OT3bIB OPULMAIBHOTO OMMNOHEHTA
Ha Aucceptaumio NycenbHMKOBOM TaTbAHbI AKOBAEBHDI
«CneKrpanbHble METOAUKM aHANIU3A BbICOKOUMCTOrO repmaHuA U ero OKCuaa C pas/inyHbiMmmu
cnoco6ammn KOHLLEHTPMPOBaHUA NpUMeceii», NPeACcTaB/IeHHYI0 Ha COMCKaHMUE YYEHOM CTENEHM
KaHAuaTa XMMU4YeCKUxX HayKk no cneumnanbHoctn 02.00.02 — aHanuTUYECKAA XMMUA

AKTyanbHOCTb TeMbl Auccepraummu. FepmaHUA U ero oKcuabl ABAAKOTCA BoCTpeboBaHHbIMMU
bYHKUMOHANbHBIMW - MaTepuasaMmu B TaKMX OTPac/AX COBPEMEHHOW MPOMbIL/IEHHOCTU  KaK
npubopocTpoeHne, ONTO3NEKTPOHUKA, HEOPraHUUYECKNI CUHTE3 OpTOrepMaHaToB BUCMYTa U CBUHL,A 1A
OETEKTOPOB WOHUBMPYIOWMUX U3AydeHui. LleneBble cBolicTBa 3TWMX MaTepuanoB 3aBUCAT OT WX
XMMMUYECKOTO COCTaBa, NO3TOMY aHa/IMTUYECKUIA KOHTPO/Ib KayecTBa No/yrnpoBOAHUKOBOIO repmaHua u
OKCMZA repMaHua (nNpekypcopa B HEOPraHUMYEeCKOM CUHTE3e) pasHOWM CcTeneHW YUCTOTbI, ABJIAETCA
aKTya/IbHOM Hay4YHOM M NPaKTUYECKOM 3adaueit aHa/IMTUUYECKOM XUMUMN.

WHcTpymeHTalbHble MeToApl MUCC/IeloBaHMA BellecTBa, TaKME KaK aTOMHO-9MMUCCUOHHasA
CNEKTPOMETPUA U MaCC-CNEKTPOMETPUA C MHAYKTUBHO CBA3aHHOM Nnnasmoii (cootBeTcTBEHHO, A3C-UCN
n MC-UCM), u coBpemeHHoe yHUBepcaabHoe obopyaosaHue 06/1a0al0T LWHMPOKUMU aHAIMTUYECKUMMU
BO3MOMHOCTAMM, MOJIHOLEHHAA peasiM3aupma KOoTopbix TpebyeT oT uccienoBaTesA BbICOKOrO YPOBHA
npodeccUoHasibHbIX 3HAHUI W HABbIKOB, KOTOPbIM U npoaemoHcTpupoBaH T.A. NycenbHUKOBONW npu
paspaboTke MHOr03/IeMEHTHbIX METOAMK KOJMYECTBEHHOIO XMMMUUYECKoro aHanausa (KXA) ons aHanmsa
pacTBOpoB repmaHua 6€3 M C MCNO/Ib30BaHUEM KOHLLEHTPUPOBaHUA npumeceil. B unccneposaHuu
3a4eMCTBOBaHbl CMeKTpa/ibHble MeToAbl aHa/M3a, KoTopble MMEIOT pasHble ¢$U3MYEeCKUEe OCHOBBI,
oT/MYaloTcA npoueccamn GOpMUPOBaAHUA aHA/IMTUYECKUX CUTHaM0B. BblbpaHHble crnocobbl yyeTa
MaTPUUHbIX BJAMAHUN U CMEKTPasibHbIX NomMex no3sosvaM 6osiee NoJIHO UCMONB30BaTbh BO3MOXKHOCTU
COBPEMEHHbIX CMEKTPOMETPOB, B YACTHOCTM 3a CYET NMOUCKA ONTUMU3UPOBAHHLIX YCA0BUIA NPUMEHEHUA
B8 KED-pexkume peaKUMOHHO-CTO/IKHOBUTE/ILHOM AYEWKW /1A MacC-CMeKTPOMETPUM, YTO MpUBEAO K
pacliMpeHUIo CMKUCKa onpeaensemblX 3/IeMeHTOB-NpUMeceli U B pAde C/y4aeB CyLLECTBEHHOMY
y/ydlweHuo ux npegenos obHapyskeHua (M0). OgHako npegenbl 06HapyKeHWUA WHCTPYMEHTA/IbHbIX
(6es npeaBapUTENbHOTO KOHLLEHTPUpPOBaHUA) meToauKk KXA He cmornv yposnaetsopuTb TpeboBaHus,
npegbasiafemMble K aHaAM3y MmaTepuasoB MOJYyNpoOBOAHUKOBOM 4UMCTOTbl. [loaTomy coucKaTesib
McnosbsoBasa TPW pasHblix cnocoba KOHLEHTpUpoOBaHMA npumeceit M nopgobpana npoueaypbl
nepeseAeHUA KOHLEHTPATOB B COCTOAHWE, OMTUMAa/bHOE [/1A BBEAEHUA B BbICOKOUYBCTBUTEJIbHbIE
cnekTpomeTpbl. UTorom nccnegosanuii T.A. N'yceIbHUKOBOM ABUJIUCH LLECTb METOAUK OAHOBPEMEHHOIO
MHOFO3/1IEMEHTHOrO aHa/siM3a ¢GYHKUMOHANbHbBIX MaTepuasioB repmaHusa, KOTopble XapaKTepusyloTcA
BbICOKOW WHGPOPMATUBHOCTBIO, SKOHOMMUYECKOW MPUB/IEKATE/IbHOCTBIO (33 CYET CHUMKEHMA pacxoma
BbICOKOUUCTbIX PEAaKTUBOB W BpeMeHHbIX 3aTpaT) U NOoCToAHHO ucnonbaytoTea B MHX CO PAH. Ocobo
XOUeTcA MNOAYEPKHYTb, YTO B YMUCAO (CMUCOK) KOHUEHTpUpyeMmblix MpUMecel, onpeaenaembix
pa3paboTaHHbIMU MeTOAMKaMW, Monasau MmeTannbl naaTuHosol rpynnbl (MII, kpome Os), Tennyp,
TaN/MA, NaHTaHouabl (peaKkosemesibHble 31emeHTbl — P33, Kpome Pm), aktuHouab! (U, Th), meTannonabl
(MblWwbAK, ceneH), cepa u Hog,. MN3-3a oTCyTCTBUA METOAMK ONpeaeneHUs 3TUX 2/IEMEHTOB, 40 CUX Nop
KpaliHe MaJsio U3y4yeHO MX BJIMAHME Ha CBOWMCTBA MONYNPOBOAHMKOBbLIX MaTEpPUasoB, B YacTHOCTU
repmaHua u ero okcuga. MosTomy BbINOJIHEHHble pa3paboTKM B 06/1aCTU aHA/MTUUECKOW XMMMWMU,
6e3yc/ioBHO, CO34al0T HeobxoaMMbIA 3afen AAA TeopeTUUYECKUX W MNpaKTUYeckux HapaboTok B
maTepuasoBeaeHUN. Becbma LLeHHOW XapaKTEPUCTUKOM auccepTaLMOHHOro NCCAea0BaHUA ABAAETCA TOT
dakT, UTOo AN1A onpegeneHUA Npumeced UccAefoBaHbl U UCNO/Ib30BaHbl He TOJIbKO COBpPeMEHHble
MHCTpPYMEHTa/IbHble MeTOoAbl CNEeKTPa/IbHOro aHanmsa, Takme Kak AIC-UCIT n MC-UCT, HO TakKe
yCOBEpPLUEHCTBOBAHA CTaBLUAA KJjaccMyeckor metoamka A3C c AyroBblM paspALOM MOCTOAHHOTO TOKa
(ASC-ANT) Nnpn KOHLEHTPUPOBAHUM NPUMECEI Ha BbICOKOUUCTbINM rpadUTOBbINA NOPOLLIOK.



