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IMpenmoxeH KOMIUIEKC METOAMK KOJIMYECTBEHHOTO XMMUYECKOTO aHaIu3a BHICOKOYMCTOTO TepMaHus U
ero OKcujaa METOJIOM aTOMHO-3MMCCUOHHOM CIIEKTPOMETPUU C MHAYKTUBHO CBsI3aHHOI Tj1a3Mmoii. Kom-
IUIEKC pa3paboTaH oI ONpeaesieHUs peIKo3eMeIbHBIX 21eMeHTOB (P39, kpome Pm), MeTaiuioB miatuHo-
Boii rpynnsl (MIIT, kpome Os), I, S, Th, Tl u U. MHcTpyMeHTaIbHast METOAMKA — IOCJIE KMCIOTHOTO pac-
TBOpEHUsI o6pasiia, KOMOMHUPOBAHHAs — TTOCJIE OTAEICHUsI OCHOBBI IMPOOKI B BUJIE JIETKOJIETYUETO COeIM -
HeHus. [lo MHCTpyMEHTAJbHOW METOIMKE ONpPEAC/ISIIOT BCE IepEeUMCICHHbIC BJIeMeHTHI. I ydyera
BIMSIHUS TepMaHUSI Ha aHAJIUTUYECKMEe CUTHAJIBI aHAJIMTOB BEIOpanu BHyTpeHHUi ctangapt (BC) us Be,
Dy, Gd. JIyuiue pe3yabTaThl B 3KCIIEpUMEHTe “BBelleHO—HaliaeHo” nouydeHsl it P39, MIIT u I o nu-
Hum Be 234.861 um; nist Th, T1, U — Dy 353.170 um, miig S 6e3 BC. Ipenenst o6Hapykenust (ITO) aHanuTos
JIeXaT B MHTepBaje 3HaYeHui # X 10~°—n X 107> mac. %. KoMGMHUpOBaHHAs METOIVMKA pa3paboTaHa st
cumkenwms 10 Ir, Pd, Pt, Rh, Ru, S, Th, Tl u U. 'epmanwnii 13 HaBeCOK 00pa310B METAJUIMIECKOIO TrepMa-
HUS ¥ AMoKcuaa repmanust ynausuia B Bune GeCly 6osee ueM Ha 99.9%. B atom cityyae [1O aHanuToB co-
craBastioT ot 1 X 1077 mo n X 106 mac. %.

KioueBble ci10Ba: MOIyIIPOBOIHUKOBBINM repMaHMii, BHYTPpEHHMIA CTaHAAPT, KOHILIEHTPHUPOBaHUE IIpUMeceil
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BBEAEHUME

Jwvokcua repMaHUSI UCIIONB3YIOT I IIPOMU3BO/I-
CTBa ONTHUYECKOTO BOJIOKHA, MOHOKPUCTAJIJIOB OPTO-
repmaHara Bucmyta Bi,Ge;O,, (BGO) u repmanara
ceuHla Pb;Ge;0,, (PGO). CUMHTWUISILUOHHBIE KPU-
crautel BGO HMCITob3y1oTcsT B KayecTBe JETEKTOPOB
PEHTTEHOBCKOIO M3JIy4eHUSI B KOMITBIOTEpPHOI TOMO-
rpacduy, raMMa-1U3Iy9eHNs B IIO3UTPOHHO-3MUCCHUOH-
Holt ToMorpadun [1, 2]. CerHeToaIeKTpruIecKre Kpr-
crauibl PGO mnepcrieKTMBHO TIPUMEHSITD B 3aITUCU TO-
Jiorpacpudeckoit “H(popMay 1 B KAYECTBE HOCUTEIISI
TS 3JISKTPOHHOTO XpaHeHus nHdopManmm [3, 4].

O061acTh MpUMEHEHMUS TE€pMaHUS M €ro OKCcUIa
orpaHMYMBaeTCs MPUMECHBIM cocTaBoM. Hampumep,
Ha paauanuoHHyo cToiikocTb BGO BausitoT mprume-
cu Fe, Cr, Mn u Pb [5], noHBI peIKO3eMeJIbHBIX 3JIE-
MeHTOB (P3D) yxyauiaioT MpoBOAMMOCTh KpUCTaJ-
1oB [6]. ITpumecu Ba, Fe, Ni uameHs10T hoTOIIpOBO-
muMocTh KpuctaiumioB PGO, a Rh cHmzkaeT sHepruio
akTuBauuu [7]. BausitHue npyrux npumeceii 1 ypos-
HSI X KOHLIEHTpallMii Ha CBOMCTBAa MaTepuaioB Ma-
J10 n3ydeHo. [ToaTtoMy pa3zpaboTKa MHOTORJIEMEHT-

HBIX METOAUK KOJIMUYECTBEHHOTO XUMUYECKOTO aHa-
Jm3a (KXA) ¢ HU3KMMU mpeaesaMu oOHapyXKeHUs
(ITO) mpumeceii sSBAsSeTCS BaXHOW 3agadeil mpu
MPOU3BOACTBE U U3YYECHUU CBOUCTB (hyHKIIMOHAIb-
HBIX MaTepUasoB.

