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UccnenoBaHa BO3MOXHOCTb UCITOIb30BaHUs S,N-coaepxKalliux COpOEHTOB /IJIs1 JyTOBOT0 aTOMHO-3MUC-
CMOHHOTO aHaJIN3a MaTepHaIOB Ha OCHOBE PEAKO3eMEJIbHBIX 3JIEMEHTOB C OIpeaeIeHUEeM MpuMeceil B ha-
3¢ COpOLIMOHHOTO KOHIIeHTpaTa. M3ydeHbl cBoiicTBa S,N-comepkaiiux COpoeHTOB B BOIHBIX pacTBOpax 1
PA3IMIHBIX PEIKO3eMeNTbHBIX MaTpuilax. OmrcaH METOMMYECKUIT TTONX0A K MPeaBapuTeIbHOMY COpOIIM-
OHHOMY KOHILICHTPUPOBAHUIO MIpUMeceil B MaTepruaiax Ha ocHoBe P33 u nanbHeieMy npsMoMy 1yroBO-
My aTOMHO-3MUCCHOHHOMY aHaJIM3y COPOIIMOHHOTO KOHIleHTpaTa. [IpeacTaBiieHbl pe3yabTaThl pa3padboT-
KM XUMUKO-CITIEKTPaJIbHOI METOIMKHU OIPEACICHUS IPUMECE B peIKO3eMeJIbHbIX MaTepuaiax, OLICHEHbI

METPOJTOTNYECCKUE XapaKTCPUCTUKHU.

KoueBble c10Ba: COPOIIMTOHHOE U3BJIEUeHE, TyTOBOM aTOMHO-3MUCCUOHHBIN aHaINU3, MaTeprabl Ha OC-
HOBE PeNKO3eMeJIbHBIX 2JIEMEHTOB, pa3paboTKa METOIUKH.

DOI: 10.31857/S004445022310002X, EDN: ZPWIGM

Cosganne (yHKIIMOHAJIBHBIX MaTepHUajaoB Ha OC-
HOBE peaKo3eMeIbHBIX 3JeMeHTOB (P3D) — BaxkHOe
HampasJIEHUE Pa3BUTHUSI HAYKU U TEXHUKU, HEOThEM-
JeMasl 94aCcTb aTOMHOM, XUMWNYECKOM, aBUALITMOHHOM,
MEOULIMHCKOM, OITUYECKOM oTpacieii Nmpou3BoOad-
ctBa [1-3]. KauecTtBOo u 3(b(eKTUBHOCTh MPHUMEHE-
HUSI JaHHBIX MaTepUaIOB HAIIPSIMYIO 3aBUCIT OT MX
XUMUYECKOTO COCTaBa, CTPYKTYPHI U CBOMCTB [4—6].
ITepBUYHEBEIM B 3TOiI1 TpUaae SIBISIETCS XUMUYECCKUIA
COCTaB, KOTOPBIii HEOOXOAMMO KOHTPOJIMPOBAaTh, Ha-
YUHasl C UICXOOHBIX YMCThIX COeauHeHU [7—9].

Yucrora MaTepuana MOXET OBITh OLICHEHA pas-
HBIMHM CITOCOOaMM “aKageMuJecKuM”’, T.e. TO-
CPEICTBOM OIIPEAeICHUS] MOJIHOIO MPUMECHOIO CO-
CTaBa U BBIYMTAHUSI CYMMBI COIEepXXaHUI mpuMeceit
u3 100%; no coaepxaHUIO METaJUIOB, ra3000pa3yio-
X npuMeceit u T.4. Ho s neneil xuMu4uecKom au-
arHOCTUKM (PYHKIIMOHAJIILHBIX MaTepualioB Hanbo-
Jiee BOCTpeOOBaHHBIM MOAXOAOM SIBJISIETCS OILIEHKA
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“IeeBoi” YUCTOTHI, UTO TTOApa3yMeBaeT olpeee-
HUE MpUMeceii, OKa3bIBaOINX Hanbojee 3HAaUMMOoe
BJINSTHAE Ha KOHEUYHBIC SKCITTyaTallMOHHBIC XapaK-
TEPUCTUKU MaTepuaa.

st KoHTpoOJsI conepXaHus nmpumMeceii B P30 u
HX COEIUHEHUSIX TPAAUIIMOHHO MCITOJIb30BaIMCh METO-
JIbI aTOMHO-3MHCCUOHHOIO, aTOMHO-a0COpOIINOH-
HOTO, XUMUKO-CITeKTPaJIbHOIO, JTIOMUHECILIEHTHOTO,
HEUTPOHHO-aKTUBALIMOHHOTO, KOJIOPUMETPUIECKO-
ro, CIeKTpo(hoTOMETPUIECKOTO, HOHOMETPUYECKO-
ro, TMoJysiporpacuueckoro, BoJibTaMIepoMeTpruye-
CKOro U TypomammeTrpuueckoro anammiza [10, 11].
O06opynoBaHue, C MOMOIIBIO KOTOPOro pazpabdaThbl-
BaJiid 3TU METOAMKHM B CEMUIECATBIX TOJIaX, yCTapeo,
a BIOCJIEACTBUHY IPETEPIIEIO CEPhe3HbIC U3MEHEHUS,
MOBJIMSBIINE KaK Ha (pU3NKO-XUMUYECKUE TTPOIIEC-
ChI TIpY aHAJIM3€e, TaK U Ha METPOJIOTUYECKIE XapaKTe-
puctuku. Takue MeTombl, KaK KOJIOPUMETPUYECKUIA,
MOHOMETPUYECKUIA, BOJILTAMIIEPOMETPUIECKUIA U TYp-
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OUINMETPUUYECKUI YKe TTPaKTUIEeCKU He MCTOIb3Y-
I0TCSI JIUISI pellieHUs] TIEPCIEeKTUBHBIX 3a/1a4.

O030p aKTyallbHOI COBPEMEHHOI JIUTEPATypPhI I10-
Ka3bIBaET, YTO JIJISI OIIPEIeIeHYSI XMMUYECKOTO COCTaBa
BEIIECTB U MaTepUaJIOB HA OCHOBE PeIKO3eMEIbHBIX
3JIEMEHTOB IIPUMEHSIIOT METOIbI MaCC-CIIEKTPaIbHO-
ro [12—14], cnekrpanbHoro [15—19] u sinepHo-puzn-
yeckoro [20—22] anamuza. CrieKTpajbHble W Macc-
CHEKTpaJbHbIe METOAbI aHAJIM3a UMEIOT CXOXKKE Orpa-
HUYECHUSI — MAaTPUYHOE BJIUSIHUE U CIIEKTPaJIbHbIE NH-
TepdepeHIIM, KOTopble B ciiydae P30 3Hauumebl [23].
MeTonpl IyroBOro0 aTOMHO-3MUCCHOHHOTO aHaju3a
(JADA) 1 peHTreHO(IYyOPECUEHTHOM CIIEKTPOMET-
pUM MMEIOT MPEUMYIIESCTBO B CBSI3M C BO3MOXHO-
CTBIO aHaJIM3a TBEPABLIX 00pa310B U OTCYTCTBUEM HE-
00XOIMMOCTH TiepeBoaa NMpookl B pacTBop. OnHAKO
JIJIsT TOYHOTO OTpee/ieHUsI HEOOXOAUMO U3TOTOBJIE-
HUe 00pa3lioB CpPaBHEHMS, YTO B ciiydyae (PyHKIIMO-
HaJIbHBIX MaTEPHUAJIOB MOXET OBITh 3aTpyaHeHo. [1pu
HCITOJIb30BAHUM METOJOB C pACTBOPEHHUEM ITPOOHI
(Macc-CIEKTPOMETPUM C MHAYKTUBHO CBSI3aHHOM
IJ1a3MOM ¥ aTOMHO-3MMCCUOHHOM CIIEKTPOMETPUM C
WHAYKTUBHO cBsi3aHHOI ru1a3moii (ADC-UCII)) mox-
HO CTPOMTH I'PalyupOBOYHEIE 3aBUCUMOCTHU C HC-
MMOJIb30BAaHWEM BOMHBIX pacTBOpoB. [IpumeHeHme
SIAEPHO-(PU3UUYECKUX METOJI0B aHaIu3a, B TOM YuCie
HEHWTPOHHO-aKTUBALIMOHHOTO, M1 aHaiau3a P33
OCJIOKHEHO HEOOXOAMMOCTBIO JUTUTEILHOTO 00IyYe-
HUSI TPOOBI M3-3a BBICOKOTO CeUeHUsI paaualiOHHO-
ro 3aXBaTa TEIUIOBBIX HEUTPOHOB SIIpaMU JJaHTaHO -
JI0B, HU3KOM ITPOMU3BOANTEIBFHOCTBIO I MHTEP(hepeH-
LIUSIMU OT MOOOYHBIX peakuuil. Bce 3Tu cioXHOCTU
MIPUBOIAT K TOMY, YTO Ha MHpPaKTUKE MaHHBIA BUI
aHaIM3a MIPUMEHSIETCST KpaiiHe peaKo I UCCIea0-
BaHWsI MaTepuaaoB Ha ocHOBe P3D.

