®EJEPAJIBHOE I'OCYJJAPCTBEHHOE BIO/JKETHOE YUPEXEHUE HAYKU
MHCTUTYT HEOPTAHUYECKOM XUMUU VM. A .B. HUKOJIAEBA
CUBUPCKOI'O OTAEJIEHUSI POCCUMCKOUN AKAJJEMUU HAYK
MHUHOBPHAYKU POCCUU

Ha npaBax pykonucu

I'VCEJIbHUKOBA TatpsHa SIkOoBjI€BHA
CIIEKTPAJIBHBIE METOJAUKHU AHAJIU3A BBICOKOUUCTOI'O
I'EPMAHUSA U ET'O OKCHJIA C PA3JIMYHBIMU CIIOCOBAMHA

KOHIHEHTPUPOBAHUSA INMPUMECEN
02.00.02 — apanmuTHyeckas XuMus

JluccepTanys Ha COUCKaHUE YYEHOU CTENEeHH

KaHauaaTa XUHMHYCCKUX HAYK

Hayunblii pykoBOAUTEIIb:

K.X.H. [{pirankoBa Anbdus PadasrnbeBna

HoBocubupck — 2021



2

OI'JTABJIEHUE
BBEJIEHIE ..ottt sttt ettt st e st 4
TJIABA 1. JIMTEPATYPHBIM OB3O0P.........cocoiioiiieieeeeeeeeeeeeeeeeesessee e 14
1.1. O6mue cBeneHUs O HEKOTOPBIX COEIMHEHUAX MePMaHUS, MOJTYyYEHUE BHICOKOUUCTHIX
LY 1<) 014 R (o) : S USRS 14
1.2. O6nacti nmpuMeHeHus: repManus. TpeGoBaHNS K YUCTOTE MATEPHUATIOB.................. 15
1.3. Metoap!l uccieoBaHusl IPUMECHOTO COCTABA TEPMAHUS ....cuveeruveenureenireenireenieeennes 18
1.3.1. UHCTpyMEHTaNbHbIE METOJIMKH AHAIN3A COEAMHEHUM TEPMAHMS .....c.vvveneennneen 19
1.3.2. Tlpuembl CHUXEHUS MATPUYHOTO BIUSHUS U YIYYIIEHUS METPOJIOTUYECKUX
XAPAKTEPUCTUK AHAITHBA ..c.nuvveernereeenurreenuseesssseeessseesnsseesaseeessseesnsseessssessnsseessseessnseeesnssees 23
1.3.3. CriocoObI mpeBapuUTEIIbHOTO KOHIICHTPUPOBAHUS TIPUMECEH .......vveeveeeeeereneenns 33
1.3.4. MeToauku KOJMYECTBEHHOI'O aHaju3a TepMaHus U €ro COEJWHEHUH ¢
IIPEABAPUTEIBHBIM KOHIEHTPUPOBAHUEM IIPUMECEH. ....vvvveeneiieeiiieeeiieeeiieeenieeeeineeeeaneees 35
1.4. BBIBOZIBI U3 JIUTEPATYPHOTO O0B0PA. ... uueeeereeeerierereeneeeensreeseessseesseensseesseessseensseensees 42
['JTABA 2. XAPAKTEPUCTUKA PEAKTMBOB U ObOPYIOBAHUA..................... 44
2.1. XUMHUUYECKUE PEAKTUBBL U UX OUHMCTKA ...uvvveeerreernereeennrreennreeansseesnseeesnseeesnsseesssseeenns 44
2.2. Xumudeckasi Iocyia U BCTIOMOTATEITLHOE OOOPYOBAHUE ......veenvveenereenererveennreennes 45
2.3. OCHOBHOE OOOPYIOBAHHUE ......eeeruvreeenureeenureeeanrreesssseessnseessnsessnsseessnseessnseesssseesssseeenns 46
['TTABA 3. PASPABOTKA MHCTPYMEHTAJIBHBIX CITEKTPAJIBHBIX METOAUK
AHATITIBA ..ottt sttt ettt bbbttt sttt 55
3.1. Pa3pabotka meTtonukun ADC UCII anann3a repMaHus U €70 OKCHIIA .......ccouveennneen. 55
3.1.1. BBIOOP aHATUTHICCKUX JIHIH ......veevreeneieenreesereennseensseesseeaseesseessseessseensesensesnnns 56
3.1.2. BBIOOP BHYTPEHHETO CTAHIIAPTA ..vvveeuvreenreensreesereesseeensreeseeaseessseesssesssseessesessesnnns 57
3.1.3. O1ieHKa METPOJIIOTUYECKUX XAPAKTEPUCTUK METOMIUKH ...eeeevreernrreeeereeennereennnnens 60

3.1.4. Ananutnueckuii noreHman nHctpymeHtanbHoi ADC UCTI metoauku aHanu3za.. 62

3.2. Pazpabotka MC UCII MeToauKy aHaian3a FEPMaHUS U €70 OKCHUARA «...eeeuevernveennneen. 64
3.2.1. BBIOOP aHATTUTHIECKUX UBOTOTIOB .....vveeuereerreesereennreensreeseeaseessseessseessseensesensesnnns 64
3.2.2. UccnenoBanus BIUSHYSI TepMaHUs Ha aHAIUTUYECKHE CUTHAJIBI aHATUTOB. BeIOOp

ONITUMAIIBHO-KOMITPOMUCCHON KOHIIEHTPAIUU TEPMAHTS «...c.vverereerenerenirenirenseenieenseenseenne 65
3.2.3. O1ieHKa METPOJIIOTUYECKUX XAPAKTEPUCTUK METOMIUKH ...eeenevreernrreererreennereennnnens 66

3.2.4. Ananutnyeckuii noreHuuan uactpyMentainbHoi MC UCII meTonuku ananuza70

3.2.5. UccnenoBanne 3pGEeKTUBHOCTH HUCIIOJIB30BAHUS PEAKIIMOHHO-CTOJIKHOBUTEIHHOM
staeiiku ipu MC W CIIT aHann3e BBICOKOYUCTOTO T€PMAHUSA U €T0 OKCUIA ...eeeernevvereennnnne. 72

3.2.5.1. H3yuyenue BIHSHHUA HHCTPYMEHTAJbHBIX IapaMETPOB  PEAKLIUOHHO-
CTOJIKOHOBUTEJIBHOM STYEHKU HA AaHAIUTUYECKUAE CUTHAIIBI DJIEMEHTOB......eevveennreennrenee. 73

3.2.5.2. Ouenka metrposiornyeckux xapaktepuctuk Metoauku MC MCII ananuza c
IIPUMEHEHHUEM PEAKLINOHHO-CTOIKHOBUTEIBHOM STHEMKH .....evveenereeeiiieeniieeeiieeenineeeenneens 76

3.2.5.3. AHanuTrnueckuil noreHiman nacrpyMenTaibnoi MC UCII Mmetoauku aHanusa ¢
IIPUMEHEHHUEM PEAKLIUOHHO-CTOIKHOBUTEIBHOM STHEMKH .....eeveenereeeiiieeniieeeineeenineeeeineens 78

3.3, BBIBOIBI K TTIABE 3 .ot e e e e e e e e e e 79



3
I'JTABA 4. PA3PABOTKA CIIEKTPAJIbHBIX METOJUK AHAJIM3A C

ITPEJIBAPUTEJIbHBIM KOHIITEHTPMPOBAHUEM ITPUMECEM ...........c..coooec.... 80
4.1. KoHlleHTpUpOBaHKUE IPUMECEi OTTOHKOW TepMaHUs yIIapUBAHUEM TI0CJI€ KUCIOTHOTO
PACTBOPEHUST OOPABIIA. .. .eeeeuereeenirieenireeeatteesatteessateeesseeessnseeessseessnseeessseesnsseessseessssseessnses 80

4.1.1. OnTrMu3aLys MapaMeTpOB OTTOHKU MATPHLIbI [IOCIIE KUCIOTHOTO PaCTBOPEHHS ... 81

4.1.2. Ouenka 5¢¢eKTUBHOCTH OTTOHKU. VccrnenoBaHue BIHMSHHUS OCTaTOYHOTO
KoyecTBa repManust Ha ycIoBHsI BO3OYKIACHUS B UCTT........cooiiiiiiiiiiiiiiiiiiccee, 83

4.1.3. Bei0bop ananutuyeckux JuHuM. OlieHKa METPOJIOrudeckux xapakrepuctuk ADC
N CII MeToauky ¢ OTTOHKOM MaTPUIbl TOCIE KUCIOTHOTO PACTBOPEHHS «...cevvenveenreenneenn. 84

4.1.4. Anamutuueckuit noreniman ADC UCII meTonuku aHanu3a ¢ OTTOHKOW MaTpHUIIbI
TIOCJI€ KUCTOTHOTO PACTBOPECHHMS ... . vveeereveeeereeenrreeeereeesssesessseesssseessssesesssseessssesessseeesssses 87

4.2. KoHneHTpupoBaHue pruMeceli OTTOHKOHM repMaHus B cpejie Ta3000pa3Horo peareHTa
TIPU MUKPOBOTHOBOM HATPEBE. ... eeeuvrieenurieenurreerureeenureeeaueeessseessnseesssseesssseessseessnssessnssees 87

4.2.1. OntuMusanus YyCIOBHA OTrOHKM B CpelIe Tra3000pa3HOr0 peareHTa IpH
MHUKPOBOITHOBOM HATPEBE .....veeeuvrieeurreesuereeeareeennsreesseeesssseeessseeessssessssseessnseeesnssessssseesnnsses 88

4.2.2. UccnenoBanue BIUSHUS F€pMaHus Ha yclioBus Bo30yxeHus B razme JAIIT. 90

4.2.3.1. Onenka metrposiornueckux xapakrepuctuk ADC MCII meroauku aHamuza ¢
OTTOHKOM MaTpHIbl B cpejie ra3000pa3HOro peareHTa Npyu MUKPOBOJIHOBOM Harpese.... 94

4.2.3.2. Apamutuyeckuii norennuai ADC HCII meronuku aHaim3a € OTIOHKOU
MaTpHIIbl B Cpejie ra3000pa3HOro peareHTa Mpu MUKPOBOJTHOBOM HATPEBE .................... 98

4.2.4.1. Ouenka metrponoruuyeckux xapakrepuctuk ADC IIIT meronuku aHanusza c
OTIOHKOM MaTpHIIbl B Cpejie ra3000pa3HOro peareHTa npu MUKpOBOJHOBOM Harpese.. 100

4.2.4.2. Ananutnueckuid noteHunan ADC AIIT meToauku aHanu3a ¢ OTTOHKOW MaTpHUIIbI

B CpeJie ra3000pa3HOro peareHTa MPU MUKPOBOTHOBOM HATPEBE ....ccouveeureeureeveeanneennn 105
4.2.5. CpaBHenue pazpabotanabix ADC METOIUK aHaIM3a C OTTOHKOW MaTPHIILI B Cpefie
ra3z000pa3HOro peareHTa MPyU MUKPOBOIHOBOM HATPEBEC......uvveeeerreernrreesreeesnnreeennneeennnns 107
4.3. KonneHTpupoBaHue npuMeceit OTTOHKOM repMaHus B Cpejie Ta3000pa3Horo peareHTa
B TIPOTOUHOM PEAKTOPE ..vveeerruurrreeeasurreeeesiursreesssuseeesessssseeesssnsseeessssssseesssssseeessssssseesenssses 109
4.3.1. OnTumMu3anys ycloBUi OTTOHKHM B cpejie ra3000pa3HOTo peareHTa B IPOTOYHOM
PEAKTOPE e euevveeeeeieireeeertiteeeeaausteeesasasseeesaasasseesasssaeesesssseeesssnsseeessssseeessssssseesssnnsseeesennsses 109
4.3.2. BEIOOP BHYTPEHHETO CTAHIAPTA ...eeuvveeenereeerarreenereeeneseeenssesesssseessssesensesesssseenns 112
4.3.3. Onenka wmetposiornyeckux xapakrepuctuk MC HCII meroauku aHanmsza C
OTTOHKOW MaTpUIIbI B CPeie ra3000pa3HOro peareHTa B IPOTOYHOM PEAKTOpE............. 114
4.3.4. Ananutnueckuii noreriman MC UCII MeTouky aHanu3a ¢ OTTOHKOW MaTpUIIbI B
cpeze ra3000pa3HOTO PEareHTa B IPOTOTHOM PEAKTOPE ..uvverveereeveerueenreenueeressensennens 118
OCHOBHBIE BBIBO/IBI M1 PE3VYJIBTATDBI .....cooiiiiiiiiiiiicceceeceeeeee 121
SAKITHOUEHVE ..ottt sttt e 124
CIHCOK COKPAILEHNI 1 YCJIOBHBIX OBO3HAUEHUM .............cocoveeveaen. 126
CITMCOK JIMTEPATYPDL.....coiiiiiiee et 127
BITATOJAPHOCTH .....cooiiiiiieiiieeee ettt sttt e 144

TTPHJIOZKEHIISL ...ttt 145



4
BBEJIEHHUE

Axkmyanvnocms padomal

[TpoGiema mosydeHus: U aHAIM3a BEIIECTB BHICOKOM YMCTOTHI BCETJa OCTAETCS
aKTyaJIbHOM, TaK KaK HEIIOCPEACTBEHHO CBsA3aHa C MOJIyYeHHEM MaTepHalloB, ooecre-
YUBAOIINX HAYYHO-TEXHUYECKUH Iporpecc. MOXKHO CKa3aTh, YTO OCHOBOM COBPEMEH-
HOTO MaTE€pHAIOBEICHUS SABJISIIOTCS BEIIECTBA C HU3KUM COJIEP>KAHUEM TEXHOJIOTNYe-
CKM BakHbIX IpuMecei [1]. [TomydeHne npocThIX BBICOKOYMCTBIX BELIECTB BAXKHO JUIS
(byHIaMeHTaNIbHBIX UCCIET0BAHUI UX CBOMCTB, 00YCIOBICHHBIX COOCTBEHHON XMUMHU-
4yecKoi U (pusnueckoi mpupo 1ot 3aeMeHTOB. OTKPBITHE YHUKAIBHBIX CBOMCTB BBICO-
KOYMCTBIX BELIECTB CIIOCOOCTBYET YBEIMUEHHUIO 00JACTH UX MPAKTUYECKOTO MpUMe-
HEHUS.

OIHOBPEMEHHO C Pa3BUTHEM METOJI0OB OUYMCTKH BEILLIECTB PA3BUBAIOTCS U UHCTPY-
MEHTaJIbHbIE MHOTO3JIEMEHTHBIE METO/IbI aHAIN3a C HU3KUMU TpesesaMu oOHapyxe-
HUs1 MUKponpruMeceil. OTHAKO B COBPEMEHHOM HAYKE U TEXHUKE Y>KECTOYAIOTCS Tpe-
OoBaHus, IPEIbABISEMBbIE K 0CO00 YHCTHIM BEIIECTBAM, YTO 00YCIaBINBAET HEOOXO-
JUMOCTh PACIIMPEHUS CIUMCKA OINPEAEISIEMBIX MUKPOIPHUMECEN C OJTHOBPEMEHHBIM
CHIDKEHHEM UX IpENeoB 0OHapyskeHus. [Ipu HOCTHKEHNH T'paHUL] 4yBCTBUTEIBHO-
CTH MHCTPYMEHTAJIbHBIX METOJIOB KOJMYECTBEHHOI0 XUMHUueckoro aHammsa (KXA)
HEU30€KHO MPUMEHEHHUE CIEIUATBHBIX CIOCOO0B MPOOOMOATOTOBKH, TTO3BOJISIOIINX
CHU3UTh IIpeliebl 0OHAPYIKEHUSI MUKpPONPUMECEH, HaIpUMeEp, UX NPEBAPUTEIBHOE
KOHLIEHTpupoBaHue. Kpome Toro, mpeaBapuTeIbHOE KOHLEHTPUPOBAHUE JAET BO3-
MOKHOCTh YMEHBLIUTh KOJUYECTBO HEOOXOAMMBIX CTaHAAPTHBIX O0pasloB, IMO-
CKOJIbKY MOJKHO IIOJIy4YaTb KOHLIEHTPAThl HA €JUHOW OCHOBE, HAIIPUMEP Ha OCHOBE
YTOJIBHOTO MOPOUIKA UM BOJHOTO pacTBopa [2]. CTOUT OTMETHUTH, YTO C NMPUMEHE-
HUEM IIPEABAPUTEIILHOIO KOHIICHTPUPOBAHUS MOKHO JOCTUTHYTh HU3KUX MPEIEIIOB
oOHapy»XeHHs Ha 000PYJOBAaHUH MTPEABIAYIIETO MOKOJICHHUS.

BrICOKOUYMCTBIN repMaHuil SIBASETCS OAHUM M3 OCHOBHBIX MOJYITPOBOJHUKOBBIX
MaTepuasoB. Beicokas cTeneHb YUCTOTHI FEpMaHus 00yCIaBIMBAET €r0 IPUMEHEHHE
JUTSI U3TOTOBJIEHUS IETEKTOPOB MOHU3UPYIOIINX U3Ty4YE€HNUN. BRICOKOUMCTHIN JUOKCH

repmanus HCO6XO,III/IM Jl IPpOU3BOACTBA CHUHTWIIJDPIMUOHHBLIX  KPUCTAJIIIOB
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OpTOrepMaHaTa BUCMYTAa, IPUMEHSIEMBIX B KAUE€CTBE JIETEKTOPOB KOMIIBIOTEPHBIX TO-
MorpadoBs.

B nuccepranmonHnoii pabote npoBeneH aHaan3 MHPOpMaTUBHBIX MeTOIUK KXA
repMaHus U €ro OKCH/a M0 KOJMYECTBY ONPEAENIAEMbIX IPUMECcEH, UX Ipeaenam o0-
HapyXeHMsl. AKLIEHT CEJIaH Ha aKTyaJbHbIX METOJMKAaX C BO3MOYKHOCTBIO peann3a-
UM B HacToslee BpeMsi. COBEpIIEHCTBOBAHNE ONTUYECKUX CXEM MPUOOpOB, MO3BO-
JSIIOIIEE YIIydIlaTh 4YyBCTBUTEIBHOCTh IPUOOPOB C OJHON CTOPOHBI, U yCTapeBaHUE
HEKOTOPBIX MCTOYHHUKOB BO30YXKICHHSI U CHUCTEM PETUCTPALUU C JIPYroil CTOPOHBI,
CTaBUT HOBBIE 33/1a4u MO pa3padoTke MeToank KXA.

Jlig ynoBiaeTBOPEHUs] TPEOOBAHUN CETOJHSAIIHETO JIHSA K BHICOKOUMCTHIM BeELle-
CTBaM LieJecoo0pa3HO MCHOIB30BaTh COBPEMEHHOE 000pYAOBaHUE ISl MMOATOTOBKU
00pa31oB, a TaKKe aHATUTUYECKOE 000PY0BAHUE B COUETAHUM C Pa3IMUHBIMU IIpHUE-
MaMH YCTPAHEHUSI MATPUYHBIX BIUSHUMN, U YITy4IIEHUS METPOJIOTUYECKUX XapaKTEepH-
CTHUK METOAMK. Bce 3TO MO3BOJSUT JOCTUTATh MPEAEIOB OOHAPYKEHUS Ha YPOBHE
1071° % mac. n3 MUHEMATLHON HaBeCKH. [IpH 9TOM MOYKHO 0KHIATh MOBBIIIEHHS IKO-
HOMHUYECKON BBIFOJIHOCTH AaHAJIM3a, TAK KAK COKPAILAETCs KOJIMYECTBO 3aTpadyuBac-
MOT'0 BBICOKOUHCTOTO MaTepHalia U UCIOJIb3yEMbIX PEAKTUBOB.

Cmenens pazpadomannocmu memul UCC/1€006AHUA

B Hacrosee BpemMsi TepMaHnuil 1 MaTepualbl HA €r0 OCHOBE 3HAYMUTENIBHO pac-
IIMPUIM 00JIACTh CBOErO NMPUMEHEHHUs 3a CUET UcIosb30BaHusa B PET-texHomorusx,
BOJIOKOHHOM ONTHKE, ONTO3JIEKTPOHUKE, MEJULIMHE, CEIBCKOM XO3SIIICTBE, KOCMETO-
JIOTHH U TappIOMEpHH, HapsAIy C TPAIUIIMOHHBIM IPUMEHEHHEM B dniekTponuke u MK-
TexHuke. [ToaToMy TpeboBaHMsI K YMCTOTE UCXOAHBIX BEIIECTB MOBBIIIAKOTCS, CTUMY-
JUPYs pa3BUTHE METOAOB ITyOOKOM OUMCTKHU BemiecTB. JJocTUTHYTH TpeOyeMoil cre-
IIEHU YUCTOTHI HEBO3MOXKHO 0€3 KOHTPOJII KaueCTBa MAaTEpPUAJIOB Ha Ka)JOM JTare
IIPOU3BOJICTBA, AJISl YETO HEOOXOJMMO Pa3BUTHE BBICOKOUYBCTBUTEIBHBIX 1 MHOT03JIE-
MeHTHbIX MeTo10B KXA. Panee pazpaboTaHHbIE METOJAMKHU HE BCETA YAOBIETBOPSIOT
TpeOOBaHUAM 10 HAOOpy OMNPEAENAEMbIX IPUMECEH M UX IpenenaMm OOHapyKeHUs,
VI MPEIO0JIararoT UCIIOIb30BAHUE TPYHOIOCTYIHBIX B HACTOSAILIEE BPEMS METOOB,

Harnpumep, UCKpoByto Macc-cniekrpomeTtputo (MMC). B meTonukax, co3iammmxcs B
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HACTOSIIIIEE BPEMS, HE PEAIM3YETCS TIOJHOCTBIO MOTEHIMAI MHOTOIEMEHTHBIX METO-
JIOB, UJIM HEOOXOIMMa CJIOXKHAs U JUTUTENbHAsS CTaus IpoOONOAroTOBKU. B cBs3u C
AKTUBHBIM Pa3BUTUEM METOJ0B aTOMHO-3MUCCUOHHOW M MacC-CIEKTPOMETPUU C BO3-
Oy>XJIeHWeM U WOHHu3alueld B MHAYKTUBHO cBs3aHHOU miazme (ADC UCII u MC
M CII) Bo3HUKAET BO3MOKHOCTb ISl CO3/JaHUSI HOBBIX U COBEPILIEHCTBOBAHUS YKE pas-
paboOTaHHBIX METOJIMK aHAJIM3a BHICOKOYUCTHIX BEIIECTB U (DYHKIIMOHAIBHBIX MaTepH-
aJioB, B TOM 4MCJI€ repMaHus. Mcrnonap30BaHue COBPEMEHHOM anmnapaTypsl sl TOATO-
TOBKHU 00pa3iioB (HalpuMep, MUKPOBOJIHOBBIE CUCTEMBbI) TO3BOJIUT IPUMEHHUTD TPa -
1noHHBI MeTog ADC ¢ Bo30yx)aeHreM crieKTpoB B myre noctossaaoro (AJC IIIT),
HE YMEHbIIasi KOJIMYECTBO ONMpEEIsieMbIX PUMECE 1 HE MOBBIIIAs UX Mpeesbl 00-
HapYKEHHUS.

Leab padoTshl 3aKi104anach B pa3padOTKe U COBEPIICHCTBOBAHUU UH(OPMATHUB-
HBIX CIIEKTPAJIbHBIX HHCTPYMEHTAIBHBIX METOAUK U METOJIMK C UCIIOJIb30BaHUEM pa3-
JUYHBIX CIOCOO0OB KOHILIEHTPUPOBAHUS MPUMECEH OTTOHKOM MaTpHULbI IS aHAIN3a
repMaHus ¥ ero okcuaa yuctotoil 10 8N. B cCOOTBETCTBUMU C MOCTaBJIECHHOW LIEJIbIO
pelav CiaeayoINe 3a1a4Hu:

- pazpabotka uncrpymentanbHoi ADC MUCII metonuku KXA 1151 10CTOBEpHOTO
onpeaeeHus] peAKO3eMENbHbBIX 3JIEMEHTOB, METAJUIOB TUIATMHOBOM rpymisbl, I, S, Th,
Tl u U B repManuu 1 ero oKcuze: BEIOOp aHATUTUYECKUX JIMHUN, BHYyTPEHHETO CTaH-
napra;

- pa3paboTka HHPOPMATUBHOM U MPOCTON B OCYIIECTBICHUH HHCTPYMEHTAIbHON
MC UCII metoauku KXA repmanus u ero okcuza: BBIOOp ONTUMaIbHO-KOMITPOMUC-
CHOM KOHIEHTpAlMd MAaTPUYHOTO KOMIIOHEHTA, aHAJIMTUYECKUX U30TOIOB OINpEIEsi-
eMbIX npuMecen. Mcronp30BaHne ra3oHanoIHEHHON PEAKIIMOHHO-CTOJIKHOBUTEILHOU
SYEUKH JIJISl yCTPAHEHHUs MOJIMATOMHBIX UHTephEepEeHIMNA: ONTUMU3AIMS UHCTPYMEH-
TaJIbHBIX TaPaMETPOB STYEHKHU;

- pa3zpaboTka cnoco0OB MPEIBAPUTEIHLHOTO KOHIEHTPUPOBAHUS MpPUMECEH OT-
TOHKOM repMaHusl yIiapuBaHUEM IOCJIE€ KUCIOTHOTO pacTBOPEHUS, B Cpejie ra3000pas-
HOTO peareHTa pu MUKPOBOJIHOBOM HArpeBE U B MPOTOYHOM PEAKTOPE. Y COBEPIIECH-

CTBOBAHHE CIOCO0a KOHICHTPUPOBAHUSA MI/IKpOHpHMecefI C HCIOJIb30BAHHEM



7
TBEPIOTEILHOTO TepMOCTaTa. BEIOOP yCIOBHIT OTTOHKY TeépMaHUs JIJIsl TPEX CIIOCO0O0B,
olleHKa UX d(PPEKTUBHOCTU U CTENIEHU BIUSHUSA OCTATOYHOIO COJAEPKAHMS T€pMaHMUS
Ha ycioBus Bo30yxaenus B UCII u JI1T;

- pa3paboTka mMetonuk KXA repManusi U €ro oKCHa, BHINOJIHEHHbIE METOAAMHU
ADC (c pa3nuuHbIMUA UCTOYHUKAMU BO30YxeHus criekTpoB) u MC MCII B coueTanuu
C OJTHUM U3 CITOCOOOB KOHIIEHTPUPOBAHUS MTPUMECEH OTTOHKON MATPUIIbI: U3yYCHHE
MOBEACHUS TPUMECEH, BBIOOP BHYTPEHHUX CTAH/IapTOB;

- IPOBEICHUE FKCIIEPUMEHTOB B YCJIIOBUSIX BOCIIPOU3BOAUMOCTH JIJIs1 OLICHKU MET-
POJIOTHUYECKHX XapaKTEPUCTUK (BHYTpUIaObOpaTOpHas MPEIM3UOHHOCTb, IPEEIBI 00-
HApY>KEHHUA ) KAKJI0M pa3paboTaHHOW METOAUKHU.

Hayunasa noeusna padomut

Hayunast HoBu3Ha paboOThI COCTOUT B pa3pabOTKe pa3HOOOpa3HbIX CIIOCOOOB Mpo-
OOMOJrOTOBKA M COYETAHUM MX C MHOTOAJIEMEHTHBIMHU CHEKTPAJbHBIMU METOJIAMU
aHanMM3a B IENSAX CO3/IaHUS KOMILIEKCA WHCTPYMEHTAIbHBIX M KOMOMHHPOBAHHBIX
ADC (¢ pazHbiMu uctoyHuKamMu Bo30yxaeHus criektpoB) 1 MC UCII meronuk ana-
JM3a TEPMaHUS ¥ €T0 OKCHA PAa3IMYHON CTETICHN YUCTOTHI JIJIs TIOJTy4YeHHsI Hanbosee
NoJIHOM MH(pOpPMAaIMU 00 JIIEMEHTHOM COCTaBE aHATU3UPYEMbIX OOBEKTOB.

B xo/1€ BBINIONHEHUS TUCCEPTALMOHHON paboThI:

1. U3ydena 3(pheKTUBHOCTh TPUMEHEHHUS aICKBATHBIX TI0 MATPUYHOMY COCTaBY
00pa31ioB CPAaBHEHUS U METO/Ia BHYTPEHHETO CTaHIapTa JUIsl OJIyYEHHS JOCTOBEPHBIX
pesynbTaToB onpenenenus coaepxkanus Ce, Dy, Er, Eu, Ho, 1, Ir, La, Lu, Nd, Pd, Pr,
Pt, Rh, Ru, S, Sc, Sm, Tb, Th, T1, Tm, U, Y u Yb B repManuu u €ero OKCHAE METOJIOM
ADC UCIL.

2. 3yueHo BiusiHME repMaHus Ha aHATUTUYECKUE CUTHAIIBI ONIPEIeNISIEMBIX 3JIe-
MeHToB npu MC MCII ananu3ze. BriepBbie TpuMEHEHA PEAKIIMOHHO-CTOIKHOBUTEIIb-
Has sYeiika ¢ reJueM B PeKUME NTUCKPUMHUHAIIMYU 110 KWUHETUYECKON SHEPruu ISl J10-
CTOBEPHOTO OMPENENICHUSI aHAINTOB C MOJMAaTOMHBIMU WHTEepdepennusamu: As, Fe,
Ga, V, Y u Zr. Ilokazana 3(p¢eKTUBHOCTh IPUMEHEHHS TAKOTO MOAXO0/a JIJIsi CHUXKe-
HUS npenenoB ooHapyxenus Ni, Sc, Sr B 10 pas.

3. HpeI[JIO}KeHBI N CYHIECTBCHHO YCOBCPIICHCTBOBAHLI CIOCOOBI  OTTOHKH



repMaHUs:

® YIApUBAHMEM IMPU HArpeBaHUU B TBEPAOTEIBHOM TEPMOCTATE, B PE3YJbTaTe
YEro COKPAIEHO KOJUYECTBO MCIOJIb3YEMOW MOCY bl U KAK CIEACTBUE CHHKEH PHCK
BHECEHUS CIIy4alHBIX 3arpsI3HCHUM;

e B cpejie ra3000pa3HOrO peareHTa B MPOTOYHOM PEAKTOpEe MPH PE3UCTUBHOM
HarpeBaHuu. Mcnonb3oBaHue peakTopa 00ecneymsio YMEHbIIeHHe BEPOSITHOCTH BHE-
CEHHSI 3arpsi3HEHUHN U3 PEaKTUBOB U MO3BOJUIIO CYIIECTBEHHO CHU3HUTH MpPENEibl 00-
Hapy>KEHUsI aHAJIUTOB;

® B cpelie ra3000pa3HOro peareHTa B yCIOBUSAX aBTOKJIaBa MMPU MUKPOBOJIHOBOM
HarpeBe AJIsl CHIDKEHUS MIPeiesIoB 0OHAPY>KEHUs paclipOCTPAHEHHBIX TPUMECEH.

JI71st KaKJI0ro U3 MEepEeUrCcIeHHBIX CIIOCOOOB BHIOpaHbl YCIOBUSI OTTOHKH, OLIEHEHA
3¢ (HEeKTUBHOCTH OTTOHKH, U3YYEHO TIOBEIEHUE PUMECEH.

4. VccnennoBaHo BIIMSIHHE OCTATOYHOIO COAEPKAHUS F€pMaHUs Ha yCIOBHS BO3-
oyxxnaenust B UCIT u IIIT npu ananuze metogom ADC. [TokazaHa mnpuMEHUMOCTh Me-
TOJa BHyTpeHHero ctanjaapta npu MuorosneMenTHom MC UCII ananuze repmanus u
€ro OKcuzaa.

5. C yuerom nmonydeHHbix gaHHbIX paszpabortanst ADC UCII, ADC JIT u MC
NCII meToauku aHanu3a, MO3BOJSIOIINE ONPEIEIUTh CTENEHb YACTOTHI TEPMAHUS U
ero okcuaa 10 SN. AHaTUTHUYECKHE BO3MOXXHOCTH pa3paboTaHHBIX MeToauk KXA
yIOBJIETBOPSIOT TpeOoBaHUsIM JeicTByomux Ha Tepputopuu PO TY u I'OCT no us-
(bopMaTUBHOCTH (KOJTUYECTBY OIpEACIIeMbIX MPUMECEH U MpezesiaM 0OHapyKEHUs).

Teopemuueckas u npaKmuueckas 3HAYUMOCHMb padomul

HccnenoBanre BIUSHUS T€pPMaHUs HA aHATMTUYECKHUE CUTHANIBI DJIEMEHTOB-IIPH-
Mecei, MPoBeICHHOE TP pa3padoTKe nHCTpyMeHTaIbHBIX MeToauk ADC UCIT u MC
NCII ananu3a, Oyner mone3nsM mipu paspadbotke metoguk ADC UCIT u MC UCII
aHaJln3a IPYTUX BBICOKOYHCTHIX OOBEKTOB C OJIM3KUMU (PU3UKO-XUMUUECKUMHU CBOIi-
ctBamu. B ADC MCII MeToanke MHAUBUTYATBHO JUISl KAXA0r0 aHAJIMTa BbIOpaHa Jiu-
HUs 31emMeHTa BHyTpeHHero cragaapra. B MC UCII metoauke onTUMU3HPOBaHbI UH-
CTpYMEHTaJIbHbIE apaMeTphl aHanu3a. [lokazana 3¢ (HeKTUBHOCTh NPUMEHEHUS peak-

LIMOHHO-CTOJIKHOBUTEIILHOM SYCUKU C TEeJIMEM B PEXKUME OJUCKPHUMHHAIIMK 110
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KUHETUYECKOW SHEPTUHU MPHU aHAJIN3€ BHICOKOUUCTHIX BelecTB. [Iponecc mpobomnoaro-
TOBKM IIPHM HUCIIOJIb30BAHUMU SYEUKU OCTAETCS HEU3MEHHBIM. Y COBEpPLICHCTBOBAHBI
YCJIOBHSI KOHLICHTPUPOBAHUS IPUMECEN yITapUBAaHUEM ITOCIIE XUMUYECKOTO pacTBOpE-
HUSl — MUHUMHU3UPOBAHO KOJMYECTBO PEAKTUBOB U UCIOJIb3YyEMON NOCYbl, TAKUM 00-
Pa30M CHMKEH PHUCK CIIy4YalHbIX 3arpsi3HeHUN. JloKa3aHo, 4TO PU OTTOHKE repMaHus
B YCIOBHSX aBTOKJaBa MPU MHUKPOBOJHOBOM HAarpeBe MpH MPaBUJIbHO BBIOPAHHBIX
YCIIOBHSIX COXpaHstoTcsa okoio 50 asieMeHToB-npumecei. [lonyueHnHslie qaHHble O MOJI-
HOTE KOHLUEHTPUPOBAHUS IPUMECEIN IPU OTTOHKE MATPHUIIbI B YCIOBUAX aBTOKJIaBa, a
Tak)Ke O MOBEJACHUU MPUMECEH PU OTTOHKE B MPOTOUYHOM PEAKTOPE MOTYT OBITh UC-
II0JIb30BaHbI JUIs pa3pabOTKU cIOCOO0B MPOOOIOATOTOBKH U UCCIEA0BAHUN HJIEMEHT-
HOTO COCTaBa COEJAMHEHUN CO CXOXKMMH C TeépMaHueM (U3NKO-XUMHUYECKUMHU CBOM-
ctBamu. [Tokazana 3ppexTHBHOCTH UCTIOIB30BAHUS BHYTPEHHETO CTaH1apTa JJIsl MHO-
roaneMeHTHoro MC ananu3a KOHUEHTpaToB npumecei. [IpoBeneHa oueHka MaTpuy-
HOTO BIMSHUS repManud Ha ycioBus Bo30yxnaenus B UCII u JAIIT. TpaguunoHHsIit
meton ADC JIIT a¢d¢dekTuBHO MpUMEHEH sl aHAJIM3a KOHLEHTPATOB, KOJIUYECTBO
aHAJIMTOB U UX TPEJIENbl 0OHAPYKEHUS COMIOCTAaBUMBI C 60JIee COBPEMEHHBIM METOAOM
ADC UCII.

COBOKYNHOCTh METOJUK MO3BOJIIET 3PPEKTUBHO UCIOIB30BaTh 3aTPAYNBAEMbIE
pecypchl AJis MOJTy4YeHUs MaKCUMalbHOM MH(pOpManuu 00 3JI€eMEHTHOM COCTaBe 00-
pa3uoB (68 onpenensieMbIX IEMEHTA) pa3IudHON cTeneHn YucToThl. Kommeke meto-
UK MO>XET MIPUMEHSATHCA Ul KOHTPOJI KauyecTBa AUOKCUAA FEPMAaHUs — UCXOJHOTO
CBIPbs JUISl BBIPAIIMBAHUS PA3JIMYHBIX KPUCTAJUIOB; MOJUKPUCTALIMYECKOTO repMma-
HUSI, UCIIOJIB3YEMOTO IS ITOJIyYEHUSI MOHOKPHCTAIUIMYECKOTO T€PMaHHUs; a TAKXKE Io-
TOBOM MPOIYKIUHU (MOHOKPUCTAIUTMUECKHUI T€pPMaHUIA); TSI COITPOBOXKACHUS padoT 110
COBEPLICHCTBOBAHUIO CIIOCOOOB OUNCTKU BBICOKOUMCTOrO repMmanus. PaspaboranHble
METOJIMKH MO3BOJISIOT OXapaKTepU30BaTh MaTepralibl HA OCHOBE T€pPMaHUs YUCTOTOM
1o 8N.

Memooonozus u memoovl OuccepmayuoHH020 UCC1E008aAHUA

B ocHOBy auccepTalMOHHOTO HCCJEIOBAaHUS JIETJM HaydHble pabOThl OTede-

CTBC€HHBIX H SaPY6€}KHI>IX aBTOPOB, HOCBHH_IéHHBIG INPUMCHCHHUIO, OYHUCTKC U
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UCCJIEIOBAaHUIO XUMUYECKOTO COCTaBa TepMaHUs M €ro OKCHIa METOJaMH aTOMHO-a0-
copbumonHoi cnekrpomeTpun (AAC), Macc-CIEKTPOMETPUN U AaTOMHO-3MUCCUOHHOM
cnektpomeTpur. OTIETHFHO pacCMAaTPUBAIIA CITOCOOBI OTTOHKU Te€PMaHMs M KOHIICH-
TPUPOBAHMSI IPUMECEN, HUBETUPOBAHMS CIIEKTPAIbHBIX U HECTIEKTPAILHBIX HHTEP(dE-
PEHILIMI, UCIOJIb3YEMBIE B MAacCC-CIIEKTPOMETPUM M ATOMHO-OMUCCUOHHOW CIIEKTPO-
meTpun. [locne u3ydeHus: TUTepaTypHbIX TaHHBIX, ObUTH BBIOPAHBI Pa3IUYHBIC CIIO-
coObl yCTpaHEHUs] MATPUYHOTO BIUSHUS T€pMaHUsl, KOHIEHTPUPOBAHUSI TPUMECEH OT-
TOHKOUW F€pMaHMs, METOAbI aHAJIN3a TEPMAHUS U €r0 OKCHIA PA3JIMYHON CTETIEHU YH-
cToThl. BeiOpaHHbIE CIOCOOBI MCTIOJIL30BAHBI IS pa3paO0TKH KOMIUIEKCA HOBBIX MH-
CTPYMEHTAJIbHBIX U KOMOMHUPOBAHHBIX BBICOKOUYBCTBUTEIBHBIX MHOTO3JIEMEHTHBIX
metonuk ADC UCTI, ADC JIIT u MC UCII anamuza. [Ipu pazpaboTke WHCTpyMEH-
tanbHoi MC VCII MeToauKu MoJuaToMHbIE HHTEPHEPESHIIMN YCTPAHSITH ¢ UCTIONb30-
BAHUEM PEAKIIMOHHO-CTOJIKHOBUTEIIHOM IUEUKH, 3anioTHEHHOW He. B nensix ynpoue-
HUS TPOOOTIOITOTOBKM M YMEHBIIICHUS KOJIHMYECTBA HEOOXOIMMOM TIOCYIbI HCTIOTB30-
BAJI TBEPAOTENIbHBIA TepMocTaT. KOHIEHTPUPOBAHUE MTPUMECEN MTPOBOAMIA IIyTEM
OTIOHKHM JIETY4YEro TETPaXJOpHUAa repMaHus YIIApUBAHUEM TP HArPEBAHUHU, B CPEJIE
ra3oo0pa3HOro peareHTa B MHUKPOBOJHOBOM CHUCTEME WM MPOTOYHOM PEaKTOpE.
JIns cokpanieHuss BpeMEHM OTTOHKHM U MPEAOTBPALICHUS 3arpsA3HEHUN W3 BHELIHEH
Cpellbl U PEAKTUBOB KOHUECHTPUPOBAHUE MTPUMECEH TPOBOJAUIIN B 3aKPBITHIX ABTOKJIA-
BaX [P MUKPOBOJIHOBOM Harpese. JJi1 pacluMpeHus CIUCKa OMPEAEIsieMbIX JIEMEH-
TOB U NPEIOTBPALLICHUS 3arps3HEHUN W3 PEAKTUBOB KOHIICHTPUPOBAHUE MPUMECEU
MIPOBOJIWIIA B TPOTOYHOM PEAKTOPE. BinsHME OCTaTOYHOTO COAEPkKAHUS T'€pMaHUs B
KOMOMHUpoBaHHBIX ADC MeToAMKaX OLEHUBAIIM MO «ToKa3aTento xectkocT» UCII,
TEMIIEPATypPbl U AIEKTPOHHOU MOoTHOCTHU wiazMbl [IIT. M3yuenue noBenenus npu-
MECEH U MOJTHOTY UX COXPAHEHHUs B KOHIEHTPATaX, IPOBEPKY MPABUIBHOCTH METOIUK
MIPOBOJIAIIA 3KCHEPUMEHTOM «BBEJICHO-HANAEHO». KOJIMYeCTBEHHbBIE JTaHHBIE IOJY-
YaJii MpU MOMOIIM METOAA BHYTPEHHErO0 CTAaHIApTa C HWCIOJIb30BAHUEM MHOTOJJIE-
MEHTHBIX CTAHJAPTHBIX PACTBOPOB C ATTECTOBAHHBIM COJIEPKAHUEM DIIEMEHTOB. JTOT
METO/ OBLT MPUMEHEH /I KOPPEKIMHM HaWEeHHBIX 3HAYECHWUW KOHIICHTPAIIMA B WH-

crpymenTanbHoit ADC UCII u kom6unupoBannoit MC UCII metoaukax.
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Ilonosxcenusn, epinocumole Ha 3auiumy:

- ADC UCII meTonuka onpeaenaeHus peaKo3eMelbHbIX AIeMEeHTOB (Kpome Pm),
MeTaJIoB M1aTuHOBOM rpynmsl (kpome Os), I, S, Th, Tl u U B repmanuu u ero okcuae
¢ npenenamu obHapyxenus 1-1075-3-107° % mac.;

-MC HUCII meroauka 1jisi aHajdu3a TEPMaHUS U €ro OKCHJIa YUCTOTOM 10 SN,
COTJIACHO KOTOpOM ompenenstorcs 48 3JIeMeHTOB-IIpUMeECel ¢ MpeaenaMu oOHapyxe-
Hus ot 6:107% o 1-10* % mac.

-MC UCII mertonumka C HCIOJIb30BAHHEM PEAKIMOHHO-CTOJKHOBUTEIBHOM
siueiiku ¢ He B pexnMe JUCKpUMUHALIMY 110 KUHETUYECKOW SHEPTUH JIJIsl ONIPEIETICHUS
aHAJUTOB C ToJIMaTOMHBIMU MHTephepenuusmu: As, Fe, Ga, N1, V, Sc, Sr Y u Zr B
repMaHKy U €10 OKCHJIE ¢ MpeaeaMu oOHapyxkenus ot 5-107° mo 1-107* % mac.

- ADC UCII meToauka aHaiau3a ¢ MpeaBAPUTEIIbHBIM KOHLIIEHTPUPOBAHUEM MPU-
Mecel OTTOHKOW repMaHusl ynapuBaHUEM IOCJE KUCIOTHOIO PAaCTBOPEHUS IS OIpe-
nenenus 9 anamutos: Ir, Pd, Pt, Rh, Ru, S, Th, Tl u U B repmanuu u ero oxcuje
¢ npenenamu obHapyxenus 7-1077-8-107° % mac.;

- kommuiekc metoauk ADC JIIT m ADC HUCII aHanmu3a okcujaa TepMaHHS
C IPEeABAPUTEIBHBIM KOHIEHTPUPOBAHUEM IPUMECEN OTTOHKOM reépMaHus B CPEAE ra-
3000pa3HOro peareHTa Mpu MUKPOBOJHOBOM HAarpeBe, KOTOPBIE MO3BOJISIOT OILIEHUTh
CTEeNeHb YUCTOTHI Marepuana 10 6N 1o coaepkanuio 54 31eMEHTOB ¢ MpeaeaamMu 00-
Hapyxenus 5-1078-2-107° % mac.;

- MC UCII meronuka aHaiv3a repMaHus ¢ IpeaBapUTEIbHbIM KOHIIEHTPUPOBA-
HUEM IMPUMECE OTTOHKOW repMaHus B Cpejie Ta3000pa3HOTo peareHta B MpOTOYHOM
peaKkTope, KoTopasi 03BOJIIET KOHTPOJIUPOBATh COIEpKaHNE 43 2JIEMEHTOB B MaTEPH-
amax yuctorod 10 8N M mMeeT mnpejesnbl OOHAPYKEHUS aHAJIUTOB B JMAIa3OHE
ot 1-107'° 10 4-1077 % mac.

Juunwlii 6knao aemopa

B nmuccepranmonnyio paboTy BOIUIM MOJyYEHHbIE JUYHO aBTOPOM PE3YJIbTaTh
HKCIIEPUMEHTAIbHBIX UCCIEIOBAaHUN MO MHCTPYMEHTAJIBLHBIM METOAMKAM, CIoco0am
KOHIICHTPUPOBAHMSI TPUMECEH U KOMOMHUPOBAHHBIM METOIMKaM. AHAJIN3 IUTEpaTyp-

HBIX JaHHBIX, IIJIaHUPOBAHUEC 9KCIICPUMCHTOB, MCTPOJIOru4cCKasd OIICHKa
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pa3pabOTaHHBIX METOJUK BBIITOJIHEHBI TUYHO aBTOpOM. OOCYy X IeHUE MOITyUEHHBIX pe-
3yJbTAaTOB U TOJIFOTOBKA MATE€pPUAJIOB Ul MyOJUKAIMil MPOBOJIUIUCH COBMECTHO C
Hay4HbIM PYKOBOJIUTEIEM U COABTOPAMHU.

Anpooayus pabomot

Matepuaibl AuccepTallMOHHON pabOThl JOKIAABIBATUCH U 00CYKAAIUCH CO CIie-
[UATUCTaMHU B 007aCTH XMMHH BHICOKOYUCTBIX BEIIECTB, OMYyUEHUS, OYUCTKH U MPH-
MEHEHHUS repMaHusl U ero okcuaa Ha 13 BCepOCCHUUCKHMX M MEXIYHApOJHBIX KOHpe-
permmsix: XV MexayHnapoaHas KoH(epeHIUs CTy€HTOB, aCIUPAHTOB M MOJIOABIX
yuenbix «llepcnextuBnl pa3Butus (ynaamentanbHbix Hayk» (Tomck, 2018), XVI
MexnayHapoansiii cumno3uym «lIpumenenne ananuzatopoB MASDC B npOMBIILICH-
Hoct» (HoBocubupck, 2018), II Beepoccuiickas balikanbckas mkona-koHbepeHIHs
no xumun (Upkyrtck, 2018), V Beepoccuiickuii cumnosunym «Paznenenne u KOHIEH-
TPUPOBAHUE B aHATUTUYECKOU XuMuM U paanoxumun» (Kpacnomap, 2018), Konkypc-
KOH(EpeHLIUs MOJIOJIBIX YUEHbIX, MOCBAMEHHAs 110-1eTnio co IHA pOoKIEHUs 1.X.H.,
npod. B. M. lllynemana (HoBocubupck, 2018), XIX koHKypCc-KOH(pEpeHIUs HayIHBIX
pabot umenu akanemuka A.B. Hukomaera (HoBocuOupck, 2019), Mexaynapoanas
Hay4dHas KoHpepenuus «llonudyHKIIMOHATbHBIE XUMUYECKHE MaTepUailbl U TEXHOJIO-
run» (Tomck, 2019), XX MexayHapoaHas HaydHO-TIpaKTHYECKasi KOH(EpEeHITUs CTy-
JEHTOB U MOJIOABIX YUEHBIX «XUMHUS U XuMHuueckas TexHoiorus B XXI Beke» (Tomck,
2019), III Becepoccuiickass KOHPEpEeHIUS 110 aHATUTUYECKONU CIIEKTPOCKOIUU C MEX-
nyHaponusiM yuactueM (Kpacuonap, 2019), 111 Beepoccuiickas HayuHasi KOH(pepeH-
st «MeToIpl UCClIeZIOBaHUS COCTaBa U CTPYKTYpbl (DYHKIIMOHAIBHBIX MaTEpHAIIOB)
(HoBocubupck, 2020), XVIII MexayHapoiHast KOHPEpPEHIIHs CTYACHTOB, aCIIUPAHTOB
U MononbiXx yueHbiX «llepcrekTuBbl pa3BuTus (DyHIAMEHTAJIbHBIX HAaykK» TOMCK,
2021), XI Bcepoccuiickast HayuHas KoHpepeHus «Ananutuka Cubupu u JlanbHero
Bocroxka» (HoBocubupck, 2021), VI Beepoccuiickuii cummnosuym «Pa3nenenue u KoH-
LEHTPUPOBAHUE B AHATMTUYECKON XUMUH U paauoxumun» (KpacHonap, 2021).

Iyonuxkauyuu

OCHOBHBIE pe3yabTaThl padOThI ONYyOJIMKOBAHBI B 3 POCCUMCKUX M MEKIYHapO/I-

HBIX PELEH3UPYEMBIX XKypHaJlaX, BXOJSAUIMX B MEpeuyeHb peKoMeHJ0BaHHbIX BAK,
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MH/ICKCUPYEMBIX B HALIMOHAJIbHOM HH(OpMaLIMOHHO-aHanuTH4YecKoit cucteme PUHII,
MEKIyHApOJIHOW CUCTEME HAYyYHOTO LIMTUPOBaHus Scopus. B Marepuanax Bcepoccuii-
CKUX U 3apyOeKHbIX KOH(epeHui onyO0arKoBaHbl Te3uchl 14 noknanos, 1 coobie-
Hue B coopuuke «K 100-netnemy rodusnero NU.I'. FOneneBuuay.

Cmenensv 0ocmosepnocmu

Bricokunii MmeToau4ecKkuii ypoBEeHb MPOBEACHUS PaOOThI, OTCYTCTBHE MPOTHBOPE-
YU MEX]y SKCIEPUMEHTAIBHBIMU PE3yIbTaTaMH M JAHHBIMU IPYTUX UCCIIEIOBAHUIN
MOJITBEPKAIOT JOCTOBEPHOCTH MIPEJICTABICHHBIX pe3yiabTaToB. [IyOmukaiuu B pereH-
3UPYEMBIX KypHajax, HOJOKHUTEIbHASI OLEHKA JI0KJIAJ0B Ha POCCHUICKUX U MEXKyHa-
POJHBIX KOH(EPEHIUAX CBUAECTEICTBYIOT O (yHAAMEHTAIHON U IPAKTUYECKOH 1IEH-
HOCTH OCHOBHBIX PE3yJbTaTOB PaOOTHI.

Coomeemcmeue cneyuanvnocmu 02.00.02 Ananumuueckan xumus

JuccepranioHHass paboTa COOTBETCTBYET IYHKTaM MAaclopTa CHELHATBHOCTH
02.00.02 Ananutudeckasi Xumus: 1. 2. «MeTopl XMMUYECKOT0 aHaIn3a (XUMUYECKUE,
(bU3UKO-XMMHUYECKHE, aTOMHAasi U MOJIKYJIIpHAs CHEKTPOCKOMHUs, XpoMartorpadus,
PEHTTE€HOBCKasi CIEKTPOCKOMUS, MaCC-CIIEKTPOMETPHS, sIAEPHO-(DU3HUUECKUE METO/IbI
u 1p)»; 1. 4. «Metoauueckoe oOecrieueHre XUMUYECKOTro aHalnu3ay; 1. 8. «MeToibl
MAaCKHUPOBAHHUS, PA3/ICJICHHUS] U KOHLIEHTPUPOBAHUSDY; 1. 9. «AHAIN3 HEOPTraHUYECKHUX
MaTepUaJIOB U UCXOJHBIX MPOAYKTOB VISl UX MOJYUYEHUSD.

