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IpuBenieHb! pe3y IbTaThl 1a00PaTOPHBIX HCCIENOBAHHIA 110 CO3/[AHMI0 METOJMKH aHAJIN3a TOPHBIX TIOPOJI, COJEPIKAIINX YIIIEPOANCTOE Be-
ecTBo. MccenenoBanus MpOBOJUIINCH C MCIIOJIb30BAHHEM CTaHAAPTHOro obpasia cocraBa yepHoro ciania CJIr-1 MHcTuTyTa reoXxumun
M. A.IL. Bunorpagosa CO PAH (r. Upxkytck). IlogoOpaHs! onTHMAaIbHBIE YCIOBHUS KHCIOTHOTO PAa3NOXKSHHS YTIIEPOAUCTHIX TOPHBIX I10-
poJ C MOCJIeIYIOMUM ONpPEIEIeHHEM BBICOKO3aPSIHBIX 3J1EMEHTOB METOJOM MAacC-CIIEKTPOMETPHMH C MHIYKTHBHO-CBS3aHHOH IIa3MOM
(UCII-MC). U3y4eno BiusiHHE NPEIBAPUTEIHHOTO 00KUra 00pa3IoB Ha CTEIEHb U3BJICUCHHUSI AHAITH3UPYEMBIX JJIEMEHTOB.

Kuouessble coBa: yrieponuctsie nopoast; ICII-MC; reonornueckue o0pasmbl.

B mocneanue rojpl METOJ Macc-CIIEKTPOMETPUH C UH-
IyKTHBHO-cBA3aHHOM tua3Moit (MCIT-MC) ctan oCHOBHBIM
METOJIOM DJIEMEHTHOI'O M M30TOIHOI'O aHaIn3a PEIKUX U
PpacCesIHHbIX DJBJIEMEHTOB i1 PEHICHHUA TCOXMMHUYCCKUX
3agau. UCII-MC obnamaeT MIMPOKUM JUANa30HOM OIpe-
JIeNsieMbIX KOHIEHTpauui (9 mopsAKoB) U HU3KHMU TIpejie-
namu obHapyxenus (10 107 ur/n B pactsope). [ockombky
MOTEHIMABl MOHU3ALMH BCEX METAUIOB MEHbIIE MOTEH-
ruana uonuzanuu aprora, UCII-MC mno3BonseT aHaTU3U-
poBath Oozee 80 3I€MEHTOB KaK IPUPOTHOTO, TAaK U TEX-
HOT'€HHOT'O MTPOHUCXOKIACHHSL.

Tem He MEHEe OCHOBHOW MpPOOJEMOI ocTaercsi mpo0o-
noaroroBka reojormdeckux Mmatpun k MCII-MC. K nHa-
CTOSIILIEMY BPEMEHH DPa3padOTaHO IIOBOJBHO MHOTO CXEM
BCKPBITHSI T€OJIOTMYECKUX 00pa3LoB, HO OOJBIIMHCTBO U3
HUX MHOTOCTYIICHYAThI, TPYAOCMKU U NJIMTCIIbHBI BO BpE-
MenH [1-3]. B gacTHOCTH, B LIeHTpEe KOJJIEKTHBHOI'O MOJIb-
30BaHUS «AHAJIUTUYCCKUN IICHTP TCOXMMHUHU TMPHUPOTHBIX
cucteM» TOMCKOTO TOCYIapCTBEHHOTO YHHBEPCHTETa pa3-
paboTaHO ¥ BHEAPEHO HECKOJIBKO CIIOCOOOB aHalM3a rop-
HBIX TOPOJ] PAa3HOU IMPUPOJIBI, MO3BOJISIOIINX TOCTOBEPHO
OTIpENIEIATh BEICOKO3APSAHBIC DIIEMEHTHI [4].

