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Bceepoccuniickuii MHCTUTYT aBHAaLMOHHBIX MatepuanoB (PI'VII «BUAM»
I'HI]) — xpymHeiiee poCCHMCKOE TOCYIapCTBEHHOE MAaTEpHUaTIOBEIYECKOE
npennpusaTie, Ha npoTsbkeHun 80 jer paspabarbiBaroliee M IPOU3BOJALICE
MaTepHalbl, ONpeAesIomre OOJMK COBPEMEHHOW aBHALIMOHHO-KOCMHUYECKOM
TexHukH. 1700 corpyauukoB BUAM Ttpyzastcs B Gonee yeM TpUALIATH HAYYHO-
UCCIIEIOBATENbCKUX JTAOOpaTopusix, OTAeNaX, NPOU3BOACTBEHHBIX Iexax U
WCIIBITATEIPHOM IICHTPE, a Tak)Ke B 4eThIpex ¢uiauanax uHcTUTyTa. BUAM
BBIMOJIHAET 3aKa3bl Ha pa3padOTKy W TOCTaBKYy METAUTMYECKUX U
HEMETAJUIMYECKUX MAaTepUalloB, IMOKPHITHI, TEXHOJOTMYECKUX IIPOLECCOB U
00Opy/noOBaHUsl, METOJOB 3alllUThl OT KOPPO3UH, a TAKKE CPEICTB KOHTPOJIA
UCXOJHBIX MPOAYKTOB, MOIy(haOpUKaTOB M H3AEIMIl Ha MX OCHOBE. PaboThI
BEIyTCs KaK M0 IOCyIapCTBEHHBIM ITporpaMMaM P®, Tak u 1o 3aka3am BeIyIIUX
MpeaNpUATHI aBUAllMOHHO-KOCMUYECKOro KoMIuiekca Poccuu u mupa.

B 1994 r. BUAM mnpucBoeH craryc ['ocy1apCTBEHHOIO HAay4HOrO LEHTpa
P®, mHOrOKpaTHO 3aT€M UM ITOATBEPKACHHBIN.

3a pa3paboTKy M CO3JaHHE MATEPHAIOB IJIsI aBHAIIMOHHO-KOCMHYECKOU W
JPYTUX BHUJIOB CliENUaIbHON TeXHUKH 233 corpynHukam BUAM mnpucyxaeHbl
3BaHMs JIaypeaToB pa3IMYHbIX FOCYIapCTBEHHBIX npemuii. M3o0petenus BUAM
OTMEUEHBI HarpaJaMHu Ha BBICTaBKaxX M MEXIYHApOJHBIX caloHax B JKeHeBe U
Bproccene. BUAM narpaxneH 4 30710TbIMH, 9 cepeOpsHbIMU U 3 OpOH30BBIMU
MEIAIAMU, TOJTYYEHO 15 TUImIoMOoB.

Boszrnasnser mHCTUTYT JaypeaT rocynapcrBeHHbX npemuit CCCP u PO,

akanemuk PAH, nmpogeccop E.H. Ka6nos.
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ONPEAEJIEHUE OCHOBHBIX U JIETUPYIOLIIUX 3JIEMEHTOB
B TEPMOCTABHMJIBHBIX MAT'HUTHBIX MATEPUAJIAX
CUCTEMBI P3M-Fe-Co-B METOJOM A9C-UCII

Paspabomana memoouxa onpedenenusi cooepicanus peoKo3eMeNbHbIX dIeMEHMO8,
Jcenesa, kobanbma, 6opa u npumeceli HuKeIsl U AlOMUHUS 8 MEPMOCMAOUNLHBIX Md2-
Humuolx mamepuanax cucmemvl P3IM—Fe—Co-B. Uszyuenwvr paznuumnvie ycroeus pac-
meopenus 06pasy08 MACHUMHBIX MAMEPUANO8 U YCMAHOBIeHbl ONMUMANbHbIE YCA08USL
MUKPOBOTIHOBO20 PA3I0NHCEHUSL, BbLOPAHBI OCHOBHbIE AHAIUMUYECKUe TUHUU, C80O00HbIe
om CnekmpanbHulx Hanoxcenuti. OmuocumenbHas NOZPEUHOCMb onpeoesieHUsi OCHO8-
HbIX 2/leMeHmos He npesviuiaem 3%o.