MepeuncneHHble ocobeHHOCTU BbIBPAHHOM METOA0N0TUU AOCTUMKEHUA MOCTABJAEHHOM LLenn U
MoJlyYeHHble pe3y/bTaTbl XapPaKTEPU3YIOT OPUIMHAJBHOCTb W HOBU3HY [UCCEPTALMOHHOK paboTol,
OEMOHCTPUPYIOT €€ cylLlecTBEHHOE OT/IMuMe OT NpeablaylimX UCCAea0BaHWUM, BbINOJHEHHbIX B 3TOM e
Hanpas/ieHUn B NHCTUTYTe HeopraHmMdyeckon xumum um. A.B. Hukonaesa CO PAH: «[pu onpegeneHunu
npumecei B BbICOKOUMUCTbIX MaTepuasiax UCMNOJIb3yem pasHble COBpPeMEHHble MeToAbl CMEKTPasbHOro
aHas/In3a, COXPaHAA U YMHOasA npeaplayliue AOCTUKEHUAN.

AHanus cogep:aHua gucceprauumn no rnasam. B nntepaTtypHom o63ope (Fnasa 1) npuseaeHbl
obme cBegeHNA 0 repMmaHUM N ero coeMHeHUAX, cnocobax NosyuyeHUA BbICOKOUUCTLIX MaTEPUASIOB Ha
OCHOBE repmaHuA U meTodam ornpegeneHua npumeceit B HUx. MNpusepeHsl TpeboBaHWA K Habopy U
YPOBHAM COZEp:KaHUI onpenenfaemMbix NpUMecei; nepeuncieHa TexHuyeckan gokymeHtauma (FTOCTobl u
TY) M KOHTpoAMpyemble NapamMeTpbl MaTepUasnoB; COMOCTaBAeHbl CNocobbl KOHUEHTPUPOBAHUA
npumecei ¢ UCNoJ/Ib30BaHUEM SKCTPAKLMMU, OTFTOHKM OCHOBbI NMOC/IE rasIofeHUPOBaHUA U cynbduansaLmnm
repmMaHma, a TaKMKe CMUCKW aHaANTOB M UX Npeaenbl onpeaeneHUA pPasHbIMU MHCTPYMeEHTa/IbHbIMU
meToankamn KXA (aTomHO-abcopbUMOHHAA CMEKTPOMETPUA C S/EKTPOTEPMUYECKON aToMMU3auMel
(AAC-2TA), aTOMHO-3MWUCCUOHHAsA CMEKTPOMETPUA C PasHbIMU UCTOUYHUKAMM BO3BYKAEHUA CNEKTPoB
aTOMOB M MOJIEKY/, MAaCC-CMEKTPOMETPUA C WMHAYKTUBHO CBA3AHHOW NJAasmMOM, B TOM u4ucie ¢
peaKkLMOHHbIMU CTO/IKHOCUTE/IbHbIMU AYEKaMM, UCKPOBAA Macc-CNeKTPOMETPUA B NMPAMOM BapUaHTe
(MMC) M  HeUTpOHHO-aKTUBALMOHHbLIK aHanu3s (HAA) B npamom W C npeaBapuTe/bHbIM
KOHLEHTPUPOBaHMEM BapUaHTax. BbiBogbl no AuTepaTypHomy o0630py GOpmMyaupyloT 3agauu Mo
paspaboTKe CNEKTPOMETPUYECKMX METOAMK A1 OnpeaeeHNA LWMPOKOro Kpyra a/leMeHTOB-Npumecei B
Ge 1 GeO,, pelLeHUNIO KOTOpPbIX MOCBALLEHbI MOCAeAYIOLWNE FNaBbl UCCNEeA0BaAHUA.

B lnaBe 2 «XapaKTepucTUKa peakTMBoB W obopyaoBaHWMA» onucaHbl O6beKkTbl aHaaAM3a
(0o6pasubl repmaHnA U OKCUAA repMaHMA); XMMUYECKana Nocyna; PeakTUBbl U cnocobbl UX NOATOTOBKU K
aHa/n3y; MepeyucseHo OCHOBHOe W BcrnomoraTesibHoe obopyaoBaHMe. YKasaHbl onepauMoHHble
YyC/I0BUA ANA ONTMUECKUX cnekTpomeTpos A3C-UCHM iCAP-6500 Duo (Thermo Scientific, CLLA) n ASC-ANT