VYTieponCTbie TOPHBIE MOPOABI SBISIOTCS OIHHUMH U3
HanboJee CIOXKHBIX OOBEKTOB AJISI KHUCIOTHOTO Pa3lioe-
HHUSI, TIOCKOJIBKY CO/IEPIKAT BBICOKOE KOJIMYECTBO KPEMHHSI,
AIIOMHHUS, XKeJle3a, MarHusl U YIJIepOJHUCTOro BEIIECTBa.
I/IMCIOIHI/ICCH B HacToAlIEC BPEMs CXEMbl IEPEBCACHUA
TaKoro poja o00pas3loB B pacTBOP HE MO3BOJISIOT BCKPHITH
oOpaser] Haneno. B cBsa3u ¢ 3TuM mnepex Hamu ObuIa IO-
CTaBJEHA 3a/la4a ONTHMHU3AIMU CYIIECTBYIOIIEH CXEMBbI
XMMHUYECKOH TMPOOOMOArOTOBKH VISl YTJIEPOJIUCTBIX T'Op-
HBIX TOPOJ M MOCJEAYIONIETr0 OMPEACICHHUs BHICOKO3apsi-
HBIX 31eMeHTOB MetogoM VCIT-MC.

Jns pemeHus MMOCTAaBICHHOW MPOOIEeMBI HaMH OBLI
MPOBEJCH PsiJi KCIIEPUMEHTOB MO BBISBICHHIO HEBCKPBI-
BacMOW (PpaKiMM Ha KaXKIOH CTaaud MPOOOIOATOTOBKH.
HccnenoBanus MpOBOAMIMCH Ha CTaHIAPTHOM o0Opasie
cocraBa ciaHua 4depHoro (CJIr-1) MuctutyTa reoxumuu
uM. A.Il. Bunorpanosa CO PAH (r. Upkytck). B kadectBe
CXEMbl XUMHYECKOH MPOOONOAr0TOBKH OBLIT BBIOPaH METO]
pasloKEeHUs] TOPHBIX INMOPOA, Haubojee YacTo BCTpeyaro-
nmmiics B smteparype. O6pasern; maccoit 0,1 r oOpabaThI-
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Basnicsi cMeckto HF:HNO; (3:1) m moaBeprajics MUKPOBOJI-
HOBOMY BO3JEHCTBHUIO B 3aKpBITOM CHCTEME IIPU TEMIIEpa-
type 200°C n momHoctu 700 Br. Ilocie atoro obpasen
BBINIAPUBAJICST J1OCyXa, 0OpabaThIBajCs KOHLEHTPHPOBAH-
Hoit HCI. [Tony4eHHBIH XJIOPUAHBIA PacTBOp CHOBA yIapH-
BAJICS, @ 0CAJ0K IEPEBONWIICS B HUTPATHYIO CPEAy IyTeM
pacTBOpEHUsI B KOHIIEHTPUPOBAHHOM a30THON KHCIIOTE.
IMocte KaXkI0# cTaguy pasnokeHus ObUIN 0TOOpaHb! 00pa-
3YIOIMECS] OCAAKN M M3y4YEHBI B CKaHHPYIOIIEM PEXHUME Ha
pactpoBoM 3rekrpoHHOoM Mukpockorie TESCAN Vega LMU,
OCHAIIICHHOM JHEPTOFCIIEPCHOHHBIM crieKTpoMeTpoM Oxford
Instruments INCA Energy 350. Hanocago4nas >xinxocTs Obuia
npoaHaymzuposana MerogoM HMICIT-MC. B xome npoBeneHust
9KCIIEPUMEHTA OBLIO BBISIBIICHO, YTO Ha MEPBOW CTaNU MPOKIC-
XOJIUT Pa3JIOKEHHE MaTPUILIbI C 00pa30BaHUEM HEPACTBOPHMBIX
(ropunoB amomuHus, Kanus, skene3a. CoctaB ocajka MOXKHO
NPE/ICTAaBUTh B BHJIE KOMIUIEKCHOTO (DTOPHIHO-OKHCHOTO CO-
emuaenus: 0,01K,0-0,08(Mg, Fe) O-0,08A1,05'1,01F ¢ HesHa-
YuTEeNbHBIMU IpuMecsiMu Y, Zr, Ta. Ilpu sToM B TBepaoi
(haze cIOXKHBIX (PTOPHUIHBIX arperaToB HAaOJIOAAIOTCS YYacTKH,
o0orarieHHbIe BRICOKO3apsTHBIMH, TJIABHBIM 00pa3oM peiKo-
3eMeTbHBIMM 37ieMeHTaMu. Ha mocnemyromux craausax pasio-
KEHUs TIPOUCXOAUT OOpa30BAHME XJIOMBEBUIHBIX ArperaroB
(hropuna amIOMHMHUSI U M30METPUYHBIX IIECTUTPAHHBIX WHIU-
BunoB ¢ropuna kamst: 0,03Na0-0,1Mg0-0,13AL05 1,4F u
0,01Na,0-0,05 (Mg, Fe)O-0,05AL,05:0,09S10,0,13K,0-1,17F
cooTBeTCTBeHHO. Ha naHHOi cTajum paznoxeHus: (GTopubl
P33 yacTnuHo nepexosT B pacTBOp, OJJHAKO B Marpulie (ro-
pHaa aMOMUHUS MOXKHO HaOJIOIaTh KOMKOBAaThle 000co0Iie-
HUS C BRICOKOH KoHIeHTparwi La, Ce, Nd, Y (puc. 1).
Hcxons 3 mpoBeleHHBIX MCCIIEIOBaHNUH, ObUT caeiaH
BBIBOJI O HETIOJTHOM BCKPBITHM T€0JIOTHYECKON MATPHUIIBI HA
NepBOM cTanuu pasnoxkeHus. Vcnonp30BaHHas cxeMa Mmpo-
OomoaroTOBKM OBUTa MOIEPHHU3MPOBaHA ITyTeM J00aBire-
HUSI CTaANU 4-4acoBOTO BBIIEPKHUBAaHHUA 00pas3ua B OTKPHI-
TOH cucTeme ¢ mocteneHHbM nobasnenuem 10 mur HF mpu
temnepatype ~ 70°C misi MakCHMaidbHON OTTOHKH KpeM-
HUs B Bujae (ropuia, 4To MO3BOJIUT M30ekarh oOpa3oBa-
HUSI B JaJIbHEHILEM CIIOXKHBIX (DTOPUCTBHIX AIOMOCHIIMKA-
ToB. CXeMy XHMHYECKOH MPOOONOATOTOBKA MOXKHO OITH-
caTh cuexyromuM obpazom. O6paser maccoii 0,1 T 0Opada-
teiBasicst 10 mn HF ¢ 4-yacoBbIM BblIEp)KMBaHHEM B OT-