Mcxong n3 ykazaHHBIX OTpaHUYEHUI TPSIMBIX Me-
TOOOB, HEOOXOIUMBI MCCIJIETOBaHUE U pa3padboTka
CNOCOOOB XMMMYECKOro Mpeodpa3oBaHUsl MPOOHI.
Ha ocHoBaHMM OLIeHKU GOJIBIIIOTO KOJTMYECTBA METO-
JIOB pasleliecHUss U KOHLEHTPUPOBAHUS TPUMEHMU-
TEJIbHO K aHAJIMTUYECKUM OOBEKTaM, COACPKAIINM
peaKo3eMeNbHbIE METaIIBI [24], MOXHO CeNaTh BbI-
BOI, YTO HauboJiee pacrpoCTpaHEHHBIMM TTOIXOAaMU
SIBJISTFOTCSI XKUJIKOCTHASI 3KCTPaKLIMs M XpoMaTorpa-
dust. TakKe TPUMEHSIOT COPOLIMIO, MULIEIUISIPHYIO
9KCTpaKIUIO U coocaxneHne. Uro kacaercsa JJADA,
XMMMKO-CIIEKTpaJIbHEIC PellleHUs] BKIIIOYAIOT B ce0s
OTTOHKY MATPUILI U COPOIMOHHOE W3BJIEUEHHE C
MPSIMBIM aHAJIM30M COPOIIMOHHOTO KOHIIEHTpATa.

HaubGonee panmoHadbHBIM CIIOCOOOM KOHIIEH-
TPUPOBaHUS TTpUMeceii 111 naybHeiero JJADA saB-
JIsieTcst oTAeJieHue OCHOBBI. Tak, HarpuMmep, It CHU-
KEHMsI TIpEelesioB OMNpele/ieHUsI B BbICOKOYKMCTOM
repMaHUuU U €T0 OKCUIaX UCTIOIb3YIOT BhlIMapuBaHUE
ocHoBbI B Bulie GeCl, B crieMaibHbIX BKJIAAbIIIAX B
MUKPOBOJHOBOU MEUYM C MOCJIEAYIOLIMM OIpeaese-
HUeM npumMecei B octatke [25]. I1pu aHam3e Tprok-
cuga BonbgpaMa IIPUMEHSJIM OTTOHKY OCHOBBI TTIPOOKI
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APXUITEHKO wu np.

B BUJIE JICTYIMX OKCOXJIOPUIOB BOIb(ppama, oOpa3yro-
mMxcs npu B3aumoaeiicteun WO; ¢ mapaMu YeThIpex-
XJIOPUCTOTO yriepoja, ¢ MOCAeAYIOIIUM aHaAJIU30M
KOHIIEHTpaTa IyroBoii aTOMHO-3MHUCCHUOHHOM CIIeK-
TpoMmeTpueii [26]. Takoii ke MOIXOI UCHOIb30BaIN
JUIST aHaJiu3a TpUoKcuaa MoaubaeHa [27] m okcuaa
BucmyTa [28]. Onucansbl [29] criocoObl BeIapuBaHUs
MaTpUIIbl CeJIeHa HETTOCPEACTBEHHO Ha rpadTOBOM
MOPOIIKE C AAJbHEHMIINM AYTOBBIM CIEKTpPaJbHbIM
onpenencHueM. K coxanenuto, coenunerHus P30 He
00J1a7a10T JIETYYECThIO, CITOCOOBI OTTOHKM MaTpPUIIbI
JIJIST TAKUX MaTEpUAJIOB HE TTOIXOIST.

[NepcneKTUBHBIM U TIPUEMIIEMBIM CIIOCOOOM KOH-
LICHTPUPOBAHUS SIBJISIETCSI COPOLIMOHHOE U3BJICUEHUE C
MocJieAyIoIUM oOIlpeneaeHueM Ipumeceit B ¢dase
copbeHTa. YooOHee BCero MCIOoJIb30BaTh COPOECHTHI,
He 00J1ajaloire MHOTOJIMHEeYaThIM CIIEKTPOM, T.€.
Ha OCHOBE opraHudeckoit marpunbl. K Takum cop-
OeHTaM OTHOCSITCS IeHonosmypeTaH [30] 1 cnanka-
resb [31]. OgHaKO CUJIBHOKMCJIBIE MIOHUTHI 00JIagaroT
HU3KOI M30MpaTeIbHOCThIO, paboTa CO CTA0OKUCTBIMU
KaTMOHUTAMM OCJIOKHEHA OTpaHWYECHHBIM AMara3o-
HOM KMHCJIOTHOCTH, BBICOKOCEJICKTUBHBIC COPOCHTHI
00JIaIal0T HEBBICOKOM COPOLIMOHHOI €MKOCTBIO U HE
BCETIa OTBEYAIOT 3aJJaHHBIM TpeboBaHusM [32]. Uc-
MOJIb30BaHUE aKTUBUPOBAHHBIX yIJIe TakxXKe orpa-
HUYEHO HU3KOI COpOLMOHHOI eMKOCThIO [33]. Bee
MIpeuMYIIeCTBa NPUPOIHBIX COPOEHTOB HE ONIPaB/IbI-
BalOTCSI BCJICACTBUE CIIOKHOCTM PabOThl ¢ HUMHU U
HU3KOM YCTOMYMBOCTBIO B KMCIBIX cpenax [34—36].
CoponnoHHast eMKocTh copoerTa D-001, sBistionie-
rocsi MaKpOINOpUCTOli KaTUOHOOOMEHHOM CMOJION C
MOJIUCTUPOJILHOM MaTpUlIeii M CyJIb(POKNCIOTHEIMU
aKTUBHBIMHY TPyNIaMU, B IIPUCYTCTBUU KaJIbLIMEBOM
MaTpulbl cHkaercs [37, 38]. Ucrionb3oBaHUE CYJlb-
(GOKUCIOTHOIO MOJUCTUPOJIOBOIO KaTUOHUTA Am-
berlite IRC-120 orpann4eHO B KOHIIEHTPHUPOBAHHOM
MaTpulie, TaK KaK HaOJogaeTcsl CHUKEHUE COpOLIM-
OHHOTIO U3BJICYCHMS B IPUCYTCTBUM HaTpus [32].

HWnurepec npencrasnsior S-conepxkamame 1 S,N-co-
JiepKalle COpOEHTHI, KOTOpBIE paHee MPUMEHSIIN LISk
VIYYIIEHUSI ~ METPOJIOTMYECKMX  XapaKTepPUCTUK
Kak JIADA [39—42], TaKk 1 Opyrux aHAIUTUIECKHUX
MmetogoB [43—45]. Drta rpymnma copOEHTOB, B
YACTHOCTU Ha OCHOBE MOJIUTHO3(Dupa [46] 1 MOINITH-
neHamuHa [47, 48], McTOpMYEeCKM MCIOJIb30BaaACh
JIJIST KOHIEHTPUPOBAHMS LIBETHBIX, TSKEIBIX U TIJIaTH-
HOBBIX MeTa/uioB. IIpenmyinectBo S,N-comepKamiix
COpPOEHTOB 3aK/II0YAeTCsI B BO3MOXHOCTH 00pa30BaHUSI
CBsI3€i1 CO MHOTMMM 3JIeMEHTaMU, MHOTAA JIJISI 3TOTO
HeoOXOOUMO BBEACHHME NOIIOJIHUTCILHBIX PEarcHTOB
[49—51]. biaromapst TakoMy preMy MOXHO pacIlIu-
PUTh BO3MOXHOCTH IpuMeHeHUsT S, N-coaepKalinx
COpPOEHTOB.

Llens paboThl — MccienoBaHMe U pa3padoTKa Me-
TOOMYECKOIO ITOAX0Ja K IPeaBapUTSIbHOMY COpOLIM-
OHHOMY KOHIIEHTPUPOBAHUIO IIPUMeECE B MaTeprajiax
Ha ocHoBe P30 m pmanbHeiIeMy MpssMOMY JTyTOBOMY
Ne 10

TOM 78 2023



S,N-COOAEPXXKAIIIME COPGEHTHI

931

Ta6muna 1. Paboune mapaMeTpbl aTOMHO-3MUCCUOHHOTO KoMIuiekca “I'pann-Inobyna”

ITapametp 3HaueHue
PaGounii criekTpaJbHbIN T1Mana3oH, HM:
* 1-ii HeTIpepbIBHBIN AMAaNa3oH (MTOJIMXPOMATOP BbICO- 195—350
koro pazpemeHus F= 1000 mMm, 0.4 HM/MM)
* 2-ii HeTIpepbIBHBII AMana3oH (MOJIMXPOMATOP BbICO- 350—700
Koro paszpeireHus F= 1000 mmM, 1 HM/MM)
IHIupuHa BXOTHOI 1€, MKM 7
CrnekTpaiabHOE pa3pelleHue, HM 0.012
OOpaTHas TMHeHast ucrepcus, HM/MM 0.4
MuHuManbHOE BpeMsT 9KCHO3UIINMU, MC 3

AaTOMHO-5MUCCHMOHHOMY aHAJIN3y COp6L[I/IOHHOI‘O KOH-
neHTpara.

OKCITEPUMEHTAJIBHAA YACTDb

Annaparypa. [is1 B3sITUSI HAaBECOK MPUMEHSIIN
Bechl 1abopatopHbie BJI-224B (I'ocmetp, Poccust).
CMech cTaHIAPTHBIX 00pa3loB U COPOLMOHHOIO
KOHIIEHTpaTa BBICYIIMBAIM C WCIOJb30BaAaHUEM
HMK-cymiku TROMMELBERG IR 1 ECONOMY
(TROMMELBERG, TIepMmanust). s obecrieueHuUst
IMOCTOSTHHOM TeMrnepaTypbl COPOLIMY MPOOUPKU MTOME-
1AM B YJIBTPa3BYKOBYIO BaHHY C MEXaHWYECKUM Taii-
MepoM u niogorpesomM OIA Cepsuc 2 1 ODA-MH20
(OmaCepsBuc, Poccust) 0e3 BKIIIoOUeHUS YIILTpa3ByKa.
st pacTBOpeHMs MPOO MCIIOIb30BAJIM HArpeBaTENb-

Hyio mnoBepxHocTb ITH-400 (OAO “Dnekrporpu-
6op”, Poccust) u naboparopuyio cucteMy MARS 6
(CEM Corp., CIIA).