(Carl Zeiss Jena, Fepmanna; 000 «BMK-OnTosnekTpoHWKa», Poccua), a Takke KeagpynoabHoro MC-UCHM
cnektpometpa iCap-Qc (Thermo Fisher Scientific, CLUA), pekomeHAyemble MPOU3BOAUTENAMM KaK
onTUMasibHble U UCNO/Ib30BaHHbIE aBTOPOM /1A MPOBEAEHUA SKCMEPUMEHTAbHBIX UcCcnenoBaHUA. B
KauyecTBe CTaHAApPTHbIX A06aBOK Npu BbIbOpe ONTUMAIbHO-KOMMIPOMMUCCHBIX YC/IOBUIM aHa/INM3a, a TaKKe
ONA TPagyupoBKM METOAMK W KOHTPOAA NpPaBUbHOCTM pesy/sbTaToB npumeHeH cnocob «BBeaeHo-
HaWpgeHo», B KadectBe f06aBOK W TrpafyMpOBOYHbLIX pPacTBOPOB MCMNO/Ib30BaHbl OAHO- M
MHOTO3/1eMEHTHble cTaHAapTHble pacTBopbl (000 «CkaTt», Poccua).

B FnaBe 3 npepacTasiieHbl pesy/ibTaTbl pa3paboTkU UHCTPYMeHTa/IbHbIX (6e3 KOHUEHTPUPOBaHUA
npumeceit) A3C-UCN n MC-UCN metoauk aHanusa. PaspaboTtaHHasa meToamka A3C-UCIT nossonser
onpeaenate 25 aHa/UTOB W3 pPacTBOPOB repmaHuWA C KoHueHTpauuwed 30 r/an. Ito obecnedyeHo
N3yYEHUEM CMEKTPASIbHOTO OKPYXKEHUA aHa/IMTUYECKUX JIMHUI U Bblbopom Hanbonee cBoboaHbIX OT
CneKTpasbHbIX Nnomex. Kpome atoro, yyet maTpuyHOro BAMAHUA NpoBoauTcA no cnocoby BHyTpeHHero
ctaHgapTa (BC). B KauecTBe BHYTpeHHero cTaHAapTa BblOpaHbl 31eMeHTbl MU ux csobodHble oOT
UHTepdepeHuUi MHUK: ana onpedenedunsa P33, MIMI u oaa — nimHna Be 234.861 um; a gna Th, Tl U —
AMHuA Dy 353.170 Hm. Mo AaHHbIM 3KCNEPUMEHTOB «BBEAEHO—HAWAEHO» MOKa3aHO, YTO pesy/bTaThbl
onpeaeneHua aHaJUToB C UCMOJ/Ib30BaHNEM BbIOPaHHbIX aHAIMTUUYECKUX IMHUA NPU KOPPEKTUPOBKE UX
WHTeHcMBHOCTel no cnocoby BC coctaBuim 93-115 % oT BBeAeHHbIX KOHLEeHTpauuii. MNpu onpeaeneHnu
cepbl NpeuMmylLecTsa Mcnosb3oBaHnAa cnocoba BC ycTaHOB/AeHO He 6blj0, MO3TOMY B aHa/u3e 3ToT
npuem He NpUMeHacA. XoTa NPUUMHbBI 3TOro He obcyskaatoTca. OueHeHbl (Mo 3s-KpUTepuio) npeaesnsl
obHapyKeHna 28 afleMeHTOB B pacTBOpax, MOJIYYEHHbIX U3 AUOKCMAA FepMaHUA YUCTOTON He meHee
5N6: (1—6)-10'6— ana 20 aHanuTos, (1—2)-10'5 — nna 8 aHanutoB. Mcnosb3oBaHHbLIA cnocob
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OOHO3/1EMEHTHbIX CTaHAAPTHbIX A06aBOK MOKasan yAoB/ETBOPUTE/IbHYIO NPAaBU/IBHOCTL Pe3y/bTaTos
ON1A BCEX 3/IEMEHTOB, Kpome rafo/IMHUA. MNpUUunHbI cylecTBeHHbIX noTepb Gd He ycTaHOBAEHDI.