Knrwueevie cnosa: memoouxa usmepenuti, AIC-UCII, amomno-smuccuonnvlil ana-
JIU3, UHOYKMUBHO-C8A3aHHAs naasma, P3M, maenumnvle mamepuansi, mepmocmaounb-

Hble MAaZcHUMbL.

R.M. Dvoretskov, F.N. Karachevtsev, Y.A. Isachenko, T.N. Zagvozdkina

ICP-AES DETERMINATION OF BASIC AND ALLOYING ELEMENTS IN
THERMOSTABLE MAGNETIC MATERIALS OF REM-FE-CO-B SYSTEM

Development of methods for determination of rare earth elements, iron, cobalt, boron
and nickel and aluminum impurities in thermostable magnetic materials of REM—Fe—Co—
B system. Examined different conditions for dissolving samples of magnetic materials
and optimum conditions of microwave decomposition were established, basic analytical
lines free from spectral overlap were chosen. Error of definition of base components
does not exceed 3% RH.

Keywords: measurement technique, ICP-AES, atomic-emission analysis, inductively

coupled plasma, REM, magnetic materials, thermostable magnets.
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Beenenune

Cuctema P3M—Fe—Co-B (P3M — penkozemenbHbIC 3JIEMEHTHI) SIBISETCS MEPCIIEKTUBHOMN
JUTSL CO3[IaHUSI MarHUTHBIX (MarHUTOTBEPAbIX) MaTepuaioB [1, 2], KoTopbie MPUMEHSIOTCS B
HABHUTALIMOHHBIX IPUOOPaX aBUALIMOHHOW TeXHUKH [3]. DTH MaTepHasbl COUYETAIOT B ce0e Kak
JIOCTAaTOYHO BBHICOKHE MAarHUTHBIC XapaKTEPUCTHKH, TaK U BBICOKYIO TEPMUYECKYIO CTAOMIIb-
HOCTh [4].

CgoiicTBa MaTepuaia BCerja SBISIOTCS CTPYKTYPHO-3aBHCHMBIMU Tapamerpamu [5, 6], B
JTAHHOM CJIydae 3TO MarHuTHbIe cBoiicTBa [7/—9]. [TomyunTts 3aaHHbIA CTPYKTYPHO-(a30BbIii
COCTaB MOXHO ITyTeM OTPAOOTKH TEXHOJOTHYECKUX IMPHEMOB, HAIIPABICHHBIX HA TOBBIIICHUE
kauectBa Marepruana [10]. OmHUM U3 TaKUX MPUEMOB SIBISICTCS KOPPEKTUPOBKA XUMUYECKOTO
cocTaBa MaTepuaia ¢ MOMOIIBIO JOMONTHUTEIBHOTO JerupoBanust [11]. UroObl obecreunTs BbI-
COKO€ Ka4eCTBO MPOBEACHHS XUMUYECKOTO aHAIM3a HOBBIX MATHUTHBIX MAaTEPHAJIOB CHCTEMBI
P3M-Fe—Co0-B Heo0Xx0anuMbI COOTBETCTBYIOIIME HOPMATHBHBIC JIOKYMEHTHI [12].

CylmiecTByroIMe METOIUKH M3MepeHuil maccoBoi gosn snementoB (Fe, Co, B, Cu u
P3M) HEBO3MOXKHO HCIIOJIb30BATh JIJIS1 ONIPEACTICHUS XMMUUECKOTO COCTaBa HOBBIX TEPMOCTa-
OMIIPHBIX MarHUTHBIX MaTepuanoB cucteMbl P3M—-Fe—Co-B, Tak kak oHM He OXBaThIBAIOT
COOTBETCTBYIOIIME JIMANa30Hbl MAaCCOBBIX JIOJIEH YKAa3aHHBIX 3JIEMEHTOB, B HUX HE yYHTHIBA-
IOTCSL OCOOEHHOCTH JaHHOTO XMMHYECKOro cocrasa [13, 14]. Hanpumep, HeT uHbopMaIyu o
B3aUMOBJIMSHHN YKa3aHHBIX 3JICMEHTOB JIPYT Ha JApYra MpH CIeKTpaibHOM aHanu3e [15, 16].