M3BneuenHble mpuMecH B (pa3e copOeHTa onpeae-
JISLTW € UCTIOIb30BAaHUEM aTOMHO-3MUCCUOHHOTO KOM-
wiekca “Ipann-Imodymna” (BMK-OnroanekTpoHuka,
Poccust), ocHallleHHOro MHOTOKaHaJIbHBIM aHaU3a-
TOPOM 3MMCCUOHHBIX criekTpoB MABOC, criekTpo-
aHaTUTU4IeCKNM reHeparopom “IllapoBasg momHUS”,
mTatuBoM “Imobyma”. Paboune mapaMeTpsl mpubdo-
pa yKazaHbl B Ta0J1. 1. ITomydeHHBIE cieKTpbl 0Opada-
ThIBAIM B MPOTpaMMHOM obecrieueHun “Atom 3.3,
I'pacpuToBBIE 271EKTPOIBI TOTOBUJIM K PA0OTE C MCTIOJIb-
3oBaHMeM ycrpoiictBa Kpatep-2M (BMK-Onrtoanek-
TpoHuKa, Poccus).

Tabommna 2. Paboune mapamMerpbl aToMHO-3MUccHOHHOTO criekTpoMeTpa ICAP PRO XP

ITapamerp 3HadyeHUe
BrixomHas MomiHoCTh reHepaTopa, BT 1300
Jlviaria3zoH IJIMH BOJIH, HM 167—852
CKOpOCTh IU1a3MO00pPa3yoLIero NoToOKa aproHa, J/MUH 15
CKOpOCTh BCIIOMOTaTeJIbHOTO IIOTOKA apToOHa, JI/MUH 0.35
CKOpOCTh pacIbUIUTEILHOTO MOTOKA, JI/MUH 0.5
CKOpOCTh MePUCTAIBTUYECKOrO Hacoca, 00./MUH 60
JraMeTp KamuIsIpoB IS IEPHUCTATETUYIECKOTO Hacoca, MM 0.64
BpicoTa HaOMI0IEHUS B pATUAILHOM PEXUME, MM 10
JviamMeTp uHKeKTopa, MM 2

Tun MHEBMaTUYECKOTO PACTIBIITUTES

Tun pacnbUIUTENbHOI KaMepbl

AHanuTHYeCcKre TMHUU OMPECsIEMbIX 3JIEMEHTOB MPU
a”Hanuse Er,O3, HM

AHanuTH4YeCKre TMHUM OMPECsIEMbIX 3JIEMEHTOB MPU
a”Hanuse Nd,O; u NdFeB, um

AHaJTUTUYECKUE IMHUU OMpPeAeIsiIeMbIX 2JIEMEHTOB MPHU
ananusze Sm—Co, HM

SeaSpray Nebulizer, Glass Expansion

Cyclonic Spray Chamber, Glass Expansion

As 189.042, Bi 190.234*, Cu 217.894, Se 196.090, Te 200.202,
Mo 204.598, Sb 217.581, Sn 226.891, Ti 336.121, Zr 349.621
As 193.759, Bi 223.061, Cu 219.958, Se 196.090, Te 225.902,
Mo 281.615, Sb 217.581, Sn 175.790, Ti 337.280, Zr 267.863*

As 228.812, Bi 222.822, Cu 327.396, Se 196.090, Te 182.215%,
Mo 203.844, Sb 259.805, Sn 283.999, Ti 336.121, Zr 257.139

* HHH y4yeTa CIICKTPpaJIbHBbIX HaJIOXKE€HUU OT MaTpHUYHOTO 3JIEMEHTA Ha IMHUM OIIPEACIACMbBIX 3JIEMCHTOB UCITOJIB30BaJIN METO MaTC-
MaTUYECKOMN KOPppEKIHUU C IPUMEHEHUEM KO3(1)(1)I/IL[I/I€HTOB HaJIOKCHMUS.
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CopOuroHHOE U3BJIeUYeHIE KOHTPOJIUPOBAIIH C UC-
nons3oBaHeM ADC-UCII-cnekrpomerpa ICAP PRO
XP (Thermo Electron Corp., CIIIA), paboune napa-
METPHI KOTOPOTO MPENCTaBICHBI B Ta0. 2. AHATUTH-
yecKue JIMHUU, IO KOTOPLIM OMNpEAcsin lieJieBbie
MMPUMECH, YKa3aHbl B Ta0I. 3.

Pearentsl u MaTepuanbl. [IpyMeHUTENBHO K 3a1a-
yaM JaHHOU paOOTHI BBIOpaIN THOI(MUPHBIN 1 aMU-
HOTHO3(UPHEIE TTOJIMMEPHbIE COPOSHTHI (cxema 1).
Mx BBIOOpP 00YCITOBIIEH BEICOKOI COPOIIMOHHOM €MKO-
CTBIO TTO OTHOIIIEHUIO K PSIIy 37eMeHTOB [52], addek-
TUBHBIM YCTAHOBJICHUEM KOOPIMHALIMOHHBIX CBSI3CiA

—{CH,—S);~

nToe

CHQ_S_CHZ_N
\
/N—CHZ—S—CHZ—N

CH,—S—CH,—N

/NN

AM

Cxema 1. zyuaemblie S-conepxxaiuii u S,N-cogepxaiiue
COpOEHTHI.

MonenbHbBIE cMeCH TOTOBWJIY M3 CTaHIAPTHBIX pac-
TBOPOB 3pOUsI, HEOOMMa, caMapusi, KoOalbTa, Kejle3a
(High-Purity Standards, CIIIA) ¢ KoHLeHTpauuei
10000 mr/n u crangapTHOro pactBopa 6opa (High-Pu-
rity Standards, CIIIA) ¢ konueHTpanueit 1000 mr/m.

Taomma 3. AHaTUTHYECKME JIMHUU 3JIEMEHTOB B aTOMHO-
OMHCCUOHHBLIX CIIEKTPaX C MUHAYKTUBHO CBSI3aHHOM IJ1a3MOI

DaeMeHT JIunus

Cu 327.396*
Mo 202.030
204.598
Sb 206.833
231.147

Bi 306.770*

* JIoist yyeta CHEeKTPaJbHBIX HAJTOXEHMH OT 3pOMsl Ha JIMHUU
orpefielisieMbIX 3JIEMEHTOB MCIOJIb30BaIM METO MaTeMaThude-
CKOI KOPPEKIINH C TTOMOIIIBIO KO3(h(HUITMEHTOB HAJIOXKECHUS.

KYPHAJI AHATUTUUYECKON XUMUU

MexIy MeTauioM u copoeHToM. Copoent I1TD otHoO-
cuTcs K Kiaccy noautuoadpupon. CopbeHTs AM,
B u TOJI — nonMaMrUHOTHO3(pUPHLI HA OCHOBE aM-
MHaka, STWICHAMaAMWHA U A-TOIYUAWHA COOTBET-
ctBeHHO. COopOeHThI CHHTE3MPOBaHbI B [ocymapcTBeH-
HOM Hay4YHO-YCCJIEIOBATEIbCKOM UM ITPOSKTHOM WH-
CTUTYTE PEAKOMETAJIMYECKOI MTPOMBINIJICHHOCTHU
(AO “Tupenmer”). TuoacupHbie COPOSHTHI CUHTE3U-
poBaId B3aMMOIEHCTBUEM (popMalibaerniaa 1 ra3o00-
pa3Horo cepoBomopona/cyabbuna Hatpus [52]. Hiasa
BBEJICHUSI aTOMa a30Ta B CTPYKTYpY COPOEHTa BO BpeMsl
cHHTe3a H00aBIsUIM STWieHIuaMuH. B ciydae TOJI
BMECTO 3TWICHIMAaMWHA UCITOJIb30BAJIM H-TOJYUIH.
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Jlas onpenesieHns COpOIIMOHHOM CITOCOOHOCTH COp-
OeHTa MCMHOJIb30BaI CTaHAAPTHBIE OJHORJIEMEHT-
HBIE 1 MHOTO3JIEMEHTHEIC PacTBOPHI POU3BOACTBA
High-Purity Standards (CIIIA) ¢ koHleHTpauuei
1000 mr/n. [TpuMeHsT1 a30THYIO KUCJIOTY MapKH OC. 4.
o 'OCT 11125-84; consiHy0 KMCIIOTY MapKu ocC. 4.
o T'OCT 14261-77.

HMcnonab3oBanu ogHOpa3oBbie MPOOUPKU M3 TIO-
JurnponuieHa oobemoM 15 u 50 mi (Corning, CIIIA),
dunbsTpel “Oenasa nenra” (OAO “3aBom XuMpeaKTHUB-
KoMIutekT”, Poccust), BOPOHKM CcTeKiIsiHHbIe B-56-80
(ITAO “Xumnaboprpudop”, Poccus).