Ana MC-UCI meToaMKK ¢ uenbio Bbibopa cBo60AHbIX OT M306apHbIX HANOMEHUA MATPULbI U
KOMMOHEHTOB rasa uccaea0BaHbl aHa/IMTUYECKNE CUTHAJ/Ibl M30ToNOB 54 anemeHTOB. [114 3TOro usyyeHo
B/MAHUE HA MX MHTEHCUBHOCTb MaTPUUYHOrO 3/1EMEHTA B AManasoHe KoHueHTpauun Ge ao 2100 mr/A.
YcTaHoBAEHO, uTo Haubonee Huskue MO moryT 6bITb MojyyeHbl gna 48 aHaAMTOB B MaTepuanax
unctoton 5N5, Uckovaa pacnpocTpaHeHHble npumeck Ca, K, P, Si, Fe n V. [1na ycTpaHeHUAa BAUAHUA
M306apHbIX HAa/IOXKEHMIA OT NOIMATOMHbIX MOHOB Ha ~ Fe, "As, "'Ga, **Y, *°Zr u noHbl apyrux snemenTos
M3yYyeHbl YC/AOBUA MPUMEHEHUA PEaKUMOHHO-CTO/IKHOBUTE/IbBHOM AYEMKM C TesiMem B perkume
OUCKPUMUHAUMKU NO KMHeTUYecKol sHeprum (KED) u BbibGpaHbl onTUMabHO-KOMINPOMUCCHbIE YCOBUA:
CKOpocTb noToka He 3 mi/muH; noteHuman ayerkn -21B. 3To No3BO/MIO KOHTPO/IMPOBaTb B
mMaTepuane unctotoli 5N4 cogeprkaHuna 54 aHaAMToB ¢ NorpewHocTbio 2-24 % OTH. Ha ypoBHe (% mac.):
10% -4 3/IEMEHTA]; 107 - 14 3/1EMEHTOB; 10° - 21 3/IEMEHT, 10” — 13 anemenToB 1 10 — 2 anemeHTa.
MpaBWAbHOCTE pPe3y/bTaToB MOATBEPMKAEHA 3KCNEepUMeEHTaIbHO cnocobom «BBeAEHO-HaWAgHO» MNpU
BBeAeHUM fobasoK B 5-100 pas npeBbIlaOWMX COAEPKAHUA 3/1EMEHTOB-NPUMECEN.

B Tnase 4 «PaspaboTka cnekTpasibHbIX METOAMK aHaaM3a ¢  npegBapuTe/bHbIM
KOHLLEHTPUpPOBaHUEM NpUMeECEN» UccieaoBaHnA chOKycMpoBaHbl Ha Haubonee adpdekTMBHOM cnocobe
pasgefieHUA U KOHUEHTPUPOBAHUA NpUMECEN NPU aHa/IM3e BbICOKOYUCTBIX BELLECTB — OTTOHKE OCHOBbI B
BUOE JIETYYMX COEAMHEHWIK ¢ rasoreHamu. B paboTe repmaHuil oTAensanM oT npumeced B Buae
TeTpaxJopuaa, Ucnosibsya Tpu BapuaHTa: (1) ynapusaHue nocsie KMCAOTHOrO pacTBopeHWAa obpasua B
CMeCKH XJTI0pUCTOBOLAOPOAHONM U a30THOW KMCAOT (Mn Tonbko HCl) npu HarpeBaHuuM B TepmocTaTe; (2) B
cpene rasoobpasHoro peareHta (napbl HCl) npu mukposonHoBom Harpese obpasua; (3) B cpeae
razoobpasHoro xnopa (Cl,) B npoTouHom peakTope.