Cmpykmypa u o0vem pabomul

PaboTa uznoxxena Ha 155 crpanunax, wimocTpupoBada 12 pucyHKamMu U coep-
KUT 32 Tabnuipl. TeKCT quccepTalnu COAEPKUT BBEACHUE, YETHIPE TIaBbl, BKIIOYAS
JUTEPATYPHBIA 0030p MO 00JACTAM NPUMEHEHUS, METOJaM aHalli3a repMaHusi U ero
OKCHJIa, IPHUEMaM CHIKEHHUS] MAaTPUYHOTO BIUSHUS, COCO0aM KOHIEHTPUPOBAHUS
MIPUMECEH; IKCIIEPUMEHTAIbHYIO YaCTh, BBIBOJbI, CIIMCOK UTUPYEMOM JTUTEPATYPBI U
npuiiokeHus. ClIUCOK LIUTUPYEMOM INTEpaTyphbl CONEpPKUT 169 paboT 0OTedeCTBEHHBIX

U 3apyOeKHBIX aBTOPOB.
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I'JIABA 1. JUTEPATYPHBIN OB30P

1.1. Oobwue ceedenus 0 HEKOMOPLIX COCOUHEHUAX 2EPMAHUA, NOJIYUCHUE

BBICOKOHUUCMDbBIX Mamepuaioes

['epmaHuii OTHOCHUTCS K YUCIIY JOCTATOYHO PEOKHX M PACCESIHHBIX JIEMEHTOB,
B 3eMHOi1 Kope conepxutcs ~7-1074 % [3]. OCHOBHOM HCTOYHUK T€PMAHUEBOTO CHIPhSI
— OTXO/IbI TPOU3BOICTBA IIMHKA ¥ CBHUHIIA. J[J1 3¢ ()eKTUBHOTO MPUMEHEHWS TEPMaHUS
B AJICKTPOHMKE, MOJYNPOBOJAHUKOBON TEXHUKE, PATUOTEXHUKE M JIPYTUX 00JacTIX
HEOOXOMMO JIOCTHTaTh BHICOKOW CTETIEHH YUCTOTHI MaTepuasioB Ha ero ocHose. [lo-
ATOMY BaXXHOM HCCJIENOBATEJIBCKOW 3a1a4eil SBJISECTCS Pa3BUTHE METOJIOB OYHMCTKH
TEXHUYECKOTo npoaykTa. M3 chipbsi B pe3yJibTaTe CIOXKHOW nepepaboTKH BBIACISIOT
TEXHUYECKUH NPOIYKT, Yalle BCEro OUOKCHI TepMaHusd. B memix mnocienyroniei
OUYKCTKH €0 PaCTBOPSIOT B COJIIHOW KUCIIOTE, MOJIy4asi TETPaxJIOPUA.

J{ns moy4yeHusi TepMaHusi, TPUTOTHOTO JIJI1 UCTHOJb30BAaHUS B MOIYIPOBOJHU-
KOBOM TEXHHKE, IPOBOAT MOCIEA0BATEIIBHO HECKOJIBKO JJIUTEIbHBIX ONEPALIHIA:

® OYUCTKA TETPAXJIOPHIA Fr€pMaHUs JUCTUILISIIIUECH;

e ryaposn3 TeTpaxiopuaa repmanus 10 GeO, H,O;

e 00€3BOKMBAaHUE JUOKCUJA T€PMAHUS U BOCCTAHOBJIEHUE YUCTHIM BOJAOPOIOM;

® [JIaBKa repMaHusi B aTMoc(epe YuCToro a3ora;

e 30HHAas IJIaBKA, MOJYyYEHHUE MOJTMKPUCTAININYECKOTO TEPMAHHS;

® [IOJIy4YEHUE MOHOKPUCTAIMYECKOTO I€pMaHUsl BBITATMBAHHEM U3 pacCILUIaBa
(MeTon YoxpanabCKOro), OTHOBPEMEHHO MPOUCXOIUT JAOMOJTHUTENIbHASI OYUCTKA.

Ve Ha cTauu 30HHOM OYHMCTKH IMOJYYaeTCsl TEPMAHUM C yI€TbHBIM CONPOTUB-
aenueM 60 OM:'cM, 4TO COOTBETCTBYET COOCTBEHHOM MpoBoaUMOCTH. [lomyueHHbIi
MNOJIMKPUCTAITMYECKUNA Te€PMaHU COAEPKUT CTPYKTYpPHBIE 1€(PEKTHI, CHUKAIOIINE Ka-
YECTBO MaTepuaia 10 MEXaHU3My MPUMECHBIX aTOMOB. /(McIokauu 1elCcTBYIOT KaK
LEHTPbI pacCesHUs MOJBUKHOCTHU AJIEKTPOHOB M KaK LEHTPbI X pexomouHaimu. Co-
BEPILIEHCTBO KPUCTAJUTMYECKON PEIIeTKH BIUSET Ha AU Py3UI0 TPUMECHBIX aTOMOB
¥ PaBHOMEPHOCTh UX pacnpeneneHus. Jle@ekTsl CTpyKTyphl 0Ka3bIBalOT B OCHOBHOM
aKLENTOPHOE AEHUCTBHE, MOITOMY MOHOKPUCTAJUIMYECKUW I'€PMAHUU BBICOKOW 4YH-

CTOTHI 001aJa€T P-MPOBOJUMOCTBIO (ABIPOYHON) [4].



15

Bo Bpemst pocta MOHOKpHCTA/IIIa MOKHO BHOCUTB Pa3jIU4HbIEC IPUMECH, pacHpe-
JIeJICHHBIE 10 33JIaHHOM CXeMe, MpujaBas HEOOXOIUMbINA THUII TPOBOJUMOCTH: DJIEK-
TPOHHYIO TPOBOAUMOCTH (N-THUIT) TPUAAIOT TOHOPHbBIEC TPUMECH (MISITUBAJICHTHBIE Jie-
MeHTHI As, Sb, P); AbIpouHyI0 — aKIIEeNTOPHBIE MPUMECH (TPEXBAJIEHTHBIE 3JIEMEHTHI
B, Ga, In) [5].

Bo3M0OXHO mosydeHHe repmMaHus B BHUJE IJIEHOYHOIO Marepuania, HapalluBa-
HUEM MHO>KECTBA CJIOEB I'€pPMaHMs Ha MOJUIOKKE. JIJIst 3TUX 1eneil repMaHuil Bblae-
JS0T U3 MoauAa B pe3yJIbTaTe Pa3jioKeHUs 110 PeaKuu:

2Gel, 2 Gels + Ge

B koHIIbI KBapIieBOM TPyOKH MOMENIAIOT KPUCTALTNYECKUN MO, repMaHuii (uc-
TOYHHK), TIOJJIOKKY. M3 TpyOKHM OTKa4MBAIOT BO3AYX, 3aMOJTHSIIOT HMHEPTHBIM Ta30M
WJIM BOJIOPOJIOM U 3al1anuBaroT. B 30He ocakIeHHs TOAIEPKUBAOT TEMIIEPATYPY OKOJIO
400 °C, y ucrounuka — 480-700 °C. Ecnam pacnoyioXUTh MOMJIOKKY B CEPEIUHE
TpyOKH, a JIETUPOBAHHBIM Pa3HBIMUA MPUMECSIMU TEPMAaHHWN B KOHIAX TPYOKH, TO
MOYHO MOJIYYUTh IUIEHKY C YEPEAYIOUIMMHUCS CIOAMH P- U N-TUIOB MIPOBOJAUMOCTH.
B pe3ynbTaTe TpaHCHMOPTHBIX PEAKIIMN MOXKHO M3TOTOBUTH CIIOXKHBIE MOJYIPOBOJI-
HUKU M3 JIBYX NPOCTBIX, UMEKIIHNX OJMHAKOBYK) KPUCTAIUIMYECKYHO CTPYKTYpY,
Hanpumep, TepMaHus U apceHua ramums [4].

Heo0xonmuMocTh aHAJIMTUYECKOTO COMPOBOXACHUA Ha ATamax IMPOU3BOJCTBA
00yciaBiIMBaeTCs HE TOJIbKO KOHTPOieM 3(PPEKTUBHOCTU OYUCTKH, HO U BO3MOKHO-
CThIO TMIOBTOPHOTO 3arpsi3HEHUsI U3 MaTepHaloB 00OpYyIOBaHHUS U BO3Ayxa paboueid
30HBI. M3y4eHHEe NMPUMECHOTO COCTAaBA MOMOXET BHECTU SICHOCTh O MCTOYHHKAX 3a-

I'PS3HEHUN U ONITUMHU3HPOBATH MPOU3BOICTBEHHBIH MPOIIECC IS X UCKITIOUSHUS.
1.2. QOoénacmu npumenenusn cepmanus. Tpeboeanusa Kk yucmome mamepuanos

N3oron "°Ge sBnsercs oqHUM u3 HanboJjee MOAXOAAIINX U30TOOB 1 0bora-
HIEHUS BBICOKOYMCTBHIX MAaTEPUAJIOB, UCIIOIB3YEMBIX I U3TOTOBJICHUS MOJIYHPOBO/I-
HUKOBBIX JIETEKTOPOB C BBICOKOW pazpemiaroiieid CioCOOHOCThIO ISl PErHCTpaliiu
AJIEKTPOHOB IIPH JIBOMHOM [-pacnajie. Mcnonb3yeMblit A1 3TUX LieJielk MOHOKpUCTAII-
JUYECKUN TepPMaHUN JOJIKEH COIEPKATh «MEJKUE» AJICKTPOAKTUBHBIE mpumMecu (Al,

B, Ga, Li u Sb) na yposne 10'° ar/cm®, u me 6onee 10° at/cm® «rmyOokux» nmpumeceit
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(Ag, Cd, Co, Cu, Fe, Mn u Te). Panuoaktusnasix snemenToB (Ra, Th u U) gomxHo
owITh He Oonee 10710 at. % [6].

OT MOHOKPHUCTAJIJIOB T€pPMaHUs, UCIIOJIb3YEMBIX IS AU(HY3UOHHO-IPENH(POBBIX
Ge<Li>-neTeKTopoB s/IepHBbIX U3TyueHUl, TpedyeTcs, YTOObl KOHLIEHTpAIUs IpuMe-
cell ¢ MIyOOKMMHU PHEPreTUYECKUMHU YPOBHAMH B 30HE 3alpelIeHHBIX YHEpruil Obuia
Hu3Kkoli (e 6omee 1-10°° ar. %). D10 00YCIOBIEHO MEXAHM3MOM PEKOMOUHALMU He-
OCHOBHBIX HOCHUTEJEH 3apsja, ONpenessionero ux BpeMs >KU3HU, U 3aBUCHUMOCTBIO
YHEPreTUYECKOI0 Pa3pelIeHUs JETEKTOpa OT yKa3aHHOro napaMmerpa. M3BecTHo, 4To
npumecu Au, Co, Cu, Fe, Mg u Ni xapakrepusyroTcs ri1yO0OKUMHU SHEPTreTHUECKUMHU
COCTOSIHUSIMU, MMEIOIIMMHU OTHOCUTEIBHO OOJIBIIME CEUEHHUs 3axBaTa SJEKTPOHOB
U AbIpoK. bonpimmHcTBO puMeceit 3G (GEeKTUBHO yIasIOTCS Ha CTaIuU KPUCTAILIN3a-
nuu. OnHako pacrpoctpanennbie npuMecu Co, Cu, Fe u Ni npucyTcTBYIOT B repma-
HUU Ha JIFOOOM CTaIMM OYUCTKH U TPOHHUKAIOT B HET'O U3 OKPYKAIOLIErO MPOCTPAHCTBA.
[IpucyTcTBHE HX B MOHOKPUCTAJUIAX YMEHBIIIAET BpEMS )KU3HU HOCHUTEIIEH 3apsaa [7].

Jlnokcu repMaHusi UCIIONB3YIOT ISl BhIpAIMBAHUSI CUUHTUIUISIIUOHHBIX KpU-
ctajioB oprorepmanata BucMyta (BGO), cerHeTosnekTpuuecKuX KpUCTaIIOB repma-
Hata cBuHIa (PGO), KOTOPBIA UCHONB3YIOT AJI MPOU3BOACTBA ONTHUYECKUX CTEKOJ
pas3Horo coctana [8, 9] u gpyroe.

Momnoxkpuctamisl BGO (Bi4Ge;0,2) HCTIONB3YIOT B SKCIIEPUMEHTAX 0 UCCIE0-
BaHUIO YacTUll TeMHOUN Marepuu [10], B kKauecTBe JETEKTOPOB B 3IEKTPOMATHUTHBIX
KojopuMmetpax [ 11], mo3utpoHHo-3MuccoHHON ToMorpadax [12, 13]. 3BecTHO, uTO
Ha KOHEYHbBIE KauecTBa KPUCTAIJIOB BIMSIOT MPUMECHBIE 3eMeHThl. B pabote [14]
OBLJI0 U3yYEHO BIMSAHKUE OOLIETO COACPKaHUS MPUMECE Ha yCTOMYMBOCTh KPUCTAIIOB
BGO «k y-nmyyam HU3KOM 3HEPrun. ABTOPHI NPUIILIHA K BBIBOAY, YTO KPUCTAJIIBI YUCTO-
1011 99,999 % Ha ABa MOpsiIKa BEIMYUHBI O0JI€€ YyCTOMYUBBI, Y4eM KPUCTAITbI YUCTOTON
99,99 %. B 6onee nozaueit padote [ 15] Ob1I0 BBIICHEHO, YTO KPUCTAJLIBI, COAEpKAIIINE
Cr, Mn, Fe u Pb, umerot cymiecTBEeHHO MEHBIIIYIO PAJAHAIIHOHHYIO0 CTOMKOCTh, Y€M CO-
nepxanue npumecu Co, Ga, Mg u Ni; a npumecu Al, Ca, Cu u Si nmpakTuuecku He
BJIUSIIOT HA CTOMKOCTh KpUCTAILIOB. MccnenoBanusi NpOBOJMINCH HA YPOBHE KOHIIEH-

tpaumii mpumeceir (1-2):10° % wac. CUMHTHUISLUMOHHBIE KPUCTAILILI OBUIA
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BhIpameHsl u3 Bi,O; uncrotoit SN u GeO, uncrotoit 6N. CymecTBytoT nansbie [16],
uto Cr Ha ypoBHe KoHneHTpauuii 10°-10* % Mac. ycuIMBaeT IOrIOIEHUE B 001aCTH
U3JIyY€HUsS MOHOKPHUCTAJUIOB, CHUXKAsl CBETOBBIXOA. JJis BhIpalllMBaHUsI KPUCTAILIIOB
BGO c xoHIleHTpalMeil HIKe 3TUX 3HaYeHUH, HE0OXOIUMO UCIOJIb30BATh JUOKCHU]
repmanus, copepxainuii Cr e 6onee 1-107° % mac. Micnionbp30BaHUe OKCUIOB BUCMYTa
Y F€pMaHUS C HEJJOCTATOYHOM CTEMEHbIO YUCTOTHI MPUBOIUT K U3MEHEHHUIO 1IBETA KPU-
CTaJUIOB (HAIIPUMED, HA JKENTHIN), TOTJa KaK B KAUECTBE CIIMHTHILITOPOB MOYKHO HC-
MI0JIb30BaTh TOJILKO OECIBETHBIC KpUCTAUTBI. [loaxomsiimue KpUCTaIbl MOTYYatoTCs
13 OKCUJIOB BBICOKOU CTE€TEHU YUCTOTHI [17]. DnekTponpoBoaHOCTh KpucTtaimioB BGO
CYLIECTBEHHO CHUXAETCS B MPUCYTCTBUU PEAKO3EMEIBHBIX 3JIEMEHTOB [ 18].

Momnoxkpuctamet PGO (PbsGesO;1) B cBOIO odepenpr MCHOIB3YIOT B KAUECTBE
NK-nerextopos [19], yctpoiicTB namsitu [20], Ay1s1 perucTpalr U CYUTHIBAHUS TOJIO0-
rpaduueckoit napopmanuu [21]. Ananornuno kpucramiam BGO, na cBoiictea PGO
BIUSIIOT 1e(PEKTHI CTPYKTYPHI U 3IEKTPONPOBOAMUMOCTD, KOTOPhIE 00YCIaBINBAIOTCS
B TOM YMCJIE€ HAJIMYUEM Pa3IMUHbIX pumeceit [22]. Jluokcua repmannst 4uctotord SN
ucnoip30Baiu B padore [23]. [IpucyTcTByronuii B KpucTamiax Si BIUsSET Ha KpUCTa-
JM3alUI0, POCT 3€pHA, dJIEKTpuYeckue cBoicTBa [24]. M3yuenue Bausinue noHoB Cr
Ha cBoiictBa PGO m3ywamu B pabote [25]. Tak kax moHHbIe pagmyckl Cr’™ u Cr*'
HaMHOT'0 OJIMKE K TepManuio, 4eM Pb*", To 0HHU ¢ GOJIBIION BEPOATHOCTHIO 3aMEHSIOT
nonbl Ge*' B y311ax pelmerky, uTo NpUBOAUT K HEKOTOPOMY PACLIMPEHUIO dJIEMEHTAp-
HOU A4E€UKU. BiusiHue Ha CBOMCTBA MPOSABISAETCS B CHUKECHHUU JJIEKTPUYECKOU MPOBO-
JUMOCTH Y 3HAYEHUS TUDJIEKTPUUECKON POHULAEMOCTH.

Ha tepputopun P® neiicteyer I'OCT 16153-80, koTOpBIii yCTaHABIMBAET TPE-
OOBaHMsSI K MOHOKpHUCTaJUIM4ecKkoMmy repmanuto. B coorBerctBun ¢ I'OCT m3rortos-
JISIFOT MOHOKPHUCTAJUIBI JIETUPOBAHHBIE Sb C 3JIEKTPOHHBIM TUIIOM HMPOBOJUMOCTH, U
nerupoBaHHbie Ga ¢ ApipoyHBIM TUTIOM. ['OCT periaMeHTupyeT TUIl NPOBOJUMOCTH,
IUIOTHOCTh TUCIOKAUWNA, KOHIEHTPALMIO U TOABMKHOCTh HOCUTEINEH 3apsaaa. Onpene-
JIEHUE KOHIIEHTPALUU HOCUTENIEH 3apsAa U UX MOJBUKHOCTH MPOBOAST U3MEPEHUEM

Koa(pdunmenTa Xomia 1 yAeIbHOTO CONPOTUBICHHS [26].
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Texuunueckue ycnoBust (TY), nmpunsateie B «l'mpenmer», pacmpoCTpaHSIOTCS
Ha JIBYOKHCh F€pMaHusl AJisi IPOU3BOJICTBA MOIYIPOBOJIHUKOBOTO F€pMaHusi U ONTH-
yeckoro crexsioBapeHusi. CornacHo TY, U3roTaBiuBarOT JUOKCU FEpMaHus ABYX Ma-
POK, pa3IMYaroNIMXCs 10 MpUMECHOMY cocTaBy. B Mapke | nomyckaetcst conepxanue
Al, As, Cu, Ga, Fe, Mg u Si ne Gomee 5-10°%-7-10° % wmac, mpumecu xjopa
ne Gonee 0,3 % mac. B mapxke II nonyckaercs ne 6onee 5-107-1-10° % wmac. Co, Cr,
Cu, Fe, Mn, Ni u V; CI me 6onee 0,1 % mac; S ne 6onee 3-107 % mac. B noxymenTe
cozmepxarcsi MeToauku onpenenenus: As u Fe konopumerpuaeckum meroaom; Cl™ tut-
PUMETPUYECKUM U HE(DEeTOMETPUIECKIUM METOJIAMHU, BJIAaTH TPABUMETPUIECKAM METO-
oM. Jlns onpenenenus 11 ananutoB (Al, Co, Cr, Cu, Ga, Fe, Mg, Mn, Ni, Si u V)
MIPEII0KEHA METOIMKA C TPYITIOBBIM KOHIICHTPUPOBAHUEM MPUMECEH ITyTEM OTTOHKH
MaTpHUIIbI [IPU XJIOPUPOBAHUH B aBTOKIaBe. [[puMecu KOHIIEHTpUPYIOTCS Ha rpaduTo-
BOM TIOPOIIIKE B KpaTepe AMeKTpoaa. HikHsis rpaHuIia onpeaeasieMbIX KOHIIEHTPAITHA
AHAITMTOB HAXOJWUTCS B MHTEpBae 3Hadenuii ot 1-107 mo 5-10° % mac. [27].

Takum 00pa3zoM, OCTaeTCs e1e MHOT'O HEBBISICHEHHBIX MOMEHTOB O BIIUSIHUU APY-
TUX WHIUBUIYATBHBIX DJIEMEHTOB WM KOMOWHAIIMU DJIEMEHTOB, MX KOHIICHTpAIUuil
Ha CBOMCTBA KOHEYHBIX MAaTEPHAJIOB.

B nucceprammonHoit pabore OyayT paccMOTpeHbI HamOosiee MH(DOPMATUBHBIC
METOJIMKY aHaJN3a TePMaHUs U €ro OKCHJIa — MHCTPYMEHTAJIbHBIE U C TIPEIBAPUTEITh-
HBbIM KOHLIEHTpUpOBaHHeM. M3yueHbl pa3inuuHbie criocoObl YCTPAaHEHUs U yYeTa MaT-
puuHoro BiusiHus, npumensiembie B ADC u MC metogax. Hccnenosana s dexTus-

HOCTh CYIIECTBYIONIUX CIIOCOO0B KOHIIEHTPUPOBAHUS MPUMECEH OTTOHKOW TePMAaHWSI.
1.3. Memoowl ucciedosanus nPpUMecHo20 COCMasa 2epManusl

Oco06oii 3aaueii mpyu XapaKTepru3arii BEICOKOUYNCTHIX BEIMIECTB, HCTIOIb3YEMbIX
JUIS. U3TOTOBJICHUS IOy IIPOBOJHUKOBBIX MATEPUAJIOB, ABJISETCS OIIPEACICHUE COAEP-
YKaHUS U IPUPOJBI JICKTPUUECKH AKTUBHBIX MMPUMECEH, TaK KaK UX KOJIMYECTBO U CO-
CTaB BIIUSIIOT HA CBOMCTBA MOJYHPOBOJHUKOBBIX MATEPUANIOB. DJIEKTPUUECKHA AKTUB-
HbIE IIPUMECHU I10J BO3JECUCTBUEM 3JIEKTPOMArHUTHOTO U3JIyUYECHUs WJIM HarpeBaHUs
0CBOOOXKIAIOT CBSI3aHHBIN Ha HUX HOCHUTEIIb 3apsiia U 3aTEM MOTYT BHOBb 3aXBaThIBATh

€ro. CYMMapHOC COACPIKAHUEC DJICKTPHUICCKN aKTUBHBIX HpI/IMCCCﬁ B Han0O0JICe YMCTHIX
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o0Opasuax repmanus cocrasiser 10'°-10!'" ar/cm®. K MeTogam, nossosnsromum omnpee-
JUTH COZIepKaHUE U UACHTUPUIMPOBATh TPUPOAY NPUMECHBIX LIEHTPOB B Fr€pMaHUH,
OTHOCSITCS: PeNaKCallMOHHAsI CIEKTPOCKOMHs TIyOOKMX ypOBHEH, abcopOruoHHAs
NK-cnektpockonus, pororepmononusarmonHas crnekrpockomnus (PTUC). Cymmap-
HbI€ KOHILIEHTPALMK OCHOBHBIX U KOMITIEHCUPYIOIIUX JIEKTPUUECKH aKTUBHBIX ITpUMe-
ceil MOKHO OIpENeNUTh U3 TEMIEPaTypHOIl 3aBUcUMOCTH 3 dexTa Xoa, Mo 3aBu-
CUMOCTH BPEMEHHU peJIaKCalliu MPUMECHON (OTONMPOBOJAUMOCTH OT KOHIEHTPALMH
KOMITEHCHPYIOUIUX IpuMecen [28].

Metonom abcopbumonHoit MK-crekTpockonuu B répMaHuy ONPEAeNsioT dJie-
MeHTHI 13 m 15 rpynm Ha yposre 10!! ar/cm®. Metogom @THUC 6b1I0 yCTaHOBIIEHO,
YTO, HE3aBUCUMO OT UCTOYHUKOB UCXOIHOTO CHIPbS U OCOOCHHOCTEH MPOU3BOICTBA
KpPHUCTAJUIOB, 3JIeMeHThI Al, B 1 P SBISITOTCS OCHOBHBIMU 3JIEMEHTAPHBIMU IPUMECIMHU
B BBICOKOYHMCTOM I'€pMaHHUH ¢ KOHUEHTPAUUEH HECKOMIIEHCUPOBAHHBIX JIEKTPHUECKH
aktuBHBIX npumecer 10°-10'!" at/cm®, B MenbImux xonuuectBax Haxomsrcs As, Ga
u Li [29-33]. CpaBHenuem OTU-cniekTpoB 00pa3iioB repMaHusi, BhIpAIIEHHBIX U3 O/-
HOTO M TOr'0 K€ UCXOAHOI0 Marepuaia B Pa3iu4HbIX TUIJISIX, BBISICHWIH, YTO UCTOY-
HUKOM 3arpsi3HeHUs MPUMEChIo B ABIISITOTCS Bce TUITBI TpaduTa U NOKPBITUS U3 THPO-
JUTUYECKOTO rpadura, NpUMechlo P 3arpsi3HAIOT TUIJIM U3 €CTECTBEHHOTO KBapIIa,
npumecu Al, P u Ga BHOCAT TUTJIM U3 CHHTETHYECKOTO KBapIla U MOKPBITUS U3 aMOPd-
HOM JIByOKHCH KpeMmHus [34, 35].

BeckOoHTaKTHBIM METOAOM MO BPEMEHH peaKcallii MPUMECHON (OTOMPOBOAU-
MOCTH OIpeJieJieHa CyMMapHasi KOHUEHTpauusl U XUMHYECKasi IPUPOJa KOMIIEHCHUPY-
IOLIMX IIPUMECEN B 00pa3lax BHICOKOUMCTOrO p- M N-TepMaHus Ha yposHe oT 3-10°
1o 5-10!" ar/em® [28].

OmnpeneneHne KOHIEHTPALUNA OTIETbHBIX MPUMECEH BBIMOJIHAIOT 3J1€MEHTHBIMU
MerogamMu KXA: aTOMHO-3MHCCMOHHOM CHEKTPOMETPUEH, MacCC-CIIEKTPOMETPUEH,
aTOMHO-a0COPOITMOHHON CIIEKTPOMETPHEH U .

1.3.1. HUuncmpymenmanvHvie MemoOuKku aHaiu3a coeOUuHeHull 2epmMaHus

Metoauku, COCTOSIINE TOIBKO U3 ONepaInii, HeOOXOAUMBIX ISl TTOCJIC Ty FOIIEH

perucTpan aHAJIUNTUICCKUX CUTHAJIOB 3a/JaHHBIM MCTOJA0M, HAIIPUMEDP, PaCTBOPCHHUC
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s AAC, ADC u MC UCII, nepememmBanue ¢ rpa¢puToBsiM nopomkoM st ADC
JIIT u T.1. B AuCcepTallMOHHON paboTe OyieM Ha3bIBaTh UHCTPYMEHTAIbHBIMHU.

Nuctpymentanbapie Metonukn AAC aHanmm3a repMaHus pa3padaThIBAIOTCS
PEIKO, YTO CBA3aHHO CO 3HAYUTEIBHBIM HECEJIEKTUBHBIM IOTJIOIICHUEM B MMapax Mat-
pHIIBI IPY aTOMM3ALIUK HcclieryeMoro oopasia. B 063ope [36], nocBsamennom AAC
¢ anekTporepmuyeckoi aromusanueit (AAC ITA), orMmeuyaeTcss BO3SMOKHOCTb OIpe-
nenenus Mg na yposae 3-1076-5-107° % mac. Onmcanbl BO3MOKHOCTH YMEHbIIEHUSI
MOTEPh AaHATU3UPYEMOI'O BEIIECTBA U CHUKEHHUS YPOBHSI HECENEKTUBHBIX MOMEX MO-
IuuKalyen MaTpUIlbl U TPUMECe, MPUMEHEHNEM Pa3InyHOro poja 0amacTos (Tpa-
(GUTOBBIM MOPONIOK, MOJJIOXKKH, MIATPOPMbI), TOMEIIEHHBIX BO BHYTPEHHIOIO TIO-
JIOCTh aTOMHU3AaTOPOB.

B pa6ote [37] onuncana metoauka onpenenenus Hg, K, Li u Na merogom AAC
OTA B repMaHuu BBICOKOW YUCTOTHI. McnapeHue npumeceil NpoBOJSAT U3 paciliaBa
repMaHusi HeMOCPEACTBEHHO B rpauToBOI KoBeTe. B kauecTBe 00pas3IioB cpaBHEHHUS
MCIIOJIB30BaJIM CYXUE OCTATKU PACTBOPOB CpaBHEHUS. [[puBeneHBI PE3YyIbTATHI TEPMO-
JMHAMHYECKHUX pPacyeTOB MPOIIECCOB CIIAPEHHUS U aTOMHU3ALMU puMeceii U3 oopasia
U pacTBOPOB CpaBHEHUs. BriOpaHbl TeMnepaTypHble peKUMbI aTOMHO-a0COpOLIMOH-
HOTO OINpENETIEHUs MPUMECEN B METAJUNIMYECKOM TepMaHuu. /[ HaBeCKH repMaHus
100 mr npenensl oonapyxenus (IIO) anamuros coctasumu (% mac.): 1-10%-2-1078
st Nawm K; 1-107 s Li; 1-107° nns Hg.

B onucaHHbIX B auTepatype HHCTpyMEHTAIbHBIX ADC MeToArKax BO30YKIECHUE
cnektpoB nposoawin B JIIT, aeyxcrpyitHom ayroom miasmorpone (AJIII), moaom
kartojae, MCII.

Pa6oTa [38] unTepecHa Tem, uto B Hel onpeaessui Simerogom ADC JIIT. Tlpu-
MeCh Si B TepMaHUU SIBISIETCA DJIEKTPUUYECKU HEUTPAILHON U HE OKa3bIBaeT MPSIMOTO
BIUSIHUAS Ha TOJYIIPOBOJHUKOBBIC CBoMcTBa. [loaTOoMy BO MHOTMX MeTomukax Si
HE BXOAMUT B CIMCOK ompeaensieMbIX npuMeceil. OQHaKo CyIIECTBYIOT JaHHBIE, YTO
KPEMHHUI MOXET 00pa30BbIBATH C BOJOPOJOM KOMILIEKC, SBIISIFOIIUICS aKIENTOPOM
ANEKTPOHOB [39], a Tak:ke MOXKET BXOJUTh B COCTaB CJIOKHBIX COETUHEHHUI BMECTE

C KHUCIIOpOAOM H aJIIOMHUHHCM. O6p8,3y}OIHI/ICC}I COCOAMHCHUA 3aTpyAHAIOT OYHUCTKY
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OT AJIIOMUHHUS KPUCTAJUIM3ALMOHHBIMU MeToaamu [29]. OOpa3upl cpaBHEHHUS MPE.I-
CTaBJISIIM COOOM TBEpAbIE PACTBOPHI, TPUTOTOBJICHHBIE METOJIOM IMOCIIEI0BATEIbHbIX
pa3baBieHuil. ['0710BHOIT pacTBOp FTOTOBMIIM PACTBOPEHUEM KPEMHHUSI B pacIljiaBe rep-
MaHus B KBapieBoM Turie npu temmneparype 1100 °C. Haecky 100 mr nomMemaiu
B Kparep rpaduroBoro anona. Ilpenen ooHapyxenus Si cocrasnser 2-107 % mac.

Metonom ADC ¢ Bo30yXIeHHEM CIIEKTPOB B 1ojIoM kKatoze [40] onpeaensiy co-
nepkaHue 8 mpuMmecei B MoJynpoBOAHUMKOBOM repMmanuu (Ag, As, Bi, Ga, I, In, Sb
u Se). [Topomkossie ipoOsI (50 Mr) cBOOOIHO pa3meniaiy B MOJocTy kKartoaa. [lpu-
mecu Ag, As, Bi, Ga, In u Sb onpenensiiiu npu UCTIONb30BAaHUH YTONIBHBIX LUIHUHIPH-
YECKUX KaTOOB C IpeaenaMu ooHapyxenuii ot n-107° 1o n-10* % mac. Ilpumecu I u
Se onpenensin ¢ UCMOJIB30BAHUEM CTaldbHBIX KaTOA0B, [1O HaxonsTcs B MHTEpBae
3gagennii n-107°-n-10"* % wmac.

K MHOTO371€MEHTHBIM MeTOoIMKaM oTHOCcITCA Metoauku ADC JIIT [41] u ADC
NCII ananu3za [42]. B pabote [41] ucnosibp30BaH ABYXCTPYHHBIN TyTrOBOM TIa3MaTPOH
BbIcOKOM MotHocTH (10-12 kBT). JlyroBoii mimasmeHHbId pa3psia GopMUPYETCS B Me-
CT€ COEIMHEHUs JABYX aprOHOBBIX IUIa3MeHHbIX cTpyi. OOpasusl B JJIII BBOIATCA
B MOPOIIKOBOM BuJie, aHanoruyHo JIIT. B nanHON MeToIMKe MOPOIIKOBBIE 00pa3Iibl
JTUOKCUAa TepMaHUs pa30aBisuid B 2 pa3a rpadUTOBBIM MOPOIIKOM, COJEPHKAIIUM
NacCl 15 % wmac. Bo3moxno onpenenenue 36 npumeceit (Ag, Al, As, B, Ba, Be, Ca,
Cd, Co, Cr, Cu, Dy, Eu, Fe, Ga, Gd, Hf, In, Mg, Mn, Mo, Nb, Ni, Pb, Re, Sb, Sm, Sn,
Sr, Ta, Te, Ti, T, V, W u Zn) ¢ I10 B unrepsane 3aauenuii n-10~"-n-10~* % mac.

Meroauka [42] peanu3yeTcsa Ha AaTOMHO-3MHCCUOHHOM CIIEKTPOMETPE BBICOKOTO
paspemenus ¢ UCII. B pabote BeiOpanbl anamutuyeckue JuHuu (AJI) 42 371eMeHTOB.
HccnenoBanbl NOMEXH, BEI3BAaHHBIE MPUCYTCTBUEM I'€pMaHMs B aHAJM3UPYEMBIX pac-
TBOpax W omnpezeseHa KoHeHTpauus repmanus (30 /1), npu KOTOpo He HaOJr01a-
€TCsl 3HAYMMOE€ MAaTPUYHOE BIIMSHUE HA Pe3yIbTaThl KOJUUYECTBEHHOTO aHanu3a. Pac-
TBOpEHHUE 00PA3I[OB MPOBOIMIIN C UCTIOIH30BAHMEM MUKPOBOJTHOBOM CHCTEMBI MPOOO-
noaroroBku Mars 5. [lpenenst oOHapyxenus Ag, Al, As, Au, Ba, Be, Bi, Ca, Cd, Co,
Cr, Cu, Fe, Ga, Hf, In, K, La, Li, Mg, Mn, Mo, Na, Nb, Ni, P, Pb, Pd, Pt, Rb, Re, Sb,
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Se, Sn, Sr, Te, Ti, V, W, Y, Zn u Zr HaxoQATCA B MHTEpBale 3Ha4eHui or n-10~7
10 n-107* % mac.

Eme pexe paspabaTeiBatoT mHCTpYMeHTaNbHBIE MeToukn MC anamm3za. [Ipuyn-
HOM SIBJISIIOTCSI 3HAYUTEIbHBIE MATPUUYHBIE BIUSHUS, KOTOPbIE TPUBOAIT K HEOOXOIU-
MOCTH MCHOJIb30BaHUs CHJILHO pa30aBJIEHHBIX PACTBOPOB U, B pe3yJjbTaTe, yXy/llIe-
HUIO TPEIEIOB 0OHAPYKEHUS aHATTUTOB.

B [43] onucan psig METOAUK ISl aHATIM3a FrepMaHus U ero okcuja merogamu ASC
NCTI, MC UCTI, UMC ¢ pa3nugHbIME CITIOCOOaMHU TIOJITOTOBKHM 00pa3moB. B aTom pas-
JIeJIe paCCMOTPUM TOJIBKO MHCTPYMEHTaJIbHbIE METOAUKHU. JJis1 peanu3anuu MEeTOANK
ADC UCIT u MC HUCII obpa3iisl pacTBOPSIN B aHAUIUTHYECKUX aBTOKJIaBaxX MpHU pe-
3UCTHUBHOM cTyneHuaTtoMm Harpese: pu 160 °C B teuenue 1 4, mpu 180 °C — 30 muH.
[TomyyeHHble pacTBOpbI pa30aBIIsiIN JEMOHU30BAHHOM BOJIOM /10 KOHIIEHTpALIUU Tep-
manus 10 r/n gt ADC UCTI ananmmsa; qst MC UCIT amamuza — g0 0,1 v/mn. s xop-
PEKIIMY 3HAYCHUI KOHLIEHTPAIMI aHATTUTOB UCIIOIb30BaIM METO/I BHYTPEHHETO CTaH-
napta (BC), B kauecTBe KOTOpOro ucrnoiabzoBaiu In. Metomom ADC onpeaensiim co-
nepxkanne 18 mpumeceii (Al, B, Ba, Ca, Cr, Cu, Fe, K, Li, Mg, Mn, Na, Ni, Si, Sr, Ti,
V u Zn), a metoiom MC UCII 59 npumeceii (Ag, Al, As, Au, B, Ba, Be, Bi, Cd, Ce,
Co, Cr, Cs, Cu, Dy, Er, Eu, Ga, Gd, Ho, Hf, Hg, Ir, La, Li, Lu, Mg, Mn, Mo, Nb, Nd,
Ni, Pb, Pd, Pr, Pt, Rb, Re, Rh, Sb, Sc, Se, Sm, Sn, Sr, Ta, Tb, Te, Th, Ti, Tl, Tm, U, V,
W, Y, Yb, Znu Zr). [10 npumMecei ykazaHbl aBTOpaMH 0€3 YTOUYHEHHS METO/1a aHATN3a
1 coctaBisiior ot n° 107 1o n- 1073 % mac.

K nanbonee nHPOPMATUBHBIM WHCTPYMEHTAJILHBIM METOJUKAM OTHOCSTCS Te,
KoTopble pa3paboranbl ais Meroga MC ¢ UCKPOBBIM HMCTOYHHUKOM HMOHHU3ALMH.
Jly1st aHanmM3a ¢ UCTOIh30BaHUEM UCKPHI HE TPeOyeTCs TPOBOUTH pacTBOPEHUE 00pas-
1oB. [Ipu mpoOONoAroToBKE M3 METAUIMUECKOTO Te€pMaHMsI U3rOTABIMBAIOT TOHKHUE
TUTACTUHBI, U3 TUOKCHIA TEPMaHUS MPECCYIOT «TabJIETKY» B CTAILHOM TIpecc-popme.

[To metoquke UMC ananu3a repmanus u ero okcuza [43] onpenensitor Hanbob-
1mee 4ucio npumecei — 70 ¢ npexenamu oOHapysxenus ot n-107 go n-107° % mac.

B meTtannuyeckoM repMaHuM BO3MOXHO OINPEIEIICHHE ra3000pa3yoX MpuMecen —

C,NuOcIIOorn-10~ 1o n-10%% mac.
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Metonom UMC B pabote [44] BHIMOTHEH MOCIOWHBIA aHAINA3 SMUTAKCHATBHBIX
cioeB repmanusi. OOpa3ioM BBICTYA SIUTAKCUATIBHBIN CIIOM repMaHus Ha FrepMaHu-
€BOM MOJJIOKKE, MPOTHUBO3JIEKTPOIOM Oblila MIacTUHA U3 TaHTanoBou ¢onbru. [Ipe-
Jenbl OOHApy’)KEHUs MpUMEce MpH TMOCIOWHOM aHalu3e TepMaHus OLICHUBAJIU
npu skcno3uu 300 HK u g 70 31€MEHTOB HAaxXOASATCS B MHTEPBAJIC 3HAYEHUM
orn-107 1o n-10~*% mac.

Metonom UMC B pabote [45] ObLJI0 yCTAHOBJIEHO YTO MIPUMECHBIC JIEMEHTHI A g,
Al, Au, Ca, Cr, Cu, Fe, In, K, Mg, Mn, Na, Ni, P, Sc, Si, Ti, V1 Y B MOHOKpHCTaLIIax
repMaHMsl paclpeaessilOTCs HE OTHOPOIHO.

CTouT OTMETUTH, YTO HECMOTPS Ha OOLIMPHBIM MEPEUEHb ONMPEEISIEMBIX dJe-
MEHTOB U uX oTHocutenbHO HU3kue [10, meton MMC ananuza B HacTosiiee Bpems
ABJISIETCSA TPYJHOAOCTYIIHBIM M HE HAXOJUT IIMPOKOTO MPUMEHEHUS B IOBCEAHEBHOM
AHAJIMTUYECKON MpaKTUKE. DTO CBA3aHO C TE€M, UTO PETUCTpalUs CIIEKTPOB B Macc-
CIIEKTPOMETPAX C HICKPOBOM MOHHU3AITUEN MPOBOIUTCS HA (DOTOIUIACTUHKAX, IIPOU3BO/I-
CTBO KOTOPBIX MPAKTUYECKH OCTAHOBJIEHO.

1.3.2. [lpuemvl cuudicenuss MampuyHo20 GAUAHUA U VIVUULIEHUS Mempoocude-
CKUX Xapaxmepucmux aHaiusa

B uHCTpyMEHTanbHBIX METOJMKAX BEJIUKO BIIMSHUE OCHOBHOTO KOMIIOHEHTA,
MPUCYTCTBYIOIIETO B aHATIM3UPYEMBIX pacTBOpax (cMecsx). st yuera ceKTpaibHbIX
Y HECHIEKTPAIbHBIX MHTEPPEPEHIINMN U YITyUIICHUS] METPOJIOTHYECKUX XapaKTEPUCTUK
METOJMK HCIOJIb3YIOT pa3inuHble npuemsl [46]. Hanmpumep, ontummuzanus pabounx
napamMeTpoB MPUOOPOB, TPATYHUPOBKA IO CTAHIAPTHBIM 00pas3iiaM CpaBHEHHSI, METO/
BHYTPEHHETO CTaHJIapTa, MaTeMaTu4yeckas Koppekiuss MmaTpudaHoro 3¢ dexra [47-49],
OydepupoBanue [47], peakiiMOHHO-CTOJKHOBUTENbHBIE siueliki B MC ananuse.

Cuuraercs, uto ADC VUCII MeHee nmoiBep>keH MaTpUIHBIM 3P deKTam, ueM Jpy-
THE CIIEKTPOMETPUYECKUE METOJbI, 3TO MOXXHO OOBSICHHUTH BBICOKOUW TeMIIepaTypoit
WCII u GmaronpusTHRIMA yCIOBUSMH MPOXOKICHUS aHAJUTa 4epe3 30HYy paspsia,
00ecreurBaroIIMMU MOJTHOTY UCIIAPEHMS U aTOMU3AIMK aHATTM3UPYEMOTr0 MaTepuara.
CymecTBytoT MaTpudHble 3(PQEKThl, CBSI3aHHBIC C PACIBUIMTENISIMH U TOPEIKOM,

HanpuMcEp, IMnepepacnpcaciICcHue IMApaTHPOBAHHBIX HMOHOB B aspoO30JIC — COCTaB
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MEJIKHX KareJeK OTIMYAeTCsl OT COCTaBa KpyINHbIX. [[0BbIIEHNE KOHLIEHTPALUU KUC-
JIOTHI B aHAIM3UPYEMOM PACTBOPE MPUBOUT K MOJABICHUIO AHAIMTUYECKUX CUTHAJIOB
(AC), B 3aBUCUMOCTH OT IMIPUPOABI KUCIOTHI U €€ KoHUeHTpauuu. [Ipucyrcreue ner-
KOMOHU3YEMbIX 3JIEMEHTOB MOKET KaK MOAABIISTh, TAK U YCUJIMBATH CUTHAJ aHAJIUTOB,
B 3aBUCUMOCTH OT 00JIacTU HaOMI0eHHs M1a3MeHHoro (akena. B HopmanbHOU aHa-
JUTUYECKOMN 30HE TAKHE 3JIEMEHTHI MTOIABIIAIOT CUTHAI U aTOMHBIX M MOHHBIX JIMHUH,
JUTSl MOHHBIX JIMHUHM Takoil 3pQeKkT BbIpakeH cuibHee. Bricokue coaep:kanus comeit
MOTYT BJIMSTH HA CTAOMJIBHOCTD IUIa3Mbl, B TOM UKCJIEe yTeM u3MeHeHHs 3G (eKTuB-
HOCTH pacIbUICHHs paCTBOPOB.

DddekTbl, CBA3aHHBIE C UICTOYHUKOM aToMu3auuu U nonuzauuu — UCII, pacrbl-
JIeHHEeM pacTBOpoB, OynyT otHOcUTHCS U kK MC UCII metony. [ToaTomy criocoObl, mo3-
BOJISIFOLIUE CHUYKATh MATPUYHBINA 3P(EKT U yJIydIlllaTh METPOJIOTHYECKUE XapaKTepH-
CTHKHU METOJUK, OyAYyT aKTyallbHbI U CX0kH B 00oux meroaax ¢ MCII.

Aoexeammnule 0bpazysl cpasHenus Uiy 00pazybl CpasHenUs, Mooeaupyrouue co-
CMas ananu3upyemou npoosl

[TpocTeiM cOCOOOM HHMBENMPOBAHUSA MATPUYHBIX BIUSHUN MPU SJIEMEHTHOM
aHaM3e SBIIAETCA MOAACPKAHUE OJJMHAKOBOTO COCTaBa aHAIM3UPYEMbIX U TPagyHupo-
BOYHBIX PACTBOPOB — UCMOJB30BaHKE aJI€KBAaTHBIX CTaHAAPTHBIX 00pa3uoB [50]. B pa-
oote [51] nmpumensanu TBepabie 00pa3ibl CPaBHEHUS 7Sl IOCTPOSHUS! TPaLyUpPOBOY-
HOM 3aBUCUMOCTH B aHaiu3e nouB MetogoM ADC MCII ¢ 351eKTpOTEpMUYECKUM UCTTA-
penuem (DTH). B [52] ucnons3oBanu anekBaTHble oOpasibl cpaBHeHUs st ADC
NCII ananu3a nopossix nieMeHTHbIX BoA. B MC UCII ananu3ze [53] npuMeHsId KOM-
MEPUYECKH JIOCTYMHbIE CTAHIapTHBIE 00pa3libl COCTaBa, K KOTOPBIM IMOCIE IPOOOMNOI-
TOTOBKHU, UJCHTUYHON MPUMEHAEMO JJIs aHaTU3UPYEMbIX 00pa31ioB, J00aBIISIIA MHO-
rO3JIEMEHTHBIE PACTBOPHI aHATUTOB. HecMOTps Ha OTHOCHUTENIBHO OOJIBIIOE KOJINYe-
CTBO CO3/JaHHBIX CTAHIAPTHBIX 00pasnoB [54-56], UCMOIB30BaHUE TAKOTO TMOAXOAA
OTPaHMYMBAETCS BO3MOXHOCTBIO TOA00pa MOAXOISIIMX CTaHAAPTHBIX OOpa3loB
B KXJIOM KOHKPETHOM cilyyae. B coenMHeHUsIX, UCTIONb3YEMBIX ISl MOJIEIUPOBAHMS

cocTaBa IPOOBI, COIEPIKAHUE OMPEIETAEMBIX HIEMEHTOB JTOJDKHO ObITh HUXE uX [10.



25

Memoo enympennezo cmanoapma

Eme ogqauM cnocoOoM yuera MaTpUUHBIX BIUSHUH siBisieTcs npumeHeHue BC,
KOTOPBIM MCIIOJIB3YETCS U Ul NTOBBIIEHNS BOCIPOU3BOIANMOCTH M3MEPEHUN. B Me-
toae BC pe3ynbTaThl U3BMEPEHHI MTPEACTABIISIIOTCS B BUE OTHOILICHUS CUTHAJIa aHa-
muta (I,) k curnany sneMmenta BC (/). MeToa npoyKTUBHO CHHMIKAET TOJBKO IIIYM,
BO3ZHMKAIOIMI Ha CTAJINN PACIBIIEHUS paCTBOPA U BbI3bIBAEMbIII H3MEHEHHUSIMU TIOT-
HOCTH a3po3oiis. [loaTomMy BenuuunHa curHanoB aHanuta 1 BC pomkHa ObITh 10OCTa-
TOYHO BBICOKOH [57].

OcHoBubIe npaBmwia mo BeIOOpy snementa BC B ADC chopmynupoBaHsl erie
B 1968 r [58]:

1. ecnu B anamu3upyemslil pactBop n1o0asmstor BC, To ero koHueHTpauus B 00-

pasiie JoJKHA ObITh HU3Kas, B uaeaibHOM ciydae Huxke [10;

2. pactBop BC He noimKeH coaepKarh ONpeaeIsieMble JIEMEHTHL;

3. CKOpOCTH HCTapeHus ompenensieMoro siuemenTa u BC nomkHbI ObITh ONMH3KH
IIPU UCTOJIB30BAaHUM IyTOBOI'O U UCKPOBOI'O Pa3psiIOB;

4. »sHeprum noHuzauuu aHanuta 1 BC 10mKHbBI ObITh COMOCTaBUMBI;

5. aToMHbIE Beca JBYX AJIEMEHTOB JIOJKHBI ObITh TPUMEPHO OJIMHAKOBBIMH.

Bribupas cnexrpanbhbie muHUM BC, pyKOBOICTBYIOTCS IOMOJIHUTEIBLHBIMU Mpa-
BUJIAMH:

1. »Hepruu Bo30y>kaeHust TuHui ananuta 1 BC n0mkHbI OBITH COMOCTaBUMBIMY;

2. JHWHUU JOJHKHBI OBITH CBOOOHBIMH OT CAMOIOTJIOIICHHS;

3. UWHTEHCHUBHOCTH JuHUH aHanuTa 1 BC 10/KHBI UMETh OJIM3KUE 3HAUCHHUS.

CyuiecTByeT MHEHHE, YTO TPU UCIIOIb30BAHUU B Kauy€CTBE UCTOUYHUKA BO30YXK-
nenus u aromuzanuu UCII HekoTopeIMH IpaBUIaMU MOKHO IpeHeOpeusb [59], nanpu-
MEp, CBSI3aHHBIMHU CO CXOXECThIO XapaKTEpUCTHK BO30yknaeHusi aHanutra u BC.
[Tpu 5TOM HEOOXOIUMO YACIATH OOJIbIIIE BHUMAHUS U3MEHEHHIO 3P (HEKTUBHOCTH pac-
NBUICHHS, KOTOPOE€ MOXXET MPUBOAUTH K U3MEHEHUIO OTHOLIEHUs aHaimuTa U BC B
wiazme. Kpurepusimu, BIUSIOIMMMHI HA 3TO COOTHOILIEHUE, SIBJSIOTCS OTHOLIEHUE 3a-
psaa k macce aHanuta M1 BC, KOHUEHTpauuss HOHOB OCHOBHOIO KOMIIOHEHTA B pac-

TBOpE.
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Tak, B padote [60] onpenensimn Sb B CBUHIIOBO-CYPBMSIHBIX CIUIaBaX METOJIOM
ADC UCII. Koppekuuio 3HaYeHUH KOHIIEHTpaluu Sb, KOTOPYH pacCUMTHIBAIU
no yimann 206,833 HM ¢ sHeprueit Bo30yx)aeHus Eyps= 5,994 5B u mepBbiM moTeHITH-
ajoM MOHM3AIUU Eyoms = 8,641 3B, npoBoauim ¢ ucnonas3oBanueM B kadectBe BC
CIIEKTPaIbHOM JIMHUM C OJTM3KUM 3HauYeHUEeM JJIMHbI BOJIHBI — Cd 228,802 uMm. JInHuo
Cd BeIOpanu, oCHOBBIBasICh Ha OM30CTH 3HaueHuU ee dHepruil (Ezos = 5,419 »B
U Eyoms = 8,641 5B) k sHeprusim nunuu Sb.

