauts

MEXaHOAKTUBALMIO OoJiee 3 4acoB HeLEenecoo0pa3HO U3-3a CUIIbHOIO OKUCIIEHUSI KOMIIOHEHTOB.
CooTHoleHue razoB aMmmuak/Bogopo B auana3one NH3-85 - 95% u Hy-5 - 15%, a Taxxke

JIaJbHEHIIAsI MEXAHOAKTUBALMS B TEUEHUE 5-7 4aCOB MO3BOJISIIOT MTOJIYUYUTh COAEPKAHNUE
azota 2,5-3%, 4To MPUBOJIUT K 0Opa3oBaHuIO coenuHeHust SmyFe|7N5. KoanuecTBo Bogopona

6omnee 15% v ammuaka MeHee 85% B cMeCH aMMUAK/BOOPOT HE TO3BOJISIET MOBBICUTH A30THBIN
MOTeHIMAaI aTMOCc(hephl U3-3a MaJIOTO KOJIMYEeCTBA aMMHAKa,  COOTBETCTBEHHO U YCKOPUTH
npotiecc azotupoBanusi. KonuuectBo Bogopoaa meHee 5% u 6onee 95% ammuaka
Heleaecoodpas3Ho, T.K. SIBJISETCS HEAOCTATOUHBIM JIJIs1 TOBBIIIEHHUS TOTEHIMAIA a30Ta.
Bpemenu mexaHOaKTUBAIMKM MEHEE 5 4aCOB HEJIOCTATOUHO IJIsl TOJTyUYEHUS COSTMHEHUSI
Sm,Fe;7N3, a Oosee 7 4acoB - Heleaecoodpas3Ho.

BBeneHue BEICOKOMOIIEKYIISIPHOTO coelMHEHMsI moauMmeTuimeTtakpuinata (IIMMA) B
KOIM4ecTBe 2-4% OT KOJIMYECTBA UCXOAHOM ITOPOILIKOBOM CMECU U JAJIBHEHIIINHI pa3MoIl B
Tedyenue 10-15 MUHYT MPUBOJIAT K TUCTIEPCHOCTH MTopo1ka MeHee 40 Mxm. Benenue [IMMA
B KOJIMYECTBE, MEHbLIEM 2%, ABJISIETCS HEAOCTATOYHBIM JIJIs1 JOCTUKEHUSI PABHOMEPHOCTH U
HEOOXOAMMOM TUCTIEPCHOCTH TTopoIka, fodasierane [IMMA B konnuectBe, 6onbieM 4%,
HelenecooopasHo.

Pasmou menee 10 MUHYT He IPUBEAET K PABHOMEPHOM IUCIIEPCHOCTU IMIOPOLIKOB, BPEMS
pasmouta 6osee 15 MUHYT Heleaecooopas3Ho, T.K. Ipouecc GopMUPOBAHUS HEOOXOIUMOM
JUCTIEPCHOCTH YK€ 3aBEPLICH.

JI71s1 mosydeHuss MarHUTOTBEpAOro Matepuaia SmyFe 7N, BoIOpaHa MOpOILIKOBASI CMECh

Sm u Fe 1151 o6pazoBanus coequnenust SmyFe ;. [IpoBoiMM MEXaHOAKTHUBALMIO B

BBICOKOIHEPTOHATIPSKEHHOW MEJIbHUIIE B MHEPTHOM aTMOcdepe 0e3 coJiepiKaHusl BIIary B
TedyeHue 3 yacos. [ 00pa3zoBaHusi MHEPTHOM aTMOChEPhI MPOU3BOISAT OUMCTKY ra3a aproHa
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(mpumepsl 1-3) v renudst (mpuMepsl 4-5), U1 4eTo MPOIYCKAIOT I'a3 Yepe3 TATAHOBYIO U METHYIO
CTPY’KKY B [1€YM [IPYU HU3KUX TEMIIEPATYPAX U BBOJST €r0 B MeNbHULY. {7151 yianeHus Biuaru
B MEJIBHUIIE UCITOJIb3YIOT CUJIMKAresb. [{J1s1 a30TMpOBaHUS B pEaKTOP MEIbHULIBI BBOASAT
aMMuakx 1 Bogopon B cooTHomeHun: NHj - 85% u H, - 15%. IIponecc MexaHoOaKkTUBALMKU