Cnocob KoHuUeHTpupoBaHUA npumeceli (1) B uUHTepBanax Temnepatyp 80-100°C npu
YMEHbLIEHUN ANAUTENbHOCTN HarpeBaHua oT 180 go 120 MMHYT Uccnenosaan No pesysbTaTam aHaaMsa
KOHLUeHTpaToB meToaukoi AIC-UCT. OgHoBpemeHHOo rotoBuamn 10 obpasuos. MaTpuuHoe BAUAHUE He
HabilogaeTca npu KoHueHTpauum Ge <1 mr/a. Mpu yoaneHun Ge bonee uem Ha 99.98 % notepu
aHa/nMToB He npesbicuan 13 %, kpome loga. Mpu MCNonb3oBaHUMM Honee UYyBCTBUTE/BHLIX JIMHWUIA
aHaaunToB B oTcyTcTBUE Ge MO MIN, S, Tl, Th u U cHusmuamcb B 2-15 pas npu norpewiHocti 3-10 % oTH.

Ona cnocoba (2) akcnepumeHTabHO 6bl1 BbIBpaH peXnm OTFOHKM OCHOBbI B 2 CTaguKn (Harpes
0o 80°C 3a 5 muMH. 1 BblaepKa 10 muH; ao 180°C 3a 10 MUH. U BbiaepKa 50 muH.). OaHOBpEMEHHO
FOTOBU/IN KOHLLEHTpaTbl TPEX Npob M KOHTPONbHbINM onbiT. KOHUEHTPaTbl K aHaAM3y meToaukamu AIC-
UCM (pasbasBneHne [OeUOHM3MPOBAHHOW BOAOW [0 KOHUeHTpauun Ge =1mr/mn) wn A3C-AMNT
(ynapvBaHue Ha rpaduUTOBbLIM MOPOLIOK) rOTOBUIM MHAMBUAYyanbHO. Mpu yaaneHun Ge bonee yem Ha
99 % maTpuuHbIe B/IMAHUA U CNEeKTpasibHble NOMEXU B pesy/abTaTax onpeaeneHuna 50 aHanautos no A3C-
MUCIM meToamnke He Habaoganucb, Takske Kak B ANT npu onpeaeneHun 46 aHanutos (KoHLEHTpauua Ge
He 6onee 2 %). MNorpelwHoCcTU onpeaeieHnUa pasHbIMU MeToanKamm KXA 6/M3KMU, HO CMUCKKU aHAIMTOB
oTAnyatoTcA, Kak U MO ana pasHbix rpynn snemeHToB. OgHAKo NPUUYMHBI 3Toro He obcykpatotea. Mpu
COBMECTHOM MCMO/b30BaHMM ADC MeTOAMK MOXHO oxapakTepusoBatb GeQO, uuctotoh 6N no 54
pacnpocTpaHeHHbIM U peIKUM NPUMECAM.

KoHueHTpaTbl Npumeceli, noayyeHHble no cnocoby (3) (Bpema oTroHkn npu 230°C He Honee
3y4ac.), rotoBUAM ans aHanusa no metoamke MC-UCI. [ns yueTa BpemeHHoro apelida npubopa u
CHUMKEHWA BAUAHUE CyYalHbIX BapuaLWii M3MEPEHHbIX MHTEHCUMBHOCTENM ncnosibsoann cnocob BC. Onn
KaK[0ro aHanuTa Kak anemeHTbl BC 6biin McnbiTaHbl M3oTonbl Bi, In, Re u Se. Bblbop Haubonee
noaxogawero BC 6610 caenaH no KpUTEPUIO MaKCMMAIbHOTO MPOLLEHTA BE/IMUNHBI HallAeHHOW Ao6aBKMU.
BbinosHEHa TpynnMpoBKa aHa/MTOB COMNacHo BblbpaHHbIM BC. JKcnepumeHTasbHO MOKasaHo, 4To



HOpMWpOBaHWe AnA aHaAuTUYecknx curHanos Al, Mg, Na u Pb Ha AC kakoro-nubo 13 nsotonos BC He
TpebyeTca, T.K. He MPUBOAMT K YAYYLLEHUIO TOUYHOCTU pes3y/bTaToB aHa/su3a. [peanooxKUTebHO
npumeHeHne MC-UCI meTooMKM MOMKET XxapaKTepu3oBaTb repmMaHuMi yuctotod 8N no coaepskaHUAMM
43 npumecel, YTo cornacyetca ¢ onyb/MKoBaHHbIMKU pesy/ibTaTaMKU Apyrux uccnegosatenei. OgHako
Npyv OONOJIHUTE/IbHBIX WCMbITaHUAX Obll0 MoKasaHo, 4To Ana 6o/sblIOKM rpynna 3/1eMeHTOB M3-3a
obpasoBaHMA fleTyYUMX XJIOPUAOB U OKCUXIOpPUMAOB HabaloAaloTcA  CyLLEeCcTBEHHble Hepeako
HEKOHTpo/Mpyemble notepu, nostomy 20 anemeHToB Obl/IM UCKAKOYEHBI U3 CMUCKA onpeaensembix. B
OTKOPPEKTUPOBAHHOM CMNCKe Npeaesbl obHapyrKeHUA 34 aHaMTOB caepylolme:

(1-9)-10"*° — 10 snemeHTOB — 6 P33 (Dy-EUu-Sm-Tb-Tm-Yb), U, Th, Rh 1 Be;

(1-7)-10° — 9 sanemeHTOB — 3 P33 (Ce-Er-Gd), Ba, Cs, Co, Hf, Au v Ru;

(1-7)-10® - 7 sanemeHToB — Ag, Cd, Cu, Cr, W, Sc u Ti;

(1-4)-107 — 5 Hanbonee pacnpocTpaHeHHbIX 3nemeHToB Al, Sr, Zr, Y u Zn.