B GonpiinHCTBe citydyaeB MeToguku KXA Hampas-
JIEHBI Ha OIIpeAeiCHUEe PacIpOCTPAaHEHHbBIX IPUME-
ceii: Co, Cu, Fe, Ni u 1.1. [8—14]. B pabdotax [9, 10]
10 KOMOMHUPOBAHHBLIM METOAMKAM, COYECTAIOIIUM
pacTBOpPEHME M OTTOHKY OCHOBBI IIPOOKI, OIIPEIEIsI-
au P39 (kpome Pm). KoHTpoaupoBaTh coaepxaHue
P39, Ir, Pd, Pt u Ru MOXXHO 10 KOMOMHMPOBAHHOIT
METOIMKE MAacCC-CIEKTPaIbHOIO aHajiM3a C UHAYK-
TUBHO-CcBs13aHHOM 11a3moii (MC MCII) [11]. Kom-
IUIEKC METOIMK, IIPeIIOXEeHHBIX B [12], mo3BojIsieT
onpenensaTs P30, MeTajutbl TIATUHOBOM T'PYITITHI
(MIITI'), I, S, Th, Tl u U TpyIHOAOCTYIIHBIM METOJIOM
uckpoBoit Macc-cnekrpomerpun (MMC); MeTonom
MC UCII ¢ pa3HbIMH IIpOLIeAypaMH Pa3aoKECHUs
obpaszua — P33, Ir, Pd, Pt, Rh, Th, Tl u U. B atom
cliy4yae Ipy IIpoOONOArOTOBKE B IIPOIIeCCe pa3aoke-
HUS 1 OMHOBPEMEHHOM OTTOHKM OCHOBBI 00pasiia B
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aHAJIUTUYECKOM aBTOKJIAaBe IIPOMCXOISIT IIOTEPU B
BUJC JIeTy4ux coequHeHuil aHaautoB (As, B, Ga
u T.0.), BToM yncie Tl. PaccMoTpeHHBIE METOOUKM
xapakTepu3ylorcsa Hu3kumu [1O aHaauToB: B Me-
tonukax [12] ITO mpumeceii Th u U mocturaror n X
x 10~ mac. %, nnsa npumeceii P39 B [11, 12] IT1O co-
crapistior n X 1072 mMac. %. TeM He MeHee JUIS HUX
€CTh 1 PsIi OTpaHUYEHUA, CBSI3aHHBIX C HEAOCTATOU-
HBIM YYCJIOM OIIpenesieMbIX mpuMeceii [9] umm tpy-
JTOEMKMMM CITOCOOAMM PACTBOPEHUSI OOpas3loB Tep-
MaHus 1 ero okcuaa [12]. Ilo aToii mpuyrHe aKkTyaib-
HOM SIBJISIETCSI HEOOXOOUMOCTDH Pa3pabOTKM METOMMK
IIJIs. OMHOBPEMEHHOIO ONpeAeeHUSI PEAKUX MPUMe-
ceii (P39, MIII, I, S, Th, Tl u U) B repMaHuu U ero
oKcuie.

B Hactosiiiee BpemMsi  aTOMHO-3MMCCUOHHAs
CIIEKTPOMETPUS C UHAYKTUBHO CBS3aHHOM ILIa3MOi
(ADC UCII) saBnsieTcss omHUM 13 HanboJiee BOCTPe0o-
BaHHBIX MHOTORJIEMEHTHBIX METOJOB B aHAJIUTUYE-
CKOI1 mpakTuKe, Imo3BoJisttonux gocturars [1O ananm-
ToB =n X 10~ Mac. %, He puderas K peaBapUTeIbHO-
My OTIEJIEHUIO OCHOBBI MPOObI — Marpuilbl. B aToMm
cllyyae B aHaJIM3UPYEMBbIX PACTBOpaX TPUCYTCTBYET
3HAYUTEJIbHOE KOJIMYECTBO MAaTPUUYHOTO KOMITOHEHTA
(>10 mMr/mMJi1), KOTOpBIf OKa3bIBaeT BIAWUSIHUE HA MPO-
necchl Bo30oyxxneHns aHannuToB B UCII n BemmanAay
ux aHanuTudeckux curHajioB (AC). 11 yuera uameHe-
HUII MHTEHCUBHOCTU aHaIuTU4eckKux JuHuit (AJI)
MpUMECE U CHUKEHHS TTIOTPELTHOCTU aHaIM3a ITprUMe-
HSTIOT MeToI BHyTpeHHero craHaapTa (BC).

Llenn HacTOsIIIEl pabOTHI — cO3MaHMe KOMILIEKCa
metonuk ADC UCII mig aHanu3a BBICOKOYMCTOTO
repMaHus U ero OKCuja: MHCTpyMEHTaJbHasi METO-
JIVKa — IJIsi OMHOBPEMEHHOI'O OIIpeIe/ICHUST peIKIX
nmpuMeceit 6e3 TpyoIoeMKOI Ipoleayphl UX IIpeaBa-
PUTEJILHOTO KOHILIEHTPUPOBaHUsSI; KOMOWHUPOBAaH-
Hasl — C OTAEJICHUEM OCHOBBI IIPOOKI IJIsI CHIDKEHUS
1O anamuToB.

BOKCINEPUMEHTAJIbHAA YACTb

PeakTusbl u 000pynoBanue. B paboTe ncnoib3oBa-
JIU IEUOHU3MPOBAHHYIO BOJY C yI€JIbHBIM COMTPOTHB-
JeHueM 18.2 MOM cM, MOJIy4YeHHYIO Ha YCTaHOBKE
Direct-Q3 (Millipore, CLLIA). Kucnotet HCI, HNO;
JIOTIOJTHUTENIbHO OYUIIAId JUCTUILISIIIMEe 6e3 Kure-
Hus Ha yctaHoBKe DuoPUR (Milistone, Utanust).

PacTBOpBI rpagyrnpoOBOYHBIX 00Pa310B TOTOBUIIN
13 OMHO3JIeMeHTHBIX pacTBopoB: Pd (I'CO 8432-
2003), Pt (I'CO 8431-2003), Rh (I'CO 8793-2006),
Ru (I'CO 8856-2007), 1 (I'CO 7104-94), Ir (ICP

Standard) u SOff (I'CO 7253-96); MHOTODRJIEMEHT-
HBIX cTra”HgapTHBIX (MDC) pactBop: MDC-pacTBOp
P35 (“Ckar”, Poccus): Ce, Dy, Er, Eu, Gd, Ho,
La, Lu, Nd, Pr, Sc, Sm, Tb, Tm, Y — 50 mxr/™m1,
Yb — 25 mkr/mi; pactBop 7500 Series PA Tuning 1
(Inorganic Ventures, CIIIA): As, Be, Cd, Zn — 20
MKr/Mi1; Mg, Ni, Pb — 10 mxr/mi1; Al, Ba, Bi, Co, Cr,
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Cu, In, Li, Lu, Mn, Na, Sc, Sr, Th, Tl, U, V — 5
MKT/MJT; Y, Yb — 2.5 MKT/MJL.