KpBITOH cucTteMe npu Temmeparype =~ 70°C, mocie yero
nobaeisuiocs 2 Mt koHl. HNO;. O0pasibl 1oaBepraiich
MHKPOBOJIHOBOMY BO3CUCTBHIO B 3aKPBITOH CHCTEME MPH
MotrHocTH 700 W ¢ mocTeneHHbIM TOIHATHEM TeMIIepaTy-
pst 10 200°C. Ilocie 3Toro odpaserl BeIapuBajics I0CyXa,
IBaXIeI oOpadaTeiBasics 6,2 M HCI, 3aTeM BHOBB BhINIapH-

SEM HV:
Det BSE

Basicsi U obpabateiBanicst koHI. HNOj;. ITocne wero cyxoi
ocratok mepesoamics B pactBop 15% HNO;. B kauectse
BHYTPEHHEIr0 CTaHAapTa HCIoJb30Bajcs uHaui. Hero-
cpenctBenHo mnepes npoeaeHueM WUCII-MC uzmepenuii
oOpa3zerl pa30aBisUIM 10 KOHIICHTPAIMU a30THOH KHUCIIOTHI
B pactBope 3%. ®akrop pazbasnenus cocrasuia 1 000.

SEM HV: 20.00 kV
Det: BSE

‘ac: Hivac
BEM MAG: 2.00 kx

Puc. 1. KomkoBatsie 060cobnenus coenunennii P39 B matpuue ocanka (n300paxeHue noinyuero B POM)