MpuHATOE pelleHMe O COKpalleHUM CMUCKA aHa/IMTOB MNOATBEPXHKAEHO SKCMEPUMEHTOM «BBEAEHO-
HaNaeHo», B XO4e KOTOPOro sKCNepMMeHTa /IbHO NMOKasaHbl NoTepu A4 paja anemeHToB. EWwé cnepyet
YTOUHUTb UX MPUYMHBI U YCTAHOBUTL 3TaMbl aHa/IM3a, HAa KOTOPbIX OHW NpoucxoaaT. BepoaTHo, cHUXKeHue
CKOpOCTEl OTFOHKW AaAa Bcex Tpex cnocoboB KOHLEHTPUPOBAHUA JACT y/ydlleHWe NpaBu/IbHOCTU
pe3y/ibTaTOB M BO3MOMHOCTb YBE/MYEHUA UUCAA OAHOBPEMEHHO oMnpedesifAemMblX 3/eMEHTOB, UTO
6eccnopHo MpM  UCNO/Ib30BAHUU  BbICOKOMHGPOPMATUBHbLIX MHOIO3/1EMEHTHBIX METOA0B aTOMHO-
3MMUCCUOHHOMW CNEKTPOMETPUN U MACC-CMEKTPOMETPUMN.

BbiBoAabl. Takum obpasom, aHaIU3 coAepKaHUA ANCCEPTALLMOHHOIO UCCNea0BaHUA MO F/1aBam
OEeMOHCTPUPYET OPUTMHAJIbHOCTb, HAYYHYIO HOBU3HY W MPAKTUYECKYID 3HAaUYMMOCTb MOyYEHHbIX
pesy/bTaToB, a TaKMKe BbICOKUIM NpodeccuoHasbHbIi ypoBeHb BAaAeHUA couckaTenem, TaTbAHOM
AlkoBneBHoOM ['yceNbHUKOBOW, COBPEMEHHbLIMU aHAIMTUYECKUMWN METOSAMM.

Hay4yHaa HOBM3HA. Ha oCHOBaHWU pe3ybTaToOB U3YYEHMUA MOBEAEHUA aHAINTUUECKUX CUTHAJIOB
2/1eMEHTOB-NIPUMECEN B MPUCYTCTBUM MATPUUYHOTO 3/leMeHTa (repMaHuna) B pacTBopax aHa/M3UpyembIxX
npo6 BbINO/HEH BbIGOP ONTUMABHO-KOMMPOMUCCHBIX YC/I0BUIA (KOHLLEHTPaLMM 3/1EMEHTOB OCHOBbI MPU
pasbaBneHun pacteopoB aaa A3C-UCM n MC-UCH, cnucok aHa/IMTUUYECKUX JIMHWIA, BHYTPEeHHWe
cTaHZapTbl, napameTpbl KED-peskuma PC-auelikm  macc-cnieKTpomeTpa) 48 OAHOBPEMEHHOrO
MHOTFO3/IEMEHTHOFO aHa/M3a TFepmMaHuA M €ero OKCUAA pas/IMYHOW CTerneHM uuctoTbl. 3a cyer
NPUMEHEHUA U YCOBEPLUEHCTBOBAHMA MpUEeMOB MNepeBeAeHUA B pacTBop, pasHblix cnocobos
KOHLEHTPUPOBaAHUA MpUMeECcEd M NOAFOTOBKM KOHLUEHTPATOB K aHa/Au3y paspaboTaHbl He umetowume
aHas/IoroB LWeCTb MHOr03/IEMEHTHbIX METOAMK aHa/n3a BbICOKOUMUCTbIX rFepmMaHMEeBbIX MaTepuasnos
meTogamm MC-UCI, ASC-UCN n ASC-ANT pna ogHoBpemeHHOro onpegeneHna ot 25 no 54 snemeHTtos
C Y/YYWeEHHbIMU Npegenamn obHapyrKeHUA U TpebyembiMW METPOJIOTMYECKUMU XapaKTEPUCTUKAMMU.
Becbma nepcnekTMBHbIM  ABJIAETCA  MCMO/b30BAHME  CO3JAHHOTO  MOLLHOIO  aHa/IMTUYEeCcKoro
WHCTPYMEHTA A1 XapaKTepusauuu B GYHKUMOHANbHbLIX MaTepuasax repmaHuMAa He TOJIbKO BaJiOBbIX
cofepaHUI aHaIMTOB, HO TaKMKe UX XMMUYECKMX NpeobpasoBaHUii B Npolecce X10pUpPOBaHUA, eC/in
BOCNO/Ib30BaTbCA CMeuUPUUEcKUMU BO3MOMKHOCTAMU KaXKAOro W3 MNPUMEHEHHbIX aHa/IMTUYECKUX
MeTo0B.