DNeKTpOobl U3roTaBIUBAIN U3 IPa(UTOBBIX CTEPXK-
et OCY-7-3 muamerpom 6 mMm. B kayecTBe criek-
TpaJibHOTO Oydepa NCNoIb30BaIU rpaUTOBbIN MOPO-
ok oco6oit yrctotel (OCY 8-4) mo T'OCT 23463-79.
B xauectBe Hocuteneit mpumeHsuin Ga,0; (99.999%,
Penxuitmeramn.pd, Poccust), GeO (99.99%, Xumkpadr,
Poccust), NaCl (OCY 6-4 o TY 6-09-3658-74), KC1
(x. 9. mo 'OCT 4568-95), NaF (99.97%, Xumkpadr,
Poccus), Nal (99.99%, Jauxut, Poccus). Ctanmapt-
Hble 00pasLibl 1J1s1 TOCTPOEHUSI TPaTlyupOBOYHOI 3a-
BUCUMOCTHU U3TOTaBIUBAIU C UcTioib3oBaHueM CuO
Ne 10
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(99.9%, Xumkpadt, Poccust), MoO; (99.9%, Xum-
kpadT, Poccust), Sb,05 (99.7%, Xumkpadrt, Poccus),
Bi, 05 (99.99%, Xumkpadt, Poccust). CtaHmapTHbIe

0o0pa3Lbl 3aMEIIMBAIM B araTOBOM CTYIIKE 00bEMOM
90 M1 (ITAO “Xummnabdoprpudop”, Poccus).

O0bekTHl MccaenoBanus. B KauecTBe OOBEKTOB
UCCeI0BaHS BbIOpAIM OKCUIbI PEIKO3EMETbHbBIX Me-
TaUIOB — 3pOUS U HEOIMMA, a TAKXKe OTXO/bl MATHUT-
HbIx MaTepuanoB — SmCo 1 NdFeB. O6pa3iibl oTXonoB
SmCo-MarHuTOB aTTeCTOBAHBI MO COAEPKAHUIO UCKO-
MBIX KOMIIOHEHTOB B WMcHbITaTeIbHOM aHaJUTUKO-
ceptudukaioHHoM neHtpe AO “Tupenmer”.

IIpoGonoaroToBka MarepuanoB Ha ocHose P3D.
HaBecky okcupa 3poust wii OKCHaa HeoauMa Mac-
coit 0.05 r moMelaJin B IUIACTUKOBYIO IIPOOUPKY
eMK. 15 i1 u pactBopstiiit B 0.1 M xoH. HCI. 3atem
pa30aBIsSIN TUCTUJJIMPOBAHHOM Bogoi no 10 M.

Oo6paszen SmCo- mwiu NdFeB-maruutos pactBo-
PSUTM B 3aKPBITOM CHCTEME ITyTeM MUKPOBOJHOBOTO
paznoxeHus. [Jist aToro HaBecKy oopasua 0.2 T mome-
A B (pTOPOIUIACTOBBIN cocym U mpuuBamy 10 M
coJisiHoi kucaothl (1 : 1). PacTBopeHue nmpoBoguin
nipu temneparype 200°C B reueHue 1 4. B cayyae Ha-
M9 B o6pasiie GOIBIIIOro KOJIMYEeCTBa MPUMeCeid
TYTOIJIaBKUX METAJUIOB K HaBecke oopasna 0.2 r mpu-
smsasm 10 M H,O, 2 mut koHu. HNOj3, 0.25 mut KoHLIL
HF, 10 mx xonu. HCI u 1 ma xonu. H,SO,. PacTtso-
pexue npooauiau rpu 250°C B Teuenue 30 muH [53].

OOmmii MeToIUYECKHi MOAXO0Hd K HCCJIEI0BAHUIO
COPOLIMOHHBIX CBOICTB BKJIIOYAET CJICAYIOIINE dTAIIbI:
YCTAHOBJIEHME LEeJIeBbIX IMpUMeceil B BBIOpaHHBIX
00beKTax; UCClIeTOBAaHUE BO3MOXKXHOCTHY UX U3BJICYEC-
Hust S,N-comepXalluMu COpPOEHTaMU W3 BOMTHBIX
pacTBOPOB; BLIOOP Ha OCHOBAHUU ITOJYYEHHBIX pe-
3yJIbTaTOB HanboJjee 3(PeKTUBHOTO COpOCHTA; U3Y-
YyeHue COpPOLIMOHHOI €MKOCTH COpPOEHTa, YCIIOBHIA
CcoOpOLUM TIPUMEHUTEIBHO K BhIOpAHHBIM OOBEKTaM
1 MOJEJIbHBIM 00Opa3liaM, UMUTUPYIOIIMM UX COCTaB;
pa3paboTKa METOOUKM IIPSIMOTO AYT'OBOTO CIIEKTPaJlb-
HOTO aHaJIM3a IOJYYeHHOrO0 COPOLMOHHOIO KOHIIEH-
TpaTa; OLIEHKa €¢ METPOJOTMYECKMX XapaKTEPUCTUK
1 KOHTPOJIb MPaBUJILHOCTHU IOJYYEHHBIX Pe3yJIbTa-
TOB C MCITOJIb30BAHUEM aTTECTOBAHHBIX 11O XUMUUE-
CKOMY COCTaBy 00pa3lioB.

OieHKa COPOIMOHHOI CTIOCOOHOCTH COPOEHTOB. B
6800HbIX pacmeopax. B mnacTukoByio NpoOUPKY €MK.
10 M1 BBOOWIM 5 MJT AUCTWUIMPOBAHHOM BOMbI, CTAH-
JAapTHBIE PACTBOPbLI COPOMPYEMBIX 3JEMEHTOB (KOH-
LIEHTpAIMSI B U”TOTOBOM PacTBOPE COCTaBisuia 1 Mr/i),
a30THYIO WJIU COJISTHYIO KUCIOTY (He 6osiee 0.1 M B uto-
TOBOM pacTBope). JUCTUILTMPOBaHHOI BOOO JOBOAM -
1o MeTKu. Tyna ke BBoguau 0.1 T copbenra. I1po-
OMpPKM ITOMEIIAIN B YJIbTPa3BYKOBYIO BAHHY, BBIIEP-
xuBanu 1 9 mpu 100°C, B36anteiBast Kaxabie 10 MuH.
JHamnee oxmaxnamnu B TeueHue 10 MUH 1 GUIBTPOBAIIH.
®dunbTpaT aHanusupoBanu merogoM ADC-UCII.
IIpu BEIGOpE yCNOBMIT COPOLIMOHHOTO KOHLIEHTPU-
poBaHUS onupaanch Ha naHHbIe [40, 42].

KYPHAJI AHAJIUTUYECKOU XUMUHUU  Tom 78
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CrernieHb COPOLIMOHHOIO M3BJICYEHMSI PACCUUTHI-
BaJIu 110 popMyJie:
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TIE Cyey U oy — KOHIIEHTPALIMS AHAJTUTOB B PACTBO-
pe 10 U II0CjIe COpOLIMU, MT/JI.

B mooeavubix pacmeopax obsexkmos. W3ydanu
COpPOIIMOHHBIE BO3MOXHOCTU COPOEHTOB B MaTpuliax
MaTepuayioB Ha ocHoBe P30 — okcuae HeoguMa, OK-
cujie 3pousi, camapuii-Ko0aJIbTOBbIX MarHUTax, Mar-
HuTtax Ha ocHoBe NdFeB. /Ii1g aToro ncmnoin3oBaiu
MOJeJIbHBIE PacTBOPHI. B IJIacTUKOBYIO MPOOUPKY
eMKk. 10 M1 BBoauIM JMOO 2 MJI CTAaHIAPTHOIO pac-
TBOpa HeoauMa ¢ KoHueHTtpauueit 10000 mr/n (mis
MOJIy4YEHUS] MOJIEJIbHOIO pacTBOpa OKCUJA HEOAU-
Ma), JIM6O 2 MJI CTAaHIAPTHOTO pacTBOpa 3pOUsT KOH-
neHTpatmeit 10000 mr/i1 (1181 IToIydYeHrs MOASIbHO-
ro pacTBOpa okcuja 3pousi), 1uo6o 1.2 M cTaHaapT-
Horo pacTBopa camapusi KoHeHTparuei 10000 mr/n
u 0.8 MJ1 cTaHIAPTHOTO pacTBOpa KoOaibTa KOHIIEH-
tpamueid 10000 Mr/a (o MogydyeHusT MOJEIbHOIO
pacTBopa caMapuii-KodaJbTOBOrO MarHuta), Jubo
0.8 MJ cTaHIApTHOrO pacTBOpa HeoAuMMa KOHIIEH-
tpaumeit 10000 mr/m, 1.2 M1 cTaHIAPTHOTO pacTBoOpa
kenesa KoHueHTtpatmeid 10000 mr/nu 0.1 Mt cranmapT-
Horo pactBopa 6opa koHueHTpauueit 1000 mr/n (ms
nojrydyeHusi MoaenbHoro pactBsopa NdFeB-marnura).
Ho6asnsimu 0.1 MJ COJISTHONM KUCJIOTHI (4TO COOTBET-
ctByeT 0.6 M HCl ripu pas6asnenuu oo 10 mun). Janee B
MPOOUPKM 10OABISIIU MO 1 MJT CTaHAAPTHBIX PACTBOPOB
3JIEMEHTOB, COPOLIMOHHOE U3BJIEUEHUE KOTOPBIX U3Y-
yaju, ¢ KoHueHtpaimuei 10 mr/i. JuctuumpoBaHHOM
BOJION 1OBOAMIIN 10 MeTKU. Tyna ke BBoawiu 0.1 T cop-
OeHTa. [1poOupku moMeniaau B yIbTPa3ByKOBYIO BaH-
Hy, BeIIepxXuBaiu B TeueHue 1 4 mpu 100°C, B36anThI-
Bast Kaxnaple 10 MuH. Oxitaxxmanu B TeueHue 10 MuH u
dunsTpoBa. @uUAbTpaT aHAIM3UPOBAIU METOIOM
ADC-UCII. Ilpu BBIOOpPE YCIOBUI COPOLIMOHHOTO
KOHIIEHTPUPOBAHMSI ONMpPaIrCh Ha naHHbIe [40, 42].