Jnist pa3paboTKK CBEPXUYMCTHIX MAaTEPUAIOB U PECYPCOCOEPEratonuX TEXHOIOTUN UX U3-
TOTOBJICHHSI JIJII HOBOTO TOKOJICHHWSI aBHAI[MOHHBIX MPUOOPOB, a TaKkKe Ui 0OecCredeHus
€IMHCTBA W3MEPEHUH aKTyalbHbIM SBIISIETCS CO3/JaHUE METOAMKH OIpe/IeIeHUs] KOoJIuye-
CTBEHHOTO XMMHYECKOI'O COCTaBa TEPMOCTAOMJIBHBIX MAarHUTHBIX MaTepHalioB CHCTEMbI
P3M—-Fe-Co-B.

Jljis1 OTHOBPEMEHHOTO ONPEENICHHsI HECKOJIBKUX JIEMEHTOB (MYJIbTHAJIEMEHTHOTO aHa-
au3a) B j1aboparopusx Metawtyprudeckux npeanpustuit 1 HUW wgame Bcero mpuMeHSIOT
metoabl ADC-UCII (aToMHO-3MUCCHOHHBIM aHaNINW3 ¢ MHAYKTUBHO-CBSI3aHHOW IUIa3MOM) U
P®A (penrrenoduyopectenTHblil ananu3). ius gannoro cocrasa (Pr, Dy, Gd, Sm, Ce, Fe,
Co, B, Cu, Al, Ni) ontumanbHbIM siBisieTcss BeIOop Meroga ADC-UCII, tak kak HawTydIme
npezensl 0OHApY)KEHUSI M MEHbIIas BeJIHMYMHa norpemHoctd B POA nocturatorest uist aie-
MEHTOB C aTOMHbIMH HoMepamu z=20-40. Yxynamienue npeaeaoB oOHapyKEHUS U yBelude-
Hue norpewmHocty it Z<20 (B u Al) BbI3BaHO MOIJIOMIEHHEM BO3yXOM JJIMHHOBOJIHOBOT'O
U3JIYYEHUS «IETKMX» 3JIeMEHTOB, a B obmactu 60abimux Z (Pr, Dy, Gd, Sm, Ce) anemeHTHI

HMCIOT MaJIOpa3INvYaroIyrocsa SHCPruro (pOTOHOB, 4YTO MPUBOAUT K CHCKTPAJIBbHBIM HAJIOXKC-



ausm [17]. Kpome Toro, aas POA tpebyercst Hatndre CTaHAapTHBIX 00pa3IioB HEOOXOAUMO-
ro cocTaBa, KOTOpble Jis MarepuanoB cucrembl P3M—Fe—Co-B orcyrcrBytor [18, 19]. Bo3s-
MokHOCTH MeTosia ADC-MCII no3BoJsA0T NOMYyYUTh JIyULINE METPOJIOTHUYECKUE XapaKTepHU-
CTHMKH IIPH ONPE/IETICHUN XUMUYECKOr0 COCTaBa HOBBIX MAarHUTOTBEP/IbIX MaTEpPHAIIOB.

Taxkum oOpa3oM, 1esib AaHHOW paboThl cocTosula B pa3pabOTKe METOJIUKU H3MEpPEeHHH

MacCOBOH JOJIH 3JIEMEHTOB B JMAIMa30HAaX, YKa3aHHBIX B Ta0u. 1, metomom ADC-UCIL.