MpakTMueckaa 3HAYMMOCTb. PaspaboTaHHble WHCTpyMeHTa/lbHble M KOMBWHMpoOBaHHbIE (C
KOHLEHTpUpoBaHMeM Npumeceli) cnekTpasibHble meToamkn A3C-UCT, ASC-ANT u MC-UCN aHanusa ana
XapaKTepusauuu CTENEHU YUCTOTbl FTEPMaHUA U OKCMAA FrepMaHusA, UCMNOoJ/Ib3yeMblX B HEOPraHUUYeCKoM
CUHTE3e opTOrepMaHaToB BUCMYTa M CBUHLA, NPUMEHAIOTCA B aHanuTMYeckon nabopatopumn UHX CO
PAH. MeToaukn paspaboTaHbl gna Kommepueckoro obopyaoBaHuA, NosTomy MoryT 6biTb BHeApeHbl B
aHa/MTUYecKMx nabopaTopuax Apyrux opraHusaumid. O3HaKOMIEHWE C MEeTOAMKAMMU MOMKeT ObiTb



pPEKOMEHAO0BAHO B paMKax yyebHbIX Nporpamm AJ1A CTYOEHTOB MO HanpaB/eHWo «AHa/JIMTUYEecKan
XUMUA» U «MHCTPYMEHTa/IbHble METOZbl UCC/IEA0BAHNUA BELLECTB U MaTEPUAIOBY.

[ OoCTOBEpPHOCTb NOAYYEHHbIX pPe3yNbTaTOB, BbIBOAOB M NPAKTUMYECKUX pPeKOoMeHAauMmii
obecneyeHa AOCTaTOYHbIM 06beMOM NOBeAEHHbIX UCC/IeA0BaHUIA C UCMO/Ib30BAaHUEM COBPEMEHHOTO
HaOEXHOro  BbICOKOMHGOPMATUBHOIO  KOMMbIOTEPU3UPOBaHHOIO JslabopaTopHoro obopyaoBaHus,
npuMeHeHnem oBLLENPUHATBIX B aHA/IMTUYECKON NPaKTUKe cnocobos NosbilEHWUA TOYHOCTU U NPUEMOB
KOHTPO/Il KauecTBa pe3y/IbTaToB aHa/AU30B. HayuHble NOM0XKeHNA OTMUYHO cHOPMYTMPOBaHLI HA OCHOBE
npeacTaB/ieHHoro GakTUYecKoro martepuasa M COOTBETCTBYIOT LLe/IM M 33fayaM AMCcCepTaLMOHHOro
nccneaoBaHUA.

OCHOBHblE 3ame4yaHuA U BOMPOChI MO TEKCTY AUCCepTaLMu:

1. ®pasa «lepmaHWii OTHOCUTCA K YUC/IY PEAKUX W pPaCCEAHHbIX 3/eMEHTOB, B 3eMHOM Kope
coaepXNTCA = 7-10" % [3]» HeBepHa (C. 14). FTepmaHUii BCTpeuaeTcsa NpakTUUYEeCcKU BO BCEX TBEPbIX
obosoykax 3em/siM, NOSTOMY €ro OTHOCAT K pacceaHHbIM 3nemeHTam. CopeprkaHue peaKux
9/1eMEHTOB, TaKMX KaK 30/10T0, MeTa/l/Ibl AaTUHOBOM rpynnbl u Ap., coctasnaeT 10°-10° %. CpepHee
coaeprkaHne Ge B 3eMHOW Kope (KN1apK) OLLeHUBAKOT BO BCEX JIMTEPATYPHbIX UCTOYHUKAX, HaYMHaA ¢
A.N. BuHorpagosa (1962 r.) sHaunTenbHo 6osblueii BeanunHoi — 1,4-10™ %. MonyTHoe usBieyeHne
repmaHua M3 yriei u noinmMmeTa /IMYeckmX pys, SKOHOMUYECKU ONpPaBaaHoO, ec/iv ero cogepiaHue
6onbue 7107 %.