CreneHb COPOLIMOHHOTO U3BJIEYEHUS PACCUUTHI-
Basiu 1o ¢popmyine (1).

Hcchnenosanue ycJaoBHii COPOIMOHHOrO KOHIEHTPH-
poBaHHMsA. ATIpMOpPHBIE JTaHHbBIE I10 YCIOBUSIM COpPO-
LM B psifie CliydaeB HE MOATBEPKIAIOTCS, TO3TOMY
MpeaBapuUTEIbHBIN 3Tan UCCASOOBAHUMN TTOCBITUIN
WX ONTUMM3ALIN. AJITOPUTM BBIOOpA YCITOBUI COpO-
LIMOHHOTO KOHIICHTPUPOBAHUS B PEIKO3EMEIbHBIX
MaTpHULAX IPUBEACH HUXKE IJISI TpUMepa U3BICYCHUS
Cu, Mo, Sb, Bi u3 a3pomeBbix pactBopoB. B xone skcmne-
pUMEHTa M3y4dajld BIMSHUE BPEMEHU, TEMIICPATyphl,
MacChl COPOEHTAa ¥ KOHIIEHTPALIMK COJISTHOM KMCIOTBI
Ha CTereHb COPOILIMOHHOTO M3BJIeYeHUs. Takske olle-
HUBAJIU CEIEKTUBHOCTh S,N-comepKallero copoeHra.

Kunemuka copbyuonnoeo konuenmpuposanus. s
obecrieyeHusI TIOJIHOTO BbIAEIEHUSI aHAJIUTOB U3 BOJI-
HOi1 a3kl B cICTeMe JOJIKHO YCTAHOBUTHCST COPOIT-
OHHOe paBHOBecHue. JIJ1s 3Toro He0OXOINMO U3YIYUTH

2023



934

KAHETUKY COPOILMOHHOTO B3amMoaeicTBus. Bims-
HUE BpEMEHU Ha COPOLIMOHHOE U3BJIEeYEHUE TTPUMeE-
ceil u3yyaau IyTeM OIIpeesieHUs COAepKaHUsl aHa-
JmTa B pactBope depe3 30, 45, 60, 90 u 120 MuH.

Bausnue memnepamypsi. TeMnepaTypHBId peXuM
MOXKET 3HAYUTEIbHO BIIMSTh Ha CTEIIEHb COPOLIMOH-
Horo u3BjiieueHus1. Msydanu copoumto npu 20, 40, 60,
80 u 100°C.

Bausuue maccot copbenma. O4eBUIHO, YTO UeM
OoJbIIIe Macca copOeHTa, TeM 0obIne (PyHKIINMOHATh-
HBIX TPYIII, CIIOCOOHBIX K KOMIUIEKCOOOPa30BaHMUIO,
MpPUCYTCTBYeT B cucteMe. HeoGxoauMo yCTaHOBUTH
MUHHUMAJIbHYIO Maccy copOeHTa, P KOTOPOil cTe-
TIEHb COPOILIMOHHOIO U3BJIEYECHUSI OyIeT MaKCUMaslb-
Ho. M3ydanu copOLIMOHHOE U3BJIEYEHIE [IJTS CIIeIY-
romux Macc copoenrta: 0.005, 0.01, 0.05, 0.1, 0.2 1.

Bausnue konuyenmpayuu consnoii kucaromor. Coms-
Hasg KHWCJIOTa CIIOCOOCTBYET KOMIUIEKCOOOpa3oBa-
HUIO COPOEHTA C MOHOM MeTalljIa, HO CJIUIIKOM 00JTb-
III0€ KOJMYECTBO KMCJIOTHI MOXKET Pa3pylIUTh PYyHK-
LMOHAJILHBIE TPYIBI copbeHTa. M3ydann crereHb
COpPOLIMOHHOTO U3BJICUCHUST TTpUMeceid U3 MOIETb-
HBIX PACTBOPOB IIPU KOHLIEHTPALIMU COISTHOMN KUCIIO-
Tl BHUX 0, 0.6, 1.2, 2.4, 3.6 M.

Ouenka ceaexkmuenocmu S, N-codepicaueeo cop-
b6enma. MaTpuyHbIe KOMIIOHEHTHI BJIUSIIOT Ha U3BJIE-
yeHue npumeceit. YToObl YCTAaHOBUTD, COPOUPYETCS
JIn 3pOUii B polecce 3KCIIEpUMEHTa, KOHTPOJIMPO-
BaJIM €ro KOJMYECTBO A0 U mocie copouuu. Takxke
aHAIM3UPOBAIY IIPOMBITBII COPOLIMOHHEIN KOHIIEH-
Tpat Metonom JJADA.

M3yuanu BiusiHUE ApYTUX IpUMeceil Ha U3BJeue-
HUe 1eJieBbIX. JIJ1s1 3TOro rOTOBUIIM PAacTBOP, B KOTO-
POM TIOMUMO LIEJEBBIX MPUMECE TPUCYTCTBOBAIN
Al, As, B, Ba, Be, Ca, Cd, Co, Cr, In, Fe, Ga, Hf, K,
Li, Mg, Mn, Na, Nb, Ni, Pb, Sc, Se, Si, Sn, Sr, Ta,
Te, Ti, T1, V, Zn, Zr B KOHIEHTpALUIX, OJU3KUX K
KOHUICHTpalusM aHaJIUTOB.

Ycao0Busi IyroBoro aTOMHO-3MUCCHOHHOTO aHAIM3A
COpOIMOHHOr0 KOHIIEHTPAaTa 3HAYMMO BJIMSIIOT Ha
TOYHOCTD IOJIy4YaeMbIX PE3yJIbTATOB U YyBCTBUTEIIb-
HOCTb oIpenelieHusi. B paMkax maHHOTO MccliemoBa-
HUS BBIOpaIN aHATUTUYECKUE TUHUU, PEKIM pado-
Thl TeHepaTopa, KOH(GUTypaluilo rpadUTOBBIX 3JIeK-
TPOIOB, COOTHOILIIEHVE MacC COpOEHTa U TpaUTOBOTO
MOPOIIIKA, HOCUTEJTb, MEXKDJIEKTPOIHOE PACCTOSIHUE,
BpE€Ms OKCITO3ULINU.

Anpobayus memooduueckoeo nodxoda kK onpedene-
HuUr npumeceil 8 gpaze copbenma. AJTNKBOTHYIO YaCTh
pacTBOpPEHHOII MPOOKI MEPEHOCUIN B TJIACTUKOBYIO
OpOOUPKY U pa3baBIISIId TUCTUUIMPOBAHHOM BOHOM
1o 10 mu1. BBommmu 0.1 r copoenTa D/1. ITpodupkm 1mo-
MeIlaJIU B YJITPa3BYKOBYIO BaHHY, BbIICPKMBAJIU B Te-
yenue 1 4 pu 60°C, B36anTeiBast Kaxkable 10 muH. [To-
cJie 3TOTO IMPOOUPKHU JOCTABAIU 1 OXJIAKIAIU B TE-
yeHue 10 muH. ajiee pacTBOp (PUIbBTpOBAJIU.
CopOLMOHHBI KOHLIEHTPAT BLICYIIMBAIU ITOH, Yib-
Tpa3BYKOBOM jJaMIToii B TeueHne 30 MUH.

KYPHAJI AHATUTUUYECKON XUMUU

APXUITEHKO wu np.

Ha na6opaTopHbIx Becax oTOMpaiv HaBECKU MPoO-
MBITOTO BOJOM U BBICYILIEHHOTO COPOIIMOHHOTO KOH-
HeHTtpara (5 mr), rpaduToOBOro mopoiika (25 Mr) u
GeO B KauecTBe HOCUTEJIS U TIIATEIbHO MepeMEIIU -
Baimi. HaBecky momenianu B rpadUTOBBIN JIEKTPOL,
(rmybuHa 4 MM, TMaMeTp S MM, TOJIIIIMHA CTEHOK Kpa-
Tepa 0.5 MM) M 3axkUMaad HYDKHEH JIalKoi INTaThuBa
“I'mobyna”. B BepxHIOIO JAIIKy ITOMEIIAIN 3JIEKTPOI,
3aTOYCHHBI Ha KOHYC ¢ yrioMm 60°. YcraHaBIvBav
MexXaJIeKTpoaHoe paccTosiHue 3 MM. [Tpody ucnapsiiu
npu moctossHHOM Toke 20 A B TeueHue 25 c.