PactBopsl Be (I'CO 7759-2000), Dy (I'CO 8391-
2003), Gd (I'CO 8390-2003) ncnons3oBanu kak BC;
Mg (I'CO 7681-99) — 151 OLIEHKU MOKAa3aTelIsl XKeCT-
koctu UCII.

ITpo6GoTioAroTOBKY MPOBOAMIIM B TEPMOOJIOKE
Dry Block Heater 2 (IKA, I'epmanmus).

CoaepxxaHue aHAJIWTOB B IMOJYYEHHBIX PACTBO-
pax omnpeneisijii Ha aTOMHO-3MHUCCUOHHOM CIEK-
TpoMmeTpe Bbicokoro paspemieHus ¢ UCIT — iCAP
6500 DUO (Thermo, CIIIA) ¢ pacobUIMTEILHOMN Ka-
MEPOi LIMKJIOHHOTO TUITIa U TTHEBMAaTUYECKUM PaCIIbl-
muteneM SeaSpray (Glass Expansion, ABcTpaius)
MPOU3BOIUTENBLHOCTBIO 2 MJI/MUH, KBaplLEBbIM MH-
JKEKTOPOM C BHYTPEHHUM JuaMeTpoM 2 MM. Mcromb-
30BaJIM aKCUAJTBHBIN 0030 MIa3MBbl 11T 00eCIIeYeHUS
Boicokux AC u goctukeHusi Hu3kux 1O aHaiIuTOB.
CurHajibl perucTpupoBaid MpyU PEeKOMEHIOBaHHBIX
MPOU3BOIUTENIEM MTapaMeTpax: MOIITHOCTh BbICOKOYA-
cToTHOrO reHeparopa 1150 BT; pacnbliuTenbHbIN MO-
ToK Ar 0.7 J1/MUH, BCIIOMOTaTeJIbHBIIA ITOTOK Ar
0.5 1/MuH; oxnaxnarolmuii motok Ar 12 jg/mMuH. Pac-
TBOpbL ¢ Cg, = 30 MI/MJ1 monaBaiv ¢ yBIaXKHEHUEM
Ar U151 IpeIOTBpallleHUsT OTJIOKEHMUSI CoJieit B cucTe-
Me BBoja crekrpoMeTpa. CKOpOCTh NEPUCTATBTU-
yeckoro Hacoca — 50 00./MUH; NpU aHaU3e KOH-
LIEHTPATOB CKOPOCTh COCTaBisia 25 00./MUH IJIS
COKpallleHUsl HCI0JIb3yeMOTO0 00beMa pacTBOPOB,
CHIXXEHUs Koa(dduimeHTa pa3daBieHUsT KOHILIEH-
TpaTOB NMpUMeceil U, Kak clieacTBre, CHKeHus [10.

IIpouenypa mpoGomoaroroBku. Ivokcum repma-
Hus (=250 Mr) moMenranu B ¢TOPOILIACTOBBIE CTaKa-
HBI C KpBIIIKaMu, 1o6asisiii 3 mir ounineHHoir HCl
¢ KoHLeHTpauuei 10 Moyib/J1 ¥ BBIAEPKUBAIN B TEP-
MOOJIOKE, YCTAHOBJIEHHOM B OOKCE C TIPUHYIUTEh-
HOM BeHTWIsILMENR, ipu Temnepatype 81 £ 1°C B Te-
yeHue 5 4 (OMHOBPEMEHHO MPOBOAMIN TPOOOIIONTro-
ToBKY 10 06pa3noB). ['epmanmii (=250 Mr) pacTBOpSLIU
B ITOJTUTTPONTJICHOBBIX KIOBETAX M CMECH KUCIIOT: 3 MJT
HCI (10 monb/m) 1 1.5 M1 HNOj; (16 Moitb/).

Hucmpymenmanvrnas memoduka. PacTBophl nepe-
JIMBaJd B TTOJUIIPOIUJICHOBBLIE ITPOOUPKU, pa3daB-
JISUIM IeMOHU3UPOBAaHHOM BOIOI TaK, YTOObI KOH-
LHeHTpauus repMadus obuta =30 Mr/mi, T.K. B IIpO-
1IeCCE PaCTBOPEHMS YacTh FrepMaHUs yIeTydMBaeTCsl
B BHUJIC TETpaXJIOpUIA.

Kombunuposannas memoduxa. Tlocine mNoOMHOTO
pacTBOpEeHMsI HAaBECOK 00pa3lOB MPOBOANUIN OTTOH-
Ky ocHOBHI B Bune GeCly (¢, = 83.4°C) [15]. dnsa
3TOro ¢ GTOPOILIACTOBBIX CTAKAHOB WJIM TTOJUIIPO-
MUAJICHOBBIX KIOBET CHUMAJIU KPBILIKW U yIapyuBaJIu
1o =50 Mk ipu 95°C B TeyeHure 2 4. KOHIIEHTpATHI
OXJIaXIaqu, TEPEHOCWIN B TOJUIIPONUJICHOBBIE
MPOOUPKHU, TOBOAUIU O00BbEM OO 2 MJ PacTBOPOM
HNO; (0.5 Mmonb/n). OTTOHKa OCHOBBI ITPOUCXOMIA
6oJiee ueM Ha 99.9%.
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Taomuua 1. AJI u 1O (Mac. %) aHaIUTOB 11 MHCTpYMeHTabHOM MeTonuku (I — atomuast muHwust, I1 — noHHast TUHUS )