2. HeAacHo, noyemy maTpuUUHOE BJ/IMAHWE 3/1EMEHTA-OCHOBbI (repMaHWA) Ha WMHTEHCUBHOCTb JIMHUIA
npumecei B aTOMHO-3MUCCUOHHbIX METOLAX OTHECEHO B PaspAf, «CMeKTPasbHbIX MHTepdepeHUMA»
(rn. 1, C. 23; rn.3. C. 56 n ganee HeOAHOKPATHO NO TEKCTy). B SMUCCMOHHOM CcneKkTpe repmaHus
perucTpupyeTca [OCTaTOMHO Mano JIMHWI BO3BGYMKAEHHLIX aTOMOB W WOHOB, ocobeHHo npwu
YKa3aHHbIX KOHUEHTPaUKNAX: B KOHUeHTpaTax ana AMNT coaepxaHne Ge He npesbiwaeT 2 %, ana UCTI
— KOHUeHTpauua Ge meHee 30 mr/n. TepmMuH «crnekTpasbHaa MHTepdEepeHLUA» MPUHLMNNAIBHO
HeBepeH, T.K. UHTepdepeHLMel HA3bIBAIOT CNEKTPA/IbHYIO NOMEXY, T.€. HA/IOXKEHUE B CNEKTpe ABYX
MUKOB pPasHbIX CMEKTPasbHbIX JIMHUA Apyr Ha Apyra M3-3a HeAOCTaTOMHOM paspelulatoLueit
cnocobHocTM cnekTpomeTpa. MoHATUE «MaTpuUYHoe BAMAHME snemMeHTa-ocHosbl» (C. 23 U panee
HEOAHOKPATHO MO TEKCTY) TaK:Ke UCNos/b3yeTcAa aBTopom 6e3 A0/MKHOro MNOHMMaHUA MeXaHM3MOB
BO36Yy)KAEHUA aTOMOB W WOHOB, ONPEeAEeNAWMX Pas3/UYHYIO NPUPOAY CNEeKTPOB B aTOMHO-
3MUCCMOHHOW  CMEKTPOMETPUM U Macc-CleKTpomeTpuu. M3BecTHO, UTO  COBpeMeHHble
CNEKTPOMETPbI UMEIOT BbICOKOTOUYHbIE AETEKTUPYIOLLME CUCTEMbI, MOSTOMY MaTpU4YHble BANAHUA
NpeMmMyLLEeCTBEHHO MPUBOJAT K Hab/logeHUIo cucTemMaTUUeCKMX MOrPelHOCTed B pesy/bTaTtax
aHa/M3a, KOTOpble OTpaXaloT [MpPaBUJIbHOCTb pes3y/bTaTa WAM  HEeCcOOTBETCTBME  MaTpul,
rpafyuMpoBOYHbIX 06pasuoB W wucciegyemol npobbl. K OCHOBHbIM MPUYMHAM  CAYYaMHBbIX
norpewHocTeid (HeyaoBAeTBOPUTE/IbHOW BOCMPOU3BOAUMOCTU pPe3y/ibTaTa) OTHOCAT, B MEpPBYIO
ouepeb, HEKOHTpoAUpyemble GAYKTYyaLUN NapaMeTpoB NJa3mMbl (MCTOUHWKA BO3OYXKAEHUA aTOMOB,
a He AeTeKTUPYIOLEN CUCTEMDBI), U BO3MOMKHbIE CMeKTpasibHble MOMEXH, T.K. HEU3BECTHO byaeT U/un
HeT B ucc/egyemolt npobe pocTaTouHasA KOHUEHTpauuAa uHTepdepeHTa, 4Tobbl Habnaopato
Ha/loXeHne Ha NWK aHaauTa. Cnocob BHyTpeHHero ctaHgapta 6bin paspabotaH M go cux nop
ncnosbayetca, 4YTobbl WHTEPNPETUPOBaTb M  MaKCUMA/bHO YUYUTLIBAaTb WMMEHHO C/yyaliHble,
HEKOHTPO/IMpyemble BEPOATHOCTHbIE 3¢ deKTbl, HO HE MATPUUYHOE BANAHUE OCHOBbI NPO6.

3. CnepctBuamKn 3amedaHua 2 ABnseTca oTcyTcTBue ybeanTenbHoro TeopeTuyeckoro obocHoBaHMA
KpuTepueB BbIOOpa KOHKPETHbIX aHa/MTUYECKMX JIMHUWA aHaauToB, 31emMeHToB-BC 1 ux
CMEKTPA/IbHbIX JIMHWIKA, a TaKX¥e Wucnonbsyembix usotonos BC pna Bcero cnmMcka aHaUMTOB,
CYLLECTBEHHO Pas/IMUHbIX MO cBOMM dU3UUeckum ceoicTBam (ra. 3, Tabn. 7, puc. 3, puc. 4). Tak Kak
COBpeMeHHble CMeKTPOMETPbl PErucTpUpyloT OFPOMHOE KOJ/IMYECTBO CMEKTPasibHbIX JAaHHbIX,
NCNo/b3yA OAMH UM HECKOJ/IbKO W3 MHOTFOUYNCIEHHbIX BapUAHTOB HOPMUPOBAHUA UHTEHCUBHOCTEMN
aHaauTa u BC, He onupasacb Ha TeopeTUyeckMit noaxoa. EctecTtBeHHO, YTO BO3HUKAIOT Npobnembl ¢
MHTeprpeTaunein NosydyeHHbIX AaHHbIX. [Moyemy O1A HEeKOTOpbIX 3/IeMeHTOB (Hampumep, cepbl)
MCNo/Ib30BaHUE pALA 3/1EMEHTOB (M30TOMNOB) KaK BHYTPEHHWUX CTaHAAPTOB Ae/1aeT pesy/bTaT TO/IbKO
xyse (rn. 3 C. 59;)? 9To 3ameuyaHMe OTHOCUTCA TakXe K 1. 4 (Hanpumep, puc. 12), T.K. cnocob
BHYTPEHHEN CTaHAapTU3aLMUKU 1A METOAUK aHa/IM3a C OTTOHKOM OCHOBbI B HUX TOXKE NPUMEHEH.
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