B pab6orax [61, 62] oTmMedaeTcs, 9TO CXOXKECTh (PU3MKO-XUMUUYECKUX CBOMCTB
(0M30CTh JUIMH BOJIH, SHEPTHil HOHU3AIMK 1 BO30y:xaeHus ) BC u ananuta He Bcerna
SBJISIETCS] HAJIS)KHBIM KpUTepueM BboiOopa. B pabote [61] ans ogHOBpeMEHHOTO Orpe-
nenenust Au, Ir, Os, Pd, Pt, Rh u Ru B reonormueckux obpasmax BC BweiOupanm
n3 sneMeHToB Co, In, La, Sc u Y. Ilo pe3ynbratam SKCHEPUMEHTOB «BBEICHO-
HaiiieHo» B kauectBe BC Obu1 BbiOpaH Sc. ABTOpaMm He ynajoch HAaWTH TeopeTude-
CKOTO OOBSICHEHUS ATOTO BbIOOpa. [Ipu BeIMOMHEHNN aHATM3a MUHEPATBHBIX y100pe-
HUM [62] BeIOpau B KauecTBE BHyTpeHHUX cTaHaapToB Y (360,1 uM) u Sc (424,7 M)
st As, misg Cd — Ir (215,8 am) u Bi (190,2 u 195,4 am), s onpenenenus Pb mpume-
Hsu Ir (215,8 HM). ABTOpamu cjienaH BbIBOJ, UTO APYTUe MIPUMECHBIC JIEMEHThI MO-
I'YT BbI3bIBATh CJIO)KHOE BIIMSHUE HA CUTHAJIbI AaHAJIUTOB, CJIEI0BATEIbHO, MATPUYHBIH
3¢ deKT MOKET UMETh OJMKOMIIOHEHTHBIN XapakTep. Takum oOpazom, BeiOop BC 3a-
BUCHUT HE TOJIbKO OT (PM3UKO-XMMHUYECKHX CBOMCTB aHAJUTOB, HO U OT COCTaBa 00-
pasia. AHanorudHoe HaOmoeHne cuenano B [63]. ABropamu [64] oTMedeHa BO3ZMOXK-
HOCTb ucHoas3oBaHusi ogHoro BC (Hampumep, Sc) 0e3 yuera cX0ACTBa SHEPIUl €ro
JMHUN W aHajnuTa JJig KomneHcamu BiusHug Marpuil Al, Cu, Fe, Na u Si. Ognako,
s matpun Ca, Mg u Mn sddexktuBHOCTs mpuMeHeHnst BC cuiibHO 3aBUCUT OT CXO/I-
CTBa PHEPIrUi CHEKTPAIbHBIX JIMHUK aHanuTa u BC.

Bo Bcex BrimenepeuncieHubix pabortax Beioop BC gemanu, cpaBHHBasT pe3yib-
TaThl aHATN3a CTAHAPTHBIX 00PA3IIOB (MM SKCIIEPUMEHTOB «BBEJICHO-HAWICHOY ), TIO-
JYYEHHBIX C KOpPpPEKIMel o BHyTPEHHEMY cTaHaapTy u 0e3 Hee. OHaKO, BOZMOMXHO
WCITIOJIb30BaTh MAaTEMAaTHYECKUN TIOIXO0T K BRIOOPY BHYTpEHHEro craHaaprta. Hampu-

Mep, B paboTe [65] npuMeHnuIn XeMOMeTpruYecKuil moaxo. M3 ciekTpanbHbIX JIMHUN
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Ba, Be, Dy, Gd, La, Lu, Sc, Sm u Y Bb1OMpanu BHyTPEHHHUI CTaHIAPT IS ONpeesie-
Husa As, Cd, Cr, Cu, Mn, Mo, Ni, P, Pb, V u Zn B maTepuanax, riae oCHOBOU ObLIH
ATIOMUHHN, KaJbLWN, )KENE30, KAIUK U HATpuM. VICXOnHbIE JaHHBIE MOTYYAIHA ITyTEM
aHaJM3a MOJIEIbHBIX PACTBOPOB, COJEPKAIINX (PUKCUPOBAHHBIC 3HAUCHUS aHATTUTOB U
BC, a takxe MaTpu4HbIe KOMIIOHEHTHI B PA3JIMYHOM COOTHOIIIEHUU W Pa3HbIX KOHIICH-
Tparusix. [lomydenHesie panHbpie 0OpabaThIBAIi METOIOM TJIABHBIX KOMITOHEHT
(principal component analysis). Hanpumep, aBTopamMu yCTaHOBJIEHO, UTO JJIsI KOPPEK-
ITUU BBICOKUX KOHIIeHTparui Pb (220,353 um) mpu 6onpmux komuuectBax Al, Ca, Fe,
K n Na ontuMaibHO ucnoiis3oBath TMHUIO La 408,671 M.

Jlns BBIOOpa BHYTpPEHHETO cTaHjaprta npu nposeaeHun MC aHanmm3a pyKoOBO/I-
CTBYIOTCS TIOXO0XHMH KPUTEPHUSIMHU 0TOOpa: OJIM30CTh Macc U30TOTIOB U SHEPTHA HOHU-
3auuu aHanuta u BC [66]. BC npuMeHSIOT 1J1s1 KOPPEKIIMU CUTHAJIOB B 4YaCTO UCTIOJIb-
3yeMoM nosykosndyectBeHHOM MC ananuze. C UCHOJIb30BAaHUEM OJHOTO CTAHAAPT-
HOTO 00pasIia MojaydyaroT KPUBYIO YYBCTBUTEIBHOCTH TpuOOpa 1o 3-8 3eMeHTaM BO
BCEeM auanas3oHe macc. [Ipu aHanmm3e HEeM3BECTHOro o0Opasiia peruCTpUPYIOT CIEKTP,
HOPMHPYIOT CUTHAIIBI aHAIUTOB K WHTeHCUBHOCTH BC M CKOppEKTHpPOBAaHHBIE OTHO-
IIEHWS CPABHUBAIOT C KPUBOM YYBCTBUTEJIBHOCTH, TIOCJIE YETO PACCUNTHIBAIOT KOHIICH-
Tpaluu JJIsl IMUPOKOTO JAUarna3oHa 3JIeMEeHTOB. Takol mpueM HCIOJIb30BaH B paboTe
[67] nns ananmza Bynkanndeckux ctexosn metonom MC UCII ¢ mazepHoii abnsmuei,
B kauectse BC ucnonn3osan uzoron °'Fe. IToaHY0 IpagyupoBKy Ul ONPEAECICHHS
aHAJIMTOB B CTEKJIAX BBINOJIHSMINA C KOppekiuen no usoronam **Ca u *°Si. B [68] wuc-
noab30BaM °In I MOJIYyKOIMYECTBEHHOTO onpeieenns 31 sjemMenTa B BUHE. AHa-
noruuHo '"In ncnons3oBanu B [69] mis onpeaeneHus 28 3JIEMEHTOB B CHJIMKATHBIX
nopoaax. B kadectBe BC nmepcniekTHBHO PUMEHSITH HOHBI, B TOM YHCJIC TIOJIMATOM-
HbIe, 00pa3yronuecs U3 KOMIIOHEHTORB T'a30B U PacTBOPOB. B TakoM ciiydae He HY>KHO
JIOITOJTHUTEIFHO BHOCUTH KAaKOW-JIHOO 3JIEMEHT, TaK KaK CUTHAJEI TAKHMX MOHOB BCE
paBHO u3MepsroTcs. Tak, B padore [70] moaTBepAriv BO3MOXKHOCTh TPUMEHEHUS B
kadectBe BC mommatoMusix noHoB ScO’, YO', TmO" tak ke, Kak UX aTOMapHBIE
nonsl. [TepcriekTrBHO Hconb30BaTh HoHBI CIO™, SO™, SO, " npu aHanM3e BOAHBIX pac-

tBopoB HCIl, HCIO4, H,SO4 mnu TBepabix 00paslioB, s pacTBOPEHHUS KOTOPBIX
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UCITIOJIB3YIOTCS 3TH KUCJIOTHL. OTHAKO, HAZJ0 YYUTHIBATh COOCTBEHHOE COJIEPKAHUE S
u Cl B o6pasnax. Msoron *>Cl Obl1 npuMeHeH A1 onpejencHus npumeceii B u P B
KpPEMHHEBBIX (PoTodNeKTprueckux Marepuanax [71], Beioop BC gemanu xemomerpu-
YECKUM METOJOM.

Peakyuonno-cmonxnosumenvnas aueuxa

B metone MC UCII cniektpanbHble UHTEp(EPEHINH, BO3HUKAIOLINE B IJIa3Me
WM UHTEp(Qeice, MOKHO YCTPAHUTh IPUMEHEHUEM PEAKIIMOHHO-CTOJIKHOBUTEIBHBIX
sgyeek. B CTONKHOBUTENBHOM pekuMe pabOThl STUEHKH HCTOIb3yeTCs (PU3NYECKUi
OPUHLIUI TOJABICHUS UHTep(epeHInii, CBA3aHHbI C U3MEHEHHEM KHHETUYECKOU
SHEPrUM MOHOB U MX (pparMeHTauuu. XUMUYECKUI IPUHILINI PEATU3yeTCs B PEaKIy-
OHHBIX SYEHKaX MyTeM Pa3IUUYHbIX HOH-MOJIEKYJISIPHBIX peakuuil. CylecTByeT o01mas
npobJieMa, xapakTepHas Ui 000UX PEXUMOB pabOThI SIUEHKH, — 00pa30BaHUE HEXKe-
JaTebHBIX HMOHOB BHYTPU SYEHKH B pE3yJIbTaTe HOH-MOJIEKYJIAPHBIX PpPEaKLU.
OTH HOHBI 00Pa3yIOTCS HE TOJIBKO B PEAKLUAX C Ta30M SUYCHKH (B PEAKIIUOHHBIX SUEH-
Kax), HO U OT IpUMeECEH B rasze, TakMx Kak BOJa U yIJIEBOAOPOb! (KaK B CTOJIKHOBH-
TEJIbHBIX TAaK U B PEAKLIMOHHBIX siueliKax). ECiM HOHBI NPOAYKTOB peakiuil B sUeiikax
UMEIOT TAKOE K€ OTHOILEHUE M/Z, YTO U MOHBI AHAIIUTOB, U IPOLEAYP AJIS UX yCTpa-
HEHUS HE MPOBOAMTCS, TO NPUMEHEHUE SYEHKU CTaHOBUTCS HE 3 ¢ekTuBHbIM. Mc-
MOJIb30BaHUE SYEHKH OyAeT yCHelHbIM, Korja MHTepdepeHunn, oOpasyronmecs B
wiasmMe u uHrepgerice, OyayT yCTPaHATHCS OJHOBPEMEHHO C MHTEP(PEPEHUUSIMU OT
VMOHOB IPOAYKTOB pEAaKUMM B sUeHKe. JlJIst 3TOr0 MOXKHO MCIIOIb30BaTh JBa MOAXOAA!
1) nmaamudeckas peaknuonHas cucteMa (dynamic reaction cell, DRC). DRC npenot-
BpallaeT 00pa3oBaHNUE HEXKENATENIbHBIX MPOAYKTOB PEAKIMU 3a CUET HACTPOMKHU IO-
JIOCHI MPOITyCKaHUSI KBAJPYMHOJsi, BHIOpAChIBasi HOHBI-IIPEKYPCOPBI, MACChl KOTOPBIX
JeKaT HUKE YCTAHOBJIEHHBIX IPAHMULI, 10 TOTO KaK OHU BCTYIST B PEAKIUIO; 2) TUC-
KpuMUHaIus o kuHetnueckoi sHepru (kinetic energy discrimination, KED). B KED
peXrMe MOHBI MPOAYKTOB PEaklMu 00pa3yloTcs B SUeHKe, HO HE TepeJaloTcs Ha Jie-
TeKTOp. MIOHBI IPOAYKTOB peakiyy UMEIOT MEHBIIYIO KUHETUYECKYIO DHEPTHUIO, YEM
ATOMHbBIE MOHBI AaHAJUTOB, MIOATOMY HMX MOYKHO CEJIEKTUBHO YCTPAHATh MOTEHIUAb-

HbIM 0apbepoM, yCTaHaBIIMBaeMbIM Tociie siueiiku. bapwep ycranaBnuBaeTcs Oosee
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OTpUIIATEIbHBIM TOTEHIIMAJIOM SIYeKM, YEM Ha BXOJI€ B KBAJPYIOJbHBIA Macc-
¢bunbTp. Pexkxum KED MoxkeT ucnonb30BaThCsA B CTOJIKHOBUTENBHBIX U PEAKIIMOHHBIX
siaerikax [72].

B cTonkHOBUTENBHOM pexumMe paboThl SYEHKH Yallle BCETO UCIONIb3YIOT HHEPT-
HbIe ra3el, Hanpumep, He [73-75]. B peakiimonHoM pexume 310 MOxeT ObITh H, mim
NH;. Hanpumep, B pabore [76] omeHwnm Bo3MOKHOCTH TpumeHenus He u Hj
B PEAKLMOHHO-CTOJKHOBUTEIBHON SUEUKE JJIS ONPEACICHUS PEIKO3EMENIbHBIX 3JIe-
MEHTOB B MPUPOTHON BOJIe M 00pasmax JOHHBIX OTJIOKECHUNU. ABTOPBI YTBEPKIAIOT,
YTO pa3paboTaHHasi METOANKA HUBEIUPYET HHTEPHEPEHITUN OT HanboJiee pacpocTpa-
HEHHBIX TIOMeX (aprua0B, XJIOPUIOB, TUAPUIOB, TUAPOKCHUIOB, OKCUIOB U JIBY3apsi/I-
HbIX HOHOB). [Ipu ucnonb3zoBanum H, B pe3ysibrare B3auMOAEHCTBUNA BHYTPU SYEHUKU
MoryT obpasossiBathcst MH™ mam MOH' mostomy B pabote ObUT ceiaaH BeIOOp B
noyib3y He, Tak kKak OH MO3BOJISET YMEHBITUTH IIOMEXH B CPABHEHUH C PEKUMOM 0e3
ra3a. [Ipu 3TOM, oTMedaeTcsi, 4To mpuMeHeHneM H, MOKHO yMEHBITUTH 00pa3oBaHMe
NBY3apsAIHBIX MOHOB, He B Takom ciyyae Moka3piBaeT CBOIO HEA((HEKTUBHOCTH.
J171s1 KOTMYECTBEHHOTO OMPEIEICHUsI HE Y1aJI0Ch YCTPAHUTH UHTEP(HEPEHITNH, BIIHSIO-
[I1e Ha CUTHAII Sc, MPenoJIOAKUTENBHO BbI3BaHHbIE HOHaMU Ca u Si. OTMeueHo, 4To
KOHLIEHTpalusi Eu MokeT 3aBbIlIaThCS U3-3a BIMSHUS, IPUCYTCTBYIOIIETO B 00pa3ax
Ba.

B pa6ote [77] npuMeHsJIN peaKIIMOHHO-CTOJIKHOBUTEIBHYIO STUYEHKY, 3alO0JTHEH-
Hyto He u NHj3. [Ipu a3ToM onpenensinu cogepkanue 21 anemMeHTa B CbIBOPOTKE KPOBH
YyeJIoBeKa. bhII0 yCTaHOBIIEHO, YTO UCTIOJIb30BaHue He mo3BoJieT CyleCTBEHHO CHU-
3uTh noiauaroMusie uaTepdepenimu ot ClO mis V; ArN, HCIO u Cl1O nns Mn; ArO
u CaO nns Fe; CaO u ArNa mis Co; CaO g Ni; ArP u ClO; nig Ga; ArCl mis As.
Takum 00pa3om, jo0aBiieHHEM Teus B sueiky onpenensiu As, Co, Fe, Ga, Mg, Mn,
Ni u V. lo6aBnenunem NH3; munnmusupoBanu uatepdepenuu ans Al, Cr u Se. Ort-
METHM, YTO aBTOpaMH I y4eTa apeiida CUTHalla U HECMEeKTPaIbHBIX WHTEphEpeH-
1[MH, BBI3BAHHBIX MaTpullel, Obu1 ucnosib3oBad Meto BC. Koppekiuto curuanos sJe-

MEHTOB C HU3KMMU Maccamu, Bkiodast Mg, Al, V, Cr, Mn, Fe, Ni, Co, Ga, As, Se, Cu
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u Zn, npoBoawu 1o Rh. In 6611 ncmonszoBan qiist Ag, Cd, Cs u Ba; Bi B kauectse BC
npumenwm s T1, Hg, Pb u U.

ABTODSI [ 78] MpUMEHSIIN OJTHU U Te ke paboure mapameTpsl SYEHKU AJis IPOBe-
JIEHUSI MHOTO3JIEMEHTHOTO OIpe/iesieHrss B 00pasiiax pa3Horo tumna (MojelibHbIe pac-
TBOPBI HA OCHOBE CEPHOM M COJITHOM KHCIIOT, OyTaHoya, OMOJOrHYecKue 00pasiibl).
Slueiika ObLTa 3aM0JTHEHA MHEPTHBIM ra3zoM — He, Tak kak oH He 00pa3yeT HOBBIX Me-
maronux gopM. [Ipu aTom ycnoBust paboThl SYEHKH HE ONTUMHU3UPOBAIA UHIUBUTY -
QJIBHO JUIsI KOHKPETHOTO 3JIEMEHTA (M30TOIA) WX MaTPHULIBI.

Heob6xonmumo nmoguepkHyTh, YTO UCHIOIB30BaHUE CTIENU(DUUECKUX Ta30B IS yaa-
JICHUSl ONpPEENICHHbIX MHTep(EpeHLni B PEAKLUOHHOM PEXKUME MOXKET MPUBECTH
K MOTEpPE OJHOI0 M3 OCHOBHBIX NpeumyinecTB MC aHain3a — MHOTO3JIEMEHTHOCTH.
[ToaTOMy BakHOM 3ajaueil siBJsI€TCS BbIOOP ra3a WJIM CMECH ra3oB M ONTHMHU3ALIUS
yCIIOBUH paOOThI SIMEUKH J1s1 CHUYKEHUS BIUSHUS HOHOB, 00pa30BaHHBIX apTOHOM WJIH
KOMIIOHEHTaMH pacTBOpoB. OJHOBpPEMEHHO NpU BBIOPAHHBIX YCJOBHSX pPaOOTHI
SYEUKH HEOOXOIMMO U3YUYHUTh MIOBEJICHUE AHAJIMTOB, KOTOPhIE HE UCTIBITHIBAIOT TAKUX
BiaustHui. [lomo6Hast paborta Obuta mpoBeneHa B [79]. B Helt paccmaTpuBanu ras3sl —
He, Hy, NH; 1 N,O, onTUMH3UpOBaIy ycIoBus paboTe SUEHKH 1718 onpeaenenus °Se
u *’Fe, ycrpanss uareppepenmu ot “°Ar," u *°Ar!0* rakum 06paszom, 4To6sI coxpa-
HSJIACh BO3MOKHOCTB ONPEIEIEHUs aHaauToB oT 'Li 10 ***U. B paboTe ObLIM H3yYeHbI
CKOPOCTH MOTOKOB MHAMBUAYAJIbHBIX Ia30B U UX CMeECed uepes siueiKy, HanpsHKeHHe
Ha KBajapynoJie, orieHeHs! [1O npumeceil B A€ MOHM30BAaHHOM Bo/ie. ABTOpaMU CIENaH
BBIBOJI, UTO UCIIOJIb30BaHUE PEAKIIMOHHBIX T'a30B, Takux kak NH3 u N,O, oka3biBaeT
pa3iMyHOE BIUSHUE HA CUTHAJbl aHAIUTOB. [loATOMY NpHUMEHEHHE ATUX Tra3oB s
MHOT'0O3JIEMEHTHOT'O aHaJIM3a, BKJIKOYasi ONpeAesIeHne coaepxanus Se u Fe, 3atpyaHu-
TeabHO. KOMIIPOMUCCHBIM pelieHueM siBisieTcsl mpuMeHenue cmecu He (4 mu/mMun)
u H, (2 ma/mun). B pabore [80] ucnonb3oBamu H, kKak CTOJKHOBUTENBHBIN Ta3 IS
HO/IaBJICHUs] UHTEP(EPEHIHIA OT ABYX3aPSAHBIX HOHOB M ™ (M IpyTruX MOJHMATOMHBIX
MOHOB) Ha Se u As B NMPUCYTCTBUHM BBICOKUX cojepxkanuii P3D. fuelika paborana
B pexxume KED. J[nst onpenenenust Se 1o U30TOMy ¢ OTHOLIEHHEM m/Z = 78 B KaMeH-

HOM yTJie B paboTe [81] npumensnu Hy. AHamorudHo, B [82] ycinoBust paboThl sUeHKU
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ONTUMHU3MPOBAIIM IS NojaBienus unreppepennnii Ha *Cu u *°Cu B npucyrcTBUM
MaTpUYHbIX KOMIIOHEHTOB Na u Mg. Onpenenenue Cu 3aTpyJHEHO U3-3a 00pa30BAHUS
noaMaToMHubIx HoHOB *°Ar**Na’ u “Ar*®Mg". M3yuanu BO3MOKHOCTH UCIIOIb30BAHUS
He, cmecu He u H,, cMecu He m NH3 B peakumOHHO-CTOJIKHOBUTEIIBHON STYCHKE.
Jlns kaxaoro BapuaHTa paccMaTtpuBain padoty sueiiku B KED pexume u 6e3 Hero.
ABTOpaMu MOKa3aHo, 4TO Mcrob3oBanue cMecu He u Hy i usorona “*Cu He Moxer
ObITh ucnonb3zoBaHo 0e3 KED, u3-3a oO6pazoBanust ruapuoB. CTOUT OTMETUTD, YTO
yCJIOBHSI pUMEHEHUs siueekK B [80,82] onTUMU3UPOBAIIN TOJIBKO JJIs ONPEAEIEHUS CO-
nepxkanuii Se, As u Cu, COOTBETCTBEHHO.

bygepuposanue

[Tpu BeImonHennn ananuza metogamu ADC JIIT u ADC JAIT qns ynydiieHus
METPOJIOTUYECKHUX XapaKTEPUCTUK U yueTa MaTpuyHoro 3¢ dexra TpaaulluOHHO MPH-
meHstoT Oydepubie cMecu. B ADC ¢ AyroBbIM pa3psaoM MEKIY YTOJIbHBIMH AJIEKTPO-
JaMH HCTIONB3YIOT IPapUTOBBIN KOJIJIEKTOP, B KOTOPBIN BBOAST HABECKY aHATH3UpYe-
MOTO 00pa3ia. 3To MO3BOJISET UCIIOIB30BATh €IMHBIN HA0Op CTaHAPTHBIX 00Pa3IOB
Ha OCHOBE Ipa)UTOBOrO MOPOIIKA U MOAOOpaHHbIE paHee ycaoBus ananu3a [83]. Oco-
OCHHO yJayeH 3TOT MOJXOJ MPU aHAJIN3€ KOHUEHTPATOB MUKPOIPUMECEH, TaK Kak
BIIUSIHME MAaTPUYHOTO KOMIIOHEHTA YCTPAHEHO, a MCXOHAsl Macca HaBECKU aHaJIU3H-
pyemoro obpasiia mo3BojsieT qocturath HUu3Kkux [10. CocTaB miia3mMel BIHUSIET HA TEM-
neparypy AyroBoro paspsja v, CaeaoBaTebHO, Ha ”HTeHCUBHOCTH AJL. B [84] mpuBe-
JI€HBbI TEOPETUYECKU PACCUUTAHHBIE KPUBBIE 3aBUCUMOCTH /g4 OT TEeMIepaTypsl pas-
psifa, U3 KOTOPBIX BUIHO, YTO MAakCUMyM (YHKIMI TEMIEpaTypHOTO BO30Y>KICHUS
JUTSl DJIEMEHTOB C MOTEHIMAaJIaMU HOHU3aluu, OMu3kuMu K 9 5B, Haxonsarces npu 7000
K. [lnst 371€eMEHTOB ¢ MOTEHIMaJaMy HOHU3AlMU MeHee 6 3B MakcumyMm HabroaaeTcs
npu 5000 K, st 601611101 TPyNIBI 3JIEMEHTOB C MOTEHIIMAIaMU HOHU3aIuu 6-8 5B
onTUMalbHas Temneparypa Bo30y:xaenus coctasiset 5500 K. Buecenuem B 30Hy pas-
psiia pa3IUYHbIX 100aBOK CO3/1al0TCS ONTHUMANIbHBIE YCIOBHS AJIsl BO30YKICHUS aHa-
JIUTOB, Y ATO SIBJIAETCS BaXKHBIM dTaroM npu pazpadorke meroauk KXA [85]. B kaue-
CTBE HOCHUTEJIEH MOTYT BBICTYINIATh COEIMHEHMS IIEJOYHBIX, HIEJIOYHO3EMEIBHBIX U

npyrux snemMeHToB (GayOs, S, CuCly, CuF,, nopomok ¢ropormnacra C,F4). Tak, B
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paborte [86] onennBanu Bo3moxkHocTH npuMenenns NaCl, Ga,0s, S B kauecTBe HOCH-
TeJs JUIsl aHAIM3a OKCHJIa €BpOIus. ABTOpaMu ObLIO YCTAHOBJICHO, YTO B TPUCYTCTBUU
Ga,03 ucnapeHne HepeIKo3eMeNbHbIX 3JIEMEHTOB CTAHOBUTCS 00Jiee paBHOMEPHBIM B
TEYEHUE BCEr0 BPEMEHU SKCIO3UIMH U YBETUYUBAETCS UHTEHCUBHOCTD CIIEKTPAIbHBIX
JIMHUH, Takke ObLTa BEIOpaHa ONTUMalibHAs KOHIEHTpaLus HocuTess. [I[puMeHuMocCTb
Hocureneit CuO, CuCl,, CuF,, C,F,; B ananuze 0akOpOBBIX OTHEYNOPOB HA OCHOBHBIE
KOMIIOHEHTHI u3ydaiau B padote [87]. B kauectBe Hocurens Obl1 BeiOpan CuO, kak
YAOBJIETBOPSIIOILMI TAKUM KPUTEPHUSIM: YMEPEHHOE MOCTYIUIEHHE aTOMOB B 30HY pas3-
psiaa, BBICOKas CTENEHb BOCIIPOU3BOJAUMOCTH PE3YJIBTATOB U3MEPEHUIA. ABTOpamu pa-
6otbl [88] uzyueno Bnusaue BaCl, Ha BOCIpOU3BOAUMOCTD U TTPABUWIBHOCTh PE3YIlb-
TaTOB aHaiMM3a (pochaTHBIX KOHLEHTPATOB NMPOIYKTOB JEICHUS, MOTYUYEHHBIX B TPO-
1ecce pereHepaly o0JIyUYEeHHOTO SIIEPHOTO TOIUIMBA. B KauecTBe JIerkOMOHU3UPYIO-
mMxcsl 100aBOK, CHIDKAIOIIUX TEMIEPaTypy AYTH U MOBBIIIAIOMIKUX KOHIEHTPALUIO
3JIEKTPOHOB, HCIOJIB3YIOT OOBIYHO cONM rajuius U HaTpus. CoeMHEHUs MIETOYHbIX
METaJIOB BJIUSIIOT Ha CKOPOCTh MOCTYIIEHUs mpuMeceid B pa3psia. CyliecTByeT MHe-
Hue [89], uTo mpuMecH BBIHOCATCS U3 dekTpoa ¢ mapamu NaCl u yacTuaHO miepexo-
IAT B JierkosieTtyuue xinopuabl. [Ipu conepxanuu NaCl no 4 % Bpemsi, B Te4eHHE KO-
TOPOTO JMHUHU HaOJIOIal0TCs B CHEKTPE, COKpaiaercs. M3BecTHO, 4YTO M3MEHEeHHe
yclioBu# Bo30yxaeHus ¢ ymeHblieHrueM koHmentpanuu NaCl ot 10 no 0,5 % necye-
CTBEHHO CKa3bIBAE€TCS HA MHTEHCHBHOCTSX CHEKTpalbHBbIX JUHUK [90], UHTEHCUB-
HOCTb (POHA MpU FTOM B HayaJie HIKCIO3UIMHN MPUMEPHO OJIMHAKOBA U BO3pacTaeT Mpu
Boiropanuu NaCl. I1pu konnentpanuu NaCl 0,5 % curnan nagaet B pUCyTCTBHH OC-
HOBBI MeHee 4yeM 0,1 %; npu 4 % NaCl BnusiHue 0CHOBBI HAUMHAET 3aMETHO MPOSIB-
JSATHCS TIPU cofiepkaHuu ee B rpadguroBom nopormike 1-2 % [83]. Hocurenr NaCl
ycnenHo npuMmeHeH npu ADC JIIT ananuze BbICOKOYMCTOTO JUOKCUA T€PMaHUs C
MpEeABAPUTEIbHBIM KOHIICHTPUPOBaHUEM IpuMeceit [91], iekapCTBEHHBIX pacTeHUM
[92], xopyHI0BOM KepaMHKH s onpeneieHus moaudukatopoB B, Si, Mg [93], ok-
cuna Boab(dpama [94].

HeobxommmMo OTMETHTB, UTO COAEpKAHUE OMpPENEISIEMbIX 3JEMEHTOB B BeIlle-

CTBC, UCIIOJIb3YEMOM B Ka4YCCTBEC HOCHUTCIIA, JOJIZKHO OBITH MCHBIIC, YEM HX I10.
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Onaum n3 Hanboee A3 (PEKTUBHBIX CIIOCOOOB CHIDKCHHMSI CTETICHH BIIHMSTHUS MaT-
pHIBI SIBIISIETCA MPEBAPUTENBHOE YaJI€HHEe MAaTPUIIbl 00pa3ia, Tak Kak Moclie 3TOro
CTAHOBUTCS BO3MOKHBIM HCIIOJIh30BAHUE CTAHIAPTHBIX pabOUUX MapaMeTpoB 000py-
JIOBaHUs, YHUBEPCAIbHBIX 00pa3lioB cpaBHeHUsA. TakuM oOpa3oM, OTHagaeT He0OXo-
JUMOCTh ONTUMU3AIMH YCIOBHM aHAIN3a MO KaXKAyH0 KOHKPETHYIO MaTPUILy U OTIpe-
JEJIIEMBIN 3JIEMEHT.

1.3.3. Cnocobbl npedsapumenbHo20 KOHYEeHMPUPOBAHUs NpUMecell

KonnienTpupoBanue mpumeceit — 3T0 MpoIiecc, B KOTOPOM BO3/ICHCTBUE HA aHA-
JUTHYECKYIO HABECKY MPOOBI, COJEPIKAITYI0 OCHOBHOE BEIIECTBO (MATPHILY ) © MUKPO-
PUMECH, PUBOJUT K BOZHUKHOBEHHIO Pa3/IeJICHHBIX B IPOCTPAHCTBE YacTeil — o0e-
HEHHON W oOorareHHoW Mukpornpumecsmu. OOoraméHHas 9acTh MOXET OBITh HC-
M0JIb30BaHa KaK KOHIEHTpAT npumecen [95].

Cy1miecTByeT MHOXKECTBO CIOCOOOB KOHIIEHTPUPOBAHUS JIEMEHTOB-TIPUMECEH,
OCHOBAHHBIX JIMOO HA BBIJICJICHWW AHAIWTOB, HAPUMEP, SKCTPAKIUS BHYTPHUKOM-
IJIEKCHBIX COEIUHEHUH, TM00 MAaTpUYHOIO KOMIIOHEHTA, HallpUMEp OTTOHKA B BUJE
JIETY4Yero coeMHeHusI. B MHOTO27IeMEHTHOM aHanmm3e B 1esix cHkeHus 110 mpume-
cedl 1enecooOpa3HO OTAENATh MATPUUHBIA KOMIIOHEHT, OJHOBPEMEHHO CHHXKAETCS
BIIMSIHME MaTpullbl. B quccepTairionnoi padbote OyAyT pacCMOTPEHBI TOJIBKO METO/IbI
KOHIIGHTPUPOBAHMSI MUKPOIIPUMECEH TPUMEHUTEIHHO K aHAJN3y TePMaHUsI U €ro CO-
eauHeHuil. st repmanus u ero okcuaa Hanbosee 3((PEeKTUBHBIM METOJIOM KOHIICH-
TPUPOBAHKSI MUKPOIIPUMECEH SBIISETCSI OTTOHKA MATPHUIIBI TIOCTE XUMHYECKOTO Tpe-
BpaIleHNs B JIETy4Yee COCIUHCHHUE TPU B3aUMOJICHCTBUU C JOMOJTHUTEIIHEHO BBEICH-
HBIM PEAreHTOM — peaxkyuoHHas omeoHka. MeTolbl OTTOHKU reépMaHUs OCHOBAaHbI
Ha TMepeBO/Ie FepMaHus B Ta30ByI0 (asy:

1) ynapuBaHueM U3 pacTBOpa, OCHOBAHHOE Ha MEPEeX0/ie U3 KUJKOU ¢a3bl B ra-
30By10. [IpenBapuTensHO 00pasiibl pacTBOPSIIOT, TPU ATOM T€PMaHHIA B PE3yIbTATE XU-
MUYECKON PEaKIMi MPEBPAIIAcTCs B COSAUHEHUE C BHICOKMM JAaBJICHUEM MMAPOB TPH

IMMOBBIICHHBIX TCMIICpATypax;
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2) B cpene ra3000pa3HOro pearenta — oOpa3zoBaHue ra3000pa3HOTO COCTUHEHUS
B pe3yJIbTaTe reTepOreHHOM peakiuy MeX 1y TBEpIbIM 00pa3lioM U peareHTaMu, Haxo-
TSITUMUCS B Ta30BOH daze [96].

DKCTpakuus JJisi KOHIIEHTPUPOBAHUSI aHAIMTOB MPU aHAJIU3E TepMaHus MpUMe-
HsETCs peako, B [97] mist onpenenenus As u Bi, B [98] nist onpenenenus Eu. DkcTpak-
U0 TIPOBOJAT Tocie pactBopenus HaBecku B cmecu HCl u HNO; B [98] unu cmecu
H>0; u H,C,04 [97]. Eu skcrparupoBanu cmecbio (1:5) 6enzoun-tpudropareroHa
U TPUOKTHI(HOCHUHOKCUIOM B IUKIIOTEKCAHE, OMpEeIeHNe MPOBOIMIN JTIOMUHEC-
1eHTHBIM MeTo1oM ¢ 11O 5-107° % mac. Ananutel As 1 Bi skcTparupoBaiy JuaTUIaM-
MOHHMEBON COJIbIO TUATHIIUTHAKAPOAMUHOBOM KHUCIOTHI, ONPEAECTICHHE MPOBOIUIH
cnekTporpaduueckuM mMetoaoM ¢ Bo3OyxzaenueMm crnektpoB B JIIT. B pabote [99]
nposouin 3xcTpakuuio Cr, Cu, Fe, Ni u Pb nuponuaunautnokapbamaToM aMMOHHUS
B Tpuron X-114 u3 pactBopa repmanus (HF:HNO3;=5:1). AHain3 KOHLIEHTpaTOB Npo-
Boauiu metogoM AAC OTA, [1O anamuroB coctasisiin n- 107% % mac. MeTomioM BbI-
COKOTEMIIEPATYPHOM SKCTPAKIIMU BO3MOXKHO onpenesienne Hy B repmanuu [100].

Tetparanorenuasl repManus 00J1a1a10T HEOOXOJUMBIMUA CBOMCTBAMH JJISI peait-
3allMM PEAKIIMOHHOM OTIOHKH, TaK KaK MMEIOT HU3KUe Temneparypsl kuneHusi: GeF,
Thosr = -36,6 °C, GeCly Tyun = 83 °C [101].

Otronky B Buae GeF4 [102] 00bIYHO IPOBOASAT € UCMHOJIH30BAHUEM aHAJIUTHYE-
CKHMX aBTOKJIABOB IMPHU PE3UCTUBHOM HarpeBe. B nmuTeparype He HailieHO METOJUK,
B KOTOPBIX IPUMEHSIICS MUKPOBOJIHOBOU HarpeB. [Ipu aHamu3e BBICOKOUHCTOrO rep-
MaHUs ¢ MpeABapuTeNbHbIM yaaneHuem matpullsl B Buae GeCly 11O npumeceit orpa-
HUYMBAIOTCS BEJIMUUHON 3arpsi3sHeHn, BHOCUMBIX U3 peakTuBoB (HCl u HNO3), Bcmo-
MOTaTeNbHBIX MaTepHaNIOB, MOCYbl U BO3yXa Jaboparopun. /st CHIKEHUST YPOBHS
3arpsi3HEHUs] BOBMOXKHO MPOBOJAUTH OTTOHKY MOCJIE XUMUYECKOIO MPEBpaIeHUs] MaT-
PHIIBI B JIETy4€€ COCAMHEHUE MYyTEM XJIOPUPOBAHMS HABECKH B ABTOKJIABE.

CrouT OTMETUTH, YTO NPHU KOHLIEHTPUPOBAHUU NPHUMECEN OTIOHKOM MATpHULIbI
B Bujie GeCly BO3MOXKHBI HEKOHTPOJIMPYEMbIE TIOTEPH aHATUTOB, 00OPA3YIOIIUX OTHO-
CUTEIIbHO JerkojeTyune xiaopuasl: Al, Ga, Fe u ap. B To ke Bpemsi COOTBETCTBYIOIIHE

dTopunpl  ATUX HpUMEced MeHee JIeTy4Yd, I[O03TOMY IIeeco00pa3Ho s
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KOHIICHTPUPOBAHMS TPUMEHTh peakiuu (ropupoBanus. [Ipu ucnonp3zoBanuu (Hro-
PUCTOBOIOPOIHOM KUCIIOTHI MPOUCXOaUT ruaponn3 GeF, 1o nuokcuaa repMaHus na-
pamMu BOJBI U3 KUCTOT. [I03TOMY MEpCIeKTUBHO MPUMEHSATH (PTOPHU OJIaropoaHOTO
raza, HauOoJiee O€30MacHbIM sIBIIIeTCS AUPTOpU KceHoHa. XeF,3To TBepioe kpucrai-
JMYECKOE BEUIECTBO, 00J1a/1at0IIee BRICOKOW PEaKIIMOHHON CIIocOOHOCThI0. Bo Bpems
BCKPBITUSI TTPOOBI ¥ KOHIIEHTPUPOBAHUS MPUMECEH MTPU HATPEBAHUU JBYXKAMEPHOTO
aBTOKJIaBa PEareHT MOCTYIAET B 30HY PACIOJIOKEHUS 00pa3I0B U B3aUMOJICHCTBYET C
npoboii. Obpasyrommuiics GeFs nepexoaut B o0beM peaktopa [103], a mpumecu, He
oOpa3yroiue JerkoiaeTydnx GTOpUaOB, OCTAIOTCA B KOHTEHHEpaX.

MeTtoauKky OTTOHKH TepMaHus MOoce KUCIOTHOTO MPEBpallleHUsl B JIETYUUl TET-
paxiopuz 6oJiee ToAPOOHO PACCMOTPEHBI HITKE.

1.3.4. Memoouku KonuyecmeenHo20 aHANU3A 2epMAaHusi U e20 COeOUHeHUl
¢ npeodsapumenbHbiM KOHYEHMpPUpo8anuem npumeceu.

Jlnst ompeneneHusl mpuUMecell B TepMaHUU WM AUOKCHUAE T€PMaHUS METOJIOM
AAC B pabotax [102, 104-106] mpuMEHSIIOT OTTOHKY MaTPHUIIbI MOCJIe PEAKIITMOHHOTO
npespamienus B Tetparajorenuy (GeCl, unm GeF,) ynmapusanuem. B metonukax AAC
UCITIOJIb30BAIM 3JIEKTPOTEPMUUYECKYIO aTOMHU3AIMIO, MO3BOJIAIONIYIO JTOCTUIaTh HU3-
kux [1O mpumeceit u UCTIOJIb30BaTh MaJible 00BEMbI KOHIIEHTPATOB.

B pa6ote [104] onucano onpeseneHne JErupyoumx NpuMeceid B MOHOKPUCTA-
Jax U rieHkax repmanus. ['epmannii otronsiu B Busie GeCly U3 TpaBUIIbHBIX pacTBO-
poB BoicymnBanueM noj MK-nammoit npu temneparype < 60 °C u3 GTOopOomiacToBbIX
yamek. B paboTe mpuBeneHb ONTUMATbHBIC YCIOBUS OMPEISICHUS MPUMECEH MpH
AAC OTA ananuze: TeMnepaTypa ¥ NpOJIOIKUATEIBHOCTh CTAIMIl UCTIAPEHUS U aTO-
Mu3aruu. M3ydeHo BIustHUE MAaTPUIIBI U COJISTHON KUCIIOTHI HA aTOMHOE TTOTJIOIICHHUE
onpenenseMbix mpuMeceit. [Ipenensr oOHapyxenus 12 npumeceit (Ag, Al, Au, Ba, Bi,
Cd, Cu, Ga, In, Li, Mg, Sb u Zn) B MOHOKPUCTAJUTMYECKOM T€PMaHUU COCTABISIOT
n-107-n-10"° % mac. B menkax repmanus [10 BbIlIENepeUnCIEHHBIX TPUMECEN CO-
crapisoT n-10°%-n-10* % mac.

B [105] meTtonom AAC OTA onpenesnsiiiv 7 TEXHOJIOTHYECKH BAXKHBIX PUMECEN

(Ag, Cd, Co, Cr, Cu, Mn, Ni u Pb) B mnokcuze repmanus ¢ I10 orn-10® 1o n-107 %
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Mac. B pabore m3ydeHa >(pPeKTHUBHOCTH MPUMEHEHUS ATOMH3aTOPOB Pa3IUIHOTO
THUIIA, ONTUMHU3UPOBAHbI TEMIIEPATYPHBIE MPOrpaMMbl. [ 'epMaHuii ocie pacTBOPEHUS
otrrousui B Buae GeCly narpeBanunem non MK-nammoit mpu remmepatype < 80 °C.

Oco6ennocteio AAC Metonuku [102] siBisieTcst OTTOHKA TepMaHUsl B BUJE TET-
padTopuia 1 UCIOJIL30BAaHUE aBTOKJIABHOTO BCKPBITHS JIs peaslu3allii Npo1ecca oT-
TOHKM MaTpuilbl. B kadecTBe ¢rTopcojepskaiero peareHta ucnoib3oBamm Xek.
Haecku o0pa31ioB nomeniaiy B JIyHKH (PTOPOIIACTOBOTO KOHTEHHEPA, KOTOPbIN pa3-
MeIaIi B aHAIUTUYECKOM aBTOKJIaBe ((PTOPOIIIACTOBBIM peakTop, 3aKIIOUCHHBIN B
cTanbpHOM Kopiryc). Ha mHO aBTOKIaBa momenianu u30bIToK TBepaoro XekF,. B onun n
TOT K€ aBTOKJIaB TOMEIAJIM KOHTEHHEPHI ¢ mpodbamu, 6e3 rmpo0d, ¢ 00pa3aMu cpaBHe-
HUs. ABTOKIIaB BbIAEpKHBaiIKM npu Temieparype 220 °C A0 MOJHOIO pasiioKeHUs
HaBECOK repManus. B pabote ormedeHo, yTo nociie oo0padboTku 1 r B TeueHue 12 4 B
KoHLeHTpare ocraercs ~10™* % mac repmanus. Ilocie OTTOHKM MaTpPHIbI KOHIEH-
TpaThl MIPEACTABIISLIA COOOM CyXHe OCTATKH MPUMECE, KOTOPhIE PACTBOPSUIA B BOJIE U
noMenaiM B aromu3aTop. B paboTe oTMeueHO BIUSIHUE OCTaBILIErOCs reépMaHus Ha
aHanmuTHYeckuii curHas Ga u TpeaioKeHa JOTOTHUTENIbHAST aBTOKIaBHAs 00paboTka
B TeYeHHUE 6 4 J1JIs MOJIyYeHHs] KOJIMUECTBEHHBIX Pe3yJbTaTOB. ABTOPHI J0Ka3ajH, 4TO
Nepexo/] peareHTOB U3 >KUJIKOM (pa3bl B ra30BYIO B YCIOBHUSIX aBTOKIJIABa XapaKTepU3y-
€TCSI BBICOKOM CTENIEHBIO YUCTOTHI Ta30BOM (ha3bl, CHIKAS TPEOOBAHUS K YUCTOTE HC-
XOJHBIX peareHToB. s mukponpumeceii Al, Ga u Li I1O coctasmsitor n-108-n-107!1
% Mac 11 HaBeckd 1 T.

B pab6ote [106] npencraBiena metomuka AAC DTA aHanm3a BBICOKOYHCTOTO
repMaHusi, JMOKCUIa U TeTpaxyopuaa repmanus. OCHOBY yAassuid IpU HAarpeBaHUM,
u3 metanaeckoro Ge miu GeO; nmocne pactBopenus B cmecsx kucaoT HCl u HNO;.
Mertoauka nmo3BoJjsieT onpeaesaTs coaepxkanue 18 npumeceit (Al, As, Bi, Cd, Co, Cr,
Cu, Ga, I, Li, Mn, Ni, Pb, Sb, Se, Si, Sn u Te) B ykazannbix oobekTax. B repmanun
u ero okxcuae IO npumecell HaxoAsTcs B MHTEpBaje 3HaueHuit or n-107°
1o n- 107 % mac.

ATOMHO-3MHCCHOHHBIE METOJWKH C KOHIIGHTPUPOBAHHEM NPHUMECEH pa3imd-

HBIMH crioco0amMu 0oJiee paclpOCTPAHEHbl B aHAIIUTUYECKOW MpakTuke. B padortax
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[43, 91, 107-109] repmanuii orroustoT B Buge GeCly nmpu HarpeBaHUH B OTKPBITON
cucreme (B 6okce moa MK-nammoi, Ha BoasHoM 6ane). B paborax [110, 111] npumecu
KOHIIEHTPUPYIOT B KpaTepax rpauTOBBIX AJIEKTPOJIOB B YCIOBHIX aBTOKJIaBa OTTOH-
koii repmanus B Bujae GeCly. B pabote [112] ucnons3yroT peakiuio GTOpupoBaHUs B
aBTOKJIABE.

B meromukax [91, 108, 109] peructpaumto cnexktpos npoBoauiu B JAIIT ¢ yrois-
HBIMH 3JIEKTPOJIaMU, IPUMECH KOHLIEHTPUPOBaAIU Ha rpaduTOBOM Mopolike. B padote
[108] ompenensror Tonbko As ¢ ITO ot n-107° 1o n-107° % mac B Ge, GeO,, GeCl..
B [109] B repmanuu u ero okcune onpeneisitot coaepxkanne Al, Cr, Cu, Fe, Mg, Mn,
Ni, Pb, Sb, Ta, Ti. Iy ynydiieH!s: METPOJIOTHYECKUX XaPAKTEPUCTHK MPEI0KEHO
BBoAUTH NaCl B rpadutoBbiii nopoiok. [1O nmpumeceit nexxat B MHTEpBasie 3HAYCHUN
orn-107% mo n-107#% mac. Haubonee nH(popMaTHBHAs METOUKA IpeAcTaBiieHa B [91],
no Helt onpenensior 31 nmpumecHsiii anemeHT: Ag, Al, As, Au, B, Ba, Be, Bi, Ca, Cd,
Co, Cr, Cu, Fe, Ga, In, Mg, Mn, Mo, Ni, Pb, Pt, Sb, Si, Sn, Te, Ti, T1, V, Zn u Zr.
I10 ananuroB cocrasisror n-1074-n-107 % mac.

B pa6orax [43, 107] orronky GeCly B oTKpbITOM cucTeMe kKomOnHnpoBaiu ¢ ADC
NCII meronom anammza. B [107] monydenHsie koHIleHTpaThl niocie yaaneHus GeCly
HarpeBanuem nona MK-nammoit anammsupoBamum  mertogamu ADC  UCIT w
ADC UCII ¢ OTH. Ilpenensr ooHapyxkeHus 25 ananutos: Ag, Al, Ba, Be, Cd, Co, Cr,
Fe, Ga, In, K, Mg, Mn, Na, Ni, P, Pb, Re, Sb, Se, Sn, Sr, Ti, V u Zn cocrasmsum n- 10~
8.n-107° % mac ¢ ucnonb3oanuem meroaukun ADC UCII; B meroauke ADC UCII ¢
OTU — ot n- 10~ 10 n-107° % mac. B cepun MeToauk [43] NpUCYTCTBYET METOIMKA, B
KOTOPOM HABECKU T'€pMaHUs WK €r0 OKCHIA PACTBOPSIIM B aHAJTUTUYECKOM aBTOKJIaBE
B cmecH kucnoT HCl u HNOs u npoBogunu otrouky GeCly mpu HarpeBaHuu B TedJio-
HOBBIX cTakaHax. [lomydeHHble KOHIIEHTpaThl aHanu3upoBanu metogamu ADC NUCTI
u MC UCII, npu pacuere KOHUEHTpAaUUi HCHOJAb30BaIM BHYTpeHHUI cTanaapt (In).
[Tpumecu Al, B, Ba, Ca, Cr, Cu, Fe, K, Li, Mg, Mn, Na, Ni, Si, Sr, Ti, V u Zn onpene-
nsimu metogom ADC UCII. [IpumecHsie anementsl Ag, Al, As, Au, B, Ba, Be, Bi, Cd,
Ce, Co, Cr, Cs, Cu, Dy, Er, Eu, Ga, Gd, Hf, Ho, Ir, La, Li, Lu, Mg, Mn, Mo, Nb, Nd,
Ni, Pb, Pd, Pr, Pt, Rb, Re, Rh, Sb, Sc, Se, Sm, Sn, Sr, Ta, Tb, Te, Th, T1, T, Tm, U, V,
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W, Y, Yb, Zn u Zr onpenensimn meronom MC HCII. 110 aHanuTOB COCTAaBISUIA OT
n-10~° mo n-10™#% wmac.

[TpumeuaTenbHBIMU SBISIOTCSA paObOTHI O aHanu3y repmanus [110] u auokcuna
repManus [111], B KOTOpbIX KOHIIEHTPUPOBAHUE ONPEICIISIEMBIX 3JIEMEHTOB ITPOUCXO-
JUT B KpaTepe TrpadUTOBBIX JIEKTPOAOB. AHAIN3 B METOJAMKAX BBIMOJHSIN METOOM
ADC AIIT. I'paduToBbie 31EKTPOABI C HABECKaMU 00pa3lioB MOMeIail B (Toporuia-
CTOBBIM peakTop, Ha €ro JHO YCTAHABIIMBAJIM €MKOCTh C KUCIOTaMH (IIJIsi T€pMaHMUs
HCI:HNO:s3, nns ero okcuaa HCI). 3arpysxeHHbIi (TOpOIIacTOBBIN peakTop repMeTH-
3MPOBAJIM B CTAJIbHOM KOPITyCE M HarpeBaJid B CYUIMJIBHOM HIKady Mpu TeMIepaType
200-220 °C B TeueHue 3-6 4. D1E€MEHTHI-IPUMECH KOHIIEHTPUPOBAIMCH B HUKHEH ya-
CTH 3JIEKTPOJIOB, TO3TOMY IMEPE]l PETUCTPALMEN CIIEKTPOB BEPXHIOK YaCTh JIEKTPO-
noB yaansiu. [Ipenenst ooHapykenus Ag, Al, Be, Bi, Ca, Cd, Co, Cr, Cu, Fe, Ga, In,
Mg, Mn, Ni u Pb B BEICOKOUKCTOM repManuu coctaBuad ot n°107° 1o n-107° % wmac.
B nnoxcune repmanns [10 Ag, Al, Be, Bi, Ca, Cd, Co, Cu, Mg, Mn, Niu Pb maxoastcs
B MHTEpBae 3Hadenuii or n- 107 10 n-107°% mac.

B pa6ore [112] metogamu ADC JIIT u ADC UCII ananu3upoBaiu KOHIIEHTPAThI
MPUMECHBIX PJIEMEHTOB, OJIyYEHHBIX OTTOHKOM MaTPUIIbl, B TOM YHCJIE€ TUOKCH]IE Tep-
MaHus. KoHLleHTpupoBaHue MPUMECHBIX 3JIEMEHTOB MPOBOJIUIN OTTOHKOW MaTpHUIIbI
npu ¢propupoBanuu npod napamu XeF, B ycnoBusix aBrokiaBa. Hapecku momemianu B
JYHKU (PTOPOIUIACTOBOIO KOHTEHHEPA U YCTAaHABJIMBAIM €r0 B AHAIUTUYECKUM aBTO-
KJIaB, Ha JHE KOToporo Haxonuica XeF,. ABTokiIaB HarpeBanu 10 temnepaTtypsl 200-
220 °C. Crnucok omnpeaensieMbix 35eMeHToB u ux [10 B paboTe HE MPUBOIUTCS.