PE3VIIBTATHI 1 UX OBCYXIEHWNE

OneHKa COpPOIMOHHOI CIOCOOHOCTH COPOEHTOB W3
BOIHBIX cpea. B Tabi. 4 mpencTaBiaeHBI pe3yJIbTAThI
COPOLIMOHHOIO KOHIEHTPUPOBaHUsI HauboJiee 3Ha-
YUMBIX JJIsI aHAJIN3a ONTUYECKUX U MATHUTHBIX Ma-
TepHraJioB Ha ocHoBe P3D mpumeceit 13 BOOHBIX CO-
JITHOKMCJIOM M a30THOKMCJIBIX Cpell. YCTaHOBJICHO,
yto As, Bi, Cu, Se, Te, Sb, Se, Mo MOXXHO M3BJIeYb C
ucrionb3oBaneM AM, D1, TOJI. Takxke copbeHTOM
TOJI moxHo u3sieyb Sn, Ti, Zr. CTOUT OTMETUTb,
YTO NPU HEOOXOAUMOCTU CTEIleHb COPOLIMOHHOIO
W3BJICYCHUSI MOXHO IOBBICUTH C ITOMOIIBIO BBEE-
HUS TOMOJTHUTEIBHBIX peareHToB [46—48].

Hawuboiee mepcrieKTUBHBIMUA COPOSHTAMMU SIBJTSI-
1otcst D1 u ITTO BBUAY ynodcTBa pabOThl ¢ HUMU,
IMO3TOMY MX BBIOpAJIM IUISI JAIbHEMIIINX UCCIEO0BaA-
HU1 COPOLIMOHHOTO U3BJIEYEHUS TIPUMECEit U3 PEIKO-
3eMeJIbHbIX MaTpull. [Tpu n3ydyeHun n3orepMm copoLmu
D1 u ITTD oTMeueHO, YTO Ha ¢ HAYaJIbHOM Y4acTKe B
IuanaszoHe KoHueHTpaiuii 0.01—10 Mr/a HaGmogaeTcst
JIMHEeHasl 3aBUCUMOCTh EMKOCTU COPOEHTa OT KOJIU -
YyeCcTBa aHAJIMTOB B PacTBOPE, YTO TOBOPUT O MOCTO-
STHCTBE CTEIIEHU U3BJICUEHHUS B 3TOM IMalla30He.

Mexanu3m B3aumoneiictusa. S,N-copepkalue
COpOEHTHI XapaKTePpU3YIOTCS OBICTPBIM OOpa30BaHM-
€M JOHOPHO-aKIEITOPHLIX CBI3eil MexXay aToMaMu
a3oTa ¥ MeTaula. B maHHOM KOMITIIEKCe aTOM MeTalia
MEePEeXOAUT K aTOMY CEphI TIOCPEICTBOM MOJIEKYISIPHBIX
B3auMoeicTBuii. OOpa3oBaBIIasiCsl CBSI3b OKa3bIBaeT-
Cs1 OYeHb MTPOYHOI, a MpU NOOGABIICHUY XJIOPUAOB, KO-
TOpBIE SIBJISIIOTCSI JIMTAHIAMM, KOMITJIEKC CTAHOBUTCS
elre ctabuiabHee. MeXMOJIEKYJISIpHbIE B3aUMOIeii-
CTBUSI OOYCIOBIMBAIOT YCTOMYMBOCTh KOMITJICKCOB Ha
OCHOBE TTOJIMMEPHBIX COPOECHTOB.

CopOmms U3 peakoseMeabHbIX MaTpuil. [1pu repe-
XoAe OT COpOLIMM M3 BOTHBIX PACTBOPOB K COPOILIMM
U3 pEIKO3eMENbHBIX MaTpUll CTelleHb W3BJIEYEHUS
npuMeceil cHmkaercs (Tabn. 5), YTO MOXET OBITh
00YCJIOBJIEHO BBEASHNEM B PACTBOP OOJBIITNX KOJIH-
YeCTB MaTPUYHBIX 3JIEMEHTOB M CABUTOM paBHOBE-
cus B pactBope. KpoMme Toro, BeICOKasi KOHIIEHTpa-
IS aTOMOB OCHOBBI MOXKET MPOCTPAHCTBEHHO 3a-
TPYIHSITH COEAMHEHUE 11eJIEBBIX aHAJIMTOB U aTOMOB
copOeHTa, BCIEACTBUE YErO0 HE HOCTUTAIOTCS TE 3KE
pe3ybTaThl, YTO M B BOTHBIX pacTBopax. B cBs13u ¢ aTM
Ne 10
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Taomuna 4. CreneHb COPOLIMOHHOTO U3BJICUEHUS 3J1eMEHTOB (%) 13 BOIHBIX pACTBOPOB

Smenony | AM (1M | AM (0.1 M[IITS (0.1 M |TIT3 (0.1 M| (0.1 M | B (0.1 M | TOJI (0.1 M |TOJ (0.1 M
HCI) HNO;) HC) HNO,) HCI) HNO;) HCI) HNO;)
As 100 100 100 100 100 100 100 100
Bi 99 100 100 100 97 98 95 92
Cu 98 99 90 52 97 97 79 82
Se 99 99 100 100 99 98 76 80
Te 96 99 100 99 98 99 90 95
Mo 99 66 73 20 93 97 93 95
Sb 100 100 95 98 100 97 99 99
Sn 46 47 63 62 59 41 98 98
Ti 42 13 0 0 56 37 90 90
Zr 25 28 56 48 70 54 93 93

Yeaosus copoyuu: 0.1 M HCI/HNO3, mopeenra = 0-1 T, Viynxoit dasm

HEOOXOIMMO BBIOPATh YCIOBHSI COPOIIMOHHOIO KOH-
LIEHTPUPOBAHUS, CIIOCOOCTBYIOIINE IIOJTHOMY W3BJIC-
YeHUIO IpuMeceii. Tak, yBenmdeHne BpeMeHN KOHTaK-
Ta a3 pacTBOpa U COpOEHTA ITOBHIIIAET BEPOSITHOCTD
o0Opa3oBaHMsI CB3eil COpOEHTA U aHAJIMTA; TIOBBIIIIE-
HUE TeMIIepaTyphl YCKOPSIET TeIUIOBOE ABMKCHIE Ya-
CTULI, OTYETO B3aUMOJEMCTBME aHAJIUTOB, XJIOPUIOB
1 copOeHTa CTAaHOBUTCS O0Jiee MHTeHCUBHBIM. K TO-
My K€ COpOLIMS — SHAOTEPMUYECKUIT TPOIecC, Mo-
STOMY IIOBBIIIIEHYE TEMIIEPaTYPhl CIIOCOOCTBYET U3BJIC-
yeHu1o 271eMeHTOoB. [1pu yBermueHun Macchbl copoeHTa
YBEJIMUMBACTCSI 4YUCIO (DYHKIIMOHAIBHBIX TPYyMIl, U
COpPOEHT MOXET M3BJIeYb OOJIbIIIee KOTMYSCTBO aHAIM-
TOB. T1oBHBIIIIEeHN e KOHLIECHTPAUY MUHEPAJIbHBIX KIC-
JIOT, HarIpuMep COJISTHOI, BeleT K YBEJTMYSHUIO KOJIH-
YyecTBa JIMTaHIIOB B paCTBOPE, OMHAKO IIPU 3HAYUTEb-
HOIT KOHIIEHTPALINU COJISTHOI KMCJIOTHI IOBBILIIACTCS 1
KMCJIOTHOCTb, MO3TOMY (DYHKIIMOHAJIbHbIE TPYIIIbI
copbOeHTa MOTYT pa3pyliaTbces. TakuM o0pa3oM, He-
00XOAMMO TPaMOTHO MOAXOAUTH K BHIOOPY YCIOBUIA
COpOLIMOHHOIO KOHILIEHTPUPOBAHMSI.

Boioop yciioBuii COPOIMOHHOTO KOHIIEHTPUPOBAHMS.
Huxe npuBeneHbl geTaniu pa3pabOTKUM XUMUKO-
CTIEKTPaTbHON METOAVKM C TIPUMEHEHUEM COpOeHTa
/1 Ha mpuMepe okcuma 3pous. LlereBeiMm BEIOpanm
npumecu Cu, Mo, Sb u Bi n3-3a ux BimsiHus1 Ha Q-
3uyeckue (ONTUYECKNE, MAarHUTHBIC U IP.) CBOMCTBA
MaTepuajaoB, B M3TOTOBJICHUM KOTOPBIX Y4acCTBYET
okcun apomns [54—57].

Kunemuka copbuuonnoeo koHuenmpuposanus. Pe-
3yJbTaThl BapbUpOBaHUSI BpPEMEHUM KOHTakKTa a3
(puc. 1) moxkaszaju, 4TO NpU YBEJIUMYEHUN BPEMEHU
COpOLIMM CTETIeHb W3BJICYSHUS MCEHSIETCS HEe3HAYU-
TEJIbHO WM IIPaKTUYEeCKM HE MEHSIeTCsI, CJeaoBa-
TEJIbHO, COPOLIMOHHOE PaBHOBECHE YCTAHABIIMBACTCS
B MEPBbICE MUHYTHI UM JaXKe CEKYHIbl B3aMOJIEii-
CTBUS, Iy TToaHOoTro n3Bnedyenust Cu, Mo, Sb, Bi no-
CTaTo4Ho 1 4.

KYPHAJI AHAJIUTUYECKOU XUMUHUU  Tom 78
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=10 M1, =14, 100°C, caauros = 1 MI/IL.