DJIeMeHT AJl, um §(0) DeMeHT AJl, um 1O
Ce 404.076 (11) 5% 107° Pt 224.552 (11) 3x 1076
Dy 353.170 (II) 2 x 10~° Rh 343.489 (I) 8 x 10~
Er 337.272 (1) 6 x 10~ Ru 240.272 (11) 3x 1076
Eu 381.967 (II) 2 x 10°° S 182.034 (1) 2% 1073
Gd 342.274 (11) 1x10° Sc 361.384 (11) 1 x 107
Ho 345.600 (II) 1% 1073 Sm 360.949 (II) 9 x 10~
I 183.038 (I) 1 %1073 Tb 350.917 (1II) 1 %103
Ir 212.681 (II) 5% 10~° Th 283.730 (II) 6 x 107°
La 379.478 (1) 6 x 1076 Tl 351.924 (1) 3x 1073
Lu 261.542 (1I) 1x10°°¢ Tm 384.802 (II) 1 %103
Nd 406.109 (1T) 5% 10~° 18] 385.958 (II) 2% 1073
Pd 340.458 (1) 6x 1070 Y 377.433 (1) 1x10°°
Pr 417.939 (II) 7 x 10~° Yb 328.937 (II) 1x10°°

Benuuuny 3arpsi3HeHUit, BHOCUMbBIX peaKTUBaMHU
W TIOCYI O, OIIeHUBaJIN TIPOBEIeHIEM KOHTPOJILHOTO
onbiTa (KQO) yepes Bce cTanuu IIpoOOIOArOTOBKU.

PE3VIJIBTATHI DKCITEPUMEHTA

MHcTpyMeHTadbHAA MeTOmMKAa. MHCTpyMeHTab-
HYIO METOJIMKY aHajin3a BICOKOUMCTOIO repMaHMUsI
W ero OKcuaa pa3padaTbiBail IJIsS OIpeIeICHUS
P35 (xpome Pm), MIII (xpome Os), I, S, Th, Tlu U.
KoHueHTpalys repMaHusi B aHaJIU3UPYEMBIX pac-
TBOpax, aHaJIOTUYHO padote [8], 6bL1a 30 Mr/Mil.

I1epBbIM 3TatoM ObL1 BEIOOP AJl mpuMeceii ¢ BhI-
COKO#1 MHTEHCUBHOCTBIO, CBOOOIHBIX OT CIIEKTpasb-
HbIX HaJIOKEHUI, U HU3KUM ypoBHeM (oHa. bruio
BBIOpaHO 26 TUHMI 1151 26 351eMeHTOoB (Tabur. 1). dusg
BeIOpaHHBIX AJl onenwnu I1O aHanmuTOB CoryacHo
pekomeHaauuu UIOITTAK mo 3s-kpurtepuio.

I'panynpoBoYHbIE 3aBUCUMOCTU CTPOUJIU 1O 00-
pasuam cpaBHeHuUs (OC), saBasiOIIMMCS CIaOOKUC-
JILIMA BOOHBIMM pacTBOpaMM, COAepXKalluMU aHa-
JIATHL B IMANA30HE KOHLEHTpaumii 1 X 1075—5 X
x 10~* mac. %. [dns co3maHus KUCIOTHOrO (hoHa,
WASHTUYHOTO aHAIM3upyeMbIM obpasuam (pH = 1),
no6asisiu 10 mons/n HCIL.

Ha cnenyroniem atare pa3padboTKy METOAUKU BbI-
oupamu muHuu BC ¢ pU3MKO-XUMUYECKUMM CBOI-
CTBaMU, CXOXWMMU C aHAIMTAMU, YUYUThIBasi BEPOSIT-
HOCTb MPUCYTCTBUSI B aHAJIM3UPYEMbIX OoOpaslax u
CHEeKTpaJIbHbIX HajloxkeHui Ha auHussx BC. Yacrto B
kauectBe BC ncronp3yror P30, HanmpuMmep cKaHIWit
WIN UTTpuii [16, 17], Kak yIOBJIETBOPSIIONIKE BHILIE-
MepeyrcieHHbIM KpUuTepusiM. Tak Kak B HacTosI1Iei
pabore P30 gaBigrorcs omnpeneisieMbIMU ITPUMECS -
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MU, TO B KauecTBe BC 111 KOppeKTUPOBKM HalimeH-
HEBIX KoHOeHTpauuii P39, MIII u I paccmaTpuBanu
yuHuM Be (313.107 1 234.861 um). g npumeceii Th,
TI1, U Bei6op BC ocioxXHSIICS UCTIOIb3YeMbIM B pa-
6ote pactBopoM Tuning 1, KOTOpPEI KpoMe MHTEpe-
CYIOIIIMX aHAJIUTOB COAEPXKUT DS APYrux JIeMeH-
ToB. I[Toatomy mist Hux BC BeiOMpanu u3 auHuit Dy
(340.780, 353.170, 353.602, 364.540, 400.045 am) 1
Gd (310.050, 335.047, 336.223, 342.247 am).

Ha puc. 1a BunHO, 4TO y4acTOK CrieKTpa Ha JIUHUU
Be 313.107 HM uMeeT Mellallylo JUHUIO ¢ IJIMHOMN
BoJiHBI 313.126 HM. CorjlacHO TaHHBIM HPOTPaMMBI
iTeva, Bxongiiieil B COCTaB KOMITbIOTEPHOTO obecrie-
YeHUsI CIIEKTPOMETpa, Mellarolast JUHUS NpuHalI-
sexuT Tm. Jluaus Be 234.861 aMm (puc. 16) He nMeeT
MOIOOHBIX CIEKTPaIbHbIX HAIOXEHUI, TOITOMY €€
rcnoab3oBaiu Kak BC 1npu pacyere KOHUEHTpaLUi
P35, MIII u 1. Ilo aHanOrMYHBIM OpUYMHAM JJIsI
KoppekTupoBkn 3HadeHuit Th, Tl m U oxkazamucek
HeroaxomgmumMu jguHun Dy (340.780, 353.602,
364.540 um) 1 Gd (336.223, 342.247 um).