B pa6ote [113] meton ADC ¢ Bo30ykAeHUEM B Ayre MEPEeMEHHOTO TOKA MpUMe-
HSUJIU JIJTS @HAJIM3a KOHLEHTPATOB, IMOJIYUYEHHBIX ITOCJIE OTTOHKH '€épMaHusl B BUJIE TET-
palionuna 1 MoHocyilbbuaa repmaHusi. KoHlleHTpupoBaHME NpuMeceld OCHOBAHO
Ha B3aMMOJEICTBUU METAJlIa ¢ MOJOM WJIM CEPOM B 3alasHHBIX KBapLIEBBIX aMITyjax
B IIPUCYTCTBUU KOJUIEKTOPA, KOTOPBIM CITy>KHJI YTOJIbHBIN MOPOLIOK, ¥ TOCIETYOLIEH
OTTOHKE TeTpaioausia U MOHOCYJb(Puaa 0e3 ImpeaBapUTeIbHOTO BCKPBITUS AMITYJI.
[Tpu cynspuaupoBanuu 200-400 mr repmanus, 90-180 mr ouniieHHoM cepsl 1 20 M

rpauTOBOIO TMOPOIIKa HarpeBaid B MydenbHor neun npu temmeparype 620 °C B
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teuenne 4 4. OTronky oOpazoBasuierocsi GeS mpoBOAMIIHN B TeX )K€ aMIyJiax, rmoMe-
IIEHHBIX B TOPU30HTAJILHYIO TPyOUaTyto neub, npu Temmneparype 650 °C B Teuenue 6
4. B X010/IHOM KOHIIE aMITyJibl, BHICTYIIAIOIIEM U3 Me4YH, KOHIleHTpupoBaics GeS. B
pabore [113] npusenensl 110 mekoropsix anamutoB (Co, Cr, Mn, Ni) or n-107°
10 n-10™* % mac ¢ yka3zaHMeM, YTO CIIUCOK OIPEIEIAEMBIX 3JIEMEHTOB MOXKET ObITh
paCIIMPEH 3a CUET JIEMEHTOB, KOTOPhIE 00pa3yIOT CyIb(UABI C HU3KON yIPYTOCTHIO
napa wiM TepMUYeCKH HeycToMuuBhl. [Ipouenypa WoaupoBanusi TepMaHus ONKUCAHA
B [114]. O6pazer maccoit 200-400 Mr co CTEXMOMETPUUYECKUM KOJMYECTBOM HOJA U
20 mr rpadUTOBOTO MOPOIIIKA TOMENTAIN B CTSKJITHHBIC TPYOKH U HATPEBaJIU B ITUJIUH-
JPUUYECKON BepTUKAJIbHOUN neun npu temmneparype 200-220 °C B Teuenue 2 4, naiee
temriepatypy nosbitmanu 10 300-350 °C. ABTropamu 0060 OTMEUEHO, YTO TIPOIOJIKH-
TEJIBbHOCTh MOAUPOBAHMS HE 3aBUCUT OT BEJIMYMHBI HABECKH U BEITMYUHBI TOBEPXHO-
CTH, a 3aBUCHUT TOJbKO OT TeMrepaTypsl: npu 300 °C oHa cocrasiser okoso 10 4, a
npu 350 °C — 5-6 u. TpyOxku u3rubanu nox yriaom ~90°, KOHIBI TpyOOK U MECTO U3rHbda
HarpeBaiau 10 290-300 °C. ITpu stom napsl Gels KOHAEHCUPOBATUCH B XOJOAHBIX Ya-
ctax. ABropsl mokasanu, uto Cd, Co, Cr, In, Mn, Ni, Pb u Tl npaktruecku moTHOCTHIO
ornensitorest oT Gely. YkazaHa BO3MOXKHOCTh PaCIIUPEHUs CIHCKA aHAIUTOB 33 CUET
HIEJIOYHBIX, IIEIOYHO3EMEIIbHBIX 2JIEMEHTOB, Ag, Au, Cu, 2JIeMEHTOB, Y KOTOPbIX HO-
TUABI UIMEIOT MEHBIIIYIO YIIPYTOCTh mapa, 4em Gels, u TepMuIecKn HeyCTONYNBBIX.

st camokenust 110 aHanuToOB npu aHamu3e repMaHusi BBICOKOW YUCTOTHI MPUMeE-
HSIOT MacC-CIIEKTPOMETPUYECKHUI METO/ aHaIN3a B COUYETAHUM C MPEABAPUTEIbHBIM
KOHIIEHTpupoBaHueM. [IpenBapurenbHOe KOHIIEHTPUPOBAHNUE BBIMOTHSIIOT OTTOHKOM
repMaHus MOCJIe XMMUYECKOTO MPEBpaLEHUs pa3iMuHbIMU criocobamu. Tak, B paboTte
[115] ucnonp3oBanu HanbosIee MPOCTYI0 METOANKY OTTOHKH: HABECKY JTUOKCHIA Tep-
Manus pactBopsiin B cMec HCl u HNOs (5:1), no6asmsuiu paz6asnennyro HCI (1:1)
Y yIapuBajM Ha IUIUTKE 10CyXa. 3aTeM KOHIICHTpAT MpUMeCced NePEeBOAWIN B PACTBOP
u anamusupoBaiu merogomM MC UCTI. Onpenensmu As, Cd, Co, Cr, Cu, In, Mg, Mo,
Na, Ni, Pb, W u Zn ¢ npenenamu o6Hapyxenus ot n-107~7 go n-10* % mac. C nmomo-
uisto Metosia ADC UCII onpeaensuin Ca, Na u S, ux [10 HaxoasTCs B UHTEepBaJie 3Ha-

yernii n-10™*- n-10~> % wmac. Conepxanue Fe ompenensiu merogom AAC OTA ¢
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npeznenoM obHapyxkenus 3-107° % mac. Takum 00pa3oM, aBTOPaMH JUIs OTIPEAEIIEHHs
16 aHanTMTOB UCIONB3YyETCS OAHODIEMEHTHBIN U JBA MHOTO3JIEMEHTHBIX BBICOKOYYB-
CTBUTEJIbHBIX METOAA.

B yxe ynomsHyTol panee pabote [43] aBTopamu paspadborana meroauka MC
NCII ananm3a ¢ npeaBapuTEIbHbIM KOHIEHTPUPOBAHUEM ONPEAEISIEMBIX 3JIEMEHTOB.
['epMaHuii OTTOHSIOT B BUJE TETPAXJIOPHJIa OJTHOBPEMEHHO C PA3JIOKEHUEM HABECKU
oOpaslia B ycJIOBHUSIX aBTOKJAaBa MpPU PE3UCTUBHOM Harpese. Harpes ocyiecTBisuiu
B 5 cranuii ipu temmeparypax 160-240 °C B teuenue 3 4. B kauecTBe BHYTPEHHETO
crangaprta ucnosb3oBau In. [Ipenenst o6Hapyx)enus Ag, Au, Ba, Be, Cd, Ce, Co, Cs,
Cu, Dy, Er, Eu, Gd, Hf, Ho, Ir, La, Li, Lu, Mn, Nd, Ni, Pd, Pr, Pt, Rb, Rh, Sc, Sm, Sr,
Ta, Tb, Th, Tm, W, Y, Yb u Zn cocrasistor ot n-107'° 1o n-107° % mac.

[Toxosas mpoueaypa OTTOHKA MaTpHULbl B YCIIOBHUSIX aBTOKJIABA, HO NP MUKPO-
BOJTHOBOM Harpese, paspaborana B [116]. HaBecky repmanus momermanu B TeI0HO-
BbIIl CTaKaH Ha MOJCTaBKE, KOTOPbI YCTAHABIMBAJICS B aBTOKJIAB, HA JIHO HAJIMBAJIH
cMech kucinor HCI u HNO; (3:1). s Toro uTtoObl n30ekaTh 0Opa3oBaHUs OKCHIA
repMmanusi, B cmech q00apnsuin S00 Mk Boasl. [lonroroBieHHbI aBTOKIAB MOIBEP-
rajJii MUKPOBOJIHOBOM 00paboTke B TeueHre 90 MuH, U3 KOTOpbIX 60 MUH BBIIEPIKHU-
Banu 1nipu AasieHun 80 psi (~550 kIla). [lonydeHHbIe KOHIICHTPAThl aHATU3UPOBATIU
meronoM MC UCII ¢ ucnonap30BaHUEM PEAKIIMOHHO-CTOJIKHOBUTEIBHON TYEHKH. AB-
TOPBI UCNOJIb30BaIM NH3; B KauecTBe peaklMOHHOTO ra3a. s mosydeHus: KoJjaude-
CTBEHHBIX PE3yJbTaTOB NPUMEHsUIM BHYTpeHHHMH ctaHmapT — Y. IO cocraBisiroT
orn-107® 1o n-107°% mac. nna Ag, Ba, Cd, Co, Cr, Cu, Fe, Mg, Mn, Ni, Pb u Zn.

B pa6otax [117-120] KOMIE€KTUBOM aBTOPOB pa3pabOTaHbl METOAMKHU KOJIWYE-
cTBeHHOrO aHanu3a repmanus merogqom MC HCII. [TpumedaTenbHbIM SBIISIETCS CIIO-
c00 OTTOHKH repMaHusi B CKOHCTPYHUPOBAHHOM yCTaHOBKE: KBapIEBas Yalllka C HaBecC-
KOW repMaHusl yCTaHABIMBAJIACh B KBAPLIEBBIM PEAKTOP, KOTOPBIM HATPEBAJICS 10 TEM-
nepatypsl 120 °C (unu 230 °C). Cyxoii ra3000pa3Hblii XJI0p, MOJIyYEHHBIH in situ u3
peakuuu MnQO; ¢ koHnienTpupoBanHoit HCI npu HarpeBanuu, nogaBaiu B KBapleBbIi
peakTop ¢ 00pa3loM repmMaHus. XJIop OCyIlIaliyd MPOIYCKaHUEM Yepe3 ABe (WU TpHU)

€MKOCTH C KoHlUeHTpupoBaHHOoM H,SOs. Takum oOpazom, MojgaBaeMbIil  XJIOp
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pearupoBall ¢ BEpXHUM CJIOE€M T'epMaHHUs U PU 3TOM 00pa30BBIBAJICS JIETYUNi TeTpax-
JIOpUJ, KOTOPbIA HEMEUIEHHO MepeHocuics B eMKOCcTh ¢ pactBopoM NaOH (20 %
Mac.). TpaHcnopt xj0pa U IpOIYyKTOB PEAKLUHUU OCYIIECTBIBLIN aproHoMm. [Ipogomxu-
TEJIBLHOCTh OTTOHKHU 3aBHcelia OT HaBecku oOpasua (0,2-10 1), TemnepaTypbl OTTOHKH
u coctaBisia ot 3 70 5,5 4. [lonydeHHbI KOHLIEHTPAT paCTBOPSUIM B CMECHU KHUCIOT
HCI u HNOs, B kauecTBe BHyTpeHHero ctanaapra nobasnsii Rh. B paborax [117,
118] otronky BoinosHsui npu 120 °C u onpenensiiu merogom MC MUCII 36 u 50 ana-
TuTOB cooTBeTCTBEHHO; As U Fe onpenensnu metogqom AAC DTA. [lns onpenenenust
Ag, Ga, Sb u Sr B [118] Taxke ncnonp3zoBanu merogq AAC OTA. T10 ananutoB noCTH-
rami n-10° % mac. B [119, 120] repmannii HarpeBam 10 230 °C u onpenensnu 47
ananmutoB metogom MC UCII; Ag, Ga, Fe, Sb u Sr onpenensmu meronom AAC OTA.
I[Ipenensl o6HapyxkeHus ananuros gocturamd n-1071° % mac npu oTronke HaBecku
repmanus 10 T [120]. 13 nanHO# cepun pabOT BUIIHO, YTO C YBEIMYCHHEM TEMIIepa-
Typbl OTTOHKH ¢ 120 °C g0 230 °C npoucxoauT yBEIUYEHUE IOTEPh aHAJUTOB, TaK B
pabotax [119, 120] ne onpenensitot B, Se, Sn, Hg, TI.

AHaJOTHYHBIN c10co0 OTTOHKHU TepMaHUs MPUMEHSIN B padote [99], B koTOpoi
metonoM AAC DTA onpeaensinu coaepxkanue Cr, Cu, Fe, Ni u Pb. Otronky npoBo-
vy B Buge GeCly mo onucanHoit Beie cxeme (0,2 r oOpasiia o6padaThiBaIu XJI0pOM
npu temnepatype 120 °C B teyenue 3 4). ONTUMU3NPOBAHBI TEMIEPATYPHBIE MPO-
rpammbl OTA, U3ydeHbl KpUBbIE MUPOJIM3a B MPUCYTCTBUM Moaudukatopa Pd+Mg
u 0e3 Hero. I10 aHanMToB HAXOAMJIKCH Ha YpoBHE n- 107 % Mmac.

B nuteparype cyuiecTBYIOT paboOThl, TOCBALICHHBIE aHAIW3Y TepMaHus
HEUTPOHHO-aKTUBAIIMOHHBIM MeToioM (HAA) 6e3 otneneHusi BbICOKOAKTUBUPYIO-
mieiicss ocHoBbl [121-123] u ¢ mpenBapuTenbHbIM KOHLIEHTpUpoBaHueM [124-126]
onpenesieMbIX AeMeHTOB. B Hacrosimiee Bpemsi metog HAA sBisietcss TpyAaHOI0-
CTYyIIHBIM, KpPOME TOT'0, BBINOJHEHHE aHanu3a MeTtongoM HAA 3anuMaer nnurenbHOe
BpeMs, Hanpumep, obmydenne B TeueHue 100 4 u BeIIepKUBaHKE TIOCIIE OOTydICHHUS
JI0 TIOJIHOTO Crajia akTUBHOCTHU pagauonszoTomna ~130 cyt. [losTomy B AuccepTainoH-
HOI paboTe METOMKH ¢ UcHoib30BaHueM Mmeroga HAA nmonpoGHO paccMaTpuBaTh HE

oynem.
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1.4. Bwu1600bt u3 1umepamypnozo oo3opa

1. IlomydeHne BBICOKOUHMCTOTO F'€pMaHMsi, €ro OKCUIA U MaTEPUAIOB Ha UX OC-
HOBE — 3TO KOMIUIEKCHBII U TPYOEMKHH MPoLIecc, KOTOPbIM TpeOyeT aHATUTHIECKOTO
KOHTPOJISI Ha KaXKJOM 3Tare Mpou3BOACTBA. Pa3BUTHE METO/IOB aHAM3a PaCKPbIBAET
HOBBIE BO3MOKHOCTH JIJI1 KOHTPOJIS YUCTOTHI T€PMaHUs U €ro OKCUJIA, CIIOCOOCTBYSI
COBEPIIICHCTBOBAHUIO METO/IOB ITyOOKOI OYUCTKH BEIIIECTB.

2. OOnactb MPUMEHEHHs] MATepUaJIOB HAa OCHOBE BBICOKOUHCTOIO IE€pMaHHs
U €r0 OKCHJIa BO MHOT'OM ONPEACIISIETCSI CTENEHbIO YNCTOTHI UCXOJHBIX BEIIECTB, KO-
TOpasi BIUSET Ha KAUECTBO MAaTEpPUAJIOB U U3MEHSIET UX CBOMCTBA (AJIEKTPONPOBOIU-
MOCTb, paJlualldOHHasi CTOMKOCTH U JIp.). Y MEHbBIIIEHUE COAECP>KaHUsI PUMECHBIX dJie-
MEHTOB OTKPbIBAET HOBBIE CBOMCTBA T€PMAHUS U PACIIUPSET BO3MOXHOCTH MPUMEHE-
HUS y’K€ U3BECTHBIX (PYHKIIMOHAIBHBIX MAaTepHUaiOB HA OCHOBE BBICOKOUYUCTOTO rep-
MaHHsI.

3. OnyOnukoBaHHBIE paOOTHI OMUCHIBAIOT Pa3HOOOpa3HbIe BAPUAHTHI IPOBE/Ie-
HUSL 0030pHOI0 aHaJM3a FrepMaHus U €ro OKCHUJIA, BBITIOJHAEMbIE CIIEKTPAJIbHBIMU Me-
TogaMu. METOANKUA XapaKTepU3YKTCS Pa3HbIMH BO3MOXHOCTSIMH, BKJIIOUYAIOIIUMU
CIIUCOK OIpe/eIIeMbIX AJIEMEHTOB M UX MpeJiebl oOHapyxkeHus. Beibop MeTonuku
KXA 3aBHCHT OT NOCTaBIICHHOM 33J]a4l U UMEIOLIETocss 000PY1I0BaHHUS.

4. HawuGonee mHPOPMATUBHBIMA WHCTPYMEHTAJIHLHBIMU METOJUKAMU aHAJIN3a
apisitoress UMC meroguku. B MeTaimmmueckoM repMaHud BO3MOKHO OIpEIETICHUE
10 73 37€MEHTOB-NIPUMECEH, B IUOKCUE T€PMaHUs U SMUTAKCUAIBHBIX CIOSIX TepMa-
Hug 10 70. Cambie Hu3kue [1O ananuToB nocTUrHyThl ¢ ucnoiab3oBanuemM MC HUCII
metona (n-10° % mac.), npu 0OLIEM KOJUYECTBE ONpPEAEIAEMBIX NMpPUMECE — 56.
BonpImmHCTBO METOMK CO3AaHO BO BTOPOM MOJIOBHMHE XX BEKa, MO3TOMY pa3pabo-
tanbl 111 ADC MeTona ¢ Bo30yxaenueM cinektpoB B [{I1T. PaccMoTpeHHbIe METOIMKH
HaIpaBJICHbI HA KOJTMYECTBEHHOE ONPEACIICHUE pacIpOCTPAHEHHBIX Npumeced. Onpe-
JIEJICHUIO COACPKAHUS PEKO3EMETBHBIX AIIEMEHTOB, METAJJIOB TUIATUHOBOM TPYIIIbI,
TPAHCYPAHOBBIX JIEMEHTOB U HEKOTOPBIM JIPYTUM YIEISETCS HENOCTATOYHO BHUMA-

HUA.
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5. B merogukax MC UCII ananmsza crnocoObl YMEHBIICHHS] CHEKTPaIbHBIX
U HecnekTpalbHbIX BiusHUM (BC 1 peakiiMOHHO-CTOJKHOBUTEIbHAS SYeiiKa) Mpume-
HSIOTCS Yallle BCEro Ui OMpEACNICHUS €IWHUYHBIX aHAIUTOB, JUOO HEOOJBLIOTO
cnucka. [Ipu aToM Tepsiercs 0AHO U3 OCHOBHBIX npeumytiectB MC aHanm3a — MHOTO-
AJIEMEHTHOCTH (onpenesneHue 10 70 mpumeceit OTHOBPEMEHHO).

6. Jlyis momydeHus KOJMYECTBEHHBIX PE3yIbTAaTOB C TPEOYyEeMbIMU METPOJIOTH-
YECKUMHU XapaKTEPUCTHUKAMU MPHU MPOBEIEHUN MHOTO3JEMEHTHOTO aHalli3a 11eJIeco-
00pa3HO OJJHOBPEMEHHO MPUMEHSATh HECKOJIBKO MPUEMOB yUeTa CIIEKTPAIbHBIX U He-
CIIEKTPaJIbHBIX BIVSHUM.

7. KoHueHTpupoBaHHE NMPUMECEH MO3BOJISET OJTHOBPEMEHHO YCTPAaHUTh MaT-
pudHOE BiusiHUE U o00uThes cHmkeHus [10 ananuToB. Hanbonee 3¢ dhekTHBHBIM CI10-
coOOM OTrOHKHM T€pMaHMsl SIBIISIETCS PEAKIMOHHAsl OTFOHKA B BUJE TETPaxJOpUJa.
MHuoroo6ermamum cnocodoM OTTOHKH TepMaHus SIBJIsIETCS OTTOHKA B Cpefie ra3000-
pa3HOro peareHTa, T.K. MO3BOJIAET M30€kaTh BHECEHUS 3arpsi3HEHUN U3 PEaKTHBOB.
BrinonHeHne OTrOHKY repMaHus B YCIOBUSX aHAIMTUYECKOTO aBTOKJIaBa MPU MUKPO-
BOJIHOBOM HarpeBe MO3BOJISIET COKPATUTh BPEMs POOOMOATOTOBKH.

8. Hawubonee nndpopmatnBHON KOMOMHUPOBAHHON METOIUKOM SIBJSETCSI METO-
nuka MC UCII ananmuza (no 58 mukpornpumecH). KoHlleHTpupoBaHue npumeceii Bbl-
MOJIHEHO yHapuBaHUEM T'eépMaHus U3 PacTBOpPa, MOCJIE PACTBOPEHUS HaBECKH 00pasiia
B COJIIHOM KHUCJIOTE B aHAJIMTHUYECKOM aBTOKJIaBe. [IpoBeneHHbIN TuTepaTypHBbIi mo-
UCK TOKa3aJjl, YTO YEM JKECTUe YyCJIOBUS OTTOHKH (BBIIIE TeMIlEpaTypa u Oojee JH-
TenbHast o0O0paboTka), Tem Oonpbmie noTeph aHanmutoB. Cample Hu3kue [10
(n-1071° % mac.) mocTurHyTel pu oTroHke 10 T TepMaHMS B IPOTOYHOM PEAKTOPE.
HeobxonmuMocTh UCIONBb30BaHMS 3HAYUTEIBHOTO KOJMUYECTBAa BHICOKOYUCTOIO Mate-
puasa sBIsSeTCs CyIIECTBEHHBIM HEJIOCTAaTKOM yKa3aHHOW meTonuku. bonee addek-
TUBHBIM M YKOHOMHYECKHU BBITOJIHBIM SIBIISICTCS TTOAOOP yCIIOBUN aHAIW3a KOHIICHTP-

aTra HpHMCCCﬁ, CHOCO6CTBYIOIHI/IX IMMOBBIIICHUTIO YyBCTBUTCIIbHOCTH OIIPCIACIICHMA.
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I'JTABA 2. XAPAKTEPUCTHUKA PEAKTUBOB 1 ObOPYIOBAHUA

2.1. Xwnuuecxuepeakmuebt U ux ouucmka

B nucceprammonHoii paboTe MCMOIB30BAIH, TTOTYYEHHYIO Ha yCTaHOBKe Direct

Q-3 (Merck, I'epmanusi), 1€MOHU30BAHHYIO BOJY C YJI€IbHBIM CONPOTHUBICHUEM

18 MOM/cM; KOMMEPUYECKH TOCTYITHBIE KUCIOTHI: COJsiHas kuciota oc. 4. 20-4 'OCT

144261-77 (Curma Tek, Poccust), a3otHast kucnota oc. 4. 27-5 T'OCT 11125-84 (A3zor,

Poccust), cepnas kucnota oc. 4. 11-5 TOCT 14262-78 (Peaktus, Poccus).

B pabote ¢ BbicokouucThiMU BemiecTBaMu HU3KUX [1O ananmuToB moOMBaroTCs

IpeIBaPUTEIbHBIM OUUIIIEHUEM KUCIIOT. J{J151 5TOro HCmoib30Balid yCTAaHOBKY Cy000ii-

nepHoit nuctwuisiiimu DuoPUR (Milestone, Utanus).

[Tpu npoBenennu ananuza MmerogoMm ADC IIT ucnosb3oBanu:

ANEKTPOJIbI TpadUTOBbIE I ceKTpaibHOro aHanuza Mapku EC-02, quamer-
pom 6 MM, TV 1915-005-11250473-99 (Grafi, Poccus);

rpaduToBsIii MOpPOIIOK, oc. 4. 8-4, 'OCT 23463-79;

XJIOPUJ HATPHUS ISl CIIEKTPaJIbHOTO aHanu3a, X.4., TY6-09-1252-76 (Peaxum,

Poccus).

[Ipu npoBeieHNN HKCIIEPUMEHTOB IPUMEHSIIN CTAHIAPTHBIE PACTBOPBIL:

MHOT03JIeMEeHTHbIe cTaHaapTHBIE pacTBopbl MOC (Ckat, Poccus):

MDOC 1: Al, Ca, Cd, Cr, Fe, K, Mg, Mn, Na, P, Zn — 50 mr/m, Li — 10 mr/i;

MDC 2: B, Bi1, Co, Cu, Ga, In, N1, T1, V — 50 mr/m;

MDC 3: As, Pb, Rb, Sb, Se, Sn, Te — 50 mr/n, Ba, Sr — 20 mr/n,

Ag, Au, Be — 10 mr/m, Hg — 5 mr/m;

MDC 4: Hf, Mo, Nb, Re, Ta, W, Zn — 50 mr/n;

M3SC 5: Ce, Dy, Er, Eu, Gd, Ho, La, Lu, Nd, Pr, Sc, Sm, Tb, Tm, Y — 50 mr/m,

Yb — 25,0 mr/i;

MHOTro351IeMeHTHBIN pacTBOp «7500 Series PA Tuning 1» (Inorganic Ventures,
CIIIA): As, Be, Cd, Zn — 20 mr/a; Mg, Ni, Pb — 10 mr/it; Al, Ba, Bi, Co, Cr, Cu,
In, Li, Lu, Mn, Na, Sc, Sr, Th, T, U V - 5 wmr/m
Y, Yb - 2,5 mr/m;
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* omHOANEMEeHTHbIe pacTBOpbl MOHOB: Cs (MCO1060:2004), Pd (I'CO 8432-
2003), Pt (I'CO 8431-2003), Rh (I'CO 8793-2006), Ru (I'CO 8856-2007),
[ (I'CO 7104-94), Ir (ICP Standard) u SO4* (I'CO 7253-96);
= oaHO3JIeMeHTHBIE pacTBOpbl Dy u Gd ¢ xonuentpanueit 10 mr/m;
= oaHO3JIEeMEeHTHBIE pacTBOPHI Bi, In, Re u Se ¢ konuentparnueit 5 u 0,5 mr/im.
Jliist o6ecnieuernst paboThI CIIEKTPOMETPOB UCTIOIH30BAITH KOMMEPUECKH TOCTYTI-
HbIE Ta3bl: aproH BbICOKOW 4uCTOTHI (TY 6-21-12-94, OO0 «ITPOMI'A3y), reauit
mapku A (TY 0271-135-31323949-2005 ¢ uzm. 1-5, OO0 «Camtor»).

2.2. Xumuueckan nocyoa u ecnomozamenvHoe 000pyoosanue

Jlnst B3SITHSL HABECOK 00pa3IloB MCIOIb30BAIM aHaMTHYeckue Bechl (Shimadzu,
Snounus). Bee paboThl MO MPUTOTOBIEHUIO PACTBOPOB, OJATOTOBKHU MOCY/IBI K IKCIIE-
pUMEHTaM, OTTOHKY B TBEPAOTEIbHOM TEPMOCTATE U TPOTOYHOM PEAKTOPE MPOBOIUITU
B BBITSDKHBIX mIKadax. J{ns ymapuBanus pactBopos noj MK-mammoil ucnons3zoBanu
OOKCBI U3 OPICcTeKIa, MOAKIIOYEHbIE K BBITSKHOW BEHTWISILIUM C OYMCTKOM BO3JyXa
yepe3 GuiIbTp «TKaHb [leTpsiHoOBaY.

OnnokananbHbie 103atopkl (Jlennunet, Poccust) nepemennoro oowema (10-100
Mk, 100-1000 Mk, 1,00-5,00 mu1) mpuMEHSIIN 171 TO3UPOBAHUS, IPUTOTOBJICHHUS T'pa-
JTYUPOBOYHBIX M aHAJTU3UPYEMBIX PACTBOPOB. [[J1s1 3TOro MCosib30BaiIM MOTUIPOIH-
JIEHOBBIE HAKOHEYHUKH. Bce pacTBOPHI TOTOBUIIM B OJTHOPA30BbIX MOJUIIPONHIICHOBBIX
npoOrpKax ¢ BAHTOBBIMU KpbIiiikamul Ha 10, 15 u 50 M

MeTtannuueckuii repMaHuil pacTBOPSUIA B OTHOPA30BBIX CIMHTWILIAIIMOHHBIX (pi1a-
KOHax (20 M) U3 MOJMATHIIEHA BBICOKOM IJIOTHOCTH, & AMOKCH FTepMaHUs B MHOI'OPa30BbIX
(TOPOIUIACTOBBIX CTakaHax ¢ Kpbikamu (10 m).

JJ1s1 IpoBeIeHNsT OTTOHKM MaTpHLbI KCIIOJIb30BAI MHOTOPAa30BYIO NOCYAY:

" KBapLEBbIC PEAKTOPHI IJIsl OTTOHKU B IPOTOYHOM PEAKTOPE;

" KBapLEBbIC YAIIKUA 00BEMOM ~2 MJI C IOy CHEPUIECCKIM THOM;

* (TOpOMIACTOBBIE YAIKH C MOTyC(HEepUUeCcKUM JHOM IJIsl YHApUBaHUSI PAaCTBOPOB,
00BEMOM ~3 MII;

" CTaHAapTHbIE KOHTPOJbHBIN 1 padounii arokiaBel HP-500 (XP-1500) anst mukpo-

BOJIHOBOM CHCTEMBI paziokeHus mpod Mars 5.
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[Tepen skcrepuMeHTaMHW MHOTOPA30BYIO TOCYIYy TIIATEILHO MOATOTABIMBAIIH
MyTeM MEXaHWYECKON OYHCTKU C MOIOUIMMU CPEJCTBAMU, © MHOTOKPATHBIM KHUIIsTYe-
HUEM B CMECSIX OC. Y. KHCIIOT, JICMOHW30BAaHHOW BOJIe. BKITabIm aBTOKJIABOB OYH-
IIQJIA OT MOBEPXHOCTHBIX 3arpsS3HEHUHN U MPOBOAUIIM MOCIEI0BATEIbHYI0 MUKPOBOJI-
HOBYI0 00paboTKy (BbiepkuBanue rpu 120 °C B TeueHue 15 MuUH) CO CMEChIO KUCIIOT
Y ICMOHU30BaHHOW BOJOM.

Uwrctas MHOTOpa30Bast MOCY/1a XpaHUJIACh B TEPMETHYHBIX OOKCaX U3 OPICTEKIIA.
2.3. Ocnosnoe ooopyoosanue

Jlis BBINIONHEHUST pabOT METOJOM aTOMHO-3MHUCCHOHHOM CHEKTPOMETPUU HC-
M0JIb30BAJIM JIBA UCTOUYHHUKA BO30YKIEHUSI CIEKTPOB: AYrY MOCTOSIHHOTO Toka (ADC
JIIT) u uaayktuBHO cBa3aHHy0 miazmy (ADC UCII).

AIC JIIT ycmanoska

Amnanus o6pasnoB merogoM ADC JIIIT npoBoauin Ha CEKTPaIbHOM yCTAHOBKE,
B KOoTOpyto BxoauT crnektporpad PGS-2 (Carl Zeiss Jena, ['epmanust) ¢ nudpakunon-
HoM pemeTkoit 900 mITp/MM M reHepaTop IAESKTPUUECKOTO JyroBoro paspsaa «Fireball
FB-25» (BMK «Onrosnextponukay, Poccus). [{ns peructparuu crieKTpoB 00pasIon
criekTporpad OCHaIlIeH 8-KpUCTAIbHON (HOTOAMOTHON JTUHEUKOMN TIIIOCKON COOpKH —
MHOT'OKaHAJIbHBI aHAJIU3aToOp 3MHUCCHOHHBIX crniekTpoB MADC (BMK «OnToasnek-
Tponukay, Poccus) [127]. Jns anammza metogom ADC JIIIT ucnons3zoBanu rpaduro-
BBIE JIEKTPOABI (IMaMETPOM 6 MM) 3aTOUEHHBIE HA:

" YCEYEHHBIM KOHYC — KaTO[;
* Kpartep, rryouHon 4 MM, d = 4 MM — aHO/I.

AHanu3upyeMmblii oOpa3zel nomeniaeTcsi B kparep anekrpoaa. IloctosHHbIN TOK
OT TeHepaTopa MoAAeTCA Ha TpapUTOBBIE IEKTPOIbI, MEKIY KOTOPBIMHU 00pa3yeTcs
IyroBoi paspsa. CiekTp, NOJy4eHHbINH MOCIE Pa3I0KEHUsI AIEKTPOMArHUTHOTO U3ITY-
yeHus1 AUGPaKIuOHHON pemeTkou, peructpupyercs MADC.

Cnekrporpad ¢ MADC no3BoisieT TPOBOAUTH OJHOBPEMEHHYIO PETUCTPALIUIO
BCEro JMana3oHa JJIMH BOJIH CIIEKTPAJIbHBIX JIMHUW, HE YBEJIMUUBas BpEeMs perucTpa-

IIMU ¥ HaBECKy 00Opasiia.
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['eneparop FB-25 ynpasisercss koMnproTepHOi mporpamMmmoit «Duga25y. Yopas-
JeHHe creKTporpagoM u o0paboTKa CIEKTPOB OCYLIECTBIIAIACH IPOrPaMMHBIM o0ec-
NEYEHUEM «ATOM», KOTOPOE MO3BOJISIET IPOBOJUTH aBTOMAaTUYECKUE PACUETHI U T10-
CTPOEHHE IPalyMpOBOUYHBIX (DYHKIUH, ONPEIEICHUE CTATUCTUUECKUX XapaKTEPUCTUK
II0JIy4aeMbIX 3HaYEHUU U T.JI.

PaGouune mapameTpbl yCTaHOBKHM IPUBEIEHBI B Ta0I. 1.

Taonumal

OcHoBHbIe mapaMeTpbl reHeparopa FB-25 u cnextporpaga PGS-2

[Tapametp Pabouwnii nuamazon
Cwuia Toka 13,5 A
Hanpsixenue 220 B

Bpewms peructpanun 22 cex

Pabouwnii nuama3oH AJUH BOJIH CIEKTPAIbHBIX JIMHUK | 205-344 HM

AIC UCII cnekmpomemp

Anamu3 o6pasuoB metogom ADC UCII npoBoauian Ha aTOMHO-3MHUCCHOHHOM
CIIEKTPOMETPE BBICOKOTO pa3pelieHus ¢ MHIYKTUBHO CBsA3aHHOU 1uiazmoil iCap-6500
Duo (Thermo Scientific, CIIIA). PacTBopsl aHamm3upyemMbix 00pa3ioB BBOAMINA Yepe3
CTaHAAPTHYIO PACHbUIUTEIbHYIO CUCTEMY, KOTOPAsi COCTOUT M3:

® BCTPOEHHOTO B KOPITYC CIEKTPOMETPA MEPUCTATBTHUECKOTO HACOCA;

" THEBMATHYECKOTO KOHIEHTPUYECKOTO pachbLIuTeNss SeaSpray MpOU3BOIU-
tenbHOCThIO 2 Mil/MuH (Glass Expansion, ABcTpanus) 3 00pOCHIMKATHOTO CTEKJIA;

" [IMKJIOHHOM pacmbeutuTensHOM Kamepsl Tracey (Glass Expansion, ABctpanmst)
13 OOPOCUIIMKATHOTO CTEKJIA;

" CTEKJIIHHOT'O MHXEKTOopa ¢ BHyTpeHHUM auameTpoMm 2 mM (Glass Expansion,
ABcTpanus);

» crexisiHHOM ropenku (Glass Expansion, ABcTpaus).

[Ipy BBINOJHEHUM MHCTPYMEHTAJIbHON MeTonuKH, T.€. kKorna B MCII nonarorcs
BBICOKOCOJIEBBIE PACTBOPHI UCHONB30BaiM yBiaxuutenb aprona (Glass Expansion,
ABcTpanus).

C moMoIIbI0 MEPUCTATBTUIECKOT0 HACOCa aHATU3UPYEMBIN pACTBOP MOAAETCA B

IMHEBMATUYECKUMN pacubLIUTECIDb, rac paciublLIMTCIbHBIM IIOTOKOM aproHa
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IPOU3BOAUTCS a3p030ib. CKOPOCTh MOTOKA aproHa 3aJaeTcs JaBJICHUEM Ha BXOJE B
pacnbuIdTENh. A3p030J1b MONAJAET B IMKJIOHHYIO KaMepy I yAalleHUs KPYIHBIX Ka-
nenb. Jlanee a’3po30Jib MOTOKOM aproHa yepe3 uHxkektop nepenocurcs B UCII.

B nia3zme kaminum a’spo3051s ucnapsitoTcs, BeleCTBO aTOMU3UPYETCsl, MPOUCXOTUT
B0O30Y>K/I€HHE aTOMOB M MOHOB, UCITYCKAIOIIHUE 3JIEKTPOMArHUTHOE U3JIyYeHue, KOTo-
poe pasnaraercs B CIEKTpP U PErHCTPUPYETCS TBEPAOTENIbHBIM JAETEKTOPOM. Metoa
ADC UCII xapakrepusyercs cTaOUIBHOCTBIO pa3psia BO BPEMEHU U JUHAMUYECKUM
nuana3zoHoM AC 10 6 mopsIKOB BeJIUYUHEI [S7].

CrniekTpoMeTp ynpaBiisieTcsi mporpaMMHbIM obecrieuenuem iTEV A, kotopoe mo3s-
BOJISIET MPOBOAUTH 00pa0OTKY MOJYUYEHHBIX CIIEKTPOB, BHIYUCIISITh U CTPOUTH FPATyH-
poBOYHBIE (DYHKLMH, UCTIOIB30BaTh BHYTPEHHUHN CTaHAAPT, OLIEHUBATh CTATHCTHYeE-
CKHME€ XapaKTePUCTUKU U3MEPSEMbIX BEJIMYUH U Ap. [L1s peructpaiuu cnekTpoB UcC-
M0JIb30BAJIM MTapaMeTPhl CIEKTPOMETPA, PEKOMEHIOBAHHBIE TPOU3BOIUTENIEM U MPH-

BEJIEHBI B TA0I. 2.

TaoOonuma?

Pa6ouue napamerpsl cnekTpomerpa iCap-6500 Duo

3HaueHue
1150 Bt

[TapameTp

MONIHOCTH BRICOKOYAaCTOTHOTO T€HEpaTopa

Jlnama3oH JUIMH BOJH CIIEKTPaJIbHBIX JIUHUI

166-238 am (1 mens)
195-847 am (2 miens)

JIeTeKTOp perucTpanum CreKTpa

TBepAoTenbHbIN, CID

JaBnenne Ar it IpoIyBKH

0,65 MIla

Pexxum HAOIIIONEHNS TUIa3MBI AKcHaILHBIN
Pexxum ananusa TouHOCTH
CKopoCTh BCIIOMOTaTeNIbHOTO MOTOKA AT 0,5 n/mMun
CkopocThb pacnbUTUTEILHOTO TOTOKA Ar 0,7 n/mMun
CKOpOoCTh OXJIaXAAIOUIEr0 MOTOKA AT 12 n/mun
CkopocTb 1os1a4u pacTBOpA IpU IPOMBIBKE 3 Mu1/mMuH
CxopocTh 10/1aUX pacTBOPA MPHU aHATU3E 1,5 mu/mMmun
Bpems npoMbIBKH I5¢
IIpoOmKUTENBHOCTD PETUCTPALIUY CUTHAJIA l mens—15¢
2menb—5c¢

HpI/I perucTpanuu 1miasmy Ha6J'IIOI[aJ]I/I AKCHAJIbHO, TaK KaK IIPpH 3TOM MHTCHCHUB-
HOCTh aHAJUTHYCCKUX CUTHAJIOB OOJBIIMHCTBA DJICMECHTOB BEIIIC YEeM IIpu paaualib-

HOM pexxume [128, 129].
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MC UCII cnekmpomemp

AHanu3 o0pa3loB METOJJOM MacC-CIEKTPOMETPUU MPOBOAMIA HA KBaJAPYMOJIb-
HoMm Macc-cnektpomerpe ¢ MCII iCap-Qc (Thermo Fisher Scientific, CIIA).
Jlnst BBosa ananusupyembix pactBopoB B UCII ncnonb30Bain pacibUIMTENbHYIO CHU-
cremy, aHanornunyro npumensemon B ADC UCII cnekrpomerpe. OgHako, B Macc-
CIIEKTPOMETPE UCTIONIB3YIOT Apyroiu Tun pacneumrens — MicroFlow (Elemental Scien-
tific, CIIIA) u npousBoauTenbHOCTHI0 0,4 MIJI/MUH; WHKEKTOpP OOJIBIIIETO JUaMeTpa
2,5 mM (Glass Expansion, ABcTpamnusi); a paclbUITUTEIIBHYIO KaMEPY OXJIAXIAroT.

[THeBMaTHUECKasi cCTeMa MoAa4u PaCTBOPOB padoTaeT Tak xe, kak B ADC NCII
cnekrpometpe. B nientpanibHoM kanane (akxena MCII a3po3onb mpoObl BbICYIIMBA-
€TCsl, UCIapsIeTCsl, JIEMEHThl aTOMU3UPYIOTCS U MOHU3UPYIOTCS. M3 aHanuTHYeCKOM
30HBI POUCXOAUT OTOOP MPEACTABUTEIBHOM YaCTH IJIa3Mbl C TOMOIIBIO TJ1a3MO-Ba-
KyyMHOT0 uHTep(eiica B moHHyto ontuky [130].

HuTepdeiic cOCTOUT U3 ABYX COOCHBIX HUKEJIEBBIX MOJIBIX KOHYCOB — HAPY>KHOTO
COMIUIEpA U BHYTPEHHEr0 CKMMMEpa, HAMpPaBJICHHBIX OCTPUSMHU B CTOPOHY IUIa3MBI.
CaMIuiep U ckuMmep UMeEroT aneptypbl auamerpom 0,4-1,2 MM. DKCTpakuus MmiIa3mMel
IPOMCXOINUT 3a CUET PasHUIbI AaBjeHuil — atMochepubiM (10° Tla), okpykarommm
VCII, u noamxkennsiM B uaTep@etice (130-500 I1a), nonnoit onruxe (107'-10211a) u
anamasarope (1073-10~*I1a) [131].

APproH siBIsieTCs TJIABHBIM UCTOYHUKOM TOJIOKHUTEIbHBIX OAHO3APSIIHBIX HOHOB
U 3JIEKTPOHOB; TJ1a3MO00pa3yIouil BKIaJ paCTBOPUTENEH, MATPULIBI U IPUMECHBIX
AJIEMEHTOB CYIIIECTBEHHO MeHbIIe. B nHTepdelice ra30BbIi MOTOK OXJIaXKIAETCs, pac-
HIUPSIETCS], COKpalasi KOJUYECTBO YACTHUIl, KOTOPBIE MPOXOAT Yepe3 anepTypy CKUM-
Mepa; TaKUM 00pa3oM, B MOHHYIO ONTHUKY Momnaaaer okosuo 1 % uvactuil oT o0Iiero
KOJIMYECTBA IKCTpParupoBaHHbIX B uHTepdeiic u3 ropenku [132]. Ilocne unrepdeiica
ra3oBblil IOTOK COJIEPKUT 3HAUYNUTEIBHO MEHbIIE aproHa, HO COXPAHSIET CBOKO XUMHU-
YeCKyI0 MpeacTaBuTeNbHOCTh. Ha BbIxoae u3 unrepdeiica mia3mMeHHas CTpys TepseT
OOJBIIMHCTBO AJEKTPOHOB U HEKOTOPYIO YaCTh MOHOB U HEUTpalibHbIX yacTull. K non-
HOM ONTHUKE MPOJOJIKAIOT JBIKCHUE TMOJOKUTEIHHO 3apsHKCHHBIC UOHBI, HEUTPalh-

HBIC YaCTHIbI U (1)OTOHI>I.
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Ha3naueHre MOHHOW ONTUKH 3aKIIF0YAETCA B YIPABICHUH JIBH)KEHUEM UCCIENY-
€MBbIX 4acTULl OT uHTepdeiica k aHanu3aTopy. MIoHHas oNTHKA COCTOUT U3 psAJla UOH-
HBIX JIMH3, IPEACTABISAIOMNX METAIMYECKUE AUCKU C OTBEPCTUSMHU WM IOJbIE LU~
auHApbl. Kak npaBuito, HOHHAs ONTHKA HAYMHAETCS € MIEKTPOCTaTUYECKOIO HOHHOTO
HKCTPAKTOPA (COOCHO PACIHOJIOKEHHBIM MOCIE CKUMMEPA METANIMYECKUI LIUITUH/P).
OKCTpPaKTOp, UMEIOIIMI MOBBILIEHHBI OTPULATEIbHBIN MOTEHIMAN, IEPEJAET MOJIO-
YKUTEIbHBIM MOHAM YCKOPSIIOLIUI UMITYJIbC, HAIIPABICHHBIM B CTOPOHY aHAJIN3AaTOpa,
TakUM 00pa3oM OTCEUBAas ANIEKTPOHBI H OTpULIaTeIbHbIE HOHBI [133].

Jlanee pacnoyiaraetcsi OTKJIOHSIOIIAs JIMH3a, IPEAHA3HAYEHHAs JIUIS 3aIUThl HOH-
HOTO JI€TEKTOpa OT SIPKOTO CBEYEHUS IUIA3Mbl U OCTATOYHOI'O MACCOIIEPEHOCA, KOTO-
PBIN MOKET 3arpsA3HITh HOHHYIO ONTHKY. OcTaidbHbIE JIMH3bI HOHHOM ONTHKHU o0ecre-
YHMBAIOT MEPEHOC MOHOB, KOPPEKLUIO UX TPAECKTOpPHUM ((POKyCHpOBAaHHE) U SHEPIUl
[134].

[Tocne mpoxoXaeHHs HOHHOW ONTHKU 4depe3 aupdepeHIHaTbHYI0 anepTypy
MOHBI (POKYCUPYIOTCS M IEPEHOCATCS B MAacC-aHAIU3aTop (Macc-puiIbTp, KBaAPYNOJb)
IyTeM TOHMKeHus fasieHus 10 1073-107*ITa. B ananmu3aTope mporCXOQuUT paszese-
HYE MOHOB 10 COOTHOLIEHUIO MacChl K 3apsiy. IOHBI monagaroT Ha BTOPUYHBIN DJICK-
TPOHHBIM YMHOXUTEINb, B KOTOPOM MPOMCXOJUT MOJACYET MOHOB (MMITYJIbCHBIN pe-
KUM) W/WIA U3MEPEHHE TeHEPUPYEeMOro HOHaMH Toka (aHamoroBelid pexum) [132].
YMHOXKHUTENEM T€HEPUPYETCs DJIEKTPUUYECKUN CUTHAJ, NMPONOPLUUOHAIBHBIA WHTEH-
CUBHOCTM MOHHOT'O TOKA.

Opnoit u3 nmpo6sem npumenenus kBaapynonbHbix MC UCII ciektpomMeTpoB siB-
JSI€TCSl HAJIMYUE CHEKTPAJIbHBIX MHTEpPEpEeHLU, 0OYCIOBIEHHBIX 00pa3oBaHUEM
B IUIa3ME€ MOHOB aproHa, KOMIIOHEHTOB PACTBOPUTENIEH U MAaTPULbl aHATU3UPYEMOTO
oOpa3ua, IByX- M TPEX3apsAHbIX HOHOB. DTH MOHBI B IIJIa3Me€ U IIPU IPOXOKIACHUU UH-
Tepdeiica B pe3ybTare MIa3MOXUMUYECKUX peaklnid 00pa3yIoT NOJUATOMHBIE HOHBI
C MaccaMu, OJIM3KMMU K MaccaM aHAJTUTHYECKUX U30TONOB. Pa3pernienne kBaapynosib-
HOTO aHAJIN3aTOpa HEJIOCTATOYHO JUIS pa3leieHUs MEIIAOIIMX HOHOB U HOHOB aHAJIM-
TOB. JIJ1sl X ylaneHusi IPUMEHSIOT CUCTEMbI, OCHOBAHHbIE HA HOHHO-MOJIEKYJIIPHOM

BSaHMOﬂeﬁCTBHH, —  PCAKIHMOHHO-CTOJIKHOBHUTCIILHBIC SSYCUKH. OTU  STYCHKH
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MIPEICTABIISIOT COOO0W MYJIbTUIIOIHHBIC HOHHBIC TIPOBOAHUKY (4, 6 nmu § cTepKHEN),
pacrnoJiokKeHHbIe MEeXy HHTepdeiicoM u Macc-aHanu3zaropoM. Ha crepsxHu mojgaercs
paaroYacTOTHOE HAIPSIKEHUE, B IPOCTPAHCTBO MEXY CTEPKHIMU MOJIAETCA ra3 Uiu
cMmech ra3oB. [Ipu nogaye nneptHoro rasza (o0bryHo He) peanusyercsi CTONKHOBUTEb-
HBIN peXuM paboThI siuelku. B ciyyae nogaum peakiimoHHOCTIOCOOHBIX Ta30B (Hz, O2)
IPOUCXOJAT NOH-MOJIEKYJISIPHBIE PEAKLUY, IPUBOISAIINE K NU3MEHEHUIO MACChI UJIH 3a-
psila MoJIMaTOMHOIO MOHA — peaklMOHHas siueiika. [{i1s1 000oux BapuaHTOB MOKHO TMPH-
MeHUTh KED-pexum, KOTOpPBIM HMCHOJIB3YET Pa3iIM4ve B KUHETUYECKOW DJHEPruu
VMOHOB-AaHAJIMTOB U MEIIAIOIIMX MMOJIUATOMHBIX MOHOB, TaK KakK IOJUATOMHbBIE HOHBI
UMEIOT 00BN (PU3NYECKUi pa3Mep, 4eM MOHOATOMHBIEC HOHBI TOM ke Macchl [ 135].
Peanuzyercs 3T0 yCTaHOBKOMW Ha BBIXOJE U3 SIUEUKH SHEPreTHIeckoro dapbepa, oTce-
MBAIOIIEr0 MOHBI, SHEPTUS KOTOPBIX MEHBIIIE MOTeHInana 6apbepa [136]. OnTummusa-
el yciaoBUil paboOThl suelKH (CKOPOCTh MOTOKA raza 4epe3 sSUYehKy, MOTEHITUAT
SYEUKHN) MOYKHO CYILIECTBEHHO COKPATUTh KOJIMYECTBO MOJIMATOMHBIX HOHOB, MOIa/1a-
IOLMX Ha Macc-aHanu3atop. B cranpaptHom pexxume (STD) paGoTsl Macc-crieKTpo-
METpa MOHHBIN MyYOK MPOXOJUT Yepe3 UKy 0e3 MPernsITCTBHIA.

[Iporpammuoe obecnieuenne Qtegra ympaBisieT CIEKTPOMETPOM U TO3BOJISIET
MPOBOJIUTH 00PaOOTKY PETHCTPUPYEMBIX JTAHHBIX: BBIUUCISATH U CTPOUTH T'PATYyHPO-
BOYHbIE (QYHKIIH, UCTIOIb30BaTh MeToA BC, olileHuBaTh CTAaTHCTUYECKUE XapaKTEePH-
CTUKH HM3MEPSEMBIX BEJIWYMH U T.N. JIJIsI perucrpauuy MCIHOJb30BAIA MAapaMETphl

CHEKTPOMETpa MPHUBEACHHBIE B Ta0M. 3.

Taonuma3l

OcHoBHbIe MapaMeTpshl ciekTpoMeTpa iCap-Qc

ITapamerp 3HaueHue
MOoMmHOCTh BBICOKOYAaCTOTHOI'O IeHepaTopa 1500 Bt
Pesxxumbl paboThI criekTpoMeTpa Cranpapthsiii — STD

Pa3nenenuss WOHOB IO KUHETHUYECKOM
sHepruu — KED

Junamna3oH perucTpupyemsbix Macc, a.e.M. 4-290

JleTekTop peructpauuu CeKkTpa KBagpymnosbHbIi
JaBnenne Ar 1t 0poIyBKU 0,65 MIla
CKOpOCTh BCIOMOTATEJIBHOTO TTOTOKA Ar 0,8 n/mun

CKOpOoCTh pacHbUISIONIET0 MOTOKA Ar 1,2 n/mun
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pomomxenne T a 6 1 u 11 b1 3

CKopocTh M1a3M000pa3yIoniero moToka Ar 14 n/mun
CkopocTb 1os1a4u pacTBOpa IpU IPOMBIBKE 0,8 Mi1/mMuH
CkopocTb 1oj1auu pacTBOpa MpU aHAIN3E 0,4 Mi/mMuH
Bpems npoMbIBKH 30c

IIponomxurensHOCTh peructpanuu curnana uzorona | 0,01 cek, 3 ckana

I'my6una ra3moor6opa 5 MM
Hanpsixenue Ha skcTpakTope -14,8 B
Hanpsioxenue Ha hokycupyroliei imn3e -17,4B
HamnpsixeHue Ha BXoze B KBaJpyIIOib -18B

Mukpogoanosas cucmema npooono02omosKu

OTroHky Marpuilbl IPOBOJUIA B MHUKPOBOJIHOBOM CHUCTEME MPOOOMOATrOTOBKU
Mars 5 (CEM, CIIIA). CucteMa no3BoJIsI€T OTHOBPEMEHHO UCTOIb30BaTh 14 aBTOKIIA-
BoB HP-500 (matepuan Bknagsima — nonumep Teflon-PFA). 3arpy3ky aBTOKIIaBOB U
paboThl C HUMH MTPOBOAMIIM COTJIACHO MHCTPYKIIMHU MO dKcIuTyaTanuu. OCHOBHBIE Ta-

pameTpsl pabOThl MUKPOBOJIHOBON CUCTEMBI POOOMOITOTOBKY IPUBEICHBI B Ta0I. 4.