Vi3meHeHNs, BHECEHHBIE B IPOOONOATOTOBKY, YITy4IlH-
JM pe3yNIbTaThl aHalM3a, HO, TEM HEe MeHee, He I03BOJIMIN
pasznoxuth obpaszer| 0e3 ocaaka. [Ipu 3ToM HabOAATIOCH
3aHwKeHne pesynbratoB st P3D. Tlockonbky obpasen
CJIr-1 orimuaercsi BBICOKMM COJIEP)KaHHEM YTIIMCTOIO
BEIIECTBA, HAaMM OBbUIO BBIABHHYTO IIPEIIOJIOKEHHE O
B3aUMOCBSI3M 3aHIKCHUS PE3YJIbTATOB C HAJMYUEM YIJIH-
CTOro BeliecTBa. B kadecTBe criocoba ycTpaHEHHS YIJIH-
CTOH cocTaBJsIONIeH OblIa MPEAIoKEeHa MpeaABapUTeIbHAS
Tepmuueckas 00paboTka. C 1ebio BBISIBICHHS TEMIIEpaTy-
PBL, TIPH KOTOPOW NOCTUTAETCS MAaKCHMAJIbHBIA BBDKHT YT-
JUCTOTO BEIIECTBa, 0Opa3er ObUI MOABEPKEH CHHXPOHHO-
My Tepmuaeckomy aranmsy (CTA).

ITpn wmccnenoBaHWM CTaHAAPTHOTO OOpasla YepHOTO
cimanmna (CJIr-1) mMpl BOCHOJB30BATNCh METOAMKOH, Mpen-

JIOXKEHHO# B paboTe KoJuleKTHBa aBTOpoB [S5]. B kadecTBe
OCHOBHOT'O KPUTEpUs NpU ONpeleseHHH YIIHUCTOro Belle-
cTBa ObUla BBIOpaHa TemIlepaTypa Hadajga 3K30TepMHUYe-
ckoro 3ddekra. Ob6paser; CJIr-1 comepKUT TEPMOAKTUB-
Hble MHHEpaJIbl, TAKHE KaK XJIOPHUT, KapOOHATHI, CEPULINT,
MOHTMOPHJUIOHUT, TepMHUYECKUE dPPEKThI KOTOPBIX PErH-
CTPUPYIOTCSI B OJMHAKOBBIX C YIJIMCTHIM BEIECTBOM HH-
TepBajiaX TEMIIEPATyp, YTO B CBOIO OYEPE/b JIEIAeT HEBO3-
MOKHBIM €ro (pa30BYIO THArHOCTHKY. B sTOM ciydae pe-
KOMEHJIyeTcsl BYKpaTHOe HarpeBaHue oOpasua. Ha mep-
BOM 3Tarie npoba HarpeBanach 10 1 100°C co ckopocThio
40°C B MHHYTY B BO3IYLIHOW Cpese C IUIOTHO IPHJIETar0-
IIUMH KPBIIIKAMH, TEM CaMbIM MBI H30aBIISUIICE OT TePMHU-
yeckuxX 3P (EKTOB, XapaKTEPHBIX IJIsI MUHEPAIOB aHAIN3H-
pyemoro obpasmua (puc. 2).
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Puc. 2. Tepmorpamma npo6st CJIr-1, nepBerit Harpes
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Puc. 4. Tepmorpamma urcroro rpadura (a) u ocaaka mocie pasioxenus npoost CJIr-1 (6)

[Tpu BTOpOM HarpeBaHHHM 3Ta e Ipoda HarpeBajiach B
OTKPBITBIX THUIJSIX I10 CJIEAYIONIEH TeMIepaTypHOH mHpo-
rpamme: 10 700°C co ckopoctbio 40°C / muH, 1o 1000°C
co ckopocteio 5°C /muH (puc. 3). Ha mepBoMm cermente
HarpeBanus Ha JICK KkpuBOi 4eTKo oTMedaeTcs SHAOTep-
MHUYECKHH MUK MOJMMOP(GHOTO MpEeBpaIleHHs O-KBapa B
B-xBapi (579°C). Ha BTOpOM CcerMeHTe Ha TEPMOTpPaBH-
METPUIECKO KpHBOH HabIomaeTcss HeOOIbIIOe yBeInye-
HHE Macchl 00pasla, KOTOpO€ IOCIE YMEHBIIAETCsl Ha
0,26%. Ha xpuoit JICK peructpupyercst MoJOTHid 5K30-
Tepmudeckuii d3pdext. Temmneparypa Havyana 3k303¢dexra
803°C. Ilux 940°C oTBeuaeT Hauyayly MHTEpBaJla MOTEPU
MacChl, 4TO CBHJIETEIBCTBYET O BBHITOPAHUH YIJIepojaa U3
npoOBl IyTeM IIepexojia B YIJIEKUCIHBId ra3. Pesymbrars
AKCIEPUMEHTA MTOATBEPKAAI0T HAHYKE B IPoOe TpaduTu-
3UpPOBAaHHOI'O BEILIECTBA, a PACTSHYTBHIA 3K30TEPMHUECKUNA
3¢ PEKT TOBOPUT O €TO CIOKHOM CTPOCHHH, B YACTHOCTH O
HAIIMYUK OOJIBIIOTO pa3dpoca pa3MepoB Yelryek rpapura.