DddekTMBHOCTL TTpUMeHeHsT TuHit Be 234.861,
Dy 353.170, Dy 400.045, Gd 310.050 u Gd 335.047 HM B
kayectBe BC olleHMBaIM MO 3KCIIEpUMEHTaM BBEIE-
HO—HaiineHo. B anami3upyeMble pacTBOPLI BBOOWIIN
aHauThl (5 X 1073 mac. %) u pactsopsl Be, Dy, Gd.
Ha puc. 2a mokaszaHo cpaBHeHUE HaiiAcHHBIX KOH-
neHTpauuii P39 (IIpolieHT OT 3HaYeHUST BBEIEHHBIX
100aBOK), PACCUMTAHHBIX 0€3 U C KOPPEKTUPOBKOM
o nuHuu Be 234.861 uMm. M3 nuarpaMMbl BULHO, YTO
HaleHHas KOHLEeHTpauys aHaauToB oike K 100%
npu pacyete ¢ uctnoyibzoBanueM BC. Uckmouas Gd,
B XOJI€ KCIIEPUMEHTOB ompeaeain He 6omee 80% ot
BBEIECHHBIX 100aBOK, BEPOSITHO, U3-3a JICIPECCUPY-
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Puc. 2. luarpaMMbl cpaBHEHUsI HaillIeCHHBIX KOHLIEHTPALIMii, pacCYUTaHHBIX 0e3 U ¢ npuMeHeHueM BC: mis P39 (a), Th,

T1, U (6).

IOIIEeTO BIUSIHUS repMmaHus. [Ipu ucrnojb3oBaHUU
Be — He 6os1ee 66%, 4TO MOKHO OOBSICHUTD IIPUPO-
noii muauu BC. Takum o6pa3zoM, U151 KOpPEKTUPOB-
k1 KoHueHTpanuy Gd ucnonb3oBanue Be 234.861 uMm
HeleJiecoobpas3Ho.

CpaBHeHME IIOJYYeHHBIX 3HAUYCHUM KOHIIEHTpa-
uwmii Th, Tl u U ipm pacuere 6e3 BC 1 mo yeThipeM 1o-
TeHIManbHBIM JIMHUSM BC npuBeneHs! Ha puc. 20. U3
JUarpaMMbl BUITHO, YTO HaliieHHbIE KOHLICHTPALIUU
Th, Tl 6amxe K BBEAEHHBIM C KOPPEKTUPOBKOM IO
ymHusaM Dy 353.170 u Dy 400.045 um, U — o ntuHu-
am Dy (353.170 u 400.045 am) u Gd (310.050 u
335.047 um). a1 ogHOBPEMEHHOIO OIIpeAeIeHMs
Th, Tlu U nexecoodbpasHo ncroiab3oBaTh IMHUNM Dy. B
paboTe KOPPEKTHUPOBKY HAWIECHHBIX KOHIICHTpALIWA
AHAJIMTOB OCYIIECTBIIsUIN 110 TuHuU Dy 353.170 HM.

ConepxaHnue S onpenessijii OTIEIbHO OT OCTaIb-
HBIX IpUMeceii 1o ciadokucyisiM pactBopam OC, co-
JIepxXalluM ompeaessseMblii 2JIeMEHT B JIualia3oHe
KOHLEeHTpauuit 5 X 107°—5 x 10~* mac. %. Kucnor-
Hblt doH OC, moaoOHBII aHATTM3UPYEMBIM PacTBO-
paMm, mopenupoBanu 10 M HCI (pH = 1). HaiinenHsie
KOHIIEHTpALIMii S He KOPPEKTUPOBAJIM, YTOOBI 130e-
XKaTh CIIy4yailHOro 3arpsi3HeHus npu BHeceHuu BC.
KpomMme Toro, onbIT BBeIeHO—HAMAEHO MOKa3aj, YTO
HalileHHbIE KOHILICHTpAallMKU OJM3KM K BBEICHHBIM
(93—115%).

HEOPTAHUYECKUWUE MATEPHUAJIbI

Komounnposannasa meroauka ADC M CII-ananu3a
C OTroHKOil OCHOBbI MpoObl. [lnsg cHuxkeHus [10
AHAJIMTOB 1 YCTPAHEHUSI MEIIAIOIIETO BJIUSIHYS TepMa-
HUS OCYIIECTBUJIU OTTOHKY MaTpulibl B Bujae GeCl,. B
KOHIIEHTpaTax cofep:kaHue repMaHust He rpesbiiiao (.1
Mac. % OT NCXOTHOM HaBeCKU. BimsiHrie Takoro Kom-
YyecTBa repMaHus Ha yCJIOBUSI BO30YKIEHWS OLIEHUIIN C
MOMOIIBIO KOMILJIEKCHOTO TlapaMeTpa — IoKa3aTes
xkectkoctu MCIT (R), KoTopblit oTpaxkaeT apdeKkTrB-
HOCTb Mepeaayr SHEPruu OT BBICOKOYACTOTHOTO TeHe-
paropa K rja3mMe, BpeMsi IpeObIBaHUsI YACTULI B IJ1a3-
Me pa3psifia, YCJIOBUSI aTOMU3alMA 3JIEMEHTOB U BO3-
OYKIEHMSI X CIIEKTPaIbHBIX JTMHUM [18]. 3HaueHusT R
OILIEHWBAJIU MO OTHOIIEHWIO MHTEHCUBHOCTE MOH-
HOI JWHWU K aTOMHOM. M3-3a 0IM30CTU SHEpruit
BO30YXIeHUS NCOIb30Banmu auHur Mg: 280.270 Hm
(E=4.425B) (I1) n285.213 um (E=4.345B) (I). Ansa
OILIEHKM XECTKOCTM B KOHIEHTPAThl MUCCIETyeMOM
npo06sl 1 KO BBommim pactBop noHOoB Mg. MHTeHCHB-
HOCTU JIMHUI Mg perucTpupoBaiyd MpU OMUCAHHBIX
paHee pabo4Mx IapamMeTpax criekrpomerpa. IIpm BBe-
JICHUU pacTBOPOB 0e3 repMaHusi R MMeeT 3HaYeHUe
7.59 + 0.25, Torna Kak ¢ repmanueM — 7.56 + 0.12.
bnuskue 3HaueHUs1 R 1€MOHCTPUPYIOT OTCYTCTBUE
3HAYMMOTO BIMSIHUS TepMaHUs Ha YCIOBUS BO30YX-
nenus MCII npu peructpauuu AC nmpumeceit B cia-
OOKUCIBIX BOAHBIX pacTBopax OC u aHaIU3UPYEMbIX
pacTBopax, conepxalux Mmatpuity. [loaTomy B KOM-
omHmpoBaHHOM MeTonuke BC He mpuMeHsIn.
2021
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s 1.