Taonuma4d

OcHoBHbIe TapaMeTPbl MUKPOBOJIHOBOM cucTeMbl Mars S

[Tapamerp 3HaueHue

MomHocTb 800 Bt

KoHnTpons mporiecca mo nmapamerpy Temmepatypa/naBnenue
AstoknaB HP-500 Plus:

MakcumanbHas TemMnepaTtypa 210 °C

MakcumanbHOE JJaBJIeHHE 24 atm. (350 psi)
O6nem cocyna 100 M

Teepoomenvhwiiit mepmocmam

Jl51s pacTBOpeHUs HaBECOK 00pa3IloB U MOCIEIYIONIET0 yAaJeHHsI MATPUIIBI 00-
pasiia ynapuBaHUEM PUMEHSUTH TBepaoTenbHbIN TepmocTaT Dry Block Heater 2 (Ika,
['epmanus) ¢ 1BymMst amroMmuHueBbIME TepMoOokamu DB 2.2 (Ika, I'epmanust). Tepmo-
CTaT B TAKOM KOMIUIEKTAIIMH TI03BOJISIET IPOBOAUTH MPOOONoAroToBKy A0 10 06pa3ios

onHOBpeMeHHO. OCHOBHBIE MapaMeTphl TEPMOCTaTa MPUBEJCHBI B Ta0. 5.
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Tadonuumas

OcHoBHbIe MapaMeTpbl TBepAoTeabHOro Tepmocrara Dry Block Heater 2

ITapamertp Pabounii quana3on
JlnanazoH TeMiepatyp 20-120 °C
CrabunbHOCTh TemnepaTypsl pu 60 °C +0,4

KonngecTBo amroMHUHHEBBIX OJIOKOB 2 wr.

Pa3mep HarpeBarenbHOM IIACTUHBI 96-152 mm
MomHocTh HarpeBa 250 Br

Ycemanoexa ona omzonku cepmanusn noo oeiicmeuem 2azooopasznozo Cl — npo-
MOYHbLIL PeaKmop

st camkenus [10O aHanuToOB U yCTpaHEHUs! MENIAIOIIETO BIUSIHUS TE€pMaHUs pe-
AIM30BBIBAIM OTTOHKY TE€PMaHHS B TOKE Ta3000pa3HOTO XJIOpa MPH HArpEeBaHUH.
JIJ1s1 3TOT0 MOJTydalv XJIOp ITyTEM 3JIEKTPOJIA3a COISTHOM KUCIOTHI Mapku oc. 4. [Toiy-
YEHHBIN XJIOp MPOITYCKAJIA Yepe3 CEPHYIO KUCIOTY MApPKU OC. Y. Ui YJaJIeHUs MapoB
BOJIbI U MOJJABAJIA B KBAPLIEBBIM PEAKTOP, B KOTOPHIM MOMEIIAIN KBapIEBbIE YAIIKH C
HABECKaMU METAINTMYECKOT0 TepMaHus U KOHTPOJIBHBIM ONIBITOM. PeakTop ¢ yamkamu
yCTaHaBJIMBAJIU B TPyOuaTyro neub [ HarpeBaHus. [leus ympasisiiach CUMUCTOP-
HBIM PeTyJIaTopoM HampsikeHus. [lonpoOHasi cxema yCTaHOBKHM TIpUBEeHa Ha puc. 1.

["a3000pa3Hblil XJIOp MOTyYaldd B DJEKTPOIM3EPE C MHEPTHHIMU IpadUTOBBIMU
IIEKTPOJAMU C Pa3[eIeHUEM MTPUKATOAHOTO U MPUAHOJHOrO MPOCTpaHCTBA. B kaye-
CTBE pa3/ieUTEIHLHON MEMOPAHBI UCTIONB30BAJIH CIO0M (PTOPOIIACTOBBIX IIAPUKOB. Pa-

Ooune mapaMeTphl AIEKTPOIU3epa MPUBEICHBI B Ta0JI.6.
Tabnuumab

PaGoune mapameTpsl 3J1eKTPoIN3epa

ITapamertp Pabounii quana3on
DneKTpoab! ['paduroBsie
BMmectumocTs anektponusepa 250 mn
Hanpsixenue 11B

Cuna Toka 51A

Ckopoctb razoobpasznoro Cl 25-30 mur/mMuH




a

1

10

Karon (-)

Anor (+)

10
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10\

Puc. 1. Cxema yCTaHOBKH JJIs OTTOHKH T€pMaHUs MOJ IeHCTBUEM Ta3000pa3HOTo XJIopa.

6 — KBapIeBBII peakTop; 7 — KBapIIeBbIe YAIIKK ¢ 00pa3laMy repMaHusi U KOHTPOJIBHBIM OIBITOM;

1 — 610K MUTAHUS ITOCTOSHHOTO TOKA,

2 — eMKOCTb ¢ JUCTHUJUTMPOBAHHON BOAOM JJIsl TIOTJIONIEHUsT 0Opa3oBasierocs Ho;

10 — coeauHUTENBHBIE CHITUKOHOBBIE TPYOKH.

3 — snextponusep; 4 — Tpyoka U-obpaznas ¢ H2SOq; 5 — cxisinka pexcenst ¢ H2SOq;

8 — meub TpyOuaras; 9 — eMKOCTb AJIs OTJIOLCHUS TPOoAyKTOB peakimu ¢ 20 % NaOH;




55
I')TABA 3. PABPABOTKA HHCTPYMEHTAJIBHBIX CITEKTPAJIBHBIX
METO/IUK AHAJIM3A

B pesynbrare mpoBeaeHHBIX UCCIIENOBaHNUN ObUTH pa3padoTanbl MeTOanKH KXA
BBICOKOYMCTOIO T€pMaHUs U €ro okcuaa 0e3 mpeABapUTEeIbHOIO KOHIEHTPUPOBAHUS
npumeceid. Metoauku ananuza co3faansl 1 MetogoB ADC UCIT u MC UCII. Bos-
MoxxHoct MC UCIT MeToauku paciuimpeHsl IPUMEHEHHEM PEAKIMOHHO-CTOJIKHOBU-
tenbHOU stueiiku. UnctpymentanbHas ADC UCII meTonuka aHanu3a pazpadoTaHa ajis
onpeaenenus 25 snementoB. MC UCII meTonuka paspaborana st onpeaeneHus 54

AIIEMEHTOB-IIPUMECEN U XapaKTEpHU3aLUU MaTepraia YUCTOTOM 10 SN4.
3.1. Pazpaoomka memoouku AIC HCII ananuza zepmanusn u e2o oxcuoa

Meroauky ADC UCII ananuza pa3padarbiBaiy Uil ONPEACICHHUsS] B TépPMaHUU
U €ro OKCHJI€ HepacCIpOCTPAHEHHBIX NMPUMECEH: peKo3eMeNnbHbIX AneMeHToB (P33,
kpome Pm), meramnos mnatunoBoit rpymmsl (MIIL, kpome Os), 1, S, Th, Tl u U. Cnu-
COK mpumeceit 00ycioBieH HanuureM nHeTpyMeHTansHoi Metonuku ADC UCII ana-
nu3a [42], B kotopoit ucnons3oBaics aHajnorudnsii ADC UCII ciektpometp. B me-
TOJAMKE ONPENENAI0T 38 pacnpOoCTPAaHEHHBIX MPUMECEH U HECKOJIBKO HEpacIpocTpa-
HeHHeix — La, Pd, Ptu Y.

UToOBI BBICOKOYHMCTBIE BELIECTBA COOTBETCTBOBAIM MAaKCHUMaJIbHbIM TpeOoBa-
HUSM, HEOOXOIUMO OIpeNessTh MPAaKTHUEeCKH Bce 3yeMeHThl [lepuonnyeckoit cu-
cremsl [137] ¢ obecnieuenneM nx muauMaiabHbIX [10. Huskux 110 B ananuse BBICOKO-
YUCTHIX BEIHIECTB 0€3 MpeIBapUTEILHOT0 KOHIICHTPUPOBAHUS MPUMECEH JOCTUTAIOT
yBEJIMUEHUEM HABECKH aHalu3upyemoro oOpasua. OnHaKo, BIMSHHE MaTPHUYHOTO
KOMITOHEHTA TaK»Ke BO3pPacTaerT.

Bnusinue MaTpuisl BeIpaX€HHOE B HECTIEKTPAIbHBIX HHTEPPEPEHIUAX 3aKITI0Ua-
€TCsl B U3MEHEHUU CBOWCTB aHAJM3UPYEMOro pacTBOpa (BS3KOCTb, IUIOTHOCTH U JIp.),
YTO MPOSIBIISIETCS B PACIPEACIICHUH KaNeb a3p030Jisl 10 pa3MepaM U €ro TPaHCIIOPTe
B Iu1azMy [138]; BIMSHUM HA 3JIEKTPOHHYIO INIOTHOCTh, PACHIPEAEIEHUE IIEKTPOHOB U
JIpYTUe TMapaMeTphl, OMPEACIIIONIME JJIEKTPO- U TEIUIONPOBOAHOCTb, BSA3KOCTh
ia3mel [46]. i KOMIIEHCAIIMU TaKOTO BIUSHUS UCIIOJIB3YIOT a/IeKBaTHBIE 00pa3Ibl

cpaBHenus1, merog BC, meton no6asok [139].



56

MatpuyHoe BIUSHUE, BBIPAXKEHHOE B CHEKTPAIBHBIX UHTEPHEPEHIHIX, TPOSB-
JISI€TCSL B HAJIOXKEHUSIX MOJIEKYJISIPHBIX TOJIOC WJIM CHIEKTPAJIbHBIX JIMHUN 3J€MEHTOB
apyr Ha apyra. C yBelIWYeHHEM KOHIIEHTPAIlMM MAaTPUIbl MOTYT BO30YKIaThCs €ro
MEeHEee UHTEHCUBHBIE JIMHUU, UMEIOIIUE IJTMHBI BOJHBI OJIM3KHUE K ONPEIETsIEMbIM 3Jie-
MeHTaM. [Ipu 3ToM BeIOOp AJI 311€eMEHTOB 3aTpyAHEH JaXe C UCTIOJIb30BaHUEM TAOIHII
CHEKTpaJbHBIX JIMHUM [ 140], B KOTOPBIX OTPa’KE€HbI HE BCE BOBMOXHBIE CIIEKTPAJIbHBIE
HajoxeHus. [1oaToMy npenBapuTenbHO MCCIEAYIOT CIEKTP, MOTy4YaeMbli OT aHaJu-
3UPYEMBIX PAaCTBOPOB, COJEPKAILIMX MATPUILy, HA MPUCYTCTBYIOIINE HAJIOKEHUS Ha
JUHUMA aHAJIUTOB JIMHUA MaTPUYHOTO KOMITIOHEHTA, MOJIEKYJISIPHBIX JIMHUN U OLEHU-
BAIOT BJIMSIHUE KOHIIEHTPALIMY MATPULIbl HA MHTEHCUBHOCTH X CUTHAJIOB.

3.1.1. Bvibop ananumuueckux iuHul

JI71st moCTpoeHUs TpalyupOBOYHBIX IPa(PUKOB B paOOTE MPUMEHSIIN aJeKBATHbHIE
o0pa3siipl CpaBHEHUS — PACTBOPHI, MOJEIUPYIOIINE COCTaB aHATM3UPYEMBIX IO COMEP-
YKAHUIO PAaCTBOPUTENECH M MATPUIIbl. YBEIMYEHUE COAECPKAHUS MATPUYHOTO KOMIIO-
HEHTAa MOXKET BbI3bIBATh B TOM YHCIIE€ CHUKEHUE MHTEHCUBHOCTH CUTHAJIOB aHAJIMTOB,
YTO B CBOIO ouepenp NpuBoAuT K moBblimeHuto ux [10. [Toatomy Be16Op AJl crano-
BUTCS BaKHBIM 3TaroM npu pazpadotke Mmeroank KX A, oco0eHHO npu aHau3e BhICO-
KouMCThIX BelecTB. Hanbonee Huzkux [10 ananuroB nocturatot, Beioopom AJl ¢ Mak-
CUMaJIbHOM HMHTEHCHBHOCTHIO, MUHHUMAJIbHBIM YPOBHEM IIyMa, HE3HAYUTEIbHBIMU
WM OTCYTCTBYIOUIMMU CHEKTPATbHBIMUA HAJIOKEHUSIMHU.

B nuccepranmonHoii paboTe crenuanbHbe SKCIEPUMEHTHI MO BHIOOPY OMNTH-
MaJbHOM KOHIIEHTPALUX F€pPMaHUs B pACTBOPE HE MPOBOIMIIN, OCHOBBIBASICh HA JIUTE-
paTypHBIX JaHHBIX, UCTIOJIb30BAIN PACTBOPHI C KOHIIEHTpaluei repmanust 30 /1 [42].

Bri6op noaxoasimux AJl mpoBoauin, perucTpUpys MOJHBIE CIEKTPhl pacTBOPa
repManus ¢ jao0aBkamu mpuMmecHbix anemeHtoB (P32, MIII, I, S, Th, Tl u U)

u 0e3 n06aBok. OUEHUB BIMSHUE T€PMaHUA HAa WHTEHCHUBHOCTU CHUTHAJIOB U CIIEK-
TpaJibHbIE HAJIOXKEHUS HA CIIEKTPAIbHbBIC JTUHUH, IS 26 U3yUEHHBIX 3JIEMEHTOB BbI-
Opanu 26 JTUHUI.

Jlnvnbl BoaH BeIOpaHHbIX AJl 1 ux TUm npeacTaBieHsl B Ta0m. 7.
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Tabnuma7
AHaJINTHYECKUE JUHUH 3JIeMeHTOB JJ1 HHCTPpyMeHTaJIbHOH ADC UCII MmeToanku aHaau3a

On-1 | A, HM (THN JTHHUK) | O1-T | A, HM (TN THHUK) | O7-T | A, HM (TUI JIMHHH )
Ce 404,076 (1) Lu 261,542 (1) Sm | 360,949 (II)
Dy 353,170 (IT) Nd 406,109 (1) Tb | 350,917 (II)
Er 337,272(10) Pd 340,458 (1) Th | 283,730 (II)
Eu 381,967 (1I) Pr 417,939 (1) T1 | 351,924 (D
Gd 342,274 (1I) Pt 224,552 (1) Tm | 384,802 (II)
Ho 345,600 (IT) Rh 343,489 (1) U | 385,958 (II)
I 183,038 (I) Ru 240,272 (1) Y |377,433 (1)
Ir 212,681 (1) S 182,034 () Yb | 328,937 (II)
La 379,478 (II) Sc 361,384 (II) Sc |361,384 (1)

IIpumeuanue: I — aromusbie muHny; 11 — HOHHBIE TMHUM.

3.1.2. Bvibop enympenne2o cmanoapma

B pabote st yuera HeCIEKTPAIBLHOTO BIIASHHS TE€PMaHUS KPOME aJCKBATHBIX
o0pasuoB npumensuin meto1 BC. Metos mo3BosieT yMEHbIIUTh BO3/ICHCTBUE CITyYaii-
HBIX MU3MEHEHUW MOIIHOCTHU IUIA3MbI, TIPOIIECCOB PACTIBUICHHUS PACTBOPOB 0Opa3IIOB,
BBI3BAaHHBIX MPHUCYTCTBUEM MATPUYHOI'O KOMIIOHEHTA B aHAJIM3UPYEMbIX PACTBOpax,
Ha curHajibl aHanuToB [61, 64]. Metogom BC yuuThiBaeTCsl NI3MEHEHNE MHTEHCUBHO-
ctu AJIl onpeensieMbIX 3JIEMEHTOB M CHUXKAETCSI MOTPEITHOCTh aHaJu3a.

Crnextpanbhyto auHuio BC BbIOMpaOT TakuM 00pa3oM, YTOOBI JJIMHA BOJIHBI U
THUII TUHUHN (aTOMHAsI WJIK UOHHAs ), DHEPTHUS BO30YKICHUS ObLTH OJTM3KHU K OTpeIes-
eMbIM deMeHTaM [58]. OgHako, u3-3a CII0KHOTO MEXaHW3Ma BO30YKICHUS IMUICCH-
OHHOro curHaiga npu BeiOOpe BC HE0OXOIUMO YUYUTHIBATH U IKCIIEPUMEHTAIbHBIC
nanubie. Beioupast snemenT-BC, BaKHO MPUHUMATH BO BHUMAaHHUE BEPOSITHOCTH MPH-
CYTCTBHUS €T0 B AaHAJIM3UPYEMBIX 00pa31ax U CIEKTPATbHbBIX HAIOKEHUHN Ha €T0 JIMHUH.

OO6w1unO B KauectBe BC ncnonb3yrot uTTpuil wim ckanauii [61]. Tak kak B gaH-
HOU paboTe ompenensieMbIMu deMeHTaMu aBisitorcs P39 (kpome Pm), MIIT™ (kpome
Os), I, S, Th, Tl u U, To 3amaya no Beioopy 3nemenTa BC 3aTpynusercs. Mcxons u3
MIEPEUNCIICHHBIX BBIIIE KPUTEPUEB OTOOpa W TPEOOBAHMM, ISl KOPPEKIIUMHA 3HAYCHUMA
koHueHtpauuit P39, MIII" u I BHyTpenHuii crangapt BeiOupanu u3 quHuid Be, a ms
Th, Tl u U u3 nuauit Dy u Gd. JITMHBI BOJTH ¥ SHEPTUU BO30YKICHUS UCCIICIOBAHHBIX

JIMHUM 3JIEMEHTOB (mpumeceil u noteHuuanbHbix BC) nepeurciiensl B [Ipunoxenun
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1. B cTonOue «cymMMa sHEpruii» 3J€MEHTOB yKa3aHbl JAJI1 aTOMHBIX JIMHUN — SHEPTUU
BO30Y KICHMSI JIMHUU, U1 MOHHBIX — CYMMa 3HEPIUid BO30YyKJI€HUS JTMHUM U TEPBBIX
IIOTEHLIMAJIOB HOHU3ALIMN aTOMOB.

ITpu Bb16Ope BC m3yyanu y4acTKu CIIEKTPOB Ha JJIMHAX BOJH MOTEHIMAIBHBIX
muauii BC. Jlns atoro B pactBopsl repmanus (30 1/71) BBOAWIN aHAJIUTHI U OJHORJIE-
MeHTHBIE pacTBOpbl Be, Dy 1 Gd. B xadectBe mpumepa Ha puc. 2 MPUBEACHbBI YYaCTKH
CIIEKTpa Ha JJIMHAX BOJH 2-X JIMHUH Be.

Kak BunHo u3 puc. 2a, nuaust Be 313,107 HM uMeeT crieKTpajibHOE HAJIOKEHHE
JIMHUU C 1JIMHOM BOJIHBI 313,126 HM, cOriacHO CIPaBOYHBIM JaHHBIM JIMHUS PUHA]I-
aexuT Tm. CnexTpajibHble HAI0KEHHsI TAKOTO poJia He HaOuto1ainu BOau3u uHuu Be
234,861 um (puc. 20), mosToMy JUHHIO UCTONb30Batu kKak BC mpu pacuere KOHIIEH-

tpanuii P33, MIII" u 1. 3-3a noxoxux Hanoxxeuuit 1ys Th, Tl u U okazanuck Henpu-

ronubivMu Jinanu Dy 340,780, Dy 353,602, Dy 364,540, Gd 336,223 u Gd 342,247 uwm.

4 4

s Ix10 %10

E Be 313.107 a Be 234.861 - g

£ 4 \A; \ 1.2 \A 4/—\\

= 4 \

e 3 0.8 / \\

5 2 /

5 04 / A

E 1 o %,

= P 2 M
———— 1 T e E—
313069 313.089  313.009  313.029 07 234839 234.859 234.879

JlmirHa BOJTHBI, HM JUmuHA BOJIHBI, HM

Puc. 2. YuacTku cniekTpa Ha AnuHaxX BoiH Be: a — 317,107 um; 6 — 234,861 uMm.

Omnenky addextuBHOCTH McTonb3oBanus ymaNN (Be 234,861; Dy 353,170; Dy
400,045; Gd 310,050; Gd 335,047 M), HE UMEIOLIUX CIEKTPAJIBLHBIX BIMSHUM, TIPO-
BEJIM C MOMOIIIbIO SKCIIEPUMEHTA «BBEJICHO-HAIeHO». JIJ1s1 7TOTO B pacTBOpPHI repMa-
Hus BBOAMIM 5-107° % mac. kaxaoro ananura u peructpuposand AC. B pacTBopsl ¢
P35, MIIT" u I noGaBnsanu Be Takum oOpa3om, 4TOOBI €ro KOHIIEHTPAIIMS COCTaBJIsIIa
0,1 mr/m; B pactBopsl ¢ Th, Tl u U nobasnsnu Dy u Gd no konuentpanuu 0,1 mr/n
kaxaoro. Ha puc. 3 nmokazaHo cpaBHEHUE HAWIEHHBIX 3HAUYEHUN KOHIIEHTpallUid aHa-
auToB ¢ ucnoib3oBanreM BC u 6e3 Hero. KoHIeHTparusi MpuUMECHBIX 3J€MEHTOB
IPE/ICTaBIICHA B BUJIE MPOIIEHTA OT 3HAYEHHUS BBEJACHHOU TOOABKHU.

B xauectBe mpumepa Ha puc. 3a Moka3zaHO CPAaBHEHUE HAMIEHHBIX KOHIIEHTpaUui

P33, paccunrannsie ¢ koppeknuei o nuaNN Be 234,861 M u 6e3 Hee. U3 pucynka



59
BUJIHO, YTO IpH ucnonb3oBaHuu BC HailieHHas KOHIEHTpalus OOJbIIMHCTBA aHAIIU-
TOB cTaHoBUTCS Onmxke k 100 %, yem npu pacuere 6e3 ucnosb3oBanusi BC. Mckitoue-
HueM sBisiercss Gd, B BBIMIOJIHEHHBIX 3KCIepUMeHTax Hanuid He Oonee 80% OT BBe-
JEHHOM 100aBKH, BEPOSITHO, U3-3a JIEMPECCUPYIOLEro BiAUsHUS repmanus. [Ipu uc-
nosib3oBaHuu Be onpezensercs e 6omee 66 %, 3aHMKEHHOE 3HaYE€HNUE MOKHO 00bsIC-
HUTH HenpurogHocThio Muanu BC miisa koppekiuu kounentparuu Gd. Takum obpa-
30M, JIJIs1 KoJudecTBeHHOro onpenenenus Gd npumenenue uauu Be 234,861 HM, kak
BC, menenecoo6pazno. Haitnennsie konmentpanuu MIII u I, anamormuno P30,

OnMKe K BBEAECHHBIM ¢ HCIIONb30BanueM auHun Be 234,861 uMm B kauectBe BC.

140 + a 140 T
120 + 120 +
100 100 ~+
80 80 +
60 60 +
40 40 +
20 20 +

0 . =
Th Tl

Oo6e3 BC B Dy 353.170 8Dy 400.045
Gd 310.050 &Gd 335.047

v

.
.
.
%
%
g
%

SRR
y

Haiineno, %
Hatineno, %

Puc. 3. CpaBHeHHe HaWJIEHHBIX KOHIICHTPAMi aHAJIUTOB, PACCUUTAHHBIX C HCIIOJIb30BAaHUEM
BC u 6e3 nero: a — mua P39; 6 — miia Th, T, U.

CpaBHeHue noJy4eHHbIX 3HaueHni koHueHTpanuii Th, Tl u U npu pacuere ¢ kop-
PEKIIHEH 10 YeThIpeM NoTeHIHAIbHBIM JTuHUSIM BC 1 6e3 Hee mpuBeeHb! Ha puc. 30.
N3 pucyHka BUAHO, YTO HalJIeHHbIC 3HaUeHUs KoHIeHTpauuii Th u Tl 6imxe k BBe-
J€HHBIM ¢ Koppekiuei no iuausM Dy (353,170 u 400,045 um), qiist U — o Bcem pac-
cmaTtpuBaeMbIM nuHUSAM Dy u Gd. [{ns onnoBpemennoro onpenenenus Th, Tl u U 1e-
Jeco00pa3HO UCTIONB30BATh JIUHUM Dy, B paboTe KOPPEKLUIO HalIEHHBIX KOHIIEHTpa-
WA aHATUTOB OCyIEecTBIIsUN 10 JuHuu Dy 353,170 HMm.

Conepxanue S onpenensii OTAEIbHO OT OCTaJIbHBIX IMPUMECEU U KOPPEKLHIO
HaWJIEHHBIX KOHLEHTpAIM aHAIUTa HEe TPOBOIUIM, YTOOBI N30€KaTh CIIy4aiftHOTO 3a-
IPSI3HEHUS aHAIM3UPYEMBIX PacTBOPOB Npu BHeceHuu pactBopa BC. Kpome Toro, 3kc-

INCPUMCHT «BBEJICHO-HANJICHOY ITOKa3aJl, 4TO HalJICHHBIC 3HAYCHMS KOHl_IeHTpaHI/Iﬁ
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Omu3ku K BBeneHHbIM (93-115 %), cnenoBaTensHO, 7151 OTIpeAeTiCHUs: S MOXKHO HE MpH-
MeHsaTh Meton BC.

3.1.3. Oyenka memponocuyecKux xapaKmepucmux Memoouxu

3nech U gaiiee MOJl METPOJOTUYECKUMH XapaKTEPUCTHUKAMU OyJeM MOHUMATh:
npenesibl 00OHapyKEHUsI aHAIMTOB U BHYTPUIA0OPATOPHYIO MPELM3MOHHOCTh METO-
JIMKU B YCIOBUSIX MTOBTOPSIEMOCTH.

Hns onenku [1O mpumeceit ucnonb3zoBanu 3s-kputepuit: [10 = 3-Sq, rae So —
CTaHJAPTHOE KBAJPATUYHOE OTKJIOHEHHE KOHIIEHTPALlUU aHaJUTa B KOHTPOJIHHOM
onbITe. S paccuuThIBNIX U3 15-20 3HaUEHN KOHUEHTPAIMU AHAJIMTA B KOHTPOJIHHOM
OMbITE, KOTOPBIHA MPOBOAMIIN C UCTIOJIb30BAaHUEM JUOKCHIA FTEPMAHUS YUCTOTOM HE Me-

Hee SN6 yepes Bce dTanbl aHanu3a. PesynsraTer onenku [10 npeacraBneHs: B Ta0. 8.

Taonumal

IIpenenast o0Hapyxenus nHcTpyMeHTadbHO ADC UCII MmeToguku ananu3a, % mac.

OI-T 110 DI1-T 110 OI-T 110
Ce 5-10°° Lu 1-10°° Sm 9-10°
Dy 2-10°° Nd 5-10°¢ Tb 1-10°°
Er 6-107° Pd 6-107° Th 6-10°°
Eu 2:10°° Pr 7-10°¢ Tl 3107
Gd 1-107° Pt 3-10°° Tm 1-10°°
Ho 1-107° Rh 8-10°° U 2-107°

I 1-107 Ru 3-107° Y 1-107
Ir 5-10°° S 2:107 Yb 1-107
La 6-107° Sc 1-107° - -

[IpaBMIILHOCTL pa3pabOTAHHOM METOJAMKHM IIPOBEPSIM JKCIIEPHMEHTOM «BBE-
NIeHO-HakeHo». 711 5TOro B aHAIU3UPyEMBbIE PACTBOPHI C KOHLIEHTPAIUEH repMaHus
30 r/n mo6GaBIsAIM M3BECTHOE KONUUECTBO aHanmuToB (5-107°-5-10"* % mac.) u3 oxHo-
3JIEMEHTHBIX pacTBOpoB M pactsopa Tuning 1. Jlng amamuros ¢ 11O Ha ypoBHe
(1-2)-107° % mac. BBoguM 100aBKy ¢ KOHIEeHTpanueh 5-107° % mac.

PGSYHLT&TBI OKCIICpUMCHTA 4JIs1 TCPMaHus U €ro OKCHAa IPEaACTaBJICHEI B Tab. 9.
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Tabnuupma9

Pe3yabTaThl 3KCIIEPUMEHTA «BBEIEHO-HAMH/IEHO0» 1J151 HHCTPYMEHTAIbLHOH MeTOIUKH
ADC UCII anaauza (n=5-9, P=0,95)

Onement | Beeaeno, % mac. | Haiineno, % mac. | s F, Fon t, tm
Ce (5,0£0,6)-107 (4,9+0,3)-10° | 0,05 | 40 | 6,4 [0,55| 2,31
Dy (5,0+0,5)-10°¢ (4,6+0,3)-10% 10,07 | 3,7 | 3,9 | 1,79 2,15

(5,0+£0,6)-107 (4,9+0,3)-10° | 0,05| 5,5 | 6,4 [0,56 | 2,31
Er (5,0+0,6)-107 (4,8+0,3)-10° | 0,05 | 53 | 6,4 [0,97 | 2,31
Eu (5,0+0,5)-10°° (4,8£0,4)-10° [ 0,10 | 1,9 | 3.6 | 0,81 | 2,12

(5,0+0,6)-107 (4,7£0,3)-10° | 0,04 | 59 | 6,4 |1,05| 2,31
Gd (5,0+£0,6)-107 (3,9+0,7)-10° 0,22 | 1,9 | 6,4 |435] 2,31
Ho (5,0+0,6)-107 (4,8+0,3)-10° | 0,05 | 54 | 6,4 [0,72 | 2,31
I (5,0+0,5)-107* (4,3£0,6)-10% | 0,14 | 1,7 | 51 [1,23]2.23
Ir (5,0+0,6)-107 (5,6£0,3)-10° | 0,06 | 3,0 | 3,9 [2,01] 2,15
La (5,0+0,6)-107 (4,9+0,4)-10° | 0,07 | 2,4 | 6,4 |0,44 | 231
- (5,0+0,5)-10°° (5,0£0,3)-10° | 0,07 | 3,7 | 3,9 [0,10| 2,15

(5,0+£0,6)-107 (5,1£0,3)-10° | 0,04 | 5,6 | 6,4 [0,32| 2,31
Nd (5,0£0,6)-107 (4,8+0,4)-10° | 0,06 | 3,4 | 6,4 [0,77 | 2,31
Pd (5,0+0,6)-107 (5,3£0,3)-10° | 0,06 | 3,8 | 3,9 [1,11| 2,115
Pr (5,0+0,6)-107 (5,5£0,6)-10° | 0,09 | 1,2 | 6,4 |1,67| 231
Pt (5,0+0,6)-107 (4,7£0,3)-10° | 0,07 | 3,3 | 3,9 [1,30| 2,15
Rh (5,0+0,6)-107 (5,4+0,3)-10° | 0,06 | 3,3 | 3,9 [1,60 | 2,15
Ru (5,0+0,6)-107 (5,0£0,3)-10° | 0,06 | 3,8 | 3,9 [0,15]| 2,15
S (1,0+£0,1)-107* (1,3£0,3)-10* | 0,21 | 2,5 | 6,4 |2.29 | 2,31
S (5,0+0,5)-107°¢ (4,6+0,3)-10% 10,07 | 3,5 | 3,9 | 1,79 2,15

(5,0+0,6)-107 (4,8+0,3)-10° | 0,05 | 49 | 6,4 [0,88 | 2,31
Sm (5,0£0,6)-107 (4,9+0,4)-10° | 0,06 | 3,1 | 6,4 [0,53| 2,31
Tb (5,0+0,6)-107 (4,9+0,4)-10° | 0,07 | 2,6 | 6,4 [0,52| 2,31
Th (5,0+£0,2)-107 (5,0£0,1)-10° [ 0,03 | 3,2 | 3.6 | 0,13 | 2,12
Tl (5,0+£0,2)-107 (4,9+0,3)-10° [ 0,09 | 3,5 | 3.6 | 0,48 | 2,12
Tm (5,0+0,6)-107 (4,7£0,5)-10° | 0,08 | 1,9 | 6,4 |1,07| 2,31
U (5,0+£0,2)-107 (4,9+0,3)-10° 0,08 | 3,3 | 3.6 | 0,85 2,12
v (5,0+0,5)-10°° (5,2£0,3)-10° | 0,07 | 3,4 | 3.6 |0,74 | 2,12

(5,0+£0,6)-107 (5,0£0,3)-10° | 0,05 | 42 | 6,4 [0,10 | 2,31
vh (2,5+0,3)-10°° (2,3£0,2)-10° 0,09 | 2,6 | 3,9 [1,33]| 2,15

(2,5+0,3)-107 (2,4+0,1)-10° | 0,04 | 53 | 6,4 [0,80 | 2,31

[Tpumeuanue. F,, F, — dKcriepUMEeHTaNbHbIE U TAOJWYHbIE 3HAYCHHS] KPUTUYECKUX TOYEK pac-

npenenenust Oumepa [141]; 6, tm — SKCHIEpUMEHTANIbHbIE U TaOJIMYHBIE 3HAUYEHHS paclpeieICHus

Crbronenta [141].
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W3 Tabnuiibl BUAHO, 9TO PE3yIbTaT «HAWICHOY» YIOBICTBOPUTEIHLHO COTIIACYETCS
co 3HaueHueM «BBeaeHo» s 25 ananutoB (Ce, Dy, Er, Eu, Ho, I, Ir, La, Lu, Nd, Pd,
Pr, Pt, Rh, Ru, S, Sc, Sm, Tb, Th, T, Tm, U, Y u Yb).

[IpuHamIeKHOCTh HAWJIEHHBIX U BBEACHHBIX KOHIIEHTPALUM K OJHOW I'€HEPaIIb-
HOM COBOKYITHOCTH MOATBEPIMIIM CpaBHEHUEM UX aucniepcuit [141]: nns 26 ananutos
HAOJFOTaeTCsl OTCYTCTBUE 3HAYUMBIX pacxoxaeHuit (F, < F,). C mOMOIIBIO KPUTEPUS
Creronenra (¢, < t,,) AJis 25 aHAIUTOB JI0KA3aJM, YTO CPEIHUE 3HAUCHUS HalJIEHHBIX
KOHIICHTpAIuil paBHbI BBEJICHHBIM B IIPE/IeNIaxX JOBEPUTEILHOTO HHTEepBaia. Ha ocHO-
BaHWM TIPOBENICHHBIX OIICHOK CHEaH BBIBOJ, UTO HaljeHHas koHmeHTpamus Gd
HE COBIAJAECT C BBEJICHHOM Ja)Ke C YUYETOM JIOBEPUTENbHBIX UHTEPBANIOB (f, > t,,), TIO-
stomy Gd UCKITIOUMIIHM U3 CITUCKA OMPEIEIIIEMbIX MPUMECEH.

DKCneprUMeHTaIbHbIE TaHHbIE TOJTYYEHbI B YCIOBUIX MOBTOpsieMOCTH. BHyTpH-
nabopatopHas MPEUU3UOHHOCTS (s,) cocTaBuna 3-21 %.

JlaHHbIE BBIIIE MPUBEIECHHBIX SKCIIEPUMEHTOB OMyOIMKOBaHbI B padoTe [142].

3.1.4. Ananumuyeckuii nomenyuan uncmpymenmanvron AIC UCII memoouxu
ananusa

B pesynbpTaTe mpoBeleHHBIX KCIEPUMEHTOB pa3padoTaHa MHCTPYyMEHTalIbHAas
ADC UCII meroanka aHalli3a BHICOKOYHCTOIO T€PMAHUS U €r0 OKCHJIA JJis Orpeie-
JICHUSI HepacIpoCTpaHeHHBIX mpuMecei. C moMoIbio pa3paboTaHHON METOIUKH BO3-
MoxHO onpenenenue 25 anementoB (Ce, Dy, Er, Eu, Ho, I, Ir, La, Lu, Nd, Pd, Pr, Pt,
Rh, Ru, S, Sc, Sm, Tb, Th, TI, Tm, U, Y u Yb) ¢ ITO or 1:10° no 3-10° % mac.
¥ BHYTpUJIa00paTOpPHO# MPer3noHHOCThIO 3-21 % [142]. B cnucok aHanuToB BXOAAT
penKo onpeaensieMble TEXHOJIOTHYECKH BaxHbie ipumecu — T1, S [27].

N3yuenune omyOJMKOBaHHBIX pabOT MOKA3aJio, YTO BBIMIENIEPEUNUCICHHBIE MPH-
MECH B T€pPMaHUM WJIM €ro COeIUHEHUSIX OMPEAEISIIOT TOCTaTOYHO peako. B uHcTpy-
MeHTaIbHBIX ADC METOAMKAX ONPEIEIAIOT TOJbKO €AUMHUYHBIE aHATIUTHI, HATPUMED,
onpeneneHre Eu 3KCTpaKIMOHHO-IFOMUHECIIEHTHBIM METOJI0OM [98], niau HECKOJIbKO
npumeceit: Dy, Eu, Gd, Sm, Tl meronom ADC Il B pabote [41], La, Pd, Pt, Y B
meronnke ADC UCII ananusa [42]. [TosTomy pa3paboTaHHYIO METOIUKY OMpeese-

Husg P39, MIIT, I, S, Th, Tl u U B repManuu U €ro OKCUJ€ CPaBHUIU C METOAUKAMU
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u3 padoTsl [43], Toe uHTEpeCyoIue npuMecu omnpeaensim MerogoM MC ¢ nonusa-
et B ICII u uckpoBoMm nctounuke. CpaBHEHHE METPOJOTUUECKUX XapaKTEPUCTUK

MeToauK (onpexaensembie aneMenTsl U ux [10) npencrasieno B Tad:. 10.
TaonumoalO

CpaBHeHnue npenesnoB ooHapy:xenns pazpadoranHoid AJDC UCII metonnkn

¢ ony0smukoBanabiMu MC meTtonukamu, % mac.

-1 PM MC UCII [43] | UMC [43] | Da-t PM MC UCII [43] | UMC [43]
Ce 5-10°° 3-10°8 5-10°° Rh 8:10°° 2:1077 5-10°°
Dy 2-10°° 8-10°° 1-10°° Ru 3-10° — 1-10°
Er 6-107° 6:107° 5-10°° S 2:107° — 1-10°
Eu 2-10°° 1-10°8 5-10°° Sc 1-10° 5-107° 1-10°
Ho 1-107° 4-107° 5-10°° Sm 9-10°° 1-10°8 1-107°
I 1-107° — 5-10°° Tb 1-10°° 1-10°8 5-10°°
Ir 5-10°° 9-107° 1-107° Th 6-10°° 6-1078 5-10°°
La 6-107° 1-1077 5-10°° Tl 3-10°° 5-107° 1-107°
Lu 1-10°° 4-107° 5-10°° Tm 1-107° 2:107° 5-10°°
Nd 5-10°° 5-10°8 5-10°° U 2:107° 5-107° 5-10°°
Pd 6-10°° 9-1077 5-10°° Y 1-10°° 2.8:107° 5-10°°
Pr 7-10°° 5-10°8 5-10°° Yb 1-10°° 9-107° 11073
Pt 3-10°° 2:10°% 1-107

[Ipumeuanue. PM — pa3paboTaHHas METOAMKA.

Kak BuaHO u3 ta6i. 10, pazpaboTaHHass METOMKA TTO3BOJISIET OMPEAEIIATh TOT KE
Ha0Op MpHUMeECei, YTO U METO/IMKA, BRITIOJTHEHHAS PEJIKO UCIIOJIB3yEMbIM B HACTOSIIIEE
Bpemst metogom MMC. Tlo cpaBuenuto ¢ UMC meroaukoii B pa3paboTaHHON HaMu
metoauke [1O conmocraBumel miis Ce, Er, La, Nd, Pd, Pr, Rh, Sc, Sm, Th; B 2-10 pa3
auwxke s Dy, Eu, Ir, Lu, Pt, Y, Yb; Beime B 2-4 paza qs Ho, I, Ru, Tb, T1, Tm, U.
B paspaborannoii meroguke 1O S B 20 pa3 Bhiie, uem B [43], HO B pa3paboTaHHOU
MeTonuke S onpenensuin B pactBope. [Ipu cpaBuennu ¢ meroaukoit MC UCIIT paspa-
oortannas meroauka umeet 110 Boime Ha 1-4 mopsaka, oqnako meroa MC xapaktepu-
3yercd npuHIMNUaIbHO Oonee HU3KUMU [10. CTOUT OTMETHUTH, UTO pa3paboTaHHAs
METOJIMKa MO3BOJISIET ONPEAEIATh B pacTBOpe JonoyHuTenbHo 3 ananuta (I, Ru, S).

Takum oOpazom, pazpadoranHas uHcTpyMeHTanbHass ADC UCII meroauka siBisi-

eTcs Haubojiee MHPOpMATUBHOU (IO peAKo ompeaeasieMbiM mnpumecsiM) [142] u3
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omy0IMKOBaHHKIX B tuTepatype ADC METOIUK aHai3a repMaHus ¥ €ro OKCHUJA B CO-
MOCTaBMMa C METOJIMKAMHM, BBITIOJTHEHHBIMU Ha 00Jiee JOPOTOCTOAIIEeM 000pYyI0Ba-
HUH.
[Topsimox BeIMONHEHUs aHanu3a no paspadoranHor ADC UCII metonuke ajis

onpenenenus P32, MIII, I, S, Th, Tl u U onucan B [Ipunoxenuu 2.
3.2. Pazpaoomka MC UCII memoouku ananuza 2epmanus u e2o OKCuoa

MC UCII meroauky aHanu3a paszpadaThlBaJId JJisi ONpPEACNICHUS B repMaHUU
U ero okcuje 3eMeHToB 1-16 rpymnn [lepuoanueckoit TaOauIIbI.

Metrox MC UCII no3BossieT 0JHOBPEMEHHO ONPEENATh B PACTBOPAX MUHEPAJIb-
HBIX KUCJOT 70 70 3JIeMEHTOB B IMAMa30HE KOHIIEHTPALMMA 10 9 MOPSAIKOB BEIUYHHBI
[138]. B 1o xe Bpems npu MC UCII ananuze Tpedyercs MHOTOKpaTHOE pa3daBiieHne
pactBopa mpoObl (B 1000 pa3 u Gombiie). Takum 00pa3zoM, YMEHBIIAIOTCS HECIEK-
TpaJibHbI€ MAaTPUYHbIE BIUSHUS U CHI)KACTCS TaK Ha3bIBaeMbIM d(D(PEKT «mamMsaTu
MaccC-CIIeKTPOMETPA, BbI3BAHHBIN OCaXICHUEM MaTepHalia MpoObl B CUCTEME BBOAA, HA
netainsx uarepdeiica u noHHoi ontuku [138].

Jl5ia ycTpaHeHuUs CIEKTPajbHBIX HHTEp(EpEeHIIHii, BRI3BAaHHBIX IIa3M000pa3yro-
IIMM T'a30M, KOMIOHEHTaMH pacTBOpPa U MaTPUIIbI MPUMEHSIIA PEAKIIMOHHO-CTOJIKHO-
BUTEJILHYIO SUEHKY, MapaMeTpbl padOThl SYEHKH ObLIIM ONTUMU3HPOBAHBI B XOJI€ UC-
CJIeIOBATENIbCKON pabOTHI.

3.2.1. Bvibop ananumuyeckux uzomonos

MC UCII aHanu3 oCia0KHAETCA CIIEKTPAIbHBIMU HAJIO0KEHUSIMH CO CTOPOHBI MO-
JEKYJSIPHBIX HOHOB, MAacC-CIIEKTPbl KOTOPBIX IEPEKPBHIBAIOT CIIEKTPbl aHAJIUTOB.
Nx o6pazoBanuto crnocoOCTBYET HEOJHOPOIHOCTH TIA3MEHHOTO MTyYKa M0 TUIOTHOCTH
u temneparype [143]. McrouHnkaMu MOJIEKYJIIPHBIX MOHOB MOTYT OBITH aprujsl
(MATr"), oKcubl, THAPUABI ¥ KOMIIOHEHTBI PACTBOPHUTEINIS, MATPHIBI MPOOBI M T.J
[138]. ITporcxoauT nepeKkpbIBaHUE CUTHAJIOB MOHOB M30TOMOB PA3JIUYHBIX AJIEMEHTOB
¢ 6nmm3kuMu Maccamu — n3o0apusie naTepdhepeniuu [135]. Takum o6pa3om, s aHa-
Jn3a HEOOXOUMO MCIOJIb30BaTh U30TOMbBI, CBOOOIHBIE OT CHEKTPalbHBIX UHTEPdE-

pentwii. [Ipu BEIOOpE aHATUTHUECKUX U30TOMOB YUUTHIBAIOT UX PACIIPOCTPAHEHHOCTD,
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TaKk KaK B OTCYTCTBHE CHEKTPaJbHBIX MHTEP(EPEHIINI HAUTyyIllIee OTHOLICHHE CHT-
HaJI/IllyM 0OBIYHO JOCTUTAaeTCs y 0oJiee paclipoCTpaHEHHBIX N30TONOB JIEMEHTA.

AHaTUTHYECKUE N30TOMBI BRIOUpanu, peructpupysi AC pacTBopa, coaepKamiero
700 Mr/n repmanusi, 1 pacTBOpa, ¢ TEM K€ KOJIUYECTBOM MATPUYHOTO KOMIIOHEHTA,
cozepkaumii 50 HI/MJ Kakaoro npuMmecHoro ssnemenrta. [lo pesynabraram skcnepu-
MEHTa, BBIOpATN M30TOMbI A ompeaeneHus 54 snemeHntoB (cm. [Ipunoxenue 3).
N3-3a BbICOKOTO (POHOBOTO CUTHAJIA, IS pacipocTpaHeHHbIX npuMeceit Ca, K, P u Si
1no100paTh AHATUTHYECKHUE W30TOIBI HE YAANOCh.

3.2.2. Hccneoosanus nuanus 2epmManus Ha AHAIUMUYecKue CUSHAaIbl AHAIUMOo8.
Bvibop onmumanbHo-KOMIPOMUCCHOU KOHYEHMPAyUuu 2epmMaHus

Kak n3BecTHO, BBICOKOE coep:kaHue maTpuyHoro komnonenra npu MC HUCIIT
aHaJIM3€ yXyJLIaeT TOYHOCTh KOJIMYECTBEHHOI'O aHAJM3a, YMEHBUIEHHE OTHOIICHHUS
curnan/mym [144)]. Bennunna 3¢ ¢dexra 3aBUCUT OT KOHLIEHTPALIUA MaTPUYHOTO KOM-
MIOHEHTAa, @ HEe OT COOTHOIIEHUSI KOHIICHTpanuii MmaTpuiia/aHamur [ 145]. Beicokoe co-
JIEp’KaHUE MAaTPUYHOIO 3JIEMEHTA B COYETAHUM CO CHMIKEHMEM CKOPOCTH HUCIIApEHMsI
pacTBOPUTENSI U KYJIOHOBCKOTO JIEJICHUS Kareidb MOKET MPUBECTH K U3MEHEHHUIO 3(-
(hEeKTUBHOCTH TPAHCIIOPTA aHAJIUTA Yepe3 CUCTEMY BBOJIa CrieKTpomeTpa [146].

Kak cka3aHo paHee, Ipu aHaiIM3€ BBICOKOYHMCTHIX BEIIECTB CYIIECTBYET TEH/IEH-
Ul K YBEJTMUEHHIO HaBeCKU oOpasia, MoJBepraeMoil aHaauzy, KOHIIEHTpaIus MaT-
PUYHOTIO KOMIIOHEHTA B aHAJM3UPYEMOM pacTBOpE IpHU 3TOM Bo3pactaer. Cienosa-
TEJbHO, YTOOBI JOOUTHCS Hanbosee HU3kuX 110 aHanuToB, HEOOXOAUMO U3YUHUThH BIIH-
sHue repmanus Ha ux AC.

C 2TO#1 11e7BI0 B pacTBOPHI C KOoHIeHTpalen repmanus ot 0 g0 2100 Mr/a BBo-
mumn o6asku MOC 1-5 (50 ur/mn). Ha puc. 4 moka3ansl npesensl 00HApyKEHUS He-
KOTOPBIX aHAJIMTOB, IIPEICTABICHHBIE B BUJE OTPULATENIBHOTO Jorapudma 3HaueHUH
[1O (uem Bblte gaHHAs BenuunHa, TeM Hibke [10) n uyBCTBUTENBHOCTS & TpU pa3iny-
HOW KOHIICHTpAIlMM T€pMaHUs B aHAIM3HPYEeMOM pacTBope. 3HauU€HUE k PacCUMTHI-
BaJIM Y€pe3 TAHTE€HC yrja HAKJIOHA I'paAyHMpOBOYHOIO rpaduka, KOTOpbI yMEHbIIa-

eTCsl C yBEIMYEHUEM MaTPUYHOTO dPQeKTa.
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Puc. 4. 3apucumocts I10 u k OT KOHIIEHTpALIMU TePMaHUs B PaCTBOPE JIJIsl HEKOTOPBIX H30TOIOB
aHATUTOB: a — 'Be; 6 — %Cu; B — "®Sn; r — *'Ba.

J171s1 BBISIBIIEHUS U3BMEHEHU M BeTMUrHbI —/g/10 v k HOpMUpOBaJIM Ha UX 3HAYEHUS
B OTCYTCTBHUH repMaHus B pactBope. U3 puc. 4 BUIHO, YTO C YBEIMYEHUEM KOHLEH-
Tpaumu repmanus 10 700 mr/n [10 ananuToB oxumaemMo cHikarorces, nocie 700 mr/n
[1O cHmkaroTca HECYIIECTBEHHO, TO3TOMY MCIIOJIb30BaHUE PACTBOPOB C KOHIIEHTpA-
mueil repmanus 6omabiie 700 Mr/n HepanuoHanbHO. OIHOBPEMEHHO HPOUCXOIUT
yYMEHbIIICHUE 3Ha4YeHHS k, Ipu 4yeM y jerkux aHaiutoB (Be, Cu u ap.) 6osee Bbipa-
KEHO, YEM y TSDKEJIbIX aHaluToB (Sn, Ba u np.). Tak kak repMaHuii MO’KHO OTHECTH K
OTHOCHUTEJIbHO JIETKUM 3JI€MEHTaM, TO OH BBI3bIBA€T OTHOCUTENIBHO C1ab0e HeCHek-
TpaJbHOE BIIMSHHUE.

[Ipoanann3upoBaB NOJyYEHHBIE JaHHBIE, B KAYECTBE ONTUMAIbHO-KOMIIPOMUCC-
HOM KOHILIeHTpauuu BeiOpanu 700 mr/a. B nensix yuera BIUSHUS MaTPHUILIbI, KaK CIIEK-
TPaJbHOI0, TAK U HECTIEKTPAJILHOTO, aHAIN3 BBINOJIHSIN METOI0M J0OABOK.

3.2.3. Oyenxa mempono2uueckux Xapaxmepucmux MemoouKu

Ouenky 10 npoBoanIM aHAJIOTMYHO MpOLEAYype, ONUCaHHOW B pazaene 3.1.3.,

NOJTyYEHHbIEC 3HaYEHHs MpUBEIeHBI B Ta0. 11.
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Taonumall

IIpeneast o0Hapy:xenust uHcTpyMeHTaAbHO MC UCII meToauku anaaunsa, % mac.