Jns moATBEpKACHHS NOCTOBEPHOCTH IOY4EHHBIX
JaHHBIX TEPMHUUYECKOMY AaHAIU3y OBIIM MOJBEPTHYTHI
ocaJloK, 00pa3ylomuics Mocie XUMUYECKoi pobono-
TOTOBKHM, U YHCTBIA Tpadut (puc. 4). Mopdosnorus mo-
nmydeHHbIX KpuBbIX JJCK yka3siBaeT Ha IpUHAAJIEKHOCTH
MOJTly4eHHOTro 3k303ddexra Kk rpymmne rpadura. Pazmu-
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qre MEeXJIy 3HAauYCHUSMH MaKCUMYMOB TEMIIEpaTyp BBI-
xura gucroro rpagpura (905°C) m rpadura B ocanke
(951°C) oObsicHsieTcsT MX CTPYKTYPHBIMH Pa3HOCTSIMHU
(pa3HO€ COOTHOLIEHWE CKPHITOKPUCTAIUIMYECKON M Mell-
KOUenryiyaToit popm).

TemnepaTypHble NapaMeTpsl, IMOJYYEHHBIE METOIIOM
CTA, mO03BOJWIM BBIASIUTH OHAIa30H MaKCHMAaJbHOT'O
BBDKUTA YTIIMCTOW COCTaBIIAIONIEH mpoOsl. B cooTBeTCTBHI
C 3TMM HaMH OBII MOCTABIEH 3KCIEPHMEHT IO BBDKHIY
yraucroro Bemiectsa. O0pasiibl BEDKUATATUCH 2, 8, 15 1 ipu
temnepatrype 500 u 850°C B mydenbHoi neun. Temmepa-
Typa 500°C Obuta BbIOpaHa Kak HauOoiee 4acTo BCTpe-
YaIOUIAsiCsl B JINTEPAType AJIsl 00KHUra TOpPHBIX 1opoJ. Tem-
nepatypa 850°C cormacyercs co cpeaHeil TemmepaTypoil
9K30TEPMHUYECKOTO THMKa YIJIMCTOTO BemiecTBa. l[lorepm
IIpU TPOKAJIMBAaHUM IpHUBeAeHB! B Tabn. 1. Pesymbprars
HCII-MC n3mepennii 00pa3ioB MpUBEISHBI B Ta0I. 2.

Ta6bnuna 1
IoTrepu npu npoxkaausanuu CO CJIr-1, %

Temneparypa, °C 3 Bpf:M;lé q -
500 02 535 o
850 3,30 8.7 86




Tabnuma 2
H3BiIe4eHre HEKOTOPBIX BbICOKO3APS/IHBIX 3J1eMEHTOB B 3aBHCHMOCTH OT pexuma o6xura CO CJIr-1, r/t