Tabnuya 1
Jlnana3zoHbl H3MepPeHUH MACCOBO¥ /I0JIU 3JIEMEHTOB B MATHUTHBIX MaTepUaiax
cucrembl P3M—-Fe—Co-B

OJIeMeHT Jwnamazon uzmepennit, % (1o macce)
Ipaseoaum+aKUCIpO3Hii+Tra 0dHHAH+CcaMapuii+ Ot 20 1o 60 (Bxi1.)
+uepwuii (cymma P3M)
Keneso Ot 30 1o 50 (BKi1.)
KoGanst Ot 15 mo 30 (Bxi.)
Bop Ot 0,5 mo0 2,0 (BKJ1.)
Menp Ot 0,1 mo 10,0 (Bxi1.)
ATIOMUHWAHHUKEITH He 6onee 1

Martepuaabl 1 METOABI

TexHonorus BBHIIUIABKM MarHUTHBIX CIU1aBOB cuctembl Pr-Dy—Fe—Co—B B BakyyMHOiI1
WHIyKIIMOHHOM Me4n omrcaHa B uteparype [20, 21].

OnpezeneHre MacCOBOM JIOJIM 3JIEMCHTOB BBITIONHSUT Ha criekTpoMeTpe Varian 730 ES ¢
aKCHAJIbHBIM 0030pOM I1a3Mbl. Mcrionb30Bamu Cleayrome HaCTPOUKHU CIIEKTPOMETPa: MOIII-
HOCTh TuI1a3Mbl 1,2 kBT, akcuanabHbIN moTok 1,5 j1/MuH, motok pacnsuiatens 0,75 a/MuH, KO-
JMYECTBO PEIUIUK 5, MPOJOLKUTENBHOCTh YTEHHUS PEIUIUKHN 5 ¢, pabouunii ra3 — aproH BHICO-
Kol yuCcTOTHI. C 1ENIbI0 yCTPAaHEHUS MATPUYHBIX BIUSHHUMN MPU MOCTPOCHUH TPATYyUPOBOYHBIX
3aBUCHUMOCTEN BBIOpAH METOJ CTAaH/IaPTHBIX J100aBOK.

Jlnst BBIOOpa CBOOOAHBIX OT CHEKTPATBHBIX HANOKEHUN aHATUTHUYECKUX JIMHUN TTPOBOIU-
JU OINpENEICHUE 3JIEMEHTOB B MOJENBHBIX PAacTBOpaxX, MPUTOTOBJICHHBIX U3 MOHO3JIEMEHT-

HbIX ['CO cocraBa pacTBOPOB COOTBETCTBYIOIIUX IIEMEHTOB.

Pe3syabTarnl
DJIeMeHTBhl OCHOBBI MarHUTHBIX MaTepuaioB BblieykazaHHou cuctemsl (Fe, Co, B, Pr,
Dy) xopol1io pacTBOpsIOTCS B pa30aBICHHBIX COJITHOW U a30THOM Kuciotax. [Ipu paspabotke

}IaHHOfI METOANKU 06];)2131[]:1 PaCTBOPAIM B CMECIAX C PA3HBIMH KOHICHTPALWAMHA COJISTHOU M



A30THOM KHUCJIOT Ha IUIUTE BO (PTOPOIIACTOBBIX CTAKaHAX, a TAK)KE B CUCTEME MUKPOBOJIHOBOTO
paznoxenust Milestone ETHOS 1 B cocynax PRO 24. Ha ocHOBaHUM MTOJTYy4E€HHBIX PE3YJIbTATOB
yCTaHOBJIEHO, 4TO Hanbosee nonHoe usBieuenue Fe, Co, B, Pr u Dy nocruraercs npu pactso-
PEHUH B CUCTEME MHUKPOBOJIHOBOro pasioxenus B cmecu: HyO (10 mn)+HCI (1 mur). Mcmons-
30BaHME MHKPOBOJHOBBIX CHCTEM DPAa3JI0KEHHUS YMEHBIIAET MPOJOJKUTENBHOCTh PacTBOpE-
HUS IPOOBI, @ TAKXKE TIO3BOJIIET COKPATUTh KOJIMYECTBO MCIIOJIB3YEMbIX KHCIIOT, BPEAHBIX BbI-
OpocoB B aTMOcdepy, a TakKe YCTPAHUTh BEPOSITHOCTh MOTEPU BEIECTBA B pE3yJbTaTe pas-
OpBI3rUBaHUs IPU KUIIEHUU PACTBOPOB HA IUIUTE, a OTAEIbHBIE 3JIEMEHThI yOepeub OT OTepU

pu 00pa30BaHUU JIETYYUX COCAUHEHUH.