MeToonKy C TIpeaBapUTEIbHBIM OTIEICHUEM
MaTpULIbI pa3padaTbeiBayiv It onipeaeaeHus MIIT, 1,
S, T1, Th m U. Metonnku KXA ¢ oTneeHneM OCHO-
BBI TIpOOBI 171 orpenencHus P30 metomom ADC ¢
nyroit moctostHHoro Toka [9] u ¢ UCII [10] pa3pabo-
TaHBI paHee.

Bri6op AJl mpoBogwiu 10 pacTBopaM KOHIIEH-
tpaToB. g 10 aHaiuToB ObUIM BbIOpaHbl 11 AJl
(tabn. 2). B Ta6a. 2 npuBeaeHsl 1O aHaqIuTOB MO
pa3paboraHHoOI MeTognke. M3 Ta6:. 1 1 2 BUIHO, 9TO
oTIeaeHneM OCHOBEI ITPo0ObI [1O aHaAIUTOB CHUXKEHBI
B 2—15 pa3. CHuxenue 1O T1 B 15 pa3 1OCTUTHYTO BbI-
oopoMm Oosiee MHTeHCcHBHOIT AJl 1TOCiIe ycTpaHeHUs
BJISTHUSI T€pPMaHUs.

JIJIs1 OLIEHKM IIOTEPh AHAJIUTOB B COJISTHOKUCIIBIE
pPacTBOPHI FepMaHUs NEPE]l OTTOHKOM OCHOBBI BBEJIU
npumecu (Mac. %):1—1x 1074, S —5 x 1073, Th, TI,
U — 3 x 107, MIIT — 1 x 10~°. [IpoBeau OTTOHKY
ocHOBH 1 ADC MCII-anamm3 1moay4eHHBIX KOH-
LIEHTPATOB.

PesynbraTthl aKCIieprMeHTa — 3HAYCHMsI HalmeH-
HBIX KOHIIEHTpalWii KaK MIPOLIEHTbI OT BBEIEHHBIX
3HAYCHUM — TIpUBEICHBI Ha puc. 3a. BumHo, 4yTto Ha
CTaI1 OTTOHKY OCHOBBI 3HAYMMBIX IIOTEPh AaHAJIMTOB
HE IIPOMCXOOWT, HaiAeHHAsT KOHIEHTpalus OOJb-
IIMHCTBA IMpUMeceii cocrasiseT oonee 87%. Uckimio-

yeHueM sBnsercs I, HalineHHOe 3HaueHue KOHIIEH-
TpaLKK KOTOPOTO cocTaBiisieT He 6osee 50%. Pe3ynb-
TaThl JOMOJHUTEbHBIX 3KCIIEPUMEHTOB TPUBEIECHbI
Ha puc. 30 1 yKa3bIBalOT HA HEKOHTPOJIMPYEeMbIE MO~
TEepU BO BpeMsl OTTOHKU OCHOBEHI (0T 1% B aKkcmiepu-
MeHTe 6 10 52% — B 1 1 7) n3-3a 00pa3oBaHMSI JIETyIe-
ro Gel,. [ToaTomy I nckimounim u3 cnucka aHaJIMTOB.

OBCYXIEHMUWE PE3VJIbTATOB

IIpoBepka npaBMJIBHOCTH Pa3paGOTAHHBIX METO-
muK. [IpaBuibHOCTE pa3dpabOTaHHBIX METOAUK IIPO-
BEPSIIM DKCIIEPMMEHTOM BBEIEHO—HAMAEHO: Mepe.
pacTBOpeHMEM K IIpoOaM J00aBJISIIA PACTBOPHI aHA-
JIMTOB. DKCHepUMeEHT noka3zai (Tadsu. 3), 4To 110 UH-
CTPYMEHTAJILHOI METOJAMKE BO3MOXHO KOJIMYe-
crBeHHoe onpeneiienue Ce, Dy, Er, Eu, Ho, I, Ir, La,
Lu, Nd, Pd, Pr, Pt, Rh, Ru, S, Sc, Sm, Tb, TI, Th,
Tm, U, Y u Yb; mo KoMOMHUpOoBaHHOU MeTonuke Ir,
Pd, Pt, Rh, Ru, S, T, Thu U.

CpaBHeHMe TUCHepCcuil HaliIeHHBIX U BBEAEHHBIX
KOHIIEHTpaluii (Tabj1. 3) IeMOHCTPUPYET OTCYTCTBUE
3HAYMMBIX pacxoxaeHuit (£, < F.), 4To yka3bIBaeT Ha
UX TPUHAIIEXKHOCTh K OJHOM TeHepaabHOM COBO-
kynHoctu. C nomotiisio kputepust CtbioneHTa (t, < t,)
MMoATBEPANIIN, YTO CPCAHHNE 3HAYCHUSA HaﬁHCHHbIX

Taomuuna 2. AJT u ITO (Mac. %) aHanuTOB 111 KOMOMHUpoBaHHOM MeTomuku ADC M CIT

DJIEMEHTT AJl, M I10 DJIEMEHT AJl, Hm I10

I 178.276 (1) 8 x 10~° S 182.034 (I) 8 x 10~°
Ir 212.681 (1I) 2 x 107 Th 283.730 (I1) 2% 1070
Pd 340.458 (I) 3x 107 Tl 190.856 (1I) 2 x 1070
Pt 224.552 (1I) 1x10°° Tl 276.787 (I) 5% 10°°
Rh 343.489 (1) 2 x 10~° U 385.958 (1I) 8 x 1076
Ru 240.272 (1) 7 x 1077