IIPOUCXOAUT HelpepbIBHO. [Iponommkaem MexaHOaKTUBALMIO B TeueHHE 6 yacoB. BBoaum
BBICOKOMOJIEKYJISIpHOE coenuHenure nonumeTunmerakpuiata (IIMMA) B konuuectse 3% oT
MaccChl UCXOHOM mopoItkoBoi cMecH (11% Sm u 89% Fe). I1ponomkaem nmpoluecc
MexaHoaKkTuBauuu eie 12,5 muayTt. KonruectBo azota B MaTepuae - 2,95% (Tabnuna)

Ne Bpems MexanoakTu- | CooTHOIIEHNE Bpems mexanoaxtu-| Konmnuectso IIM- |Bpemst MexanoaxTuBa- | Konmuuectso azora,
Banuu 1, gac. NH3/H, BaIuH 2, 4ac. MA, % MK 3, MUH. %

1 3 85/15 6 3 12,5 2,95

2 2 85/15 5 2 10 2,50

3 2,5 95/5 5 4 12,5 2,60

4 2 85/5 7 3 15 2,74

5 3 90/10 6 2 15 2,98

Bpems nosyyeHrst MarHUTOTBEPAOTO MaTEPUAIA COKPAILIEHO 34 CYET OJTHOCTAIMAHOCTHU
Ipouecca a30TUPOBAHMUS U HEITPEPBIBHOT'O MPOLIECCA MEXAHOIETUPOBAHUS.

3a cyeT UCIOJIb30BAHMSI CMECM AMMHUAKA U BOJIOPO/IA U HEMPEPBIBHOCTH IIpoLecca
MEXAHOJIETUPOBAHMS TTOJIyUAEM COJIEpPKaHUE a30Ta ~3%, YTO NPUBOIUT K YBEIIMUCHUIO
KOJSPIMTUBHOM CUJIBI MaTepuaia - 22-25 kA/cM.

Popmyiia n300peTeHus
Crnioco6 nostyueHHust MarHUTOTBEpAOro MaTepuana SmyFe 7N, 3akiouaromuiics B

CMCHIMBAHUH ITOPOIIKOB SmuFe JJIA O6pa30BaHI/I${ COCOMHCHUA szFe 17> UX MEXaHOAKTUBAIIMN

C MOCIIEYIOIIMM a30TUPOBAHUEM, OTJIMYAIOIIMNACS TEM, YTO HA HAYAJIbHOM 3TaIle
MEeXaHOAKTHBAIIMIO IIPOBOIST B BEICOKOAHEPrOHAMPSKEHHON MEJIbHUIIE B UHEPTHOM aTMochepe
0e3 coJiep)KaHus BJIaru B TeUEHUE 2-3 4ACOB, /1151 a30TUPOBAHUSI B PEAKTOP MEJIbHUIIBI BBOJISIT
aMMMaK ¥ Boaopo B cooTHoueHun NHj - 85-95% u H - 5-15%, nponoipkaror

MEXaHOAKTUBALMIO B TEUEHUE 5-7 4aCOB C ITOCIIEAYIOIIMM BBEIECHUEM BHICOKOMOJIEKYJISIPHOTO
coemuHeHus nogumetuMetakpuwiata (IIMMA) B konmudectBe 2-4% OT MacChl UCXOTHOM
MOPOILIKOBOM CMECU U MPOJIOJDKAIOT MPOUECC MeEXaHOaKTUBaluu emie 10-15 MUHyT.
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