O1-T 110 OI-T 11O DI-T 110
Ag 5-10°° Hg 2-10°° Re 2-1077
Al 5-107 Hf 5-1077 Sb 2:10°
As 2-107 Ho 6-1078 Sc 1-10°°
Au 1-10°° In 5-10° Se 1-10°

B 1-107 La 3-1077 Sm 5-1077
Ba 1-10°° Li 3-10°° Sn 5-10°°
Be 7-1077 Lu 6-10°% Sr 5107
Bi 4-10°° Mg 1-107 Ta 5-1077
Cd 1-107° Mn 5-10°° Tb 1-1077
Ce 9-1077 Mo 1-10* Te 5-10°°
Co 1-10°° Na 1-107 Ti 1-107
Cr 8-10°° Nb 1-107 Tm 6-10°%
Cu 1-107° Nd 3-1077 W 5-10°°
Dy 51077 Ni 2:107 Y 5-10°°
Er 1-1077 Pb 1-10°° Yb 2-1077
Eu 9-10°* Pr 5-1077 Zn 1-107
Ga 2-107 Rb 1-10° Zr 6-107°
Gd 81077 - - - -

Ouenuts [1O npumeceit Fe u V npu BHIOpaHHBIX YCIOBHSIX HE YJalOCh M3-3a
CHEKTPaTbHBIX WHTEpP(EPEHINI, BBI3BAHHBIX HAJIOKCHHUEM TOJMATOMHBIX HOHOB,
Harpumep, “CAr'*N’, “YAr!°0*, 3C1'°0",

[TpoBepKy MpaBWILHOCTH pa3pabOTAHHOW METOIUKHA MPOBOJUIU IKCIIEPUMEH-
TOM «BBEJIEHO-HaiieHo». OOpa3Ilsl ¢ BBEICHHBIMU MPUMECSIMH TOTOBWIIH J00aBIie-
HUEM K IIpoOaM aJIuKBOT pacTBOpoB MOC ¢ M3BECTHBIMU KOHIIEHTPALIUSIMUA aHAJIUTOB.
DKCHEPUMEHT MPOBOAWIM IPU PasHBIX KOHIIEHTpAlUsXx aHaauToB (ot 5-1077
10 5-10* % mac.), uto npesbinaer ux I[10 B ~ 2-10 pa3. Y HeGOIBLIOro YKCIa aHAIIH-
toB (Co, Er, Eu, Hf, Lu, Re, Ta, Tb u Tm) no6aBka 6s111a HamHOr0 BhIIIE [10.

Pe3ynbTatsl 3KCIieprMeHTa NpUBEIEHBI B Ta0. 12.
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Tabnunpal2

Pe3ynbTaThl 3KCIIEPUMEHTa «BBe/IeHO-HalIeHo» 1151 uHcTpyMeHTaabHoi MC UCIT

MeToauku (n=3-6, P=0,95)

On-T Beeneno, % mac, | Hatineno, % mac, | s F, Fon t; tm
Ag (1,0£0,1)-107 (8,91,7)-10° | 0,12 | 1,7 | 93 [1,49| 245
Al (5,0+0,5)-107 (5,1£0,6)-10* 0,07 | 1,5 | 9,3 020 2,45
Au (1,0+£0,1)-107 (1,0£0,2)-10° | 0,14 | 1,0 | 9,3 |0,20 | 2,45
(1,0+£0,1)-107* (1,1£0,1)-10% 0,05 | 2,8 | 9,3 |2,14]| 2,45
B (5,0+0,7)-107 (3,91,4)-10° | 0,22 | 1,7 | 93 [2,35] 2,45
Ba (4,0+£0,4)-10°° (4,6£1,0)-10° 0,09 | 1,3 | 19,2 [2,62| 2,78
(2,0+£0,3)-107 (1,9+0,4)-10° | 0,15| 1,1 | 9,3 |0,86| 2,45
(2,0+£0,2)-10°° (1,7£0,4)-10° 0,09 | 2,1 | 19,2 [2,73 | 2,78
Be (1,0+£0,1)-107 (1,0£0,1)-10° | 0,08 | 3,3 | 9,3 |0,05]| 2,45
(1,0+£0,1)-107* (1,1£0,7)-10% | 0,04 | 3,5 | 9,3 |[2,21] 245
Bi (5,0+0,7)-107 (4,5£1,2)-10° | 0,17 | 1,3 | 93 |1,24]| 2,45
od (2,5+0,2)-107 (2,5£0,9)-10° | 0,14 | 2,5 | 19,2 [ 0,08 | 2,78
(5,0+0,7)-107 (4,6£0,6)-10° | 0,05 | 8,4 | 19,2 [ 1,27 | 2,78
Ce (5,0+0,6)-107°° (4,1£1,9)-10°% 0,19 | 2,1 | 19,2 [ 2,13 ] 2,78
o (5,0+0,6)-10°° (4,1£0,3)-10° 0,05 | 85 | 9,3 [235]| 245
(5,0+0,7)-107 (5,0£0,4)-10° | 0,05 | 7,7 | 19,2 [ 0,07 | 2,78
or (5,0+0,7)-107 (4,2£1,6)-10° | 0,24 | 2,3 | 93 |[1,51| 245
(5,0+0,5)-107 (5,2+0,3)-10* 0,04 | 53 | 9,3 [0,83] 2,45
Cu (5,0+0,7)-107 (4,6£0,4)-10° | 0,05| 8,8 | 93 |[1,23| 245
Dy (5,0+0,6)-10°° (4,4+0,6)-10°% 0,16 | 1,6 | 5,1 |1,60]| 2,23
(5,0+0,7)-107 (5,0£0,7)-10° | 0,08 | 2,6 | 9,3 [0,05| 2,45
Er (5,0+0,6)-10°° (4,8+0,7)-10°% 0,13 | 1,3 | 5,1 [0,60]| 2,23
(5,0+0,7)-107 (5,0£0,8)-10° | 0,10 | 1,7 | 9,3 [0,11 | 2,45
Eu (5,0+0,6)-10°° (4,4+£0,6)-10° | 0,12 | 1,1 | 51 |[2,02] 245
(5,0+0,7)-107 (5,0£0,7)-10° 0,09 | 2,3 | 9,3 [0,10] 2,23
Gd (5,0+0,6)-10°° (4,0£1,1)-10° | 0,17 | 1,6 | 9,3 |2,43] 2,45
(5,0+0,7)-107 (4,8+0,5)-10° | 0,06 | 6,0 | 9,3 [0,73| 2,45
He (5,0+0,7)-10°° (4,8+1,0)-10° | 0,13 | 1,2 | 9,3 [0,52]| 2,45
(5,0+£0,5)-107 (5,5£0,3)-10° | 0,03 | 6,3 | 9,3 |[2,42] 245
Hf (5,0+0,7)-107 (4,9+0,3)-10° | 0,05| 8,7 | 9,3 |0,36]| 2,45
Ho (5,0+0,6)-1077 (4,2£2.2)-107 0,22 | 2,3 | 19,2 | 1,69 | 2,78
(5,0+0,6)-10°° (4,5£0,5)-10° | 0,10 | 1,6 | 51 |[1,90] 2,23
In (5,0+0,7)-107 (4,7£0,4)-10° | 0,03 | 17,3 | 19,2 [ 1,17 | 2,78
La (5,0+0,6)-10°° (4,4+£0,6)-10° | 0,12 | 1,1 | 51 [1,95] 223
(5,0+0,7)-107 (4,90,3)-10° | 0,04 | 9,1 | 93 [0,34| 2,45
Li (1,0£0,1)-107 (8,5£1,6)-10° | 0,12 | 2,0 | 9,3 |2,11| 2,45
Lu (5,0+0,6)-107°° (4,4+0,3)-10°% 0,07 | 3,0 | 51 [221]2,23
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Mg (5,0+0,7)-107 (5,6£1,7)-10° | 0,13 | 1,1 | 19,2 | 1,44 | 2,78
(5,0+0,5)-107 (5,0+£0,9)-10* 0,12 | 1,6 | 9,3 [0,17| 2,45
Mn (5,0+0,7)-107 (4,4+£0,6)-10° | 0,09 | 2,8 | 9,3 |1,69]| 2,45
Mo (5,0+0,5)-107 (4,8+0,3)-10* 0,03 | 84 | 9,3 [1,20] 2,45
Na (5,0+0,7)-107 (5,3£2,0)-10° | 0,24 | 3,8 | 9,3 [0,55]| 2,45
(5,0+0,5)-107* (5,6£1,4)-10% | 0,16 | 3,8 | 9,3 |1,45]| 245
Nb (5,0+0,7)-107 (4,2£1,5)-10° | 0,22 | 1,9 | 93 |1,63] 245
(5,0+0,5)-107 (5,1£0,5)-10* 10,06 | 2,5 | 9,3 [0,33]| 2,45
(5,0£0,6)-1077 (6,3£3,4)-107 | 0,22 | 53 | 19,2 [ 1,93 | 2,78
Nd (5,0+0,6)-10°° (5,1£0,5)-10° | 0,04 | 7,6 | 19,2 [ 0,36 | 2,78
(5,0+0,7)-107 (4,9+0,7)-10° 0,09 | 2,3 | 9,3 |0,16| 2,45
Ni (5,0+0,7)-107 (5,2£1,0)-10° | 0,13 | 1,0 | 9,3 |0,40 | 2,45
(5,0+0,6)-10°° (4,8£2,0)-10° | 0,17 | 2,2 | 19,2 [ 0,52 | 2,78
Pb (5,0+0,7)-107 (4,9+0,9)-10° | 0,11 | 1,5 | 9,3 [0,33]| 2,45
(5,0+£0,5)-10* (5,4£0,4)-10% | 0,04 | 3,7 | 9,3 |2,00]| 2,45
P (5,0+0,6)-10°° (5,5£1,6)-10° | 0,18 | 3,3 | 9,3 |1,11] 245
(5,0+0,7)-107 (4,9+0,3)-10° | 0,05| 92 | 9,3 [0,50 | 2,45
Rb (5,0+0,6)-10°° (6,6£2,3)-10° | 0,14 | 2,8 | 51 |[2,14] 223
(5,0+0,7)-107 (5,0£0,7)-10° | 0,09 | 2,3 | 9,3 |0,07 | 2,45
Re (5,0+0,7)-107 (5,2£0,5)-10° | 0,07 | 3,9 | 9,3 |0,48| 2,45
S (5,0+0,7)-107 (5,6£0,6)-10° | 0,06 | 3,5 | 9,3 [2,00]| 2,45
(5,0+0,5)-107 (5,4+0,2)-10* 10,03 | 9,0 | 9,3 |[2,14] 2,45
Sc (5,0£0,7)-107 (4,8+£0,8)-10° | 0,11 | 1,8 | 9,3 |0,60 | 2,45
(5,0+0,6)-10°° (5,2+0,3)-10°% | 022 | 42 | 192 [ 029 2,78
S (1,0£0,1)-107 (1,1£0,4)-10° | 0,14 | 3,1 | 19,2 | 1,54 | 2,78
(5,0+0,7)-107 (4,8+0,7)-10° | 0,09 | 2,5 | 9,3 [0,59| 2,45
(5,0+0,5)-107 (5,1£0,3)-10* 0,04 | 49 | 9,3 [0,61]| 2,45
Sm (5,0+0,6)-10°° (4,5+0,5)-10° 0,05 | 6,3 | 19,2 | 1,83 2,78
(5,0+0,7)-107° (4,7£0,5)-10° | 0,04 | 12,0 | 19,2 [ 1,13 | 2,78
Sn (5,0+0,7)-107 (4,6£0,4)-10° | 0,06 | 6,5 | 93 |1,44]| 245
Sr (2,0+£0,2)-107* (1,9£0,4)-10% | 0,15 | 2,4 | 93 |0,84| 2,45
Ta (5,0+0,7)-107 (5,1£0,4)-10° | 0,04 | 13,9 | 19,2 [ 0,55 | 2,78
(5,0+0,5)-10* (5,5£0,3)-10% | 0,04 | 54 | 93 [2,36] 2,45
- (5,0+0,6)-10°° (4,3£0,5)-10° | 0,10 | 1,6 | 51 |[2,22] 245
(5,0+0,7)-107 (4,9+0,5)-10° | 0,04 | 11,8 | 19,2 [ 0,50 | 2,78
Te (1,0+£0,1)-107 (1,0£0,4)-10° | 0,15 | 3,2 | 19,2 [ 0,54 | 2,78
(5,0+0,7)-107 (4,7£0,4)-10° | 0,06 | 59 | 93 |1,07]| 2,45
Ti (5,0+0,7)-107 (4,7£0,6)-10° | 0,08 | 3,1 | 9,3 |0,90| 2,45
Tm (5,0+0,6)-10°° (4,5£0,5)-10° | 0,11 | 1,2 | 51 |1,62] 223
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W (5,0£0,7)10° | (4,6+0,6)-10° [0,08 ] 3,0 | 9,3 [1,31] 2,45
(5,0£0,5)-10* | (5,5£0,3)-10* [0,03] 7,8 | 9,3 [232] 245
v (2,5£0,3)-10° | (2,2£03)-10° |0,12| 1,3 | 5,1 |2.21]2.23
(2,5¢0,3)-10° | (2,4+0,2)-10° | 0,04 | 9,1 | 9,3 |0,68] 2,45
3 (5,0£0,7)10° | (5,442,0010° |0,15| 1,5 | 19,2 | 0,92 2,78
n
(5,0£0,6) 104 | (5,240,910 |0,11| 1,6 | 9,3 |047] 2,45

Hns As, Ga, Y u Zr B pe3ybTare 3KCIepuMeHTa He ObLIO MOJYyYeHO BOCIPOU3-
BOJMMBIX PE3yJIbTATOB HA 33JITAHHOM yYPOBHE KOHIICHTPAIlU, OOBICHUTH 3TO MOXHO
UHTEep(PEPEHIIUAMH OT MOJUATOMHBIX MOHOB, OOPa3yIOIIUXCSl U3 KOMIIOHEHTOB Ta3a,
PacTBOPOB U MATPHIIBI.

Kak BugHO U3 TaOIUIIKI, pE3yIbTaThl «HANACHO» PaBHBI 3HAYCHUSM «BBEICHO» C
Y4YETOM JIOBEPUTEIIbHBIX MHTEPBAJIOB /I 48 aHAJIMTOB, U IPUHAJJICKAT K OJTHOM Te-
HEPAIbHON COBOKYITHOCTH, YTO TIOJITBEPKACHO OTCYTCTBHEM PACXOKICHUH MPU CPaB-
HeHuu kputepueB Oumiepa u CThrOJeHTA.

DKCIepUMEHTaIbHBIE JJAHHBIC TIOJIYYEHBI B YCIOBHUSAX IMMOBTOPSEMOCTH, S, COCTa-
Buia 3-24 %.

[IpoBeneHHbIE KCIIEPUMEHTHI JOKA3bIBAIOT, YTO MHCTPYMEHTAIBHBIC YCIIOBHS
npoBenenuss MC HCII ananuza: peKOMEH0BaHHbBIC MPOU3BOJIUTEIIEM — MOIIHOCTh
TJ1a3MblI, CKOPOCTh PACHBUIAIONIETO MOTOKA Ar; BRIOpaHHBIC MPU Pa3pabOTKe METO-
JIUKU — aHATUTHYECKHUE U30TOIBI U KOHIIEHTPAIUs MATPUUYHOT'O KOMITIOHEHTA; 0o0ecIie-
YUBAIOT IOCTOBEPHOE OMPE/IEICHNE aHAIUTOB B TEPMaHUH U €TO OKCHUJIC.

3.2.4. Ananumuueckuti nomenyuan uncmpymeumanvuou MC HUCII memoouxu
aHanu3a

B pesynbrare BHIMOTHEHHBIX 3KCIEPUMEHTOB pa3paboTaHa MHCTPyMEHTATbHAS
MC UCII meToanka aHaau3a TepMaHusl U €ro OKCUA JJIsl ONPEACIICHUS COAep KaHus
48 rnemenrtoB-ipumeceit (Ag, Al, Au, B, Ba, Be, Bi, Cd, Ce, Co, Cr, Cu, Dy, Er, Eu,
Gd, Hg, Hf, Ho, In, La, Li, Lu, Mg, Mn, Mo, Na, Nb, Nd, Ni, Pb, Pr, Rb, Re, Sb, Sc,
Se, Sm, Sn, Sr, Ta, Tb, Te, Ti, Tm, W, Yb u Zn) ¢ ITO 6:10%-1-10~* % mac. u BHyTpH-

1ab60paTOpHOM MPEIU3UOHHOCTHIO 3-24 %. OTMETHUM, YTO B CIUCOK OTMPEAEIISIEMBIX T10
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METOJIMKE MPUMECEH BXOIIT 16 BaXKHBIX JUTSl TEXHOJIOTHUYECKOTO mporiecca: Ag, Al, B,
Bi, Cd, Co, Cr, Cu, In, Li, Mg, Mn, Ni, Pb, Sb u Zn.
[Tpoenu cpaBHenue paspaborannoit MC UCII metoauky aHanm3a repMaHus U
ero okcuna ¢ omyonukoBanHoit MC MCII metoaukoi aHanu3a 3TUX OOBEKTOB 03
MpeaBapuTENbHOr0 KOoHUEHTpUpoBaHus [43]. CpaBHEHHE TEPEUHEN OMpEeNeIsIeMbIX

npumeceit u ux I10 npencrasneno B Tadm. 13.

Taomnumal3

CpaBHeHnue npenenoB ooHapy:xenus pazpadoranHoid MC UCII meToauku
¢ ony0auKoBaHHOM, % Mac.

-1 PM [43] -1 PM [43]
Ag 5107 4-10°° Nb 1-107 4-10°°
Al 5107 1-107* Nd 3-107 5107
As - 5107 Ni 2:107 1-107*
Au 1-10°¢ 4-1077 Pb 1:107 2:107
B 1-107 8107 Pd - 9:1077
Ba 5107 1-107 Pr 5107 5107
Be 7-1077 6-1078 Pt - 2:1078
Bi 4-107°° 8107 Rb 1-10°¢ 51077
Cd 2:107° 4-107° Re 2:1077 1-10°8
Ce 9-1077 3-10°8 Rh - 2:1077
Co 1-10°6 3-10°° Sb 2:10°° 1-10°¢
Cr 8-10°° 1-107* Sc 1:107° 5107
Cu 1:107° 1:107° Se 1:107 1-1073
Cs - 7-1078 Sm 51077 1-10°8
Dy 51077 810°® Sn 5-10°¢ 5-10°¢
Er 1-107 6:107° Sr 5107 1:107°
Eu 9-10°% 1-10°8 Ta 51077 9:107°
Ga - 9:107 Tb 1-1077 1-1078
Gd 81077 9:10°8 Te 5107 4-1077
Hg 2-10°¢ 7-107 Th - 6:1078
Hf 51077 4-108 Ti 1-107 5107
Ho 6:1078 4-107° Tl - 5107
In 5107 - Tm 6:1078 2:107
Ir - 9:107 U - 5107
La 3-1077 1:1077 \ - 7-107
Li 3-107° 3-107 W 5107 1:107
Lu 6:1078 4-107° Y - 3-107
Mg 1:107° 2:10°° Yb 2:1077 9107
Mn 5-10°° 5-10°° Zn 1-10°° 1-10°°
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IMpomomxenne T a 6 mu 11 b1 13

Mo 1-10™* 5107 Zr - 4107
Na 5107 - - - -

[IpoBeneHHOE cpaBHEHHE TMOKa3ayio, 4TO pa3paboTaHHAs METOAMKA IMO3BOJISIET
ompenenaTh Ha 13 mpuMecei MeHbIIe, 9TO MOKHO OOBSICHUTH CIIEKTPAIbHBIMHU UHTEP-
bepeHIUsAMU, UHCTPYMEHTAJIbHBIMU XapaKTEePUCTUKAMU aHAN3a, & TAaKKe TeXHUYe-
CKMMH ITpuurHaMHu. CTOUT OTMETUTB, 4TO B paboTe [43 ] ncrnoab30Bain Macc-ClEKTPo-
MeTp ¢ ayumuM pazperieHueM (0,4 a.e.M), 4eM TOT KOTOPBII HCHOJBb30BAJICId HAMU
(0,85 a.e.Mm.). B wactHocTH, oTcyTcTBUE As, Ga, V, Y U Zr MOXKHO Tak e 00ObsSICHUTD
HAJIMYHUEM CTIEKTPAIBHBIX HHTeP(DEPEHIINNA OT MOJIMATOMHBIX HOHOB. Jjis ompenerne-
HUSL JTUX MpuUMeced HamMu Oblla HKCIOJb30BaHA PEAKIMOHHO-CTOJIKHOBUTEIbHAS
siueiika, pe3yJibTaThl MPUBEACHBI HUXKE. TeM He MEHEe, B CIIHCOK OMPEAEIsEMbIX AJie-
MEHTOB I10 pa3paboTaHHOW MeToauke Bxoaart In u Na, y 13 anamuros 10 Hmxke B 2-
1000 pa3. B 3T0oT cricok BXOAT 9 TexHoornyecku BaxkHbix npumeceii: Al, B, Co, Cr,
In, Mg, Mn, Ni u Pb. Kpome 3TOT0, K OUYE€BHIHOMY MPEUMYIIIECTBY pa3padOTaHHOM
METOJIMKH MOXHO OTHECTH HCIIOIb30BaHUE JIJIsl PACTBOPEHHUSI 00pa3loB MPOCTOrO U
KOMMEPYECKU JOCTYITHOTO 000py1I0BaHus (TBEPAOTEILHOTO TEPMOCTATA) U OOBIUHBIX
(dhTOpOIIACTOBBIX CTaKaHOB. B TOXe Bpemsi B paboTe [43] ¢ 3TOH 1EbI0 UCTIOIH30BAIH
CHeHMaIbHBIN arperaT B KOTOPBINA MOMeENIalId aHATUTHUYECKUE aBTOKJIABBI C 00pa3LoM.

3.2.5. Hccneoosanue s3¢pgpexmusrnocmu ucnonb308anus peakyuoHHO-CMoIKHO8U-
menvrou sueixku npu MC UCII ananusze 8bicokouucmozo 2epmManusi u e20 oKcuoa

Kaxk 6pu10 onmcano B myHkrax 3.2.2. u 3.2.4, npu paszpadotke MC NCII mero-
JIUKU CTOJKHYJIUCH C 0KMJIAEMbIMU CIIOKHOCTSIMU B orpeseneHuu ananutoB (Ca, Fe,
K, P u Si), uCnpIThIBalOIIMX CIEKTPATHLHOE U HECTIEKTPAIbHOE BIUSHUE OT MOJIEKY-
JISIPHBIX MOHOB, OOPa3yIOMIUXCS U3 TIa3MOO0OPa3yIONIEro raza 1 KOMIIOHEHTOB pac-
TBOpA.

Jl1st pacTBOpeHHsI 00pa3OB U MPUTOTOBJIEHUS] PACTBOPOB UCIIOIB30BAIM CMECH
kucaotT HCI u HNOs. IlpucyTcTBytomuii B pacTBOpe repMaHuil BHI3BIBAET CIIEKTPaJib-

Hble HajJokeHuss Ha wm3otombl As, Ga, V, Y, Zr u Memaer ux ONpeesCHHUIO.
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Bo3moxnble nHTEp(EepeHIINT OT KOMIIOHEHTOB pacTBOPOB, MATPHIIBI 00Opa3la U mias-

MOOOpa3yIoIIEro ra3a nNpeacTaBieHbl B Tao. 14.

Taonuma l4
IMomaromubie unTepdepennuu npu MC UCII ananuse repMaHus U €ro OKCHIA
DI-T AToMHas Macca, a.e.M. [TonmaTomuble HHTEphEPEHITUN
As 75 WVASCL; BACCL
40 HOAr*
Ca 42 YOArH,"
44 2CT60,"; ¥N,1°0"
54 20 A AN
Fe 56 WA LT60 BABO™; SATTOH"
57 WA T6OH; ArPOH"
69 B3CI60.H"; CIP0R0™; 3C170,"; Y/ CI0,
o 71 Ge"'H'; *'CI"°0,H'"; *°Ar¥*CI"
K 39 SBArH*
P 3] BN°O™ ;*N70"; PCBO"
78 N, 2CT60"
Si 29 INBNT; 2C707; BCT6O"
30 N0, 2CB0T; BN,
Vv 51 B0, SCIPNT
Y 89 BGeloO*
Zr 90 Ge'oO*

Jlyis ycTpaHeHHs CTIEKTPaIbHBIX UHTEPPEPEHIUN OT MOJEKYISIPHBIX HOHOB II€-
Jecoo0pa3HO TMPUMEHHUTh PEaKIMOHHO-CTOJIKHOBUTENIbHYIO sueiiky [147-149].
[Tpu BBINONTHEHNN TUCCEPTALMOHHON pabOTHl B KAYECTBE I'a3a-HAIMIOJIHUTENS UCTIOIb-
30BaJI UHEPTHBIN ra3 — reiuil, sueiika padorana B pexume KED.

3.2.5.1. H3yuenue e6muanus uHCMpPYMEHMANbHbIX NAPAMEMPO8 DPeaKyuoHHO-
CMONIKOHOBUMENLHOU AYEUKU HA AHATUMUYECKUEe CUSHATbL DTIEMEHIN08

B noctmxennn makcumManbHOTO 3@ deKTa OT MPUMEHEHHUS STYEUKH TIaBHYIO POJb
UTPAIOT UHCTPYMEHTAIIbHBIE ITAPAMETPhI — CKOPOCTh OTOKA T'a3a Yepe3 TYEHKY, KOTO-
past MponopLUMOHaIbHA JABJIEHUIO I'a3a B SYEHKE U MOTEHIMA Ha BBIXOJIE U3 SYEUKH
[135].

Buvibop ckopocmu nomoka cenus uepes aueky

g 3¢ HeKTUBHOTO CHUKEHUSI UHTEP(PEPEHIINI C TOMOIIBIO CTOJIKHOBUTEIbHON
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STYEUKN HEOOXOMMO, YTOOBI ITOCIIE TPOXOXKICHUS STUYECHKHA NOHBI PA3TNYAIIUCh TI0 CKO-
pocTsiM. DTO JOCTUTAETCs ONTUMHU3AIMEN CKOPOCTH IMOTOKA raza 4epe3 sSueiuKy.
[Tpu npaBUIBLHO BEIOPAHHOM MOTOKE BO3HUKAET 3(P(PEKT CTOJIKHOBUTEIHHON (HOKYCH-
POBKH, OOYCIIOBJICHHBIA TE€M, YTO NPU MOHUKEHUU KMHETUYECKOW SHEpruu (pokycu-
POBKa MOJI IeWCTBUEM MOHHOW ONTHUKHU W (PUIbTpallMs MO MaccaM B KBaJIpynoJje cra-
HOBHTCS OoJiee 3pPpeKkTuBHOM. B HEKOTOPBIX Cilydasix BO3MOKHO Jaxe cHkenue [10
OT/eNIbHBIX 2JieMeHTOB [135]. CneqoBaTenbHO, HallleH 3aadeil ObLIO BBIOpATh ONTH-
MaJlbHbIA Pacxo]l ra3za Jyisl YCTPAHEHUs! CIIEKTPaIbHBIX HajoXeHu u cHuxeHus [10
aHAJIUTOB.

J171st BBIOOpa ONTUMAIbHOM CKOPOCTH MOTOKA Iefus uepe3 s4eiKy TOTOBUIIU pac-
TBOPBI, coaepkamue 700 mMr/a repmaHusi, B OAMH U3 pacTBOpPOB BBOAMIN 50 HIr/mi
MDC 1-5. CxopocTh nmoToka renus BapbupoBasiu oT 0 10 4 mur/muH. [1pu kaxaom 3Ha-
YEHUU CKOPOCTH MOTOKA PETUCTPHUPOBATIN CIIEKTPHI pacTBOpoB repmanus 700 mr/m u
pactBopa repmanwus 700 mr/n ¢ MOC. Ha puc. 5 npeacraBnenst 3aBucumoctu -Ig(110)
u oTHoleHus1 uHTeHCcUBHOCTEN AC k oHOBOMY curHany (/ac/lop) OT CKOPOCTH TeHs
JUTSI aHAIMTUYECKUX U30TOTIOB B MPUCYTCTBUU TepManus. Bemmuunst -Ig(110) v Iac/1o
HOPMHPOBAHbI Ha 3HAYEHUS, MMOJTYUYEHHbIE B CTAHAAPTHOM pexume. Pe3ynbrarhl sKc-

NEPUMCHTAJIbHOI'O UCCIICA0BAHMA IIPEACTABICHLI HA PUC. 5.

12 a 8 )

al
P T I T T I TTFT T FETTFFTTFFFEFF 7]

> Ga

LictT oo

-lg(110)

-8- By

0,2 0,6 1.2 1.6 2 24 238
Cxopocts He, Mmm/mun Cropocts He, ma/mun

Puc. 5. 3aBUCHUMOCTD MpeIeioB 0OHAPYKEHHUST AaHATTUTOB (a) ¥ OTHOIIEHHUS aHATMTUIECKOTO

curHana K ¢ony (0) OT CKOPOCTH MOTOKA TEIUs Yepe3 TUCHKY.
U3 pHucC. S5a BHJIHO, YTO C YBCIIMYCHHUCM CKOPOCTHU IIOTOKaA I'CJIMsA I1O ananmuToB
CHUKAIOTCS B OOJIBIIMHCTBE CITydaeB (CTOJOIBI HA TUCTOTPAMME CTAHOBSITCS BBIIIE),

a otHoueHue Iac/lo Bo3pactaer (puc. 50). OCHOBBIBAsICH Ha aHAJIN3€ TOJYUYEHHBIX
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JaHHBIX, BBIOPAJ CKOPOCTh MoTOoKa He uepes aueiiky — 3 Mil/MHUH, KOTOPYIO UCIIOJb-
30BaJIM NIPU JAIBHEUIINX SKCIIEPUMEHTAX.

Buvibop nomenyuana peakyuonno-cmoakHOBUMENbHOU AYEUKU

Paznuuue mexnay sHEprusmMu MoJuaTOMHBIX U OJJHOTOMHBIX MOHOB OJIMHAKOBOM
Macchl Ha BBIXOJIE U3 SIMEHKHM HMCIOJIb3yeTcs Mpu pabote sueliku B pexume KED,
IPU 3TOM MPOUCXOJUT OTOOpP MOHOB, HE JOMYCKAIONIMI MEIIAIoIMe HOHBI B Macc-
bunbTp [135]. st 3Toro HeoOX0IMMO BBIOPATh MOTEHIMAT PEAKIIMOHHO-CTOJIKHOBH-
TENbHOM SUYEHKH, TaK KaK €CIM BEJIMYMHA YHEPreTUYECKOTo Oapbepa OyAeT CIUIIKOM
BBICOKA, TO CHU3HUTCA 3(PPEKTUBHOCTh MOCTYIUICHHUS HOHOB aHAJIMTOB K JETEKTOPY.
B cityyae He1oCTaTOUHOTO SHEPTrETUYECKOT0 Oaphepa MOIMATOMHbBIE HHTEP(PEPEHIINH
He OyayT 3 PEeKTUBHO YCTPAHEHBI.

J171st BBIOOpa ONTUMAIbHOTO MOTEHIIMAIIA STMEUKH PACTBOPHI TOTOBUJIU TaK K€, Kak
npu BBIOOpE CKOpOCTH moToka renus. IloreHuuman sueliku BapbupoBamu ot -35 B
1o -17 B. Ilpu kaxaoM 3HaYE€HUH MOTEHLHAJIA PETUCTPUPOBAIIN CIEKTPBI paCTBOPOB
repmanus 700 mr/n u repmanus 700 mr/n ¢ no6aBkoi. Ha puc. 6 mpeacraBiieHbl 3aBU-
cumoctH -Ig(110) n otHOmIeHUs [ac/lp OT MOTEHIIMATIA STYCHUKH TSI AaHATUTHIECCKUX
M30TOIOB B MpUCYTCTBUM TepMmaHus. Benuuunsl -Ig(110) n Iac/lo HOpMUPOBaAHBI Ha

3HA4YCHM, ITOJIYUYCHHBIC B CTAHAAPTHOM PCXKHUME.

== 'Ga
-k T5As
- Y
- 7Zr

-35 -33 31 -29 -27 -25 -23 -2 =35 -33 -31 -29 -27 -25 -23 -21 -19 -17
[Morenuman suciiku, B [ToTeHuman suciiku, B

Puc. 6. 3aBUCHUMOCTD NpeIEIOB 0OHAPYKEHHUST AaHATTUTOB (a) U OTHOIIEHUS aHATUTUIECKOTO

curHana K ¢poHy (0) OT mOTEHIANA STYCHKH.
N3 puc. 6a BUIHO, UTO C yBeJIMYECHUEM MOoTeHIHana ssueiku 110 ananutoB cHu-
XKaroTcs B O0dbIIMHCTBE ciydaeB. [Ipu 3Tom oTtHOmIeHUE [ac/lp cHUXKaeTcs (puc. 60),
4YTO OOBSCHSETCS TEM, UYTO TMOTEHIMAJIbHBIA Oapbep MPEensTCTBYET MPOIMYCKAHHUIO

VMOHOB aHAJUTOB TaK €, KaKk U MEIIAIIKUX HOHOB [135], mpuyem ¢ yBeanueHHEM
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MacChl CHIDKeHHE 0oJiee 3ameTHO. Ha oCHOBaHMY TOJTyYE€HHBIX TaHHBIX, BBIOpAJIN OTI-
TUMaJIbHO-KOMIIPOMHMCCHOE 3HAY€HHME MOTeHIMana sueiiku -21 B. JlanpHeimme skc-
MIEPUMEHTHI TIPOBOIMIIH TIPU CKOPOCTH TIOTOKA TN Yepe3 SUeiKy 3 MIJI/MHUH U TOTEH-
nuane sueiiku -21 B.

3.2.5.2. Oyenxka memponocuueckux xapakmepucmux memoouxu MC HUCII ana-
JIU3A ¢ NPUMEHEHUEeM PeaKyuoHHO-CMOIKHOBUMENbHOU AYElKU

[Ipu BBIOpaHHBIX MapaMeTpax padoThl siueiiku mposenu oreHky 1O (cMm. pazaen

3.1.3.), nonydennblie 3HaueHus npuseaeHsl B Tadn. 15 (KED MC UCTI).

Tabnumals
IIpenessl o0Hapy:xeHus1 pa3padoTranHbix HHCTpyMeHTaAbHBIX MC UCII MmeToauk, % mac.
On-1 KED MC UCII MC UCIIT
As 1-107° -
Fe 5107 -
Ga 1-107° -
Ni 510°° 2107
Sc 5-10°° 1-10°°
Sr 5-10°° 5107
A% 1-107* -
Y 6:10°° -
Zr 2:107° -

Ouenuts I10 Ca, K, P u Si gaxke ¢ npuMeHEHHUEM PEaKIIMOHHO-CTOJIKHOBUTEb-
HOW STYEHKH TIPpU BEIOPAHHBIX YCIOBUSX HE YIAIOCH M3-3a HE YCTPAHSIEMBIX CIIEKTPaIh-
HBIX UHTepdepeHuuii. B To sxe Bpems unrepdepeHIuu, Memarolue onpeaesieHuIo As,
Fe, Ga, V, Y u Zr, ycTpaneHsl B CTENIEHH, JOCTaTOYHOU A1 ipoBeneHns KXA. ¥V tpex
anamutoB: Ni, Sc u Sr [1O camxkens! B 2-10 pa3 (cm. Tabu. 15) mo cpaBHeHUIO ¢ pa3pa-
6otanHoM MHCcTpyMeHTaIbHOM Metoaukor MC HCII ananmuza, B KOTOpPO# SUECHKY
HE KCTOJb30BaIu (cM. pa3aen 3.2.3.).

[IpaBUnIbHOCTH pa3pabOTaHHON METOIUKUA MPOBEPSIU SKCIEPUMEHTOM «BBE-
NeHO-Hai1eHo». OO0pa31bl ¢ BBEICHHBIMU TPUMECSIMU TOTOBUIIN 100aBICHUEM K MPO-
06am anukBOT pacTBOpoB MOC ¢ U3BECTHBIMU KOHLIEHTPALMSIMH aHAJIUTOB. DKCIIEPH-

MEHT ITPOBOMIIU PH Pa3HBIX KOHLEHTPAUMAX aHaiuuToB — oT 2-107 go 1-107 % mac.
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— yro npessiaet 10 ananuToB B ~2+10 pa3. Pe3ynbrarsl 3kcriepuMeHTa NpUBEACHBI

B Ta0. 16.

Taonuumaléb

Pe3yabTarhl JKCIIEPUMEHTA «BBeAeHO-HaAeH0» 11 HuHcTpyMeHTadabHoii MC UCII

METOAUKHU C IPUMECHCHUEM peaKIII/IOHHO-CTOJIKHOBI/ITeJILHOﬁ AYeHKH

(n=3-5, P=0,95)

O71-T Bgeneno, % mac, | Haiineno, % mac, Sy F, Fu ts tm
(5,0£0,7)-107 (4,9+0,8)-10° | 0,07 | 4,3 | 19,2 0,14 | 2,78
As (5,0£0,5)-107* (4,9+1,0)-10* | 0,17 | 3,5 | 6,4 |0,05]| 2,31
(1,04£0,1)-1073 (1,0£0,2)-103 | 0,19 | 40 | 6,4 [0,01 2,31
Fe (5,0£0,5)-107* (5,940,7)-10* | 0,07 | 1,5 | 9,3 |244 | 245
(1,04£0,1)-107 (1,0£0,4)-103 | 0,22 | 5,6 | 9,3 |0,25| 2,45
(5,0+0,7)-107 (5,24£0,3)-10° | 0,03 | 18,4 | 19,2 | 0,42 | 2,78
Ga (5,0+0,5)-107* (5,24£0,2)-10% | 0,04 | 4,8 | 6,4 [0,73| 2,31
(1,0+£0,1)-1073 (1,0£0,1)-10° | 0,08 | 1,4 | 6,4 [0,05| 2,31
Ni (5,0+0,5)-107* (4,9+0,6)-10% | 0,10 | 1,2 | 6,4 [0,41 | 2,31
(5,0+0,7)-107 (5,3£0,4)-10° | 0,03 | 17,8 | 19,2 0,72 | 2,78
Sc (5,0+0,5)-107* (5,3£0,3)-10% | 0,05 | 2,7 | 6,4 |[1,13|2,31
(1,0+£0,1)-1073 (1,0£0,1)-10° | 0,10 | 1,1 | 6,4 [0,56 | 2,31
S (2,0+0,3)-107 (2,0+£0,6)-10° | 0,12 | 7,9 | 19,2 [ 0,05 | 2,78
(2,0+£0,2)-107* (2,0+£0,1)-10% | 0,02 | 18,6 | 19,2 | 0,34 | 2,78
v (5,0+0,5)-107* (4,7£0,7)-10% | 0,11 | 1,4 | 6,4 | 1,08 2,31
(1,0£0,1)-1073 (9,6£1,2)-10% | 0,10 | 1,0 | 6,4 [0,73| 2,31
(5,0£0,7)-107 (5,7£0,8)-10° | 0,06 | 4,6 | 19,2 | 1,67 | 2,78
Y (5,0+0,5)-107 (5,1£0,4)-10% | 0,06 | 1,9 | 6,4 [0,46| 2,31
(1,04£0,1)-107 (1,0£0,1)-103 | 0,08 | 1,4 | 6.4 [0,41 | 231
(5,0£0,7)-107 (5,3£0,9)-10° | 0,07 | 3,6 | 19,2 [ 0,78 | 2,78
Zr (5,0£0,5)-107* (5,3+0,6)-10* | 0,04 | 3.9 | 19,2 | 1,18 2,78
(1,0£0,1)-1073 (9,142,9)-10* | 026 | 6,0 | 6,4 |0,81]| 2,31

Kak BHUJIHO U3 Ta6JII/IHBI, pe3yiabTaT «Haﬁne}m» COrjaCycrcsa €O 3HAYCHUCM «BBC-

ACHO» B IIpEAciiax JOBCPUTCIbHOI'O MHTCPBAJIa JJIsI BCCX 9 aHAJIUTOB. HpI/I CpaBHCHHUHU

nucnepeuit (F, < Fy,) U CpeTHUX 3HAYCHUH (1, < f,,), HE BBISIBUIIN PACXOXKJICHUN U TI0]1-

TBEPAUIIN UX MMPHUHAAJICKHOCTD K OI[HOﬁ FCHCpaHBHOﬁ COBOKYITHOCTH.

OKCNEPUMEHT NMPOBEJEH B YCIOBUAX MOBTOPAEMOCTH, S, cOCTaBUIIA 2-22 %.

HOHy‘IGHHBIC OKCIICPUMCHTAJIbHBIC JAaHHBIC JOKA3bIBAIOT, YTO BBI6paHHBIe ycCJo-

BUsI pabOThI PEAKIIMOHHO-CTOJIKHOBUTEIHHOMU siueiiku ¢ He mo3BOMSIIOT CyIecTBEHHO
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CHU3UTh  CHEKTpalibHble  HMHTEepQEpeHIHHd OT  IUIa3Moo0pasylomero  rasa
¥ KOMIIOHEHTOB PacTBOPOB. DTO M03BoJsieT MpoBecT KXA ¢ TpedyemMbIMU METPOJIO-
TUYECKUMU XapaKTePUCTUKAMH.

3.2.5.3. Ananumuueckuti nomenyuan uncmpymeumanvrou MC HCII memoouxu
AHANU3A C NPUMEHEeHUeM PeaKyuOHHO-CMOIKHOBUMEbHOU AYelKU

B pe3ynbrare nmpoBENEHHBIX HCCIEIOBAHUN pPAaCIIMPEHbl AHATUTUYECKHUE BO3-
MOKHOCTH HHCTpyMeHTallbHOM MC UCII MeTouky aHanu3a repMaHusi U €ro OKCHjia
IIPY MCTIOJIb30BAHUH PEAKIIMOHHO-CTOJIKHOBUTEIBLHOM STYENKH, 3a110JHeHHOU He. YBe-
JIMYEH CIIMCOK OIpeaesieMblx npumMeceil ¢ 48 no 54 3a cuer onpenenenus As, Fe, Ga,
V, Y u Zr (IIO anamros ot 6:10°-1-10* % mac.). ¥ tpex npumeceii (Ni, Sc u Sr)
npezensl 0OHapyKeHus CHUKeHbl B 2-10 pas u Haxonsarcs Ha yposHe 5-107° % wmac.
BuyrtpunabopartopHasi npeuu3MoHHOCTb coctaBiisier 2-22 %. Cpenu 100aBIEHHBIX
npuMeceil HaxoaATcst 4 TEXHOJIOTUYECKHU BaKHbIX npumecu: As, Fe, Gau V.

CpaBuenne 10 pa3pabotaHHON M OMyOJMKOBAHHONW METOJWK TPEICTABICHO B

tabm. 17.
Taonuumal?

CpaBHeHue npeaesioB ooHapy:xenusi paspadorannoit MC UCII metoauku
¢ onyosiukosanHoii MC UCII metoauxoii, % mac.

On-T PM [43]
As 1-10°3 51073
Fe 5-107° -
Ga 1107 9-107
Ni 5-10°° 1-10*
Sc 5-10°° 5107
Sr 5-10°° 1-10°3
\Y% 1-10°* 7-107
Y 6-10°° 3107
Zr 2107 4107

[Tponmomxkas cpapaenue pazpadorannoit MC MCII metoanku ananmsa ¢ peaxiu-
OHHO-CTOJIKHOBUTENBHOM Aueiikoir ¢ MC MUCII meTonukoii [43], MOXKHO YBUJIETh, YTO
y Bcex paccMmaTpuBaeMbix aHauTOB (kpome V) 11O cumxkenst B 2-300 pa3. CTout ot-

MCTHUTB, YTO pa3pa60TaHHa;I MCTOJAMKA ITO3BOJIACT OIPCACIIATH CJIOKHBIN JJIA MC
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NCII ananuza ananut — Fe, Torna kak mo meroauke [43] ero ompeaesieHUE HEBO3-
MOYHO.

MoxHO caenate BBIBOJ, YTO NPUMEHEHHE PEAKIIMOHHO-CTOJIKHOBUTEIBHOU
sauyerku ¢ He B pexxume KED cymecTBeHHO paciiMpsieT aHAIIMTUHYECKUE BO3MOKHOCTH
MC UCII meToauku ¥ pu 3TOM He TpeOyeT OTAeIbHOM MPOOOIOITOTOBKH.

[Topsinok BeImosHeHUs aHanu3a 1o nacrpymenTtanbHoi MC UCII meTonuke ¢ pe-

aKI[MOHHO-CTOJIKHOBUTEILHOM siueiikoil ¢ He onucan B Ilpunoxenuu 4.
3.3. Bwvieoowt k I'nage 3

1. Pa3paborannas ADC NCII meToauka mo3BoJsieT onpeaesiTh Haubosee moJi-
HBIW MepedeHb HepacnpocTpaHeHHbIX npumeceit — Ce, Dy, Er, Eu, Ho, I, Ir, La, Lu,
Nd, Pd, Pr, Pt, Rh, Ru, S, Sc, Sm, Tb, T1, Th, Tm, U, Y u Yb.

[Ipo6onoaroroBka B pazpaboranHoit ADC NCII meTtonuku cxoxka ¢ paboToit
[42], 32 UCKIIOYEHHEM HEKOTOPBIX acleKToB. [loaTOMy, MpUMeEHsia TaHHBIA TOAXOM —
aJICKBaTHBIE 00PAa3Ibl CPABHEHUS, COJEPIKAHNE TEPMAHUS B aHAIM3UPYEMBIX PaCTBO-
pax 30 r/n, KoppeKlUs HaliIEHHbIX KOHIIEHTPALUKA aHAJIUTOB ¢ nomoiibio BC; MoxHO
JIOTIOJIHUTENBHO K 25 mpuMecsaM U3 pa3paOO0TaHHON HaMU METOIUKU ONMpEeAenuTh 38
pacrpocTpaHEeHHBIX MpuMecer u3 MeTouku [42]. Takum obpa3om, HanboJIee TTOJTHO
0XapaKTEpPU30BaTh TEPMAHUM U €r0 OKCUJ IO COJEPHKAHUIO 63 JIEMEHTOB.

2. Pa3paborannas MC UCII metoauka, ¢ HCIIOIb30BaHUEM BO3MOXKHOCTEH KBajI-
PYIIOJIBHOTO MAacC-CHEKTPOMETPA MO3BOJISIET OAHOBPEMEHHO OIPEAENATh 48 aHAINUTOB.
[IpuMeHeHne peakiiMOHHO-CTOJIKHOBUTENBHOU A4eliky ¢ He B pexnme nucKpumMuHa-
MY N0 KUHETUYECKOM SHEPTUU MO3BOJSIET PACIIUPUTD 3TOT CHUCOK /10 54 aHATUTOB.
B 3TOT cnicok BXOJSAT TeXHOJIOTUYECKH BakHbIe mpuMecu Ag, Al, As, B, Bi1, Cd, Co,
Cr, Cu, Ga, In, Li, Mg, Mn, Ni, Pb, Sb, V u Zn, B Tom uncne u Fe, onpeaenenne koto-
poro Merogom MC UCII gacto 3aTpynHeHo. Takum oOpa3om, pa3paboTaHHAs METO-
JIKa TI03BOJISIET KOHTPOJIMPOBATH MaTeprall YucToTo 10 SN4 no snementam: Ag, Al,
As, Au, B, Ba, Be, Bi, Cd, Ce, Co, Cr, Cu, Dy, Fe, Er, Eu, Ga, Gd, Hg, Hf, Ho, In, La,
Li, Lu, Mg, Mn, Mo, Na, Nb, Nd, Ni, Pb, Pr, Rb, Re, Sb, Sc, Se, Sm, Sn, Sr, Ta, Tb,
Te, T1i, Tm, V, W, Y, Yb, Zn u Zr.
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I'JTABA 4. PABPABOTKA CIIEKTPAJIBHBIX METOJAUK AHAJIN3A
C IPEJIBAPUTEJBHBIM KOHIIEHTPUPOBAHUEM INPUMECEM

CoBepIIIeHCTBOBAHUE M3BECTHBIX M Pa3pabOTKa HOBBIX CIIOCOOOB OYUCTKH Tep-
MaHUs U €ro OKcuaa TpedyeT pa3BUTHS METOAO0B aHAIM3A U CO3JaHUsl HOBBIX METOJIUK
KXA ¢ nuzkumu [1O ananuToB. DTO CBsI3aHO € TeM, uTo 11O cyliecTByOmMMX METOAUK
OOBIYHO BHIIIIE COACPIKAHUS TPUMECEN B BBICOKOYUCTHIX MaTepuanax. He crout 3a0b1-
BaTh U PO HEOOXOAUMOCTb PACIIMPEHUS CIIMCKA TPUMECEH, IO COAEPKAHUIO KOTOPBIX
MOXHO OXapaKTepHU30BaTh MaTepual.

Takum oOpazoM, HEOOXOUMO CO37]aHUE HOBBIX MH(OPMATHUBHBIX METOJIUK aHa-
mu3a ¢ Hu3kumu [10. IlepcrnieKTUBHBIM HANpaBIIEHUEM SIBIISIETCS CO3/IJaHUE METOJIUK,
COUYETAIIINX B ce0€ OTACICHNE MATPUIIBI U MHOTO3JIEMEHTHBIE BBICOKOUYBCTBUTEITh-
Hble MeTo bl aHanmm3a — ADC u MC. U3ydenue nutepaTyphl 1oKas3ajio, 4To Hanbosee
3(p(GEKTUBHBIM U JOCTYIHBIM CHOCOOOM KOHLIEHTPUPOBAHHS MPHUMECEH SIBISIETCS
OTTOHKA T€PMaHUs B BUJIE JIETKOJIETYUEro TeTPaxJIopu/Ia.

MMeHHO Takoil MoaX0/ peaqu30BaH B AUCCEPTALMOHHON paboTe. OTrOHKY TeT-
paxJiopu/ia TepMaHus MPOBOAIIN 3 CIOCOOAMHU:

1. ynapuBaHueM IOCJ€ KUCIOTHOIO pPacTBOpEHMsI oOpas3lia Mpu HarpeBaHUU B
TBEPJOTEILHOM TEPMOCTATE;

2. B cpene razoo0pasHoro pearenrta (napsl HCl) mpu MUKPOBOTHOBOM HAarpeBe —
OJIHOBPEMEHHOE pacTBOpeHUE 00pa3iia U OTTOHKA OCHOBBI MPOOBI;

3. B cpene ra3000pa3Horo pearenta (ra3oo0paszusiii Cly) B MpOTOYHOM peakTope.

[Ipumecu B KOHIIEHTpATax OMPENENSIN CIIEKTPATbHBIMU METOJaMU — aTOMHO-
HYMUCCUOHHOM UJTU MACC-CIIEKTPOMETPHUEH.

Meroanku aHanmsa, CoOUeTaronme B cede mpeaBapuTeIbHOE KOHIICHTPUPOBAHHE
npUMeced U CHEKTpaJbHBIM MeETOJ, Aayiee OyneM Ha3blBaTh KOMOWHHUPOBAHHBIMU

MCTOJUKaMM aHaJIn3a.

4.1. Konyenmpupoeanue npumeceii 0mzoHKoOU 2epMaAHUs YRAPUAHUEM ROCTIE

KUC10mMHO020 pacmeopenus oopazua

[Tpn ucnosnbp30BaHUM 3TOTO croco0a MOCiIeI0BATENLHO MPOBOJAT PACTBOPEHHE

oopaznia B cmecu HCl u HNO; (wm tonsko HCl) u ynapuBaHue pactBopa Ipu
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HarpeBaHuy, IPU 3TOM TETPAXJIOPU] TEpPMaHUs YJIETyYHBAeTCsI, a B MaJoOM 00beMe
pacTBOpa KOHLEHTPUPYIOTCS IPUMECH, Jlajiee MPOBOJAT UX KOJIMUYECTBEHHOE OIpeie-
nenve. Ynapusanue pactsopa repmanus (mpu ~80 “C) 4acTo mpoBoasaT aud0 Mo UH-
dbpakpacnoit nammont [91, 105, 107], nubo Ha snexTpuyeckoi mmtke [43, 108, 115].
VY Takoro crocoba ecTb Kak JIOCTOMHCTBA, TaK U HegocTaTku. K HepocTatkaM MOKHO
OTHECTU HEOOXOIMMOCTh MEPEHOCa PacTBOpa FrepMaHus B JPYTyI0 €MKOCTb I IO-
CJIETYIOIIETO YIIapUBaHUs; IPOBEICHUE YIIApUBAHUS B OTKPBITON CUCTEME Ha BO3AYXE.
DTO MOXET MPUBECTU K MOTEPSIM OJHUX MPUMECEH MM JOMOJIHUTEIBHOMY 3arps3He-
HUIO IPYTUMH NPUMECSIMH, Hanpumep, pacupoctpaHeHHbiMu (Ca, Na, Mg, Fe u T.1.).
K nocTonHcTBaM MOKHO OTHECTH IPOCTOTY CaMOM MPOLIELYPhl U UCIIOJIB3YEMOTro 000-
pYJIOBaHHUS.