ITpumeuanue. m (GeO,) = 250 mr.
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Tab6auna 3. Pe3ynabrarsl 9KCIIEpUMEHTOB “BBefieHO—HalineHo” (N = 5—9, P = 0.95) nns pa3paboTaHHBIX METOIUK

(n £ A) x 107° mac. %
DeMeHT F, F; S Ir
BBEIICHO HalineHo
WucrpymeHTanbHas metonuka ADC UCTI
Ce 506 49+3 4.0 6.4 0.55 2.31
Dy 5.0x0.5 4.6+0.3 4.2 4.3 1.70 2.15
Er 50+6 48 +3 53 6.4 0.97 2.31
Eu 50x0.5 48+0.4 1.9 3.6 0.81 2.13
Gd 50+6 39+7 1.9 6.4 4.35 2.31
Ho 506 48 +3 5.4 6.4 0.72 2.31
I 500 £ 50 430 £ 60 1.7 5.1 1.14 2.23
Ir 506 563 3.0 4.3 2.01 2.15
La 506 4914 2.4 6.4 0.44 2.31
Lu 50x0.5 5.0x0.3 3.7 4.3 0.10 2.15
Nd 506 48+ 4 34 6.4 0.77 2.31
Pd 50+ 6 53+3 5.8 4.3 L.11 2.15
Pr 506 556 1.2 6.4 1.67 2.31
Pt 50+6 473 33 4.3 1.30 2.15
Rh 506 54+3 33 4.3 1.60 2.15
Ru 50+ 6 50x3 3.8 4.3 0.15 2.15
S 100 = 10 130 £ 30 4.7 6.4 2.29 2.31
Sc 50x0.5 46103 3.9 4.3 1.79 2.15
Sm 506 4914 3.1 6.4 0.53 2.31
Tb 506 4914 2.6 6.4 0.52 2.13
T1 506 49+3 3.5 3.6 0.48 2.13
Th 506 50t1 3.2 3.6 0.13 2.13
Tm 50+6 47 £5 1.9 6.4 1.07 2.31
U 506 49+3 3.3 3.6 0.85 2.13
Y 50x0.5 52x0.3 34 3.6 0.74 2.13
Y 506 50x3 4.2 6.4 0.10 2.31
Yb 50x0.5 23+0.2 2.6 4.3 1.33 2.15
KomMb6unupoBannas meronuka ADC UCI1
Ir 10t1 1n=+1 1.1 4.3 1.30 2.18
Pd 10t1 101 2.3 6.4 0.36 2.31
Pt 10t1 1n1=+1 1.0 6.4 2.00 2.31
Rh 10t 1 102 4.9 6.4 0.52 2.31
Ru 10t1 101 1.5 6.4 0.10 2.31
S 50£3 46 £ 2 2.6 4.3 2.15 2.18
Tl 30+2 27+3 4.9 6.4 2.29 2.31
Th 30+2 29+ 1 1.2 6.4 1.35 2.31
U 302 32+t1 1.1 6.4 2.22 2.31

HpI/IMe‘{aHHC. Fa’ FT — DKCIIEPUMEHTAJIbHBIE 1 TabJIUYHBIE 3HAYECHUST KPUTUYECKHMX TOYEK pacnipe€acaCHuss (DI/ILHepa; ta: tT — DKCIIEPpU-

MEHTaJIbHbIC Y TAOJIMYHBIC 3HAYCHUSI pacnpeaciacHuAa CrploIeHTA.
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Ta6auna 4. CpaBHenue [10 aHaTUTOB MO pa3pabOTAHHONW MHCTPYMEHTAJIBHOM METOAMKE C TaHHBIMU [ 12]

I10, mac. % I10, mac. %
DJIEMEHT DJIEMEHT

HP MC UCII [12]| UMC [12] HP MC UCII [12]| UMC [12]
Ce 5x107° 3% 1078 5x10°¢ |/ Rh 8 x 107° 2% 1077 5x107°
Dy 2% 107° 8§ x 1078 1x10° ||Ru 3x10°° - 1x10°°
Er 6% 107° 6% 10~° 5x10°¢ ||S 2% 1073 - 1x10°°
Eu 2% 107° 1x10°8 5x10°¢ || Sc 1x10°° 5% 1073 1x10°°
Ho 1 %1073 4% 107° 5%x107¢ || Sm 9 x 107° 1x10°8 1 %1073
I 1 %107 - 5x10°¢ || Tb 1x107° 1 %1078 5x 1076
Ir 5x 106 9 x 107° 1x107 || Th 6 x 1076 6x 1078 5x 106
La 6 x 1076 1 %1077 5x10°¢ || T1 3x 1073 5x107° 1 %1073
Lu 1x10°° 4 x107° 5x10°¢ |/ Tm 1 x107° 2x107° 5x 1076
Nd 5x 106 5x10°8 5x10°¢ ||U 2x 1073 5x107° 5x 106
Pd 6 x 1076 9 x 1077 5x107¢ ||Y 1x107°% | 2.8x107° 5x 106
Pr 7% 107° 5% 1078 5x107¢ || Yb 1x10°° 9% 107° 1 %1073
Pt 3x 106 2x10°8 1 %1073

IMpumeuanue. HP — Hacrosias padora.

KOHIIEHTpAlIMii paBHbI BBEICHHBLIM B IIpeeiiax 10Be-
putenbHOIO MHTepBajia, Kpome (Gd, 3KcnepuMeH-
TaIbHBIN KpuTepuii CTbIOAEHTa KOTOPOIro OOJIbIle
TabaMIHOTO, IT03ToMYy Gd OBUT MCKITIOUYEH M3 CIIHMCKA
onpeaesieMbIX IIPUMECEH.

BuyTrpunabopaTtopHasi MpelM3MOHHOCTh B yCJIO-
BUSIX TOBTOPSIEMOCTHA MHCTPYMEHTAIbHO METOAUKA
2—20%, xoMbuHupoBaHHO 3—17%.