O0cy:k1eHne U 3aK/JII0YEHU
BbiOpaHbl OCHOBHBIC aHAIMTUYECKHE JIMHUH, CBOOOIHBIC OT CIEKTPAIbHBIX HAJIO0XKCHHMIA,
a TaK)Ke HECKOJIbKO aJbTEPHATUBHBIX aHATMUTUYECKHMX JMHHU s onpenencuus Pr, Dy, Fe,
Co, B, Ni, Al, Gd, Sm u Ce B TepMOCTaOUIbHBIX MAarHUTHBIX MaTepHaiiaX. Pe3yabTaThl BbI-

00pa aHATUTHYECKUX JIMHUH MPUBEIECHBI B Ta0I. 2.

Tabnuya 2
PexoMenayeMble aHATUTHYECKHE JHHUH
OneMeHT CriektpanbHas JUHHS, HM
Pr 410,072; 422,293
Dy 387,211, 340,780
Gd 335,048; 336,224
Sm 446,734, 356,827
Ce 447,124, 457,228
Fe 258,588; 259,837
Co 238,892; 230,786
B 208,956; 182,577
Cu 324,754, 217,895
Ni 216,555; 216,909
Al 396,152, 237,312

OKCIepUMEHTAIbHO M3YYEHbI Pa3IUYHbIe YCIOBUS PACTBOPEHHS M YCTAHOBJIEHBI ONTH-
MaJIbHBIE YCJIOBUS MUKPOBOJIHOBOT'O Pa3jIoXKEHUSI MArHUTHBIX MaTepHasoB.

Ha ocHOBaHMH SKCTIEpHMEHTABHBIX JAaHHBIX pa3paboTaHa METOAMKA U3MEPEHUH, Mpo-
BEJICHBI MCCIIEIOBAHMSI METPOJIOTHYECKUX XapPaKTEPUCTHK, DKCIIEPTH3a U aTTECTALUsl METO-
Ty n3Mepenuit. Paspaborana MU 1.2.055-2013 «Metoauka n3MepeHUi MaccoBOM J0H
JIETUPYIOIIUX 3JIEMEHTOB B TEPMOCTaOMIIBHBIX MAarHUTOTBEPIBIX MaTepraiax cucteMbl P3M—

Fe—Co—B». [Toka3zareian TOYHOCTH METOAMKH MPUBEJICHBI B Ta0M. 3.

Tabauya 3
Iloxa3aTesiM TOYHOCTH METOANKH (TPAHUIBI OTHOCHTEJILHOM MOTPEeIIHOCTH)



DJeMeHT

Jwnanason
U3MEPSAEMbIX 3HAUCHUH,
% (1o macce)

[Tokazarenb TOUHOCTH —
TpaHMIIBI OTHOCUTEILHOMN
rorpentHocty 0, %

(rpu P=0,95)

[pazeo- Ot 20 1o 60 (BK1.) 2
JUM-+IUCIIPO3U-+TagoanHui+

+camapuiituepuii (cymma P3M)

Kerneso Ot 30 1o 50 (BKi1.) 2
Kobanbt Ot 15 10 30 (Bk1.) 2

Bop Ot 0,5 mo 2,0 (BKJ1.) 3
Menb Ot 0,1 mo 10 (BKi1.) 2
AJTFOMUHMIA+HHUKEITh Ot 0,2 o 1,0 (Bki1.) 4

Hannas meroauka BHeceHa B DenepanbHbi HHPOPMAIMOHHBIN (OH/T 1O 00€CIIeUeHUIO

CANMHCTBA I/I3MepeHI/If/’I. Ona YCIICHIHO MPUMCHSACTCA IJIA aHaJIn3a HOBBIX MAarHUTHBIX CIIJIABOB

B saboparopun «CrekTpajabHble, XUMHKO-aHAJTUTUYECKHE HCCIICAOBAHUS U ATAJOHHBIE 00-

pasue» BUAM.
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