Bapvuposanue memnepamypwsi. Pe3ynbTaThl U3Me-
HEHUS TeMIlepaTypbl HarpeBaHUs COPOLIMOHHBIX CU-
CTeM IIpeAcTaBlieHbl Ha puc. 2. Kak BUmHO, TeMItepa-
Typbl 20 1 40°C He XBaTaeT OJIsI ITOJTHOTO U3BJICYSHUSI
Mo u Sb. Ilpu temneparype Bbiie 80°C crereHb
COPOLIMOHHOIO M3BJICYEHUSI CHUXKAETCS, BEPOSITHO,
M3-3a HApYIIEHUS CBsI3eil cCOpOeHTa U MOHA MeTajlia
WIN pas3pylieHUsT (PyHKIMOHAJIBHBIX TPYII COpOEeH-
Ta. TakuM oOpa3zoM, HauboJjiee MOAXOASIIEH s
copbouuonHoro uspnedeHus Cu, Mo, Sb u Bi siBister-
cg Tremnepatypa 60°C.

Bapvuposanue maccot copbenma. 3aBUCUMOCTh
CTeNeHM COPOIINU OT Macchl copoeHTa (puc. 3) moka-
3aya, 9yTo Macchl 0.1 T JOCTaTOYHO IJISI TIOJTHOTO W3-
BinedeHns Cu, Mo, Sb, Bi.

Bapvupoeanue konuenmpayuu CoAAHOU KUCAOMObL.
KpuBble 3aBUCUMOCTH CTENEHU U3BJIEYeHNSI aHATTUTOB
copbeHTOM DI OT KMCJIOTHOCTHU pacTBopa (puc. 4) mo-
Kaszaju, 9To KoHneHTpanus 0.6 M (4To COOTBETCTBY-
et pactBopenmnio nmpo6sl B 0.1 Mo HCI ¢ mocaenyro-
UM pasbapieHreM 1o 10 M) mocTatouyHa AJIs1 MoJI-
HOTO PacTBOPEHUS MPOOBI U CIIOCOOCTBYET MOJIHOMY
U3BJEYEHHNIO 1IeJieBbix Mpumeceil. Kpome Ttoro, c
yBeJIMYeHeM KOHIIEHTpallui MOHOB BOIOPOIA CTe-
MeHb U3BJIEYEHUS] XJIOPOKOMILIEKCOB IIEJIeBbIX aHa-
JIUTOB yMeHbl1aercs. [lonyyeHHass 3aKOHOMEPHOCTh
OOBSICHSIETCSI YaCTMYHBIM pa3pylIeHUEM CoOpOeHTa B
CUJIBHOKHUCIBIX Cpelax U BO3MOXHBIM 0Opa30BaHU-
eM cyJb(hUua0B, HEPACTBOPUMBIX B BOJHBIX PacTBO-
pax v COJISTHOM KUCJIOTE.

Ouenka ceaexkmuenocmu S, N-codepicauezo cop-
oenma. Metonom ADC-UCII ycraHOBUIM, YTO B
pacTBopax 10 U Tocjie COpOLMY KOHIEHTpalUs 3p-
Ous omMHAKOBa. DTO O3HAYaeT, YTo copoeHT D/l He
cnocobeH M3BJIeKaTb MaTPUUHBIC PEIKO3eMeIbHbIe
3JIEMEHTHI. B IpOMBITOM COPOLIMOHHOM KOHIIEHTpa-
Te MeTonoM JIADA yCTaHOBJICHO COIepKaHUe SpOus
Ha ypoBHe (DOHOBOTO CUTHAJIa, YTO HE MeIIaeT OIpe-
JIeJICHUIO LIEJIEBBIX 2JIEMEHTOB.
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Ta6mmma 5. CtereHb COPOLIMOHHOTO U3BJICUCHUS 3JIEMEHTOB (%) 13 pacTBOPOB C peaKO3eMeJIbHOM MaTpulieit

Nd,0; Er,O4 SmCo NdFeB
DneMeHT

nToe C)I| nToe C)l| nTo G| nToe C)1|
As 15 84 4 100 24 70 11 19
Cu 100 100 64 61 49 95 5 25
Se 100 100 12 11 80 85 100 100
Te 100 100 79 76 92 93 85 87
Bi 100 100 74 65 93 96 100 100
Mo 17 75 40 87 100 100 89 75
Ti 88 87 78 70 47 51 63 71
Sn 100 100 82 85 79 85 67 84
Zr 86 81 78 75 58 39 62 40
Sb 77 77 81 92 64 62 87 70

Yeaosus copoyuu: 0.6 M HCIL, meqpsenra = 0-1 T Vot dassr =

= 2000 mr/m.

INpucyrcrBrue Opyrux 3JI€eMEeHTOB He MelllaeT BbI-
JIeJICHUIO aHaJINTOB. B pacTBope TMOMUMO 1IeJIeBBIX
npumeceit mpucyrctsoBanu Al, As, B, Ba, Be, Ca,
Cd, Co, Cr, In, Fe, Ga, Hf, K, Li, Mg, Mn, Na, Nb,
Ni, Pb, Sc, Se, Si, Sn, Sr, Ta, Te, Ti, T1, V, Zn, Zr B
KOHILIECHTpaLMIX, OJM3KMX K KOHILICHTpallusIM aHa-
JIMTOB. YCTAHOBJIEHO, YTO OHU HE CHIXAIIU CTEIIeHb
copoumonHoro ussiaedeHus: Cu, Mo, Sb, Bi.

BbiOOp yc10BMiT IYroBOoro aToMHO-3MHCCHOHHOTO
aHamM3a COPOIMOHHOrO KOHIIEHTpaTa. YcioBus JADA,
BKCIIepUMEHTAJIbHO YCTaHOBJICHHBIC JJIs1 onpeaese-
HUSI TIPUMeECEei B COPOLIMOHHOM KOHIICHTpATe, Mpe/-
CTaBJIeHBI B Ta0J. 6. BEIOpaHbl aHAIMTUYECKUE JIH-
HUM, HanboJiee CBOOOTHBIC OT CIIEKTPATbHBIX HAJTOXKE-
HU. OONTUMAIBLHBIM PEXMMOM pabOThl TeHepaTopa

100 ¢
o 99
g
a E 97t A _ 4 Cu
[T N
8 %96+
é E —a— Mo

%) -

g = % —e—Sb
5941
© —=—Bi

93¢

92 1 1 1 1 1 1 J

15 30 45 60 75 90 105 120

Bpewms koHTakTa a3, MUH

Puc. 1. 3aBUCUMOCTD CTEIIEHW COPOIIMOHHOTO M3BJIeUe-
HUSI OT BpeMEeHHU KOHTaKTa (a3. YcioBus copounu: 0.6 M
HCI, m, =0l1r V, = 10 M, 100°C,

KUAKo# daszel
CananutoB — arpureix anemerros — 2000 MI/JLL

copbeHTa
1 mMr/m, ¢

KYPHAJI AHATUTUUYECKON XUMUU

— o p— p—
10 mot, £ =14, 100°C, capanuros = 1 MI/1, CMATPUYHBIX JEMEHTOB

SIBJISIETCS TOCTOSTHHBIN TTOJIOXKUTEIBbHBINA TOK CUJION
20 A. B aTuX ycIoBUSIX pa3psig cTabuibHee, Ipooy He
BBIOpAChIBACT U3 BJIEKTPOIA, B OTIINYNE OT IIEpEeMEH-
HBIX PEXMMOB.

M3yuenue ncnapeHust IpoObl U3 HUXXHETO DJIEK-
TpoJa MoKa3aJjio, UYTO HauboJjiee yCTOMIYNBOE COCTOSI-
HHUE CTOJI0a TyroBOi M1a3Mbl 00eCIeUMBAETCST MCIIONb-
30BaHUEM BJIEKTpoJa C KpaTepoM IUAMETPOM 5 MM,
nIyOuHOM 4 MM, TOMIIMHOM cTeHoK 0.5 MM, 6e3 00-
TOYKHU U 6e3 K. DTO 0O0YCIOBIEHO TEM, UTO COP-
OEHT COCTOUT B OCHOBHOM U3 CEPBI, KOTOpas SIBJISIET-
Csl JIETKOMOHU3UPYEMBIM 35ieMeHTOM. CaMBli1 yCTOM -
YUBBII BIIEKTPUUYECKUI paspsii U CaMylO0 BBICOKYIO
MHTEHCUBHOCTb aHAJIUTUYECKUX JUHUN yaajaoCh 10-

100+
2 90
= e
g N
g = 80
a5
S g
é 5:;70 +—Mo
)
g = —e—Sb
5 60
o —a—Bi
50 1 1 1 J
20 40 60 80 100

Temneparypa, °C

Puc. 2. 3aBHUCUMOCTb COPOIIMOHHOTO W3BJIEYEHUS OT

TeMmneparypbl. Yciaosuss copouuu: 0.6 M HCI,
mcop6eHTa_: 0.1 1, Viunxoit bazbi— 10_ M, £ =1 4,
Caamros = 1 MI/T, Cyparpuraipix onemerrron — 2000 Mr/n.
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CrerneHb COpOLIMOHHOTO
usBiedeHus1, %
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0 0.05 0.10 0.15 0.20
Macca copbeHra, T

Puc. 3. 3aBUCUMOCTD CTEIIEHW COPOIIMOHHOTO M3BJIeUe-
HUsI OT Macchl copbeHTa. YcimoBust copoumu: 0.6 M HCI,
V)Kmu«)ﬁ d)a3bl= 10 M, = 1 9, 600C’ Camanuros 1 MI‘/.H,
[4 = 2000 mr/m.