CpaBHeHue pa3padoTaHHBIX METOIMK C JIUTEPATYP-
HbIMM JaHHBIMH. WMHCTpyMEHTalbHYI0 METOAUKY
onpenenenus P39, MIII', I, S, Th, Tlu U B repma-
HUM U €T0 OKCHUJIE€ CPAaBHWJIU C JAHHBIMUA PabOThI
[12], roe nHTepecyolre NPpUMECH OMNpeacsiiui Me-
tomom MC MCII nmocie pasioxeHusI o0pasiia B CMe-
CU KUCJIOT B aHAJIUTUUECKOM aBTOKJIaBe JIMOO METO-
noM UMC 6e3 nmpeaBapuTEIbHOTO paCTBOPEHUS 00-
pasua. Kak BumHOo u3 Taby. 4, paspaboTaHHas
METOJMKA TTO3BOJISIET ONPENEISTh TOT XXe Habop Mpu-
Meceit u ux I1O conmocraBumbl ¢ MeTogukoit UMC.
I1o cpaBaeHuio ¢ MC UCII pa3paboraHHast MeTOO-
Ka [M03BOJISIET OINPEAEIISATh B PACTBOPE IOMOJTHUTEIBHO
3 muxkponpumecu (I, Ru, S). B npyrux onyoimMkoBaH-
HBIX HWHCTPYMEHTAJIbHBIX METOAMKAX OIpeaesstoT
TOJILKO HEKOTOPBIE MHTEpPECYIONINe MpuMecH: B [8] —
La, Pd, Pt, Y; B [13] — Dy, Eu, Gd, Sm, TI.

MeTonukK aHaiM3a ¢ OMHOBPEMEHHBIM oTpeese-
aueMm Ir, Pd, Pt, Rh, Ru, S, Th, Tl u U mocie mpensa-
PUTEIBbHOM OTTOHKU OCHOBBI B TOCTYIHBIX UCTOUHMU -
Kax HaliT1 He ygajock. Tak, B pabote [14] meTomoMm
ADC UCII onpenensaor S. B npyrux paborax uc-

HEOPTAHUYECKWE MATEPUAJIbI
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noab3yioT Mmetonx MC UCII nna onpenenenust Ir, Pd,
Pt, Rh, Th, T1, U [12]; Ir, Pd, Pt, T1 [11].

SAKJTIOYEHUE

Omnpeneneanio penkux npumeceir — Ce, Dy, Er,
Eu, Ho, I, Ir, La, Lu, Nd, Pd, Pr, Pt, Rh, Ru, S, Sc,
Sm, Tb, TI, Th, Tm, U, Y 1 Yb — B BLICOKOYMCTOM
repMaHUM M €r0 OKCHUIE YICISIeTCs HeIOCTaTOYHO
BHMMaHMs1. PacimpeHue crvcka onpeaeasieMbIX aHa-
JINTOB U cHIKeHue ux [10 mo3BoisgeT OTKPhIBATh HO-
BbI€ BO3MOXHOCTHU [IJIST KOHTPOJISI KAYECTBA BHICOKO-
YHCTOrO0 MaTepualia, CIIOCOOCTBYSI COBEpILIEHCTBOBA-
HUIO METOIOB OYMCTKHM BelllecTBa. Ijs1 onpeneneHust
BBILIIETIEPEYNCIICHHBIX IIPUMeECceil pa3paboTaHbl METO-
muku ADC UCII-ananu3za.

MucTpymMeHTanbHasT METOOMWKA HaIlpaBjieHa Ha
onpenaeseHue 25 sneMeHToB ¢ 1O aHAIUTOB B MH-
tepBaiie n X 10~6—n x 1075 mac. %.

Memaloniee BIUSHUE OCHOBEI o0pa3ioB Ha AC
aHAJIUTOB MUHUMM3UPOBAJIM C MCIIOJIb30BaHUEM
MmeTona BC. DddekTuBHasI KOPpEKIIMS PE3yIbTaTOB
ocymiectsiasercs gisg P39, MIIT u I o nunun Be
234.861 um; st Th, T1, U no iuauu Dy 353.170 HM.
OmpeneneHue S TIPOBOAUIN 0€3 IIPUMEHEHUST METO-
nma BC.

KomMmounuposannas meronuka ADC UCII nHaie-
JeHa Ha onipeaeneHue Ir, Pd, Pt, Rh, Ru, S, Th, Tlu U.
MarpudyHoe BiIiMsiHIE repMaHust 3¢ HEeKTUBHO yCTpa-
HEHO IpeaBapUTEeIbHOU OTTOHKOW OCHOBBI B BMIE
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GeCl, B OTKPBITBIX COCylax MpyU HarpeBaHUU B TEP-
MOOJIOKE.

Takum o6pazom, I1O mpuMeceit OBLJIM CHUXE-
HBI B 2—15 pa3 v HaxongaTcs B MHTepBajie n X 10~7—
n x 107% mac. %. BHyTpu1abopaTopHasi IpeLU3MOH-
HOCTb B YCJIOBUSIX ITIOBTOPACMOCTU MHCTPYMEHTAJIBHOM
1 KOMOMHUPOBAHHOI METOIUK He npeBaIiaeT 20%.

CrenyeT OTMETUTD, 4YTO B COUYETAaHUH C paHee Omnyo-
JIMKOBaHHBIMM MeTonukamu [9, 10] crmmcox ompene-
JIIEMBIX 3JIEMEHTOB MOXKET OBITh pacIIMpeH 10 63, 4To
CYIIIECTBEHHO COKpAIIlaeT BpeMsl OOIIEro aHajaus3a 1
MO3BOJIIET KOHTPOJIMPOBATh IPUMECHBII COCTaB rep-
MaHUS ¥ ero oKkcuaa yuctoToit 1o S5SN8 (99.9998%).

BJIIATOOAPHOCTD

PaboTa BhIMoOJIHEHA B COOTBETCTBUM C IuiaHoM HUP
MHX CO PAH, Ne rocpeructpaunu 0236-2021-0002.
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