OTroHKy MaTpuilbl BBIIOJHSAJIU C UCIOJb30BAHUEM KOMMEPYECKHU JIOCTYIIHOTO
TBepaoTenbHoro Tepmoctara Dry Block Heater 2 ¢ anmtoMuHuEBbIME TEPMOOIIOKAMHU.
TepMocTat xapakTepu3yeTcsi KOMIIAKTHOCTBIO, IPOCTOTOM HCIONb30BAHUS U TOUHO-
CTBIO PETYJUPOBKHM TeMiieparypbl. Oco00 OTMETUM, YTO OOOPYJIOBaHHUE IMO3BOJISIET
POBOANUTH OJTHOBPEMEHHYIO MPOoOonoaAroToBky 10 oOpa3mos.

B nuccepranmonHoil paboTte Takoi crnoco® OTroHKH KoMOuHHMpoBaiu ¢ ADC
NCII meTonom aHanu3a. YUYUTbIBas BEPOATHOCTD 3arpsiI3HEHUS pAaCIpOCTPaHEHHBIMU
npUMeCcIMH, KOMOMHUPOBAHHYIO METOAMKY pa3pabaThiBaiu 1Ji ONpEeIeHNUs Hepac-
npocTpaHeHHbIX 35ieMenToB I, Ir, Pd, Pt, Rh, Ru, S, Th, Tl1u U.

4.1.1. Onmumuzayus napamempos oOmeoHKU Mampuybl Ocie KUCI0MHO20 pac-
meopeHus

K mapameTrpaM OTrOHKHM B JaHHOM ciy4yae OyJeM OTHOCHUTh TEMIEPATYPY, NpU
KOTOPOI TETPaxJIOPUJ T€pMaHUS IEPEXOIUT B ra3000pa3HOE COCTOSTHUE, U BPEeMs, He-
o0xoaumoe 1J1s1 3Toro. TepMocTar ycTaHaBIMBAJIN B BBITSDKHOM LIKa(dy (CKOPOCTS I0-
TOKa Bo3ayxa 1,3 M/cek) B YMCTOI KOMHATE.

OKCIepUMEHT MPOBOAMIIN CIAEAYIOLIUM 00pa30M: HABECKH FepMaHusl I €ro OK-
CH/Ia PACTBOPSUIM KaK OMMCAaHO B pasnene 3.1.5, mocie pacTBOPEHUs CO CTaKaHOB CHU-
mManu Kpbiku, oTroHsuid GeCly mpu Tpex 3HaueHusx Temmepatypst 80, 90 u 100 °C

70 KOHEYHOTO oO0bema ~50 Mk (KoHueHTpaThl). DukcupoBalid BpeMs, 32 KOTOpPOE
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MPOUCXO/IAIIA OTTOHKA. Y CTAaHOBJIEHO, YTO C YBEJIUYEHUEM TEMIIEpaTypbl HATPEBAHUS
MPOAOJKUTEIBHOCTh OTTOHKH OKKUIaeMo yMeHbiaetrcs: co 180 mun npu 80 °C no 120
muH nipu 100 °C. Pa3zHuiia Bo BpemeHu oTroHku npu temmneparypax 90 u 100 °C 6p11a
He3HauuTenbHa. [10aTOMy HccnenoBaiv BO3MOXKHbBIE TOTEPU AaHAJIUTOB MPU TEMITepa-
typax 90 u 100 °C. Ha o6pa3ipl 1uokcuaa repMaHus HaKarbIiBajld alIMKBOTHI PaCTBO-
POB aHAJMTOB, BRICYIITUBAJIHN, TPOKAIUBAIN W TIPOBOMIIA TPOOOTIOATOTOBKY OMUCAH-
HBIM BblI1II€ cClI0cO0OM. [losTydeHHbIe KOHIIEHTPATHI TPUMECEH MEPEHOCUIIN B ITOJIUIIPO-
MTUJICHOBBIC MPOOUPKH, JOTIOTHUTEIIFHO CTEHKH CTAKaHOB MPOMBIBAIM KOHIIEHTPHUPO-
BanHoit HNOj3, paszbasmsmu 0,5 M HNO; 1o 2-x mut. [IpoBoamim perucTpamnuio Criek-
TPOB HA aTOMHO-3MHCCHOHHOM cIieKTpoMeTpe. Mcronb3oBain napameTpbl perucTpa-
MU, yKa3aHHBIC B TA0JI. 2; 17151 yMEHBIIICHUS PACX0/1a aHATTM3UPYEMBIX PACTBOPOB CKO-
POCTb MEPUCTATBTUYECKOT0 HacOCa MPU aHaIu3e CHbKau 10 0,75 MJI/MUH; yBIaKHU-
TE€JIb AproHa He ucnoJib3oBanu. Ha puc. 7 pe3ynbTaTel SKCIIEpUMEHTA: HAMAECHHBIE KOH-
LEHTpALMK aHAJIUTOB MIPHU ABYX TeMIIEpaTypax, KOTOPbIE MPEACTABICHBI KaK MPOIIEHT

OT BBCACHHOI'O 3HAYCHHUA I[O68.BKI/I.
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Puc. 7. CpaBHeHME HallJICHHBIX KOHLIEHTPALUK aHAIMTOB IpU Temneparypax otroHku 90 u 100 °C.

[lony4deHHbI€ pe3ynbTaThl AEMOHCTPUPYIOT, YTO 3HAUYUTEIIBHBIX IIOTEPh AHAIIUTOB
HC IMPOUCXOANT, SHAYUMBIX paSHI/I‘{Hﬁ MCXKAY COXPAaHHOCTBIO aHAJIMTOB HE Ha6moz[a-
€TCsl HE3aBUCHUMO OT TeMneparypbl. OnaceHus BbI3bIBAET I, MOTEpH KOTOPOro MpH yBe-
JIMUCHHUU TEMIICPATYPbl OTTOHKH YBCIIMYHUBAIOTCA. HCXOI[?[ N3 pE3yJIbTATOB IIPOBCACH-

HBIX PKCIIEPUMEHTOB ObljIa BEIOpaHa TeMIiepaTypa OTTOHKU repManusi, paBHas 95 °C.
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4.1.2. Oyenka 3¢ghghexkmusrnocmu omeonxu. Mcciedosanue 61usiHus 0Cmamo4Ho2o
KOIUYeCmaa eepmManus Ha ycnosus 6030yacoenus 8 UCIT

Hnsa ouenku 3pdextuBHOoCcTH 0TroHKM MetonoM ADC UCII B xoHIEeHTpaTax
ONPENEISUIA COJIEPKAHUE TepMaHus, KoToporo okazanock oT 0,0020 mo 0,012 % wmac.
OT UCXOAHOU HaBecku. Takum oOpa3om, repmanuil yaansgercs Oosee ueM Ha 99,98 %.
DTO MOKA3BIBAET, YTO OTTOHKA U3 (DTOPOILIACTOBBIX CTAKaHOB ((hJTAKOHOB) TIPH HArpe-
BAaHHUHU B TBEPJIOTEILHOM T€PMOCTATE ABISIETCS 3P(HEKTUBHBIM CLIOCOOOM.

[IpyHuMasi BO BHHUMAaHUE BO3MOXXHOCTh BIJIMSIHUS OCTaBIIETOCSd TIE€pMaHUs
Ha ycioBusa Bo3OyxaeHus B UCII, onenmnm Tak Ha3pIBaeMblil «IIOKa3aTelb KECTKO-
ctu» UCII (robustness). [TokazaTenb )XKECTKOCTU COBOKYITHO XapakTepusyeT 3P dhek-
TUBHOCTb Niepeaaun suepruu ot BU-reneparopa k minazme, BpeMs NpeObIBaHUS YACTHII
B IUIa3Me, YCJIOBHUS aTOMU3AIMK 3J€MEHTOB U 3(P(HEKTUBHOCTh BO3OYXKIACHUS CIICK-
TpanbHbiXx JuHUK [150]. [TokazaTenb &KECTKOCTH HUCIHOIB3YIOT KaK CHOCOO OLIEHKHU
ycioBuit Bo30yxkaeHust AJl B mpucyTCTBUM MaTpu4dHOro saementa [151]. Dtot moxka-
3aTellb OLEHUBAIOT MO OTHOIICHUIO HHTEHCUBHOCTEN JTMHUIN (MOHHOM K aTOMHOM) O/1-
HOTO M TOTO ke 3neMeHTa. Hanbonee yacto ams 3Toro UCHoab3yroT auaun Mg [152,
153]: nonnyto (11) 280.270 um u atomuyto (1) 285.213 HM, U3-3a 6JIM30CTH UX DHEPTUM
BO3OYKIEHUS Egps5. = 4,42 3B 1 Eqp55. = 4, 34 5B, COOTBETCTBEHHO.

JIJ1sl OLEHKH «I10Ka3aTeNsl )KECTKOCTH» B PACTBOPBI, COIEPHKAIIME U HE COAEPKA-
e repMaHuid, BBOIWIN 100aBky Mg. PacTBop, HE coaepkaluil repMaHuid, Mpe-
ctasisu coboii 0,5 M HNO;. PacTBop ¢ repmanneM — MOJI€TIbHBIA PacTBOP, UMUTHPY-
IOIUI aHATTU3UPYEMbIE PACTBOPHI IO KUCIOTHOMY COCTaBY M coepkamuii 1,0 mMr/mi
repManusi. PeructpupoBaii MHTEHCUBHOCTU CHEKTpalibHbIX JUHUNA Mg. CpaBHUIM
3HAYEHHsI TMOKa3aTeNlel JKECTKOCTH, MOJYYCHHBIX B pacTBOpax ¢ repMaHueM u 0e3
Hero. [Ipu BBeneHnu pacTBOpoB 0€3 repMaHus OKa3aTelb )KECTKOCTH UMEET 3Have-
Hue 7,59+0,25, Torna kak ¢ repmanueM 7,56+0,12. briv3kue 3HaueHHs yKa3bIBAIOT Ha
OTCYTCTBHE 3HAUMMOTO BIUSHUS TepMaHus Ha ycioBus Bo30yxaenus VCII nmpu peru-
ctpauu AC npumecei B cIabOKUCITBIX BOJIHBIX pACTBOPAX U aHATU3UPYEMBIX PACTBO-
pax, cozepkaiux Marpuiy. Mlcxoas U3 noiny4yeHHsIX pe3ysibTatoB, npu ADC aHanmse

HE HCIIOJIB30BAJIM JOIIOJIHUTCIIbHBIC CITOCOOBI yuc€Ta HCECICKTPAJIBHOI'O BJIMAHHWA
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MaTpPHIIBI, TOCTPOCHHE TPATy UPOBOYHOM 3aBHCUIMOCTH BBITIOJTHSIJIU 110 BOJTHBIM 00pa3-
1[aM CpaBHEHUSI.

4.1.3. Bovibop ananumuueckux nunuu. OyeHKa Mempono2udecKux xapaxmepu-
cmuk ADC UCII memoouxu ¢ omeoHKoU Mampuybl NOCie KUCIOMHO20 PACMBOPEHUS

bnaronaps ycTpaHeHUI0 MaTPUYHOTO BJIMSIHUS T€pMaHUs, MOSBUIACH BO3MOXK-
HOCTh BbIOOpa Oosiee mHTeHCHBHBIX AJl. BuiOupanu nvHUM, UCTIONB3YS PAaCTBOPHI:
KOHIICHTpAT M KOHILIEHTpAT, coAepkatuii mpumecHslie anementsl (MIIL, 1, S, Th, Tl u
U). BreiOpannbie AJl u ux Tun npeacrasieHs! B Ta0u. 18.

Taonumal8

Ananutudeckne JuHUUA ADC UCII meToankm aHaIHM3a ¢ OTTOHKOM MATPHUIIBI MOCJIe

KHCJIOTHOIO PacTBOPEHUS

On-T A, HM (THUII JTHHUHN)
I 178,276 (1)
Ir 212,681 (II)

Pd 340,458 (D)
Pt 224,552 (1)
Rh 343,489 (D)
Ru 240,272 (1I)
S 182,034 (I)
Th 283,730 (II)
- 190,856 (I1)

276,787 (I)
U 385,958 (II)

brnarogaps ycrpaHeHHI0O MEIIAIOIIETO BIMSHUA T€pMaHUs, Ji JABYX aHAJIUTOB
(I u T1) BeIOpanu 6osee nuTeHcuBHBIE AJl MO0 CpaBHEHUIO C MHCTPYMEHTAIBLHON METO-
UKo (Tab. 7).

ITepen OLEHKON METPOJIOTMYECKUX XAPAKTEPUCTUK HEOOXOJMMO HCCIIEN0BATh
IOTEPH aHAJIMTOB IPU BIOPAHHBIX IIapaMeTpax OTTOHKHU MaTpPHULbl U CTENIEHb PUTO/I-
HOoCcTU BhIOpaHHbIX JuHUN a1 KXA. B consiHOKuCIBIE pacTBOpPBI Te€pMaHUS BBEJIU
npumecu (% mac.): I — 1-10%; S — 5-107; Th, T1, U — 3-107>; MIIT" — 1-10°, nposenu
otronky repmanus 1 ADC MCII ananu3 nosy4eHHbIX KOHIEHTPATOB. Pe3yabTaThl 3KC-
NEPUMEHTA MPOJIEMOHCTPUPOBAHBI HA pHUC. 8a. 3HAUCHMS HAIEHHBIX KOHIICHTPAIIHiA

AHAJIMTOB MMPCACTABJICHBI KaK IIPOLCHT OT BBCACHHLIX ,Z[O6aBOK.
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Puc. 8. Haiinennsle koHnenTpanuu anaauToB: a — st MIIL, Th, T1, U u I

0 — JOTIOJTHUTEIBHBIC SKCTICPUMEHTHI 1T 1.

W3 puc. 8a BUIHO, 4TO HailieHHAas: KOHIIEHTpalus OOJNbIIMHCTBA MPUMECEH CO-
ctasisiet Oouiee 87 %. VcknrouenueM sapinsercs |, HaiineHHOe 3HaUeHne KOHLIEHTPaluu
cocTanisieT He 6osiee 50 %. ITo MOATBEPKACHO pe3yJibTaTaMU JOTOIHUTEIbHBIX IKC-
NEPUMEHTOB, Ha pUC. 80 BUIHO, YTO BO BPEMsI OTTOHKH MAaTPHULIbI POUCXOIAT HEKOH-
Tposmupyemsie otepu I (ot 1% B sxcniepumente Ne 6, 10 52 % B Ne 1 u Ne 7).

AHanu3 NoJy4eHHBIX SKCIEPUMEHTANBHBIX JAHHBIX MTOKa3all, YTO MOTEPh 0OJIb-
muHcTBa aHamToB (MIIIL, S, Th, Tl u U) Bo Bpemst OTTOHKY HE IPOUCXOIUT, BEIOpaH-
Hble AJl 1 pIeMEeHTOB SABISIOTCS OAXOASIIMMHU JI1 UX KOJMYECTBEHHOTO OmNpeene-
HUs. J[aHHBIN CIOCOO OTTOHKM OKA3bIBAETCS HE MOIXOSIIUM JIJIsi KOHIEHTPUPOBAHUS
I, BcnencTBre 00pa3oBaHus JIETY4ero TeTpaiioan1a repMaHusl.

[1O aHanuToB, OIIEHEHHBIE TIO 3S-KPUTEPHIO IPUBEICHBI B Ta0. 19 (B pacueTe Ha

HaBecKy 250 mr).
Taonumal9

IIpeneasnt o0Hapyxenuss ADC UCII meToankyn aHaJIM3a ¢ OTTOHKOI MaTPHIbI MOCJIe KHCJIOT-
HOI'0 pacTBOpeHus, % mac.

OI-T 110 -7 10
Ir 2:107° S 8-10°°
Pd 3-10° Th 2:10°6
Pt 1-10°° Tl 2-10°6
Rh 2:10°° U 8-107°
Ru 7-1077 - -
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JIyist OIIEHKHW TPaBWJIBHOCTH Pa3pabOTaHHON METOJUKH MPOBETH IKCIEPUMEHT
«BBEJICHO-HANCHOY.

[Ipu orieHKe MOTEPHh AHATUTOB TOOABKHA HAHOCHIIA HA TBEPIbII 00pa3el] Win BBO-
JIAJTU B COJITHOKMCIIBIA pacTBOp repManus. Pe3ybTaThl «HAlACHO» JIJIs1 BCEX DJIEMEH-
TOB COBITaJIaJId B IIPeiesIax JOBEPUTEIHHOTO HHTEpBaia. Takum 00pa3oM, CTaaus pac-
TBOPEHUS HE BHOCHT JIOMIOJIHUTEILHBIX OMMUOOK B omnpeaenenue. [loaromy nanee mist
MPOBEPKHU MPABUIBLHOCTH 00pa3ilbl C BBEJACHHBIMU IPUMECSIMU TOTOBWJIM J100aBIIe-
HUEM aJUKBOT OMpPEAEISEMbIX PJIEMEHTOB B COJISTHOKUCIIBINA pacTBOpP TepMaHusl, KOH-
HeHTpaluu aHanuToB npesbimanu ux [10 B 2-15 pas.

PGSYHLT&TBI OKCIICpUMCHTA MOJid I'CpMaHHsaA W €ro OKCHJa IIPCACTABJICHLI

B Ta0m. 20.
Taonuma?0

PesyabTaTsl 3kcniepuMenTa «BBeAeHo-HaiaeHo» 1Js1i ADC UCII meToankm aHaJIm3a ¢ OTTOH-

KOHM MATPHIbI OCJIe KUCJIOTHOTO pactBopenus (n=5-7, P=0,95), % mac.

OI-T BBeneno Haitineno Sy F, Fn t, I

Ir (1,0£0,1)-107 (1,1£0,1)-10° | 0,10 | 1,1 | 43 | 1,30 | 2,18
Pd (1,0£0,1)-107 (1,0£0,1)-10° | 0,05| 2,3 | 62 |0,36| 2,23
Pt (1,0£0,1)-107 (1,1£0,1)-10° | 0,07 | 1,0 | 6,2 |2,00 | 2,23
Rh (1,0£0,1)-107 (1,0£0,1)-10° [ 0,03 | 4,9 | 62 |0,52| 2,23
Ru (1,0£0,1)-107 (1,0£0,1)-10° [ 0,06 | 1,5 | 6,2 |0,10 | 2,23
S (5,0£0,3)-107 (4,6£0,3)-10° | 0,07 | 1,3 | 43 |2,15] 2,18
Th (3,0£0,2)-107 (2,9£0,1)-10° [ 0,04 | 1,2 | 62 |1,35] 2,23
Tl (3,0£0,2)-107 (2,7£0,3)-10° 0,09 | 2,7 | 45 |2,10| 2,23
U (3,0+0,2)-107 (3,2£0,1):10° [ 0,03 | 1,1 | 62 |2,22] 2,23

Pe3ynbrathl «HailneHo», npeacraBieHHbie B Ta0. 20, yI0BIETBOPUTEIBHO CO-
TJIACYIOTCSI CO 3HAYCHHEM «BBEICHO» JJII 9 aHANMTOB, 3HAYMMBIX PACXOXKICHHIM
MEXIy UX aucrnepcusmi (f; < f,,) ¥ CpeIHUMU 3HAYCHUSIMH (Z, < ,,) HE BBISIBWIH, YTO
JTIOKa3bIBAET MPABUIBHOCTH pa3zpaboTanHoi komOuHupoBaHHOM ADC UCII meTonaukwu.

[TokazaTenb BHyTpUIaO0PATOPHOMN MPEIIM3UOHHOCTH B YCIOBHIX TTOBTOPSIEMOCTH
KOMOMHUPOBAHHOM METOIUKHU JICKUT B MHTepBasie 3HaueHuit 3-10 %.

OTcyTCcTBHE pa3Iudnil MeKIy Pe3yJIbTaTaMy TP BBEJICHUH ITPUMECEH Ha MCXO/I-
HBI 00pa3el u B pacTBOP JOKA3bIBAET, YTO MPOIIEAYPhl PACTBOPEHMS U OTTOHKH MaT-

PHIIBI HE BHOCSIT CYILIECTBEHHON CUCTEMAaTUUYECKOM MOTPEUTHOCTH B pe3ynbTaThl KXA.
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4.1.4. Ananumuueckuti nomenyuan AIC UCII memoouxku ananuza ¢ omeoHKOU
Mampuysl nocjie KUCI0MHO20 PACMEOPEeHUs

Ha ocHOBaHMM TIPOBENEHHBIX AKCIIEPUMEHTOB pa3padoTaHa KOMOMHUPOBAHHAS
Metoauka ADC UCII ananuza repmMaHusi U €ro okcuaa as onpenenenus Ir, Pd, Pt,
Rh, Ru, S, Th, Tl u U. [IpenBapurenbHOe€ KOHLIIEHTPUPOBAHUE MTPUMECEH BBITOJTHEHO
OTTOHKOI TepMaHus MOCJe KUCIOTHOIO pacTBOpeHuss. ONTUMU3UPOBAHBI MTapaMETPhI
OTTOHKHU MaTpHIlbl IPU HarpeBaHUU B TBEpAOTEIbLHOM TepmocTtare. [10 pazpaboran-
HOM METOIMKM JIeKAT B MHTEpBae 3Ha4ennii 7-107-8-107° % mac., BHyTpunaboparop-
Hasl MPEIU3UOHHOCTH cocTaBisieT 3-10 %. MoxHO HaOM0IaTh HEKOTOPOE CHUKEHHE
3Ha4YEHUH S, MO cpaBHEHHUIO ¢ UHCTpyMeHTanbHO ADC UCII meroauxoii (s,=3-21 %,
cM. yHKT 3.1.3.), T.K. B KOHIIEHTpaTax cojiep>KaHue repManus Menbliiie. Hanpumep, y
S 3Hauenue s, camxeHo B 3 pasa. [lo pazpaboTraHHON KOMOMHUPOBAHHOW METOIUKE
BO3MOYKHO OTIPENIETISITh TEXHOJIOTHYEeCKH BakHbIe ipuMecH Tl u S. TIpenen oOHapyxe-
Hus S B 400 pa3 Huxe, yem tpedyetcs B [27]. [lo cpaBHEHUIO ¢ HHCTPYMEHTAIHHOM
ADC UCII metonukoit (myHKT 3.1.) I1O aHanuToB CHUXKEHBI B 2-15 pa3; MakcuMalib-
HOe cHIKeHue B 15 pa3 nocturnyto y Tl uz-3a Beibopa 6omnee narencuBHou AJl moce
yCTpaHEHUs] MAaTPUYHOTO BIUSHUS TepMaHusi. Metoauka onyOiukoBaHa B [142].

Mertoauk aHanusa ¢ oqHOBpeMeHHBIM onpeaenenueM Ir, Pd, Pt, Rh, Ru, S, Th, Tl
u U mocne npenBapuTeNbHON OTTOHKM MATPUIlbl B JIOCTYIHBIX MCTOYHUKAX HAWTH
He ynanock. Tak, B padore [115] metonom ADC UCII onpeaensitor S. B napyrux pabo-
tax ucnoiab3ytoT Mmeroq MC UCII u onpenensitor 7 ananutos (Ir, Pd, Pt, Rh, Th, Tl
u U) B [43]; B pabote [118] onpenensitor 5 ananutoB (Ir, Pd, Pt, Ru u TI).

Kom6unupoannas ADC MCII meTtonuka aHaim3a BBICOKOYHCTOTO TeépMaHUs

u ero okcuna misa onpenenenus MIIT, S, Th, Tl u U onucana B [Ipunoxenuu 5.

4.2. Konyenmpupoeanue npumeceii 0Mm20HKOU 2ePMAHUA 8 CPede 2a3000PA3HO20

peazenma npu MUKPOGOJIHO60M Haclpeese

B nensx uckimodeHus Ciry4aiHbIX 3arpsA3HEHUHN U3 pEaKTUBOB U BO3AyXa padoueit
30HBI NIEPCIIEKTUBHO NMPUMEHUTH CIOCOOBI, B KOTOPBIX PACTBOpPEHHME OOpasla u OT-
TOHKa MaTPHULbI TPOUCXOISAT OJTHOBPEMEHHO, O] IEHCTBHUEM ra3000pa3HbIX peareH-

TOB B 3aKpbITOM ABYyXKamepHOW cucteme. ['azo00pa3Hbie peareHThl 00pa3yroTcs U3
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XKUJKUX WIA TBEPABIX NpU HarpeBaHuu. [IpuMeHsist Takol MoaX0a K TepMaHUIO WU
€ro OKCHUJTy, B KauecTBe kuakoro pearenta ucrnoin3yroT HCI (cmecs HCI:HNO3) [110,
111], TBepmoro — XeF, [112]. [Ipu 3ToM 00Opazer] paznaraeTcs moa IeHCTBUEM OYH-
LIEHHBIX IaPOB PEAr€HTOB, FTEPMAHHIN NEPEXOIUT B JIETYUUIN TETPArAJIOTEHU U KOJIHU-
YECTBEHHO TPAHCHOPTUPYETCS HA THO PEAKIIMOHHON EMKOCTH, IPUMECHBIE AJIEMEHTHI
ocTaroTcs B pacTBope B BepxHel yactu [103]. Takum 0O6pazom, BO3MOKHO HCTOIb30-
BaHNE PEaKTUBOB MApKH OC. 4. 0€3 Ipe/IBapuTEIbHON OUUCTKU. [[J1s1 coKpallieHus Bpe-
MEHHU TTPOOOTIOITOTOBKH I1€JI€CO00pa3HO MPUOETHYThH K MUKPOBOJTHOBOMY HAarpeBy.

B nucceprammonnoit pabote pazpadbaTbiBaliv CIOCOO KOHIICHTPUPOBAHUS IPUME-
cell OTTOHKOW MaTpHIlbl NPY MUKPOBOJHOBOM Harpepe mnoj aevicrBueM napos HCI.
KoHueHTpaThl aHaJIM3UPOBAIM  ATOMHO-3MHUCCHOHHBbIMU  MeTtogamu ¢ MCII
u JIIIT B kauecTBE UCTOUHUKOB BO30Y KIECHHUS.

4.2.1. Onmumuzayus yciouti OMeoHKU 8 cpede 2a3000pa3Ho20 peazenma npu
MUKDOBOIHOBOM Ha2pese

OnucaHHbIe HUKE HKCTIEPUMEHTHI BBITIOJIHEHBI Ha 00pa3lax JUOKCUIa FepMaHHUsL.

OTroHKy MpOBOAWIM B CHCTEME MHUKPOBOJIHOBOW MPOoOOMOAroToBKHM Mars 5
B cTaHAapTHbIX aBTokJIaBax HP-500. [{ns co3manusi AByXKaMEpHOW CHCTEMBI B aBTO-
KJIaB TOMENIAJI 0CO0YI0 (PTOPOIIACTOBYIO BCTABKY, KOTOpasi UMEET 4 JTyHKH J1JIs1 pa3-
MEIEHUSI HABECOK 00pasIia ¥ KOHTPOJIBHOTO OMbITa. BCTaBKa MO3BOJISET OAKITIOYATh
JATYUKHU TEMIIEPATYPbI U IaBJICHUS, TOCTABIIIEMbIE C MUKPOBOJIHOBOM cructemoit. Ta-
KOW crmoco0 OTrOHKM OB paHee yCHEIIHO MPUMEHEH JJII aHaIn3a BBICOKOYHCTOTO

KpemHus U ero okcuja [154]. CxeMa aBTOKIaBa ¢ BCTaBKOU MoKa3aHa Ha puc. 9.
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Puc. 9. Cxema aBtoknaBa HP-500 ¢ ¢pToporuiacToBoil BCTaBKO# J1Ist OTTOHKH MaTPHIIBI B Cpejie
ra3oo0pa3HOro peareHTa Mpu MUKPOBOJIHOBOM Harpese: 1 — JaT4uK TeMIiepaTyphl;
2 — KpBbIIIIKa aBTOKJIaBA C BBIXOJOM ISl IaT4YMKa aBiieHus; 3 — aprokiaB HP-500;
4 — nyHKa ¢ oOpa3naMu (KOHTPOJIBHBIM OIBITOM); 5 — (DTOPOIIIIACTOBAsI BCTABKA;

6 — mosctaBka u3 gropormacra; 7 — pactsop koni. HCI.

B nyHku 4 momMemany HaBECKM JMOKCHAA F€pMaHusl, Ha JHO aBTOKJIaBa IOMe-
manu konu. HCI (oc. 4.), repMeTH3upoBaiy KPBILIKON U MPOBOIWIN OTTOHKY MpPU
MUKpPOBOJIHOBOM Harpese. [lociie okoHyaHusi HarpeBa B JIyHKaX HaXOASTCS pacTBOPHI
00BEMOM 10 2-X MJI — KOHLIEHTPATHI.

[IpeaBapuTesIbHO IPOBEICHHBIE SKCIIEPUMEHTHI MOKA3aJIM, YTO MPHU UCIIOIH30Ba-
HUU B KauyecTBe peareHTa KoHlU. HF oTronka repmanus B Buje TeTpadropuaa
HE TTPOUCXO0IUT (B KOHIIEHTpaTax oOHapyxuBamu 6omee 85 % repmanus). B nanpHen-
HIMX SKCTIEpUMEHTax ucrnosb3oBaiu koui. HCI.

YcnoBust HarpeBa BEIOMpaAIH 711 HaBeCOK auokcuaa repmanwns 250-400 mr (Mak-
cuMaibHas Macca o0paslia, MOMEMIAIoNIascs B JIYHKH), 00beM KHCIIOTBI, HEOOXOIH-
MBI 1711 pacTBopeHusi 3 HaBecok, — 20 mit. [IpoBoAUIM OTTOHKY MaTpPHUIIbI TPU Pa3HbIX
pexxuMax TemmepaTtypa/Bpems. MakcumanbHas TeMiepaTypa HarpeBa Bo BCeX Hcclie-

JIOBaHHBIX pexkumax Obuta 180 °C. BapsupoBanu BpemMsi MUKPOBOJHOBON 00pabOTKU
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IpU pa3HbIX nporpammax. VMcnonap3oBanu KOHTPOIBbHBIN U pabounii aBTOKIAaBbl BbI-
O0p pekrMa OCHOBBIBAJIM Ha BOCIPOM3BOJAUMOCTH U MOJHOTE yAaJleHUus repmanus. B
pe3yJsibTaTe BHIOpAIU ABYXCTAIMHHBINA PEKUM HArpena:
e | cranusa — HarpeBanue 10 80 °C B TeueHue 5 MuH U BbliepkuBanue 10 MuH;
e 2 ctaausi — HarpeBaHue 10 180 °C B Teuenue 10 muH u BeiAep:xkuBanue 50 MuH.

D@ heKTUBHOCTh OTTOHKM OLIEHMBAJIM OIPEACNICHUEM COJEPKAHUSI TepMaHUs
B KoHIleHTpartax merogom ADC UCII. HalinenHoe cojepaHue 0CTaTOYHOTO repma-
Hus coctaiisuio oT 0,07 o 1,0 % mac. ot ucxoaHoi HaBecku. CrneioBaTeIbHO, TEP-
maHuil 3¢ dexTuBHO ynansercs non aerictueM mapoB HCl mpu MHKpOBOIHOBOM
Harpese.

B kauecTBE MHOT0O3JIEMEHTHOTO METO/A ONPEAEICHUS IPUMECEN UCIIOIb30BaIH
ADC ¢ UCIT u AIIT.

Hns ananuza ADC UCII metonom, MojydeHHbIE KOHIIEHTPAThI pa30aBisIoT Je-
MOHU30BaHHOM BOAOW 110 2-X MJI, MOJYy4aeTcs pacTBOP C KOHUEHTpAIMEl TepMaHus
~1,0 mr/mn. 'epmanuii B TaKOil KOHIIEHTPAIIMN B PACTBOPE HE OKa3bIBAE€T 3HAUMMOTO
BIUSIHUA HA ycioBus Bo30yxenust B CII, 3To mpoaeMOHCTpUPOBAHO OLIEHKOM «I10-
KazaTens kecTkocTi» B paszzaene 4.1.2. IToartomy ADC HUCII aHanu3 npoBOAWIIN 1O
c1aboKHCIIBIM O0pa3liaM CpaBHEHHUS.

4.2.2. Uccneoosarue rusiHus 2epmManus Ha yciosus 6030yaicoenus 6 naazme 1T

Jlyra mOCTOSIHHOTO TOKa MEKJY YI'OJIbHBIMU 3JIEKTPOAaMH SIBJISIETCS KJlacCHYe-
CcKUM ucTtouHukoM Bo30yxnenus B ADC. JIIT xapakrepusyercss OTHOCUTENbHO HU3-
kumu [1O Gosbmioro Yucia 3J€MEHTOB W HE TpeOyeT pacTBOpPEHHUs OOpasIloB.
Ha nntencuBHocth AJl aneMeHTa BIUSET €ro coaep:KaHue B MpoOe U mapaMeTphbl uc-
TOYHMKA BO30YxaeHus. [Ipu aHan3e BHICOKOUMCTOrO TepMaHus KOHLIEHTpAIusl orpe-
JESIEMBIX 3JIEMEHTOB KpailHE MaJia, I03TOMY OCHOBHOE BIIMSIHUE OKa3bIBAOT YCIOBUS
BO30YXKIeHus (TemIiepaTtypa Iula3Mbl) U MPUCYTCTBHE MaTpuilbl oOpasma (cocTaB
mwia3mel). ADC AT ananu3 npoBoAWIN MPpU yHU(PHUIIMPOBAHHBIX YCIOBUSAX U3MEpeE-
Huit [83]. [loaTomy HEOOXOUMO OBIJIO YCTAHOBUTH: UMEIOTCS JI PA3IUYMs B yCIIO-

BUSIX BO30YKI€HUSI 00pa30B CPAaBHEHUS U aHAIU3UPYEMbIX 00pa3LoB.
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B nuccepranmmonnoit pabote pa3nuyus B yCIOBUSX BO30YKICHUS YCTaHABIUBAIN
MyTEM OLIEHKH TeMIEepaTyphbl U AJEKTPOHHOU IJIOTHOCTH IJIa3Mbl TIPU PETUCTPALIUN
00pa3IoB CPaBHECHHSI M AaHATTM3UPYEMBIX 00pPa3IIOB.

Oyenka memnepamypul naazmot 11T

B mna3sme cronba ayroBoro paspsjia npu AaBleHUH, OJIM3KOM K aTMOC(HEpHOMY,
MMEET MECTO JIoKaibHOEe TepmojnHamudeckoe paBHoBecue (JITP) [155]. [Tosromy
JUISL pacueTa TeMIepaTyphl IJIa3Mbl MOKHO BOCIIOIb30BaThC YPABHEHUEM pachpe/ie-

nenus bonbimana [156-158], kotopoe npunumaet Buj (1):
I;2; E;
ln<—>=——+b (D)
9iAi kT
rae I; — u3MepeHHas UHTEHCUBHOCTh aTOMHOU (MOHHOM) JIMHUU 3JIeMeHTa; E; — 3Hep-
rusi BO30Y>KIeHHs BepXHero ypoBHs [159]; A; — nnuHa BOJIHBI aTOMHOM (MOHHOM) JTH-
HUM 35emenTa [159]; g; — cratuctuueckuil Bec [159]; 4; — BEposITHOCTH mepexonaa
[159]; kg — noctrosinHas bonbumana, 3B.
3HaueHue TeMIepaTyphl MIa3Mbl OLICHUBAIH (2) MO TAHTE€HCY yTrila HAaKJIOHA JIU-

HEWHOU perpeccuu, 3aBUCUMOCTH Jiorapudma oTHomeHus (1) n3MepeHHBIX HHTCHCHB-

HOCTEW aTOMHBIX U MOHHBIX JIMHUW OT SHEPTUU BO30YKICHUS.

1

tga == (2)

B pabote mpoBogmim u3MepeHus: MHTEHCUBHOCTEH aTOMHBIX W MOHHBIX JTUHUHN
Fe, cBOOOJIHBIX OT CHEKTpaJIbHBIX HAJIOKEHUH (repedynciieHHblx B [Ipunoxennn 6 u
7). CriekTpalibHbI€ JIMHUU MTPEABAPUTEIILHO MPOBEPSIIM HA OTCYTCTBUE CAMOIIOIJIONIE-
HUS ¥ caMOOOpaIeHus.

OO0pa3iipl roTOBUIM 100aBiIeHueEM B rpadutoBblil mopoiok ¢ 4 % mac. NaCl (ta-
KYI0 cMech OyjieM HasblBaTh crieKTpalibHbIM Oydepom uinu CB) keneza u3 oaHOdJIE-
MEHTHOTO pacTBopa. JlJis OIeHKH TeMmmepaTypbl B MPUCYTCTBUU MATPHIIBI B CIICK-
TpasbHbIH Oydep n00aBisu ~2 % Mac. repMaHus U3 COJITHOKHUCIIOTO pactBopa. [Ipo-
BOJMJIM PETHCTPAIMIO CIIEKTPOB Ha aTOMHO-3MHCCUOHHOM crieKTporpade mpu pado-
YUX MapamMerpax, yka3aHHbIX B Ta0OJI. 1.

Perucrpanuio MHTEHCUBHOCTEH CHEKTpaibHbIX JuHUU Fe mposomumu 10 pas

B YCJOBHAX MOBTOpseMOCTH. Ha OCHOBe MOMy4YeHHBIX 3HAYEHUI CTPOWIH TpaduKu
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3aBUCUMOCTH Jiorapuidma oTHOIIeHUus (1) M3MEpPEeHHBIX WHTEHCUBHOCTEH aTOMHBIX
Y MOHHBIX JIMHUW OT 3Hepruu Bo30yxkaeHus. Ha puc. 10 mpuBeneHa 3aBUCUMOCTD
BonbiimMana jy1s1 OLIEHKH TEMIEpaTyphl MIIa3Mbl IO HOHHBIM JIMHUSIM B AYTOBOM Pa3-
psizie B IPUCYTCTBUH I'epPMaHUSI.
3

-9

In(IAi/Aigy)

-17
T=6800+200 K

-19
4 5 6 7 8 9 10

E..»B

12

Puc. 10. I'padux 3aBucumoctu bonbiiMana i oueHky Temmepatyps wiasmsl 11T B

[PUCYTCTBUU T'€PMaHUs.

['padux moctpoen mo 48 MOHHBIM JTHHUAM Fe ¢ y4eToM X HHTEHCUBHOCTH TIPH
peructpanuu AC B TeueHue 22 cek. TaHTeHC yrila HaKJI0Ha JIMHEWHOM perpecCcuu Mo3-
BOJISIET OLIEHUTH TeMnepaTypy miazmel 11T B npucyrctBum repmanus: 6800+200 K.
AHaJIOTUYHBIN rpaduK, TOCTPOCHHBIN 110 aTOMHBIM JIMHUAM — 6500+£200 K. Temmnepa-
Typa 11a3Mbl 6€3 repMaHusl, pacCUYuTaHHasl M0 HOHHBIM JTUHUSAM — 6800+£200 K, aTtoM-
HbeIM — 6400+£200 K. JloBepuTenbHBIM MHTEpPBAI 3HAYEHUN TEMIEPATyp pacCUUTaH
U3 CPEIHEKBAIPATUYHOIO OTKJIOHEHHUS €IMHUYHOTO ONPENIETIEHUS C IOMOUIBIO KPUTE-
pust CTbrofieHTa.

PaBencTBO 3HaueHuit Temnepatypsl miaasmel AIIT (B mpeaenax 10BEpUTEIHHOTO
WHTEpBaja), MOJTYUYEHHBIX 110 AaTOMHBIM U MOHHBIM JIMHUSIM, COTJIACYETCs C MPECTaB-
neHrem o Hanuuuu JITP B aHanmuTMuyeckon 30He IyroBoro paspsna. Pesynbrarsl nc-
CJIeIOBaHUS MOKa3ajM, YTO MPUCYTCTBUE repManus (He Oosee 2 % Mac.) He U3MEHSET
temrepatypy miasmel 11T u, cnenoBarensHo, He BiuseT Ha AC 3J1€EMEHTOB.

Oyenxa 21exkmponnou niomuocmu J{IIT

DJIEKTPOHHYIO INIOTHOCTh PACCUNUTHIBAIIU C UCIIOJIb30BAHUEM aTOMHBIX U HIOHHBIX

nuHui Fe, no ypaBHenuto bonbnmana-Caxa [157]:
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_ Ii/ligaAa

E,—E, —E
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kgT

I7Ie UHACKCHI a M i 0003Ha4YaeT aTOMHYIO M MOHHYIO JIMHUIO COOTBETCTBEHHO; E, —
SHEprusi BO30YX ACHU aTOMHON JTMHUH, 3B, E; — sHeprus Bo30y>KIeHHUs] HOHHOU JTU-
HUM, 3B; £ — sHeprusi noHU3aluuu 3j1eMenTa, 3B [159].

Pacuetsr mpoBoawM 1o MHUAM >kene3a (Tadu. 21), uCcoib30BalIi MHTEHCUBHO-
CTU JIMHUM, OJyYEHHBIE B IKCIIEPUMEHTAX 10 OLIEHKE TEMIEPATYPhl IJ1a3Mbl. 3HaUe-
HUS DJIIEKTPOHHOM IIOTHOCTH IOJY4YEHBI MYTEM YCPEAHEHUs 3HAYECHUM, PACCUUTaH-
HBIX U3 5 U3MEPEHUN MHTEHCUBHOCTEHW JUHUN C UCIHOIb30BaHUEM Kputepus CTbio-
neHrta. llapel nMHUN jKele3a U PaCCUYMTAHHBIE 3HAYEHHS BJIEKTPOHHOM IUIOTHOCTH
B MIPUCYTCTBUH T€PMaHUs U O€3 HEro MPeACTaBICHBI B Ta0I. 21.

Taonuma?l

3HauyeHus 31eKTPOHHON miIoTHOCTH I1a3ms [{IIT B npucyrcrBum repmanus u 0e3 Hero

Fe [/Fe I, um ne (CB)-10% em> | Sr, % | ne (CB+Ge) 10 em> | S, % | oxen
233,8006/325,759 3,7+0,8 18 3,0+1,3 37 | 1,22
233,8006/316,066 1,7+0,5 22 1,3+0,5 31 | 1,38
236,686/325,759 1,9 0,4 18 1,5+0,6 38 | LIS
256,348/325,759 2,1+£0,5 18 1,7+0,8 39 | 1,07

[Tpumeuanue: Cb — cnekrpanbublil 0ydep; Cb+Ge — criekTpanbHbIii Oydep ¢ nodaBiecHUEM

~2 % Mac. repMaHusl.

Kak BumHO 13 Tabi1. 21, paccunTaHHbIe 3HAYEHUS SJIEKTPOHHOM TUIOTHOCTH B MPH-
CYTCTBHMU repManus Huxe npumepHo Ha (0,4+0,7)-10" cm3, uem nna Cb. Tem He Me-
HEe, 3HAUEHUs COBMAJAIOT B MpeJenax JOBEPUTENbHOTO HHTEepBana. IIpoBeneHHoe
cpaBHeHUE t-pacnipeeneHus (trasn = 2,37 > toxen) MOJTYUEHHBIX 3HAYEHUHN TTOKA3AJIO OT-
CYTCTBHE CHUCTEMATHYECKOW MOTPEUIHOCTH M HE BBISABUIIO 3HAUYUMBIX PACXOXKIACHUMH,
YTO CBUJETENBCTBYET O MPUHAJIEKHOCTH 3HAUYEHUN K OJJHOM I'€HEPATIbHOU COBOKYII-
HocTu. [losryyeHHbIe TaHHBIE AEMOHCTPUPYIOT, UTO IPUCYTCTBUE T€PMaHUs HE OKa3bl-
BaeT 3HAYMMOTO BJIMSHUS Ha DJECKTPOHHYIO IUIOTHOCTH IJIa3MbI PU BHIOPAHHBIX TIa-
paMeTpax perucTpauuu, ycaoBUs U3BMEPEHUS HE U3MEHSIOTCS IPY BBEICHUU T'€pMaHUs

(ue Oonee 2 % Mmac.).
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[lonydeHHbIE HAMM 3HAYEHHMSI SJIEKTPOHHOU IIOTHOCTH COTJIACYIOTCS CO 3HAye-
HUSMU, IPUBEJICHHBIMU B pabote [160].

Takum 06pazom, 11 anamza koHIeHTparoB Merogamu ADC UCIT u ADC AT
JOMYCTUMO UCIOJIb30BaTh padoyre mapaMeTpbl 000PYI0BAHMS U CIIOCOOBI TPATyHpPO-
BaHMUsI, BHIOpaHHbIE paHee.

4.2.3.1. Oyenxa memponozuyeckux xapakmepucmux AIC UCII memoouxu ana-
JU3a C OM2OHKOU Mampuysvl 8 cpede 2a3000pa3Hoc0 peazenma npu MUKPOBOJIHOBOM
Hazpege

B nuccepranmonHoit pabote HE MPOBOJAMIIN CIENUATBHBIX IKCTIEPUMEHTOB JIJIs
BbIOOpa AJI aHanUTOB, TaK KaK OTCYTCTBYET BIMSHUE F€PMaHUsl, OCTaBIIETOCs MOCIe
otronku (cm.4.1.2.). Vicnonp30Baiv TMHUM 3JIEMEHTOB M3 MPOTPAMMHOTO o0ecrede-
HUS CTIEKTPOMETpa ¢ HauOOJIbIIe HHTEHCUBHOCTBIO.

Ouennnu 10 ananurtoB (cm. pazaen 3.1.3). g 3Toro npoBoAWIA OTTOHKY rep-
MaHUs U3 HAaBECOK 00pa3IoB U MUKPOBOIHOBOM HarpeBe. KoHIIEHTpaThl 103aTOpOM
NEPEHOCUIIM B TIOJUITPONMIICHOBBIE TPOOUPKHU, TOBOJAUIN 00BEM pacTBOpa J0 2-X MII
JIEMOHMU30BAaHHOW BOJIOM U perucTpupoBasin AC mpu napameTpax, NPUBEICHHBIX B
Tabu. 2. CKOpoCTh M0/IaUu pacTBOpa Mpu ananuze coctanisuia 0,75 mi/mun. [loxyuen-

Hele [10 ananutoB B nepecyete Ha HaBecky 400 Mr mpuBeieHbI B Ta0M. 22.

Taonuma?22

AHaJuTHYeCKHe JIMHUHU U npenebl o0HapyxeHusi npumeceit ADC UCII meTonnku aHaau3a

€ OTTOHKO#i MaTpHIIbI B CPe/ie ra3000pa3HOro peareHTa Npu MUKPOBOJHOBOM HarpeBe

On-T A, HM (THUII JTHHUAN) 1o On-T A, HM (THII TUHAN) 1o
Ag 328,068 (I) 5107 Mg 282,270 (1) 6-1078
Al 396,152 (1) 8:10°° Mn 257,610 (1) 51077
As 189,042 (I) 8-10°° Na 589,592 () 4-10°
Au 267,595 (I) 81077 Nb 309,418 (II) 4-10°6
B 249,773 (1) 4-10°¢ Nd 401,225 (1) 2:10°¢
Ba 455,403 (1D) 1:10° Ni 231,604 (I) 5107
Be 313,107 (IT) 2:1077 P 177,495 (1) 5107
Cd 214,438 (1) 81077 Pb 220,353 (1) 5107
Ce 404,076 (1I) 2:10° Pr 414,311 (1) 2:10°¢
Co 228,616 (1I) 4-10°¢ Re 227,525 (1) 1-107°
Cr 283.563 (1) 2:10° Sb 217,581 (D) 1-107°
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[Mpomomxenune T a 6 1 u 11 b1 22

Cu 327,396 (1) 4-107 Sc 363,075 (1) 31077
Dy 364,540 (1I) 1-10°¢ Sm 330,639 (1) 3-10°°
Er 323,058 (1) 3-10°° Sn 189,989 (II) 3-10°°
Eu 381,967 (II) 7-1077 Sr 421,552 (IN) 2:1077
Fe 238,204 (1) 2:10° Ta 263,558 (1) 2:10°¢
Ga 294,364 (1) 3-10°¢ Tb 350,917 (1) 6-10°°
Gd 335,047 (1) 7-107° Te 214,281 () 3-107°
Hf 339,980 (II) 7:107° Ti 323,459 (1) 3-10°°
Hg 184,950 (1) 1:10°° Tm 346,220 (II) 3-10°°
Ho 345,600 (1) 4-107 w 207,911 (ID) 3-10°°
In 325,609 (I) 5-10°° Y 324,228 (1) 4-1077
La 333,749 (1) 3-10°° Yb 369,419 (1) 4-1077
Li 670,784 (I) 31077 Zn 213,856 (I) 2:107
Lu 261,542 (1) 4-1077 Zr 339,198 (1) 1:107

[TpaBunbHOCTH pe3ysbTaToB ADC UCII aHanu3a v MOIHOTY KOHUEHTPUPOBAHHUS
IIPOBEPSUIN IKCIIEPUMEHTOM «BBEJICHO-HaieHO». HaBecku nuokcuna repmaHus Io-
MELIaJIM B IyHKH BCTaBKH, HAKaIlbIBAJIY AJIMKBOTHI pacTBOpOB MOC, BEICYIIMBAIIN 1O
NK-namnon U BBIIONHSIM OTTOHKY MATpPHIBI IPM MMKPOBOJIHOBOM Harpese. Peru-
CTPUPOBAJIM CIIEKTPHI IOJYYEHHBIX KOHLIEHTPATOB. DKCIIEPUMEHT NPOBOIWIHA IIPU
JBYX 3HAYEHUSIX KOHUEHTPALUUN Ui OOJIBIIMHCTBA OMpEEIsieMbIX 3JeMEHTOB. Mu-
HUMaJbHast 100aBKa OOJIBIIMHCTBA BBOJAMMBIX aHAIUTOB mpesbimana ux [10 B 2-17

pa3. Pe3ynbTathl SKCIEpUMEHTA MPeCTaBIeHbI B Ta0. 23.
Tabonuma?3

Pe3yabTarsl 3kcniepumMenTa «BBeaeHo-HalaeHo» s ADC UCII meTtoauku anaan3a
€ OTTOHKOI1 MaTpHIIbI B cpejie ra3000pa3HOro peareHTa Npu MUKPOBOJHOBOM Harpese
(n=3-6, P=0,95)

On-1 Beeneno, % mac, | Halineno, % mac, | s F, Fu ts tm
Ag (2,0+0,2)-10°° (2,4+0,7)-10° | 0,17 | 8,9 | 9.3 | 1,86 | 2,45

(1,0£0,1)-107 (8,3£1,6):10° | 0,15 | 1,4 | 6,4 |224] 231
Al (1,0+£0,1)-107 (1,3£0,5)-10° | 0,16 | 15,6 | 19,2 | 2,40 | 2,78

(5,0£0,6)-107 (4,4£1,2)10° 0,17 | 42 | 9,3 | 0,70 | 2,45
As (1,0+£0,1)-107 (9,0£2,2)-10° 020 | 3,0 | 6,4 |1,07]| 231
Au (2,0+£0,2)-10°° (1,940,4)10° [ 0,13 | 40 | 9.3 | 0,71 | 2,45
B (5,0+0,6)-107 (4,4+0,8):10° [ 0,07 | 1.8 | 19.2 | 2,52 2,78
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B4 (4,0+0,5)-10°¢ (4,1£0,9)-10° | 0,14 | 3,4 | 9.3 |0,38| 2,45
(2,0+0,2)-107 (1,7£0,2)-10° | 0,11 | 1,1 | 6,4 |229 ]| 231
Be (1,0£0,1)-107 (8,9€1,1)-10° 008 | 1,5 [ 9,3 |2,09| 2,45
o (1,0£0,1)-107 (1,1£0,4)10° [ 020 | 7,7 | 9,3 | 0,84 | 2,45
(5,0+£0,6)-107 (4,9+0,7)-10° 0,13 | 1,2 | 5,1 |034] 223
Co (1,0£0,1)-107 (9,5£2,1)-10° 021 | 2.8 | 51 |047]| 223
(5,0£0,6)-107 (4,4+0,3)-10° | 0,06 | 3,5 | 6,4 |230] 231
o (1,0£0,1)-107 (9,8€1,2)-10° | 0,12 | 1,1 | 51 |027] 223
(5,0+£0,6)-107 (4,6+£0,6)-10° 0,08 | 1,1 | 9,3 | 1,69 2,45
or (1,0+£0,1)-107 (1,1£0,2)-10° | 0,17 | 2.2 | 51 [0,54| 2,23
(5,0+0,6)-107 (4,3£0,9)-10° | 0,12 | 2,0 | 9,3 [2,03]| 245
- (1,0+£0,1)-107 (8,81,3)-10° [ 0,12 | 1,0 | 6,4 |[1,77 | 2,31
(5,0+0,6)-107 (3,91,4)10° | 0,15| 49 | 192 | 2,77 | 2,78
Dy (1,0+£0,1)-107 (9,1£1,6):10° [ 0,14 | 1,5 | 6,4 [1,18| 2,31
(5,0+0,6)-107 (4,4£0,4)10° [ 0,05| 3,5 | 9,3 [2,44| 245
B (1,0+£0,1)-107 (9,7£1,6):'10° [ 0,13 | 1,5 | 6,4 [0,44 | 2,31
(5,0+0,6)-107 (4,6£0,3)-10° [ 0,06 | 3,3 | 6,4 |[1,65| 2,31
Eu (1,0+£0,1)-107 (9,4£1,9)10° [ 0,16 | 22 | 6,4 [0,67 | 2,31
(5,0+0,6)-107 (4,5£0,3)-10° | 0,04 | 46 | 9,3 [2,41| 245
Fe (5,0£0,6)-107 (5,5£0,7)-10° [ 0,08 | 1,5 | 9,3 | 1,78 | 2,45
Ga (1,0£0,1)-107 (8,51,7)-10° 0,13 | 1,8 | 9,3 |2,30| 2,45
ad (1,0£0,1)-107 (8,6£1,8)-10° [020| 1,9 | 5,1 |1,60]| 223
(5,0+£0,6)-107 (4,5£0,3)-10° | 0,05| 3,6 | 9,3 |242]| 245
He (1,0£0,1)-107 (1,1£0,2)-10° [ 0,13 | 3,1 | 9,3 | 1,64 | 2,45
(5,0+£0,6)-107 (4,3£0,8)-10° 0,12 | 1,9 | 9,3 |2.27 | 2,45
Hg (5,0+0,6)-107 (3,9€1,1)-10° 0,18 | 32 | 9,3 |243| 245
Ho (1,0£0,1)-107 (8,6£1,410° | 015| 1,1 | 51 |1,92] 223
In (1,0£0,1)-107 (1,1£0,4)10° | 0,14 | 8,1 | 19.2 | 0,50 | 2,78
La (1,0£0,1)-107 (9,1£1,7)-10° | 0,15| 1,7 | 6,4 | 1,24 231
(5,0£0,6)-107° (4,4£0,4)10° | 0,05| 3,5 | 9,3 |244| 245
Li (2,0+£0,2)-10°° (2,2£0,6):10° | 0,12 | 9.8 | 19.2 | 1,09 | 2,78
- (1,0+£0,1)-107 (9,0£1,7)-10° | 0,18 | 1,8 | 51 |[1,21 223
(5,0+0,6)-107 (4,5£0,3)-10° | 0,04 | 6,2 | 9,3 [2,43| 245
Mg (1,0+£0,1)-107 (1,2£0,3)-10° | 0,17 | 59 | 9,3 [1,69| 2,45
(5,0+0,6)-107 (5,2£0,7):10° 0,09 | 1,3 | 9,3 [0,74 | 2,45
Mn (1,0+£0,1)-107 (9,7£1,4)10° | 0,14 | 1,24 | 51 [0,47 | 223
(5,0+0,6)-107 (4,3£0,8)-10° | 0,12 | 1,5 | 9,3 [2,20 | 2,45
Na (1,0+£0,1)-107 (1,2£0,4):10° [ 0,12 | 7.9 | 19.2 | 2,61 | 2,78
(5,0+0,6)-107 (4,8£1,6):'10° [ 021 | 6,3 | 9,3 [0,29 | 2,45
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b (1,0£0,1)-107 (1,240,1)-10° [ 0,12 1,0 | 5,1 [1,00] 2,23

(5,0+£0,6)-107 (4,840,4)-10° | 0,08 | 24 | 5,1 [0,73] 2,23
N (1,0£0,1)-107 (8,3+1,8)-10° | 021 2,1 | 5,1 |1,90] 2,23

(5,0+£0,6)-107 (4,740,5)-10° | 0,04 | 1,9 | 192 [ 1,79 2,78
N (1,0£0,1)-107 (9,7+1,3)-10° [ 0,13 | 1,0 | 5,1 [039] 2,23
1

(5,04£0,6)-107 (4,740,6)-10° | 0,13 | 1,0 | 5,1 |0,82] 2,23
P (5,0+£0,6)-107 (6,3+1,5)10° | 0.14 | 50 | 9,3 |243] 2,45
o (1,0£0,1)-10° (9,5¢1,3)-10° 0,14 | 1,1 | 5,1 [0,71] 2,23

(5,0£0,6)-10° (4,740,3)-10° 0,04 | 1,0 | 9,3 [2,02] 2,45
Pr (1,0£0,1)-10° (1,1£0,4)-10° | 0,21 | 87 | 93 | 1,13 2,45
Re (5,0£0,6)-10° (4,2£0,9)-10° | 0,09 | 2,1 | 19,2 [2,77 | 2,78
< (1,0£0,1)-10° (1,1£0,2)-10° | 0,14 | 1,89 | 6,4 |0,66 | 2,31

(5,0£0,6)-10° (4,5£0,3)-10° | 0,04 | 43 | 93 |2,41] 245
q (1,0£0,1)-10° (9,6£1,8)10° [ 0,15] 1,9 | 6,4 |0,56 | 2,31
C

(5,0£0,6)-10° (4,6£0,2)10° | 0,03] 7,0 | 93 |2,18] 2,45
q (1,0£0,1)-10° (1,2£0,5)-10° | 0,17 | 14,5 | 19,2 [ 1,60 | 2,78
m

(5,0£0,6)-10° (5,5£0,6)-10° | 0,04 | 1,1 | 19,2 [2,58 | 2,78
Sn (5,0£0,6)-10° (43£0,8)-10° | 0,08 | 1,6 | 19,2 [2,74 | 2,78
q (4,0£0,5)10° | (4,0£0,9)10° [0,17| 2,9 | 6,4 |0,10] 2,31
T

(2,0£0,2)-10°° (1,840,3)-10° | 0,11 | 2,2 | 9,3 [2,19] 2,45
. (1,0£0,1)-107 (1,140,2)-10° | 0,11 | 1,3 | 64 |1,15] 2,31
a

(5,0+£0,6)-107 (4,740,3)-10° | 0,05| 51 | 64 |139] 231
o (1,0£0,1)-107 (9,7+1,4)010° [0,13| 1,1 | 5,1 [038] 2,23

(5,0+£0,6)-107 (4,6£0,4)-10° | 0,05| 2,7 | 9,3 | 1,99 2,45
Te (5,0+0,6)-10 (4,6£0,4)-10° | 0,09 | 24 | 5,1 |126] 2,23
N (1,0£0,1)-107 (1,240,2)-10° | 0,12 | 1,7 | 6,4 |2,04] 231
1

(5,0+£0,6)-107 (4,6£0,4)-10° | 0,04 | 44 | 93 [0,76 | 2,45
T (1,0£0,1)-107 (8,4+2,1)-10° | 0,16 | 2,9 | 9,3 |2,00] 2,45
m

(5,0£0,6)-10° (4,3+0,8)-10° | 0,11 1,4 | 9,3 [242] 2,45
W (1,0£0,1)-10° (1,140,2)-10° | 0,15| 24 | 64 |1,17] 2,31

(5,0£0,6)-10° (5,2£0,6)10° | 0,11 ] 1,2 | 5,1 |0,49 2,23
Y (1,0£0,1)-10° (9,0£2,1)-10° 0,15 ] 2,8 | 93 | 1,24 2,45

5,0£0,6)-10°° 4,4+0,8)-10° [0,11] 1,6 | 9,3 | 1,89 | 2,45
Yb

(2,5£0,2)-10° (2,3£0,2)-10° | 0,04 | 6,2 | 93 |2,24 2,45
By (1,0£0,1)-10° (1,1£0,3)-10° | 0,11 | 5,8 | 19,2 [ 1,62 | 2,78
n

(5,0£0,6)-10° (5,4£1,6)10° | 0,12] 6,6 | 19,2 [ 1,01 | 2,78

1,0£0,1)-10° 9,7£1,8)-10° | 0,18 | 1,9 | 5,1 [0,37] 2,23
z
T

(5,0£0,6)-10° (4,7£0,5)-10° | 0,10 | 1,6 | 5,1 |0,81 2,23

Haiinennsie KOHIIEHTpallUd aHAJIWTOB, NpPEACTaBJICHHbIC B TaOi. 23, paBHBI
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«BBEJICHHBIM)» C YUE€TOM JIOBEPUTENIbHBIX UHTEPBAIOB. CpaBHUIN JUCIIEPCUN U CpE-
HY€ 3HAUYCHHS HAlJCHHBIX U BBEICHHBIX KOHIICHTPAIIMM, OTCYTCTBUEM 3HAUYMMBIX pac-
XOXKJAECHUM TOKAa3aJy UX MPUHAIEKHOCTh K OJJHOM F€HEPAIbHON COBOKYITHOCTH.

Pazpaborannas metonuka ADC MCII aHanu3a ¢ OTTOHKOM MaTpHIIbI B CpeJie ra-
3000pa3HOro peareHTa Mpyu MUKPOBOJIHOBOM HarpeBe MO3BOJISIET IOCTOBEPHO OMpeie-
asTh 50 mpumecei, S, METOJIMKH B YCIIOBUSAX MOBTOPSAEMOCTH cocTaBiisieT 3-21 %.

4.2.3.2. Ananumuuecxuti nomenyuanr AC UCII memoouku ananuza ¢ 0meoHKou
mampuywvl 8 cpede 2a3000pa3HO20 peazenma npu MUKPOBOJIHOBOM HaAcpese

Ha ocnoBanuu nmpoBeneHHbIX uccienoBanuii pazpadorana ADC UCII metoauka
aHaJM3a C KOHIICHTPUPOBAHUEM MPUMeECel OTTOHKON MaTPHIIhI B Cpejie ra3000pa3HOro
peareHTa mpu MUKPOBOJHOBOM HarpeBe. MeToauka mo3BoJisieT onpeaeisats S0 aHanu-
ToB (Ag, Al, As, Au, B, Ba, Be, Cd, Ce, Co, Cr, Cu, Dy, Er, Eu, Fe, Ga, Gd, Hf, Hg,
Ho, In, La, Li, Lu, Mg, Mn, Na, Nb, Nd, Ni, P, Pb, Pr, Re, Sb, Sc, Sm, Sn, Sr, Ta, Tb,
Te, Ti, Tm, W, Y, Yb, Zn, Zr), ¢ ITO ot 6-:107° 10 3-10~> % mac. u BHyTpuiaboparop-
HOM Tperu3uoHHOCThIO 3-21 %. MeToauka onyoyimkoBana B [161].

B crincok ananuToB BXOAAT 19 TeXHOIOTHYECKH BaXKHBIX IpuMeceit: Ag, Al, As,
B, Cd, Co, Cr, Cu, Fe, Ga, In, Li, Mg, Mn, Ni, P, Pb, Sb, Zn. Onnako onpenenexue
BaXHBIX npumecerd Bi, Tl u V HEBO3MOXKHO M3-3a BRICOKOTO KOHTPOJILHOTO OIbITA U
MOTEPh BO BpeMsi OTTOHKM Matpulibl. C UCHOJIb30BAHUEM MUKPOBOJHOBOU CUCTEMBI
pazyioKeHus: 00pasloB MPOIOJDKUTEIBHOCTh OTTOHKHM COCTABIISIET HE Oojiee 2 4acoB.
Ananus ot 2 1o 14 06pa3uos, BKIIOYas BCE ATarmbl, 3aHUMaeT He Oosee 5 yacos. Ilo-
ATOMY JaHHAas METOAMKA SIBJISIETCS] SKCIIPECCHOM MPU CPaBHEHUU C JPYTUMH METOU-
KaMH, BKJIFOYAIOIIUMU TIPEABAPUTEILHOE KOHIICHTPUPOBAHUE TTPUMECEH.

B tabn. 24 mpuBeneHo cpaBHeHue papadotanHoit metoauku ¢ ADC UCII [162]
nu ADC UCII ¢ 9THU [107] meToaukaMu, B KOTOPBIX OTACJICHUE MATPUILIBI BHITIOJHSIOT

YHHapuBaHHUCM I10CJIC KUCJIOTHOI'O PAaCTBOPCHUA.
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Taonuma?24

CpaBHeHue npeneaoB o0Hapy:xenus pazpadoranHoii AJC UCII metoaukn

¢ onyosmukoBaHHbIMH ADC UCII meTonnkamu, % mac.

D1-T PM [162] | PTU[107] | Da-T PM [162] | DTU[107]
Ag 51077 2:1077 1-10°® Mo - 2:107° -
Al 8-10°° 7-1077 51077 Na 4-107° 2:107° 1-107
As 810°° 9-1077 - Nb 4-10° 2:1077 -
Au 81077 - - Nd 2:10°° - -

B 4-10°° 5-10°° - Ni 5-10°° 7-1077 2:1077
Ba 1-10°° 7:10° 81078 P 5-10°° 2:10°° 4-1077
Be 2:1077 1-10° 5107 Pb 5-10°° 3-10°° 2:1077
Bi - 810°° - Pd - 9-10°® -
Ca - 6:10°° - Pt - 3-1077 -
Cd 81077 3-10°® 3-10°® Pr 2:10°° - -
Ce 2:10°° - - Rb - 2:10°° -
Co 4-10°° 4107 7-10°8 Re 1:107° 7-1077 51077
Cr 2:10°° 31077 1:1077 Sb 1:107° 1:10°° 2:1077
Cu 4-107 1-107 - Se - 51077 2:107
Dy 1-10°° - - Sc 3-1077 - -
Er 3-10°° - - Sm 3-10°° - -
Eu 7-1077 - - Sn 3-10°° 2:1077 2:1077
Fe 2:10°° 1-10°¢ 3-10°° Sr 2:1077 7-1078 31078
Ga 3-10°° 2:1077 4-10® Ta 2:107°¢ 1-10°¢ -
Gd 7-107° - - Tb 6:107° - -
Hf 7-10°° 2:1077 - Te 3107 6-1077 -
Hg 1-10°° - - Ti 3-10°° 5-10°¢ 1-10°°
Ho 4-107 - - Tl - 3-1077 -
In 5-10°° 81077 1-1077 Tm 3-10°° - -
K - 2:10°° 1:10°° \Y% - 1-1077 2:1077
La 3-10°° 2:1077 - W 3-10°° 6:1077 -
Li 31077 4107 - Y 4-1077 3-10°® -
Lu 4-1077 - - Yb 4-1077 - -
Mg 6:10°® 6:10°® 1:10°° Zn 2:10°° 9:1077 1-1077
Mn 51077 1-1077 1-10°® Zr 1:10°° 1-1077 -

[Ipu cpaBHEHUH BUTHO, YTO pa3paboTaHHAsi METOMKA MO 00IEeMY YHUCITY ITpUMe-

ceil mpeBocxoaut cyuiecTByromue Metoguku KXA. 1O oTHOCUTENbHO METOJIUKHU

ADC UCII [162] cousmepumsl (Bbilie He Oosee yeM B 5 pa3) miist Ag, B, Cu, Fe, Mg,

Mn, Na, P, Pb, Sr, T1i, W u Zn. C apyroii cTOpoHbI, CIUCOK pacIIipeH Ha 16 npumecei:
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Au, Ce, Dy, Er, Eu, Gd, Hg, Ho, Lu, Nd, Pr, Sc, Sm, Tb, Tm u Yb.

Cnucok onpenensemMbix npuMmeceid oTHocuTenbHO Metoauku ITHU [107] pacim-
peH B 2 paza. I[1O npumeceit Fe, Na u Ti conoctaBumsl, 1iis Mg vuxe — B ~10 paz; y
JIPYTUX MPUMECEH BBIIIE, YTO HETOCPEACTBEHHO CBSA3aHO ¢ KOA(PPUIIMEHTOM KOHIEH-
TPUPOBAHUS U OTCYTCTBUEM pazbaBiieHus koHieHTpaToB 1pu ADC UCII ¢ 9TH ana-
Jun3e.

CTouT OTMETUTh OTHOCUTEIILHOE COKpaIIEHUE OOLIEro BpEMEHHU aHalIu3a 1o pas-
paboTaHHOI METOMKE, O3BOJIIOIIEE TPOBOIUTE MPOOOMOATOTOBKY 14 00pa3ioB of1-
HOBpPEMEHHO. JlaHHYI0 METOIMKY 11eJIeCO00Pa3HO UCTIOIB30BATh VISl XapaKTepU3aIiuu
BBICOKOYMCTOTO JTMOKCHUJIA repMaHusi yucToTor 10 SN§ no 50 mpuBeneHHBIM BbIIIE
MPUMECSIM.

4.2.4.1. Oyenxa memponoeuueckux xapakmepucmux AIC JIIT memoouxu aua-
JU3a C OM2OHKOU Mampuysvl 6 cpede 2a3000pa3no2o peazenma npu MUKpO8OJIHOBOM
Hazpege

B xoze BbInoIHEHUS TMCCEPTAIMOHHONW pabOThl KOHLIEHTPAThI MPUMECEH, MOy -
YEHHBIE MOCTIE€ OTTOHKU MATPHUIIbl IPU MUKPOBOJIHOBOM HarpeBe, aHAIM3UPOBAIIU Me-
togoMm ADC JITIT ¢ yroneabiMu 35ekTpogamu. Merog ADC ¢ Bo30yxaenuem B 11T
TPaJAULIMOHHO IPUMEHSJICS JJI aHalIM3a BHICOKOYMCTOTO repMaHus 1 ero okcuna [91,
110, 111]. B nactosmiee Bpemst JIIT kak HCTOYHUK BO30YKACHUS CIIEKTPOB yCTYIHII
cBoe mecto UCII u cunraercs ycrapeBumm. O1HaKO 3TO 00IbIlI€ OTHOCUTCS K CUCTe-
MaM PETUCTPAIIMU CIIEKTPOB, KOTOPHIE UCTIOIB30BAIMCH B 3TUX MpubOopax — GoToria-
CTUHKH U POTOANEKTPOHHBIE yMHOXHUTEHM (DDVY). B TO k€ BpeMs onTHYECKHE CXEMBI
COBPEMEHHBIX CIIEKTPOMETPOB HE CYIIECTBEHHO OTJIMYAIOTCS OT MCIOJIb30BAHHBIX B
cnektporpadax [127]. CTOUT OTMETUTH, 9TO B OTEYECTBEHHBIX UCCIEAOBATEIBCKUX U
3aBOJICKUX JJAOOPATOPUAX BCE €lIE IKCILTYaTUPYETCS MHOKECTBO TAKUX MPUOOPOB.

Hab6mronaromuiics mporpecc B MHUKPORJICKTPOHUKE, KOMITBIOTEPHOUW TEXHHUKE
MpUBENl K CO3JaHUI0 MHOTOKaHAJIbHBIX aHAJIM3aTOPOB ATOMHO-3MHCCUOHHBIX CIIEK-
TpoB (MADC). AnamzaTopsl MADC — 3T0 COBpeMEHHasl CHCTeMa PErUCTpaIliy CTIEK-
TPOB Ha OCHOBE TBEPAOTEJIbHBIX JAETEKTOPOB U3IyYEHUsA. AHAIM3ATOPAMU MOJICPHHU-

3UPYIOTCS CIIEKTpOrpadbl, yCTaHABIUMBAIOTCS BMECTO (oTormacTuHok U1 @Y. MADC
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U3MEPSIOT UHTEHCUBHOCTHU CTIEKTPAJIbHBIX JIMHUHN U TIO3BOJISIOT IPOBOAUTH 0OPaOOTKY
CIIEKTPOB Ha NMEPCOHAIBHOM KomIibtoTepe [127].

HecMmoTps Ha TO, 4TO B 1HUCCEPTALIMOHHON paboTe OBLI MCIOIB30BaH COBPEMEH-
bl Metoq aHanmuza — ADC UCII, npumenenne metoga ADC JIIT B coueranuu c
KOHILIEHTPUPOBAHUEM IPUMECEN B YCIOBHUSAX aBTOKJIABA SIBJSIETCS 11€71€CO00pa3HbIM.
Tak Kak CymecTBYIOT HEKOTOPhIE 0COOEHHOCTH, TT03BOJIsIoNME CHU3UTH [10 oTaemns-
HBIX aHAJUTOB U PACHIMPUTH CIIUCOK OMPENEIIEMbIX 3JI€MEHTOB. [ TaBHBIM MperuMy-
niecTBoM, ¢ Hamel Touku 3penns, ADC T c MADC nepen ADC UCII ¢ CID Hyx)HO
cuutaTth OTCyTcTBHE Y MADC OrpaHu4eHuil o KOJWYECTBY PETMCTPUPYEMBIX CIICK-
TpaJIbHBIX JIMHUN. DTO MO3BOJsIET BhIOUpaTh AJl neMEeHTOB MOCTHAKTyM, WM UC-
[10JIb30BaTh HECKOJIBKO JIMHUI OJJHOBPEMEHHO. Bpemst perucrpauny npu 3ToM He yBe-
JUYMBAETCS, a CJIeI0BATEIbHO, KOJIMYECTBO 0o0pasia, TpeOyeMoro Ui perucTpaiuu
CIEKTPOB, OCTaeTcs npexHuM. B cuiy cBoeit mpuposl mazma I T umeet 60s1ee moa-
XOJISILINE YCIIOBUS BO30YXACHUS ISl HEKOTOPBIX 3JIEMEHTOB, Hanpumep, Ag, Ga, In u
Pb.

Ouenunnu 110 anamuToB (cM. paszzaen 3.1.3.). PacTBOpsI mocae OTTOHKKA MATPULIBI
B MUKPOBOJIHOBOM CHCTEME JJ03aTOPOM MEPEHOCUIH BO (PTOPOILIACTOBBIE YALIKHU C IO~
Jaycepruueckum JHOM 00BeMOM J10 3 MII M ynapuBasid Ha TpadutoBoM nopoiike (50
mr) ¢ nobaBkoi NaCl 4 % mac. AC peructpupoBaiiv Ha CIIEKTPaIbHON YCTAaHOBKE TIPH
napamerpax u3 1adia. 1. [Tomyuennsie [10 ananutoB (B nmepecuere Ha HaBecKy 250 Mr)

JUTst Hanbosee nHTeHCUBHBIX AJI mpuBeeHsbI B Ta0mI. 25.

Taonuuma?ls

AHaJIMTHYeCKHe JINHUHU U npeaeanl o0Hapyxenus npumeceid AJC JAIIT meroguku ananusa

€ OTTOHKO#i MaTPHIIbI B CPejie ra3000pa3HOro peareHTa Npu MUKPOBOJTHOBOM HarpeBe

On-T A, HM (THUII JTHHUAHN) 1o On-T A, HM (THII TUHAN) 1o
Ag 328,068 (I) 51078 K 321,702 (1) 5107
Al 308,215 () 2:10° La 333,749 (IT) 2:10°¢
As 267,595 (1) 1-107* Li 256,231 (I) 1-10°°
Au 267,595 (I) 51077 Lu 261,542 (1) 51077
Ba 233,527 (1) 1-107 Mg 282,270 (1) 1-10°¢
Be 234,861 (I) 1:1077 Mn 280,108 (I) 1-1077
Bi 306,772 () 1:10° Mo 317,034 (1) 4-10°¢
Ca 317,933 (II) 2:107° Nb 316,340 (IT) 2:10°¢
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Cd 228,802 (I) 2:1077 Ni 305,082 (I) 2:107
Ce 321,894 (II) 4107 Pb 283,305 (I) 1-107
Co 242,493 (I) 2:107° Sb 259,807 (1) 4-107
Cr 284,324 (I) 2:107° Sc 255,235 (IN) 2:107
Cu 324,753 (I) 4-1077 Sm 338,466 (II) 4-107°
Dy 315,652 (1) 2:107 Sn 283,999 (I) 1-10°6
Er 326,478 (II) 6-10°° Ta 296,332 (1) 1107
Eu 272,778 (IN) 6:107° Tb 328,504 (II) 1-107*
Fe 302,064 (I) 5107 Te 317,513 (D) 1-107°
Ga 294,364 (I) 2:1077 Ti 308,804 (II) 3-10°°
Gd 303,406 (1) 2:107 Tm 313,126 (1) 5-10°°
Hf 286,637(I) 5-10°° Y 321,668 (1) 1:107
Hg 253,652 (I) 7-107 Yb 289,138 (1) 1:107
Ho 339,898 (1) 7-107° Zn 231,857 (I) 2:107
In 325,608 (I) 4-1077 Zr 327,305 (1) 2:107°

JIOCTOBEpHOCTh OTIpeIeNICHUs BCEX MEPEUYNCICHHBIX B TaOIUIlE aHAIUTOB METO-
noM ADC JIIIT npoBepsian 3KCIIEPUMEHTOM «BBEAEHO-HAWIEHO». AHAIIUTHI BBOIUIIH
Ha HECKOJIbKUX YpPOBHSX KOHIIeHTpamuil. [locTaHOBKa 3KCIIEpUMEHTa COOTBETCTBO-
BaJia onrcaHHomy B 4.2.3.1. Pe3ynbrarsl 111 HAanOOJI€€ MHTEHCUBHBIX CIIEKTPAIbHBIX
JIMHUM MPEJICTABICHBI B Ta0J. 26., 1JIs1 APYTUX CIEKTPAIbHBIX JUHUN HEKOTOPBIX dJIe-

MEHTOB IIpuBeeHbI B [Ipunoxenun §.

TaoOonuma?26

Pe3yabTarsl 3kciepumMeHTa «BBeAeHO-HAAeHO» 1t AJC JIIT Mmeronnkmu anaauza
€ OTTOHKOIi MaTpHIIbI B cpe/ie ra3000pa3HOro peareHTa Npu MUKPOBOJHOBOM Harpese,
(n=3-10, P=0,95)

OI-T Beeneno, % Haiineno, % Sr F, Fu t, tm
Mmac, Mmac,
(2,0+£0,2)-1 0’ (2,0+0,8)-1 07 1023] 92 9,3 0,1 | 2,45
Ag (I,OdEO,l)-IO’6 (8,Od:3,5)-10’7 0,18 | 2,1 | 19,2 |2,55| 2,78
(2,Od:0,1)-10’6 (2,1d:0,1)-10’6 0,07 | 1,0 3,2 (1,60 2,10
1,240,1)-107 1,0+£0,1)-10° | 0,14 | 1,4 32 (1,94 2,10
Al
(5,8d:1,5)-10’5 (4,7d:0,8)-10’5 0,10 | 3,9 9,3 2,081 2,45
As (I,Od:0,4)-10’3 (7,2d:2,5)-10’4 0,14 | 2,6 | 19,2 | 2,55 | 2,78
(1,4ﬂ:0,3)-10‘6 (1,7ﬂ:0,1)-10‘6 0,12 | 3,0 32 12,081 2,10
Au (1,4+0,1)-107 (1,2+0,6)-10° 0,19 | 153 | 19,2 | 1,46 | 2,78
(1,8ﬂ:0,6)-10‘4 (1,9ﬂ:0,4)-10‘4 0,13 | 2,3 93 10,441 2,45
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Ba (1,8+0,2)-10° | (1,5£0,2)-10° | 0,18 | 1,5 | 4,3 |1,98] 2,18
Be (1,2£0,2)-10° | (9,8£2,9)-107 | 0,12 | 2,1 | 192 | 2,71 | 2,78
(2,0£0,2)-10° | (2,0£0,2)-10° | 0,13 | 1,1 | 3,2 [0,10| 2,10
(5,0£0,6)-10° | (6,5+1,4)10°° [0,09| 19,0 | 19,2 | 1,05 | 2,78
Bi (9,8£0,5)-10° | (1,0+0,1)-10° [0,16 | 1,2 | 51 |0,17 | 2,31
(3,8£1,3)-10° | (3,7£0,6):10° | 0,07 | 47 | 19,2 [ 0,30 | 2,78
Ca (3,8+0,9)-10° | (4,2£0,8)-10° |0,25| 1,3 | 3.4 [0,77 | 2,12
od (1,1£0,2)-10° | (9,9£0,7)-10° | 0,10 | 1,7 | 3,9 |1,76| 2,18
(2,8+0,6)-10° | (4,1£1,2):10° | 0,19 | 9,0 | 19,2 | 2,52 | 2,57
Ce (5,1£1,0010° | (4,9£0,7)-10° |0,14| 1,9 | 51 [0,42| 2723
o (8,8£1,1)-10° | (1,1£0,1)-10° |0,15| 1,2 | 3,0 | 1,80 | 2,09
(4,0£0,2)-10° | (3,4£0,5)-10° | 0,10 | 4,9 | 9.3 [2,39| 245
or (1,0£0,1)-10° | (1,0£0,1)-10° |0,15| 1,0 | 3,2 | 0,10 | 2,10
(3,8+0,3)-10° | (3,5+0,5)-10° | 0,11 | 2,3 | 6,4 | 1,54 | 2,31
Cu (1,1£0,1)-107° | (1,040,1)-10° | 0,13 | 1,2 | 3,2 | 1,66 | 2,10
Dy (4,240,510 | (3,6£0,3)-10° 0,09 | 2,3 | 51 [2,19| 223
B (9,2£0,8)-10° | (9,1£0,1)-10° | 0,02 | 2,1 | 40 | 0,68 | 2,16
(4,8£0,4)-107° | (3,9£0,9)-10° | 0,26 | 3,6 | 3.8 [2,10| 2,15
Eu (3,8+0,1)-10° | (3,7£0,5)-10°> | 0,08 | 9,2 | 9,3 |0,66 | 2,45
(9,0£1,3)-10% | (8,1x1,2):10* |0,12| 1,5 | 9,1 | 1,45 2,37
Fo (1,1£0,4)-10° | (1,1x0,2):10° [024 | 44 | 8,8 |0,10| 2,18
(4,0£0,3)-10° | (4,0£0,6)-10° | 0,12 | 47 | 62 | 1,57 | 226
Ga (1,1£0,1)-10° | (9,6£1,0):10° | 0,15| 1,0 | 3,2 [2,06| 2,10
(4,2+£0,2)-10° | (4,0£0,8)-10° | 0,12 | 9,1 | 9,3 | 0,81 | 2,45
Gd (5,5+0,4)-10°° (5,4+0,5)-10° | 0,06 | 1,6 | 9,3 | 0,50 | 2,45
(1,1£0,1)-10° | (9,2£0,8)-10° | 0,12 | 1,9 | 3,2 [2,03| 2,10
Hf (9,0£2,3)-10% | (8,9+2,4»10* |022| 1,8 | 9,1 |0,09| 2,37
Hg (1,0£0,2)-1073 (8,0+0,8)-10% | 0,07 | 7,2 | 9,3 |2,34 | 2,45
Ho (1,1£0,1)-10° | (9,6£1,0):10° | 0,14 | 47 | 88 |1,94] 2,18
n (1,0£0,3)-10° | (7,5£2,5)-107 | 0,21 | 1,5 | 9,3 |2,04 | 245
(9,5£0,8)-10° | (9,040,9)-10° | 0,13 | 3,4 | 6,0 | 087 | 2,16
K (1,1£0,1)-10° | (9,3+0,8)-10°> | 0,12 | 1,6 | 3,2 | 1,97 | 2,10
(4,1£0,2)-10° | (3,5+0,7)-10° | 0,12 | 7,7 | 9.3 |2,33| 2,45
La (1,0£0,2)-10° | (9,840,8)-10° | 0,12 | 1,1 | 3,7 | 028 | 2,16
(3,4£0,2):10° | (3,6£0,6)-10° | 0,16 | 4,2 | 43 |0,83 | 2,18
Li (1,1£0,2)-107° | (1,1£0,2)-10° | 0,07 | 1,2 | 19,2 | 0,86 | 2,78
- (9,6£0,8)-10° | (9,1£0,9)-10° | 0,14 | 6,3 | 8.8 |0,76 | 2,18
(4,0£0,8)-10° | (3,8+0,7)-10° | 0,18 | 1,8 | 9,0 | 0,51 | 2,31
Mg (9,6£1,3)-10° | (1,1£0,1)-10° | 0,16 | 4,8 | 8.8 | 1,48 | 2,18
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(1,0+0,6)-10°° (1,1£0,6)-10% | 0,22 | 2,44 | 19,2 | 0,40 | 2,57
Mn (1,1£0,1)-10° | (1,0£0,1)-10° | 0,11 | 3,0 | 88 |1,69] 2,18
(4,2+£0,2)-10° | (3,7£0,6)-10° | 0,12 | 83 | 9,1 |[1,71 | 237
Mo (3,8+0,3)-10° | (3,2+1,5)-10° |0,19| 6,3 | 6,9 |2,05| 245
Nb (4,4+0,2)-10° | (4,2£0,8)-10° | 0,07 | 13,9 | 192 | 1,11 | 2,78
(4,3+0,7)-10°° (5,1£1,7)-10% | 0,13 | 2,4 | 9,6 | 1,90 | 2,57
Ni (1,2£0,1)-10° | (1,0£0,1)-10°> |0,15| 59 | 88 | 1,87 | 2,15
(3,8+0,6)-10° | (3,4+0,5)-10° |0,15| 1,8 | 9,0 | 1,33 | 2,31
(1,0+0,4)-10°° (1,4+0,7)-10° | 0,20 | 3,1 | 9,6 |2,02| 2,57
Pb (5,1£0,5)-10° | (4,0£1,6)-10° | 0,17 | 9,0 | 19,2 | 2,50 | 2,78
(4,3£0,3)-107° | (3,840,4)-10° | 0,05 | 1,6 | 19,2 | 2,77 | 2,78
Sb (1,2£0,2)-10° | (1,1£0,1)-10° | 0,17 | 5,2 | 8.8 | 1,03 | 2,18
S (1,0£0,1)-107° | (1,0£0,1)-10° | 0,16 | 6,3 | 88 |0,61 | 2,15
(3,8+£0,2)-107° | (3,9£0,6)-10° | 0,13 | 4,5 | 51 |0,43| 2723
- (4,0£0,6)-107° | (4,1£0,4)-10° | 0,13 | 1,9 | 89 |0,34 | 223
(9,0£1,3)-10* | (7,743,8)-10* 10,20 | 8,5 | 19,2 | 1,39 | 2,78
Sn (9,5£1,00:10° | (8,6£0,1):10° | 0,17 | 3,5 | 6,0 | 1,24 | 2,16
Ta (3,8+0,2)-10° | (3,4£0,2)-10° [ 0,09 | 3.4 | 6,0 [2,12] 2,18
Tb (9,0+£1,3)-10% | (1,2£0,2)-10°% | 0,17 | 13,3 | 19,3 | 2,01 | 2,45
Te (4,0£0,2)-10° | (3,9+1,410° |0,13| 9,5 | 9,6 | 1,11 | 2,57
(5,0+0,7)-10°° (3,9£1,5)-10°% | 0,15| 3,5 | 19,2 | 2,46 | 2,78
Ti (9,6+0,8)-10° | (1,1£0,1)-10° | 0,13 | 47 | 6,0 [2,10| 2,16
(3,9£0,3)-10° | (4,3+0,9)-10° [0,16| 6,0 | 6,4 | 1,22 2,31
T (9,1£1,2)-10° | (9,4+0,2):10°° [0,12| 2,2 | 8,8 |0,49 | 2,18
(4,6£0,2)-10° | (4,2£0,5)-10° | 0,13 | 3,5 | 3.8 | 1,82 2,15
(4,1£0,6)-10° | (4,5+1,6):10° | 0,14 | 2,9 | 9,6 | 1,04 | 2,57
Y (8,2+0,9)-10°° (9,0+0,7)-10° | 0,10 | 2,7 | 88 | 1,58 2,18
(4,6£0,3)-10° | (4,3£0,5)-10° | 0,14 | 52 | 6,1 | 1,05 2,20
(2,4+0,2)-10°° (2,4+1,0):10° | 0,17 | 6,3 | 6,9 | 0,10 | 2,45
Yb (5,5+0,5)-10°° (5,1£0,5)-10°% | 0,15| 3,5 | 6,0 | 1,09 | 2,16
(2,0£0,2)-107° | (1,9£0,2)-10° | 0,11 | 2,7 | 89 |0,88 | 2,23
(5,2£0,8)-10° | (4,0£2,1):10° | 0,21 | 2,9 | 9.6 |237 2,57
Zn (1,2£0,3)-107° | (1,0£0,2)-10° |0,25| 1,8 | 8.8 | 1,42 | 2,18
(4,2£0,3)-10° | (4,1£0,6)-10° | 0,13 | 4,9 | 6,3 | 0,39 | 2,26
- (9,6£0,8)-10° | (9,940,1)-10° | 0,02 | 18,6 | 19,2 | 1,95 | 2,78
(4,0£0,4)-10° | (3,7+1,1):10° | 0,19 | 4,8 | 6,6 | 0,86 | 2,37

W3 1abn. 26 BUIHO, YTO OTCYTCTBYIOT PACXOXKIACHHS MEXIY TaOIUYHBIMU U SKC-

nepuMeHTalbHBIMU 3HaueHUusAMH KputepueB @uiiepa u Ctoronerta (f; < fu, 1, < ty).
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DTO NOKa3bIBAET, YTO HAWJICHHBIC U BBEJICHHBIC 3HAUCHUSI KOHIEHTPALIMK pUHAIJIe-
KaT K OJJHOM reHepaIbHOM COBOKYITHOCTH U PaBHBI C yUE€TOM JOBEPUTEIbHBIX UHTEP-
BAJIOB.

CornacHo paspadotannoit ADC JIIT meroauke ¢ npeaBapuUTeNIbHBIM KOHIICH-
TPUPOBAHUEM TPUMECEH OTTOHKON repMaHusi B Cpejie ra3000pa3HOro peareHTta Mnpu
MHUKPOBOJIHOBOM HarpeBe, BO3MOXHO JJOCTOBEPHOE KOJIMYECTBEHHOE onpeesieHne 46
npuMecei, s, B mpegenax 2-28 %.

4.2.4.2. Ananumuyueckuti nomenyuan AIC HIIT memoouku ananuza ¢ 0meoHKol
Mampuybsl 8 cpede 2a3000pa3Ho20 peazenma npu MUKpOBOIHOBOM Hacpese

Ha ocHOoBaHMM OMMCAHHBIX BBIIIE YKCTIEpUMEeHTOB pa3padborana ADC [IIT mero-
JIMKa aHaJIM3a ¢ KOHIICHTPUPOBAHUEM IIPUMECEH OTTOHKOW MATPHIIBI B Cpejie Ta3000-
pPa3HOro peareHTa npu MUKPOBOJIHOBOM HarpeBe. MeTouKa Mo3BoJisieT ONpeaesiTh
46 anamutoB (Ag, Al, As, Au, Ba, Be, Bi, Ca, Cd, Ce, Co, Cr, Cu, Dy, Er, Eu, Fe, Ga,
Gd, Hf, Hg, Ho, In, K, La, Li, Lu, Mg, Mn, Mo, Nb, Ni, Pb, Sb, Sc, Sm, Sn, Ta, Tb,
Te, Ti, Tm, Y, Yb, Zn, Zr), ¢ npenenamu ooHapyxenus or 5-10° 10 1-10* % mac. u
BHYTpUIa00paTOPHOI MPpenu3noOHHOCThIO 2-28 %. MeTtoauka omy6irnkoBana B [163].

Meroanka no3BoJISIET ONpenessaTh 18 TEXHOIOrH4ecKr BaXKHBIX pUMeceil: Ag,
Al, As, Bi1, Cd, Co, Cr, Cu, Fe, Ga, In, Li, Mg, Mn, Ni, Pb, Sb, Zn. Onpenenecuue
BAXXHBIX B 1 P HEBO3MOKHO M3-32 BBICOKUX COJIEP/KAHUN ITUX JIEMEHTOB B KOHTPOJIb-
HoM onbiTe. Tl u V He onpenensitor n3-3a noTepb BO BpeMsi OTTOHKHU.

B tab6n. 27 npuseneno cpaBHenue pazpadoranHon ADC JIIT metoauku c omy0-
mukoBaHHbIMU panee ADC JIIT meronukamu: B Metoauke [91], OTTOHKY MaTpHIIbI
MIPOBOJIWJIM YIIAPUBAHUEM I10CJIE KUCIOTHOTO pacTBOpeHus, B meroauke [111] kon-
LHEHTPUPOBAIIU MPUMECH Ha 3JIEKTPO/I€ B AHATUTUUECKOM aBTOKJIABE MIPU PESUCTUBHOM

Harpese.
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Taonuuma?ly

CpaBHeHue npeaesioB oOHapy:xeHus paspadorannoii AJC JAIIT meronnkn

¢ ony0JIMKOBaHHBIMH, % Mac.

D71-T PM [91] [111] | Du-t PM [91] [111]
Ag 51078 51078 810°® Li 1-10°° - -
Al 2:10°° 51077 2:1077 Lu 51077 - -
As 1-107 4-107 - Mg 1-:107 5107 2:1077
Au 51077 4-10°° - Mn 1-1077 5107 1:1077
B - 1-107 - Mo 4-10°° 1:107 -
Ba 1-107 5107 - Nb 2:107°° - -
Be 1-1077 1-1077 6-1078 Ni 2:107 1:107 2:107
Bi 1-107 4-1077 81077 Pb 1:107 1:107 -
Ca 2:107 5107 2:107 Pt - 4-10°° -
Cd 2:1077 2:1077 4-1077 Sb 4-10°° 5107 -
Ce 4-107 - - Si - 5107 -
Co 2:107 1:107 2:107 Sc 2:107 - -
Cr 2:107 1:107 - Sm 4-107 - -
Cu 4-1077 1-1077 2:1077 Sn 1-107 1-10°° -
Dy 2:107 - - Ta 1:107° - -
Er 6:107° - - Tb 1-107* - -
Eu 6-107° - - Te 1-107 1-107 -
Fe 5107 51077 - Ti 3-10°¢ 1-10°¢ -
Ga 2:1077 2:1077 - Tl - 1-10°¢ -
Gd 2:10°¢ - - Tm 510 - -
Hf 5-10°¢ - - A% - 1-10°¢ -
Hg 7-107° - - Y 1-10°° - -
Ho 7-10°° - - Yb 1-10°¢ - -
In 4-1077 4-1077 - Zn 2:107 1:107 -

K 5107 - - Zr 2:107 1:107 -
La 2:107 - - - - - -

N3 tabn. 27 BUIHO, UTO 11O CPABHEHUIO C U3BECTHBIMU METOAMKAMH CYIIIECTBEHHO
pacIIMpeH CIUCOK ompenenseMbix npumeceit. [lo paspaboTanHON METOIUKE ompee-
JSIOTCSL Bee AnneMeHThl u3 metoauku [111]. B [91] onpenensitor B, Pt, Si u V orcyt-
CTBYIOIIIME B HAIIIEM CIHCKE. ITO OOBICHIETCS O0Jee HU3KOW TEMIIEPATyPO OTTOHKH
B Metoauke [91] — 80 °C, uto Ha 100 °C meHblie, 4eM B pa3pabOTaHHON METOJMKE.
Kpome Toro, moBeneHre KpeMHUsI BO BpeMsi OTTOHKHU HE u3ydaiau. JJocTUrHyTh TpeOy-

empix [IO 1nns KpeMHHsS B HACTOsIIEE BpeMsl MNPAKTUYECKM HEBO3MOXKHO H3-32
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CEPBhE3HOTO YXY/IIEHUS! CTETICHH YHUCTOTHI KOMMEPYECKH TOCTYIHBIX TPa(UTOBBIX
crepxkHel (o kpemuuro). [Ipu cpaBaenuu ¢ [91] 110 ana Ag, Au, Be, Cd, Co, Cr, Cu,
Ga, In, Mo, Ni, Pb, Sb, Sn, Te, Ti, Zn u Zr HUXE WIA CONOCTABUMBI, Y OCTAILHBIX
AJIEMEHTOB BbIIIE. AHAIOTUYHO BBITJISIASAT UTOTU CpaBHEHUS ¢ MeToauKou [111]: Huke
WJIU COTOCTaBUMBI Tipeaesibl ooHapyxenus s Ag, Cd, Co, Cu, Mn u Ni. I1O pa3zpa-
oorannoit meroauku Beime mist Al, Be, Bi, Ca u Mg. [loBeimennsie [10 ananuToB B
pa3pabOTaHHON METOJIMKH TaK K€ CBSI3aHbI ¢ 00JIe€ BRICOKMM KaueCTBOM IpauTOBBIX
CTEpKHEH U rpaduTOBOTO Mopomika y aBTopoB [91] u [111], T.x. MeTouKH Oy OIMKO-
BaHbI 12 1 35 et Ha3aa COOTBETCTBEHHO.

CornacHo pa3pabOTaHHOW METOJIMKE, MO 46 MpUMECSIM MOXXHO OXapaKTepu30-
BaTh IMOKCUJ T€pMaHus YuCTOTOM SNS.

4.2.5. Cpasuenue paspabomannvix AIC memooux anaiuza ¢ OmMeoHKOU Mam-
puysl 8 cpede 2az000pasHO20 peazeHma npu MUKpPOBOJIHOBOM HApese

OreHka aHAMTUYECKOTO TMOTEHIMANA KaXA0W pa3paO0TaHHOW METOMHWKHU BHI-
noJjHeHa B paszaenax 4.2.3.2 u 4.2.4.2 nytem CONOCTABJIEHUS C JINTEPATYPHBIMU METO-
JUKaMU aHaiau3a AUOKCUJA F€pMaHUsl, BBIIIOIHAEMBIMA TIPU MTOMOIIU aHAJOTUYHBIX
METOJIOB MCCIEOBaHUS WM MpUOopoB. OTMETUM, YTO OOIIIee BpeMs, 3aTpaulBacMoe
Ha aHaJIKU3 M0 pa3pabOTaHHBIM METOJAUKAM CYIIECTBEHHO COKPAIIEHO.

Haubonbiiee yucno onpeaenseMbiX 3JE€MEHTOB coaepxutca B Metoguke ADC
NCII (50), metoauka ADC JIIT ananuza nmo3BossieT KOHTPOJIUPOBATH CoiepKkaHue 46
aHanmutoB. [lompoOHOE cpaBHEHMs 1O TipezenaM OOHapyKeHHsI U HAOOpYy aHAIUTOB

i pazpaboTaHHBIX KOMOMHUpPOBaHHBIX KXA mpuBeneHo B Tad:. 28.

TaOnuma?28
CpaBHeHue nIpeae/ioB O0HAPYKeHUSI
pa3padoTaHHbIX KOMOUMHUPOBaHHBLIX AJC metoauk, % mac.

On-1 ADC UCIIT ADC T On-T ADC UCIIT ADC IIT
Ag 51077 51078 Lu 4-1077 51077
Al 810° 2:10° Mg 6:1078 1-10°¢
As 810° 1-10* Mn 51077 1-1077
Au 81077 51077 Mo - 4-10°¢
B 4-10°6 - Na 4-10°6 -

Ba 1-10°¢ 1-107 Nb 4-10°¢ 2:10°¢
Be 2:1077 1-1077 Nd 2:10°¢ -
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Bi - 1-10°° Ni 5-10°° 2:10°°
Ca - 2:107 P 5-10°° -

Cd 81077 2:1077 Pb 5107 1-10°°
Ce 2:107 4-107 Pr 2-10°° -

Co 4-10°° 2:10°° Re 1-107° -

Cr 2-10°° 2:107 Sb 1-107 4-10°°
Cu 4-107 4-1077 Sc 31077 2-10°°
Dy 1-10°° 2:107 Sm 3-10°° 4-107°
Er 3-10°° 6:107°¢ Sn 3-10°° 1-10°¢
Eu 7:1077 6:107° Sr 2:1077 -

Fe 2:10°° 5-10°° Ta 2:10°° 1:107°
Ga 3-10°° 2:1077 Tb 6:10°° 1-10°*
Gd 7:10°° 2:10°° Te 3-107° 1:107°
Hf 7:10°° 5-10°° Ti 3-10°° 3-10°°
Hg 1-10°° 7-107 Tm 3-10°° 5-10°°
Ho 4-10°° 7-10°° W 3-10°° -

In 5-10°° 4-1077 Y 4-1077 1-10°°
K - 5-10°° Yb 4-1077 1-10°°
La 3-10°° 2:10°° Zn 2:10°° 2:10°°
Li 3-1077 1-107 Zr 1-10°° 2-10°°

N3 Ttabmn. 28 MOXKHO 3aKITIOYUTh, YTO pa3paOOTaHHBIE METOJIUKH yIaqyHO JTOTIOJI-
HSIOT JIPYT ApYyTa Kak o Habopy onpeaensieMbIX IpUMeceil, Tak u 1o ypoBHio ux [10.
B kaxmoit u3 pa3pabOTaHHBIX METOJIUK €CTh aHAJIUTHI, KOTOPHIC HE OMPEACISIOTCS
npyroi merogukoi. B ADC UCII metonuke onpenensitorest B, Na, Nd, P, Pr, Re, Sr u
W, a ADC JIIT meroauka no3poiset onpenenats Bi, Ca, K, Mo. IIpu ucnons3oBanuu
o0enx METOJUK TMPOUCXOIUT OoJiee MOJHAS XapaKTepusalus 00paslioB, TaK Kak
K 9TOMY TIEPEYHIO OTHOCSITCSI TEXHOJIOTUYECKH BakHbIe TpuMecu — B, Biu P. [Ipeaenst
0OHapy>KeHHsI METOJIMK COMOCTAaBUMBI (HAXOIATCS B ogHOM mopsiake) y Al, Au, Be,
Cd, Co, Cr, Er, Fe, Gd, Hf, Ho, La, Lu, Mn, Nb, Pb, Sn, Te, Ti, Zn u Zr. B 10-12 pa3
I1O nuxe npu ucnonszoBanuu ADC JIIT merona y Ag, Cu, Ga u In, Takoit a3¢gdexr
MIPOTHO3UPOBAJICS M OOBICHSAETCS 00JIee MOAXOASAIINME JIJII HUX YCIOBUSMH BO30YXK-
nenust B rasme JIIT. V As, Ce, Dy, Eu, Hg, Li, Mg, Sc, Sm, Ta, Tb, Y u Yb B 3-70
pa3 Huxe npu aHanmuze metooM ADC UCII, 4To MOKHO OOBSICHUTH UCTIONBE30BAaHUEM

CHEKTPAJIbHBIX JIMHUHN ¢ 00Jiee BHICOKOW HHTEHCUBHOCTBIO.
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K npeumymectsam ADC UCII meTona MoXHO OTHECTH O0Jiee MPOCTYIO MOJTO-
TOBKY KOHUEHTpAToB K aHanu3y. JloctounctBoM AIIT MeTonuku sBIs€TCS BO3MOK-
HOCTh PETUCTPAIUH MTOJTHOTO crieKTpa (B paboueMm nuanazone MADC) 6e3 yBendeHus
HE00X0AMMOro 0ObemMa KOHIIEHTpATa JJIsl aHAJIHU3a.

Takum oOGpazoM, ipu coBMecTHOM Hcnoib3oBaHuu Metouk ADC NCIT u ADC
JIIT ananu3a MOKHO 0XapaKTepU30BaTh JUOKCU] repMaHus ynctoToi 6N o 54 npu-
MecCsIM. A TIpU UCMOJb30BaHUU UHCTpyMeHTanbHOM MeToauku ADC MCII ananmmsa
(3.1) u komObuanpoBanuoit meroauku ADC UCII ananmza ¢ OTTOHKON MaTPHUITHI TTOCIIE
KHUCJIOTHOTO pacTBOpeHus (4.1) MOXKHO oXapaKTepHu30BaTh JUOKCHU] T€pMaHUs YUCTO-
Tor SN8 o 63 mpumecsm.

ADC MeToIMKM aHajau3a BBICOKOYMCTOTO JUOKCHIA FepMaHus C IpeIBapUTEIb-
HBIM KOHIEHTPUPOBAHUEM MPUMECEH OTTOHKON MaTpHIIbl B Cpejie ra3000pa3Horo pe-

areHTa pu MUKPOBOJIHOBOM Harpese onucansl B [Ipuioxenun 9.

4.3. Konyenmpupoeanue npumeceil 0Mm2oHKOU 2epPMAHUA & Cpede 2a3000pa3zHo2o

peazcenma 6 npomoUHOM peakmope

Enie ofHUM ciocOOOM MCKITFOUEHHUS CIIyHYalHbIX 3arps3HEHUIN U3 pEaKTUBOB SIB-
JSIeTCsl OTFOHKA MaTpullbl B IMPOTOYHOM PEAKTOpE MO AEHCTBHEM Tra3000pa3HOro
XJI0pa IpU pe3UCTUBHOM Harpese. [Ipu Takoil OTrOHKe peakiusl MPOUCXOAUT Ha IO-
BEPXHOCTH 00paslia 1noj BO3CHCTBUEM Ira3a, a MPOAYKThI PEaKIH yAAISIOTCS BMECTE
C TE€M K€ MIOTOKOM ra3a. Bo3MOXHO MCHOIb30BaTh ra3 U3 OamioHa, IOJYyUYEHHOTO