SeMeHT ATTecToBaHHOE Bes obsura 500°C 850°C
3HAYEHUE, I/T 24 8u 154 24 8y 154
Li 50+8 45,01 45,36 48,36 46,79 50,59 50,31 50,61
Be 2,4* 1,92 1,89 2,06 2,08 2,30 2,37 2,30
Sc 20+3 12,95 15,28 16,90 14,70 18,14 20,82 18,54
Sr 142 + 15 126,21 125,29 141,07 127,44 141,47 142,73 142,68
Nb 12+2 10,58 10,02 11,14 10,82 12,12 12,05 11,87
Cs 4,0+0,7 3,64 3,77 4,02 3,86 3,88 4,15 4,30
La 28+5 19,52 23,98 23,14 23,10 24,36 28,49 26,52
Ce 53+8 41,56 48,60 48,41 48,83 50,16 52,85 52,66
Pr 6,2+1,2 6,16 6,16 5,92 5,91 6,26 6,26 6,24
Nd 25+4 23,99 23,25 23,45 22,67 24,75 25,48 25,15
Sm 54+0,8 4,71 4,92 4,66 4,28 4,74 5,38 5,36
Eu 1,2+£0,2 1,06 1,07 1,05 0,94 1,04 1,26 1,00
Tb 0,74* 0,43 0,42 0,45 0,36 0,41 0,68 0,62
Lu 0,40 + 0,07 0,27 0,25 0,28 0,22 0,23 0,41 0,38
Hf 4,7+0,7 4,56 4,53 4,46 4,59 4,39 4,69 4,62
Ta 0,7* 0,78 0,67 0,72 0,74 0,70 0,71 0,72
Pb 149+28 14,52 14,73 14,18 14,94 14,69 14,88 14,63
Th 7,1 +£1,1 6,27 6,63 7,25 6,79 6,38 7,16 7,11
U 1,65+0,23 1,54 1,48 1,61 1,59 1,60 1,67 1,68

*I[aHHBIe, YCTaHOBJICHHBIC OPUEHTHPOBOYHO.

BI/I}_'[HO, YTO YBCJIMYCHUEC DKCHO3UIUU 003kura 0COOECHHO BCPOATHOCTH 0,95 PACXOKACHUE MEKAY pE3yJIbTaTaMU ObLIO

BIMseT Ha W3BNedeHHUs Jierknx P30D. IlpaBmisHOCTH TONY-
4geHHBIX pe3ynsTaToB st CO CJIr-1 Obuta oLeHeHa 1o t-KpH-
Tepuro. Pe3ympraTel mpoBepku mpuBeneHs! B Tabn. 3. [lpu

NPH3HAHO He3HAYMMBIM. Ha OCHOBaHMM IPOBEICHHBIX DKCIIE-
PUIMEHTOB CTaIusl MPeIBapUTEIHFHOTO 00XKUTa ObIIa BKITFOUE-
Ha B cXeMy POOOIOATOTOBKH YIIIEPOAUCTBIX TOPHBIX OO,

Tabnuma 3
OueHKa NPaBUIBHOCTH NMOJIYYeHHBIX pe3yabTaToB aHaau3a CJIr-1 no kpurepuio CTbioeHTa

DeMeHT i;f{ZCHT;:EH’HS/i X, r/t t 9KC. (pt za(i J;S) Brisog

Rb 112 110,10 3,47
Nb 12 12,02 0,26

Sc 20 19,95 0,07

Sr 142 143,48 1,02

Zr 176 170,01 1,21

Cs 4 4,27 1,98 .

Ba 376 354.59 1.33 OTCZ’TCTBPIB CMCTeMﬁ]”l;I/I‘IeCKOI/I COCTaBJIAO-

el norpenHocTy. PacxoxaeHne Mex;

La 28 2847 0,31 4,3027 aTTCCTOBaEHblM 3HAUCHUEM H HOHy‘{CHHhIl}\]/{H
gf 6532 563’2420 g’gé pe3yiabTaTaMy HE3HAYMMO

Nd 25 25,40 0,38

Sm 5,4 5,55 0,72

Eu 1,2 1,14 0,49

Th 7,1 7,12 0,05

8] 1,65 1,62 2,78

Takum 0Opa3oM, HaMH OBLT YCTAHOBJIEH XapakTep Ipeod-
pa3oBaHMsI BELIECTBA HA Pa3HBIX CTAAWIX XUMHYECKOH Ipo-
6omnonroroBku. OOHAPYKEHO, YTO HEBCKPHIBAEMBIN CYOCTpaT
C PEAKO3eMETbHBIMUA KOMIIOHEHTAMH MOKET MMETh B3aHMO-

CBSI3b C YIJICPOIMCTHIM BEILIECTBOM, COIEPKAIIIMCS B TIOPO-
Je. OTO MO3BOJMIO MOJCPHH3HUPOBATH CXEMY XWMHUYECKOH
MPOOOTIOATOTOBKH ITyTEM H3MEHEHHS IapaMETPOB Pa3lIoKe-
HUYS 1 BBEJICHUS CTa/INN MIPEJBAPUTEIIHHOTO O0XKHTa.
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