MAaTPUYHBIX 3JICMECHTOB

CTUYb C MCIOJIL30BAHUEM BEPXHENO JJIEKTPOIA B
dopme KoHyca ¢ yrioM 60°.

YCTaHOBWIIN, YTO TOJBKO B cliydae pa30aBICHUS
copOeHTa rpaUTOBBIM ITIOPOIIKOM (T. I.) B IIIECTh
pa3 npoOy He BeIOpachIBaeT U3 KpaTepa 3JIeKTpoJia,
MO3TOMY MJIsI aHajau3a BbIOpaj COOTHOILIECHUE

mcopﬁe]—n‘ My g = 1:5.

Pesynbrarsl akcniepumeHTa ¢ Hocurtesimu (Ga,0;,
GeO, NaCl, KCI, NaF, Nal) moka3anu, 4to BBeae-
HHE OKCHIA TepMaHUSI CIIOCOOCTBYET YBEIMUYECHUIO
WHTEHCUBHOCTHY aHAJIUTUYECKUX JIMHUI, €ro BbIOpa-
JIU UTSE DaIbHEMIIMX 3KCHepUMEHTOB. [ajioreHunbl
HATpHs M KaJivsi, HA0OOPOT, CHUKAIOT UHTEHCUBHO-
CTU aHAJIMTUYECKUX JUHUIA, K TOMY XK€ B COCTaBe

937

100
o 80
g
I X
€ w60
5 T V¢
© T
[T
S 3
Q=
§ —e—Sb
5 20

—a— Bi A
1 1 1 1 1 1 \.\T\‘
0 0.5 1.0 1.5 20 25 3.0 3.5

Konnenrpauus HC1, M

Puc. 4. 3aBUCUMOCTD CTEIIEHU COPOLIMOHHOTO MU3BJICYe-
HUSI OT KOHLIEHTPALMM COJISTHOM KWCJIOTHI. YCIOBHUS
COPOLMH: Meopsenma = 0-1 T Vot pasu— 10 ML, £= 114,
600C’ caHaJ'lVlTOB = =

= 2000 mr/m.

Mr/m, CMaTpPHUHBIX 2MEMEHTOB

COpPOIIMOHHOTO KOHIIEHTpaTa IIPUCYTCTBYIOT XJIO-
PUI-UOHBI U3 COJISTHOM KWCJIOTHI.

BappupoBaHne MeX3JIEKTPOTHOTO PAaCCTOSTHUS
ITOKAa3aJ10, YTO MHTEHCUBHOCTH aHAJTUTUYECKHUX JIU-
HU N3MEHSTIOTCS He3HAYMTETbHO, OMHAKO PacCTOSI-
HUE 3 MM SIBJISIETCS ONTUMAIbHBIM C TOYKU 3pEHUS
CTaOMJIbHOCTH TIJIA3MEHHOTO pa3psifa B MpoLiecce ro-
penust nyru. HecMoTpst Ha TO, 4TO TIpU YBEJIMYCHU U
MEX3JICKTPOIHOTO PACCTOSHUST YBEIMIMBACTCS MH-
TEHCUBHOCTDb aHAJIMTUYECKUX JIMHUI 13-3a 00JIbIIIe-
TO BpeMeHU NpeOhIBaHMSI 3JIEMEHTOB B 30HE pa3psiaa
BCJICZICTBUE YBEIWYEHUS pa3Mepa 00JacTH ITyTOBOM
IJ1a3Mbl, TMPUHSJIA pelIeHWe WCIIOJb30BaTh MEX-

Tab6auna 6. YCI0BUSI IyTOBOTO aTOMHO-3MUCCUOHHOTO aHaJIN3a

3HaueHue

[Tapametp
AHaJIMTUYECKUE JIMHUU, HM
* Bi
* Cu
* Mo
+ Sb

Toxk

DIeKTPpOoa HUKHUI

(@ — nuamertp anektpona; + — myGuHAa a5eKTpona; f — TOJ-
IIMHA CTEHOK 2JIEKTPO/IA)

DneKTpoa BepXHUM

MeX31eKTPOIHOE PACCTOSTHUE, MM

CoorHomieHue m(copoeHT) : m(T. 1.)

Hocurens

Bpewms skcno3uuuu, ¢

251.57; 289.80; 293.83; 299.33
212.30; 228.66; 249.21; 282.44
315.82; 320.88; 204.60; 345.64
217.58; 231.15; 259.81; 277.00

[MocTostHHBII 20 A
D 5 MM
14 mm
10.5 mm
Konyc 60°
3
1:5
GeO
25

KYPHAJI AHAJIUTUYECKOU XUMUHUU  Tom 78
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Tabmmua 7. PesynbraTsl (Mac. %) aHann3a oOpasiia C aTTECTOBAHHBIMU 3HAYCHUSIMU COIEPXKAHMI 3IEMEHTOB (X; T A;
npu P=0.95,n=3)

Haiineno ATTecToBaHHOE 3HaUCHUE

DJIeMeHT
Nd203 EI'203 SmCo NdFeB Nd203 Er203 SmCo NdFeB

Cu (1.9£02) x[(3.7£02) X |(24£02) X [(8.7+0.2) X | 1.7 x 102 3.7 x 1072 23 %1074 8.9 x 1072
x 1072 x 1072 x 1074 x 1074

Mo (55£01)x|(26£02)x[(B39£0.1) x| (72x0.1) x| 56x%x 1074 2.8x% 1073 4.0 x 1073 71 %1073
x 1074 x 1073 x 1073 x 1073

Sb (35+£03)%x|[(5.5£03)x[(22+01) x| (22£02)X| 34x 103 5.4 x 1073 2.1 % 1072 2.4 %1073
x 1073 x 1073 x 1072 x 1073

Bi 20£03)x[(89£0.3)x|(64+03)%X[(19+03)%| 22x10% | 87%x10% | 6.7%x10 20x 1074
x 1074 x 1074 x 1073 x 1073

Yeaosus copoyuu: 0.6 M HCI, copbent DL, meopsenra = 0-1 T, Vnxoit dazm = 10 M1, 7= 14, 60°C, myyapecy = 0.05 T

9JIEKTPOIHOE PACCTOSIHME 3 MM, MOTOMY UYTO TpU
0OJBIIIMX 3HAYEHHU X MEXDIIEKTPOTHOTO PACCTOSIHUS
MpoOy BEIOpAChIBAET U3 KpaTepa JIeKTpoa.

B pesynbrare nccienoBaHUS KPUBBIX MCITAPEHUS
BBIOpaAI MHAMBUIYAITLHOE BPEMSI SKCITO3ULIMU LIS
KaXIOro B3JIEMEHTA-IPUMECU. YCTAHOBWIM, YTO ISt
MOJTHOTO MCITapeHusT BUCMyTa foctatouHo 10 ¢, Mmenu —
12 ¢, MmonmubaeHa — 15 ¢, a cypbeMbI — 25 c.

HMKXHA rpaHKIA IUANa30Ha OMpPeaesieMbIX CO-
JepKaHMI1 11eJEBBIX 2JIEMEHTOB HAXOIUTCH Ha YPOB-
He 1 X 1075—1 X 10~* mac. %; OTHOCUTEJILHOE CTaH-
JapTHOE OTKJIOHEHME JIEXXUT B THramna3oHe ot 2 10 18%.

AHanm3 peaibHbIX MPOO METOIOM IYTOBOI0 ATOMHO-
3MHCCHOHHOI0 AHAJIM3A C ONpeJe/IeHHEM NpUMeceil B
tha3e konnenrpara. [IpaBUIbHOCTH pe3yJILTATOB, I10-
JIyYEHHBIX 110 pa3paboTaHHOI METOOUKE, KOHTPOJIH -
pOBaJIK aHAJIU30M 00pa31OB C AaTTECTOBAHHBIMU 3HA-
YEeHUSIMU coiepXKaHUs aHaJIMTOB. Kak BUITHO U3 naH-
HBIX Tabj1. 7, MONy4eHHbIE Pe3yJIbTaThl COITIACYIOTCS
C aTTeCTOBAHHBIMU 3HAYCHUSIMU.

koK ok

I[IpumeHeHe COPOIIMOHHOTO KOHIIEHTPHPOBA-
HUS B IYTOBOM aHajM3e MPUMEHUTEBHO K MaTpu-
I1aM Ha OCHOBE PEIKO3eMETbHBIX 3JIEMEHTOB SIBJISICT-
CST HOBBIM METOIMYECKUM PEIIeHUEeM, TTO3BOJISTIOIINM
C BBICOKOM 4yBCTBUTEIBHOCTHIO (10 107> Mac. %) u ce-
JISKTUBHOCTBIO YCTAHABIUBATD 11EJIEBYIO YUCTOTY UC-
XOIHOTO CBIPbsI, MOJYIPOAYKTOB U KOHEUHBIX MPO-
IYKTOB C TOYHOCThIO 2—18%. IlokasaHa mepcriek-
TUBHOCTb JAJTbHEHIINX pa3pabOTOK COBPEMEHHBIX
JIYTOBBIX XMMUKO-CIIEKTPAJbHBIX METOAUK IJIsl aHa-
JIN3a BEIIECTB M MAaTEpHAaJIOB B TBepIOi (hase.

Hcnoavzoeano o6opydosanue LIKIT OMH HOHX
PAH. Uccredosanue evinonnerno 3a cuem epanma Poccuii-
cK0eo HayuHoeo gonda (npoexm No 20- 13-00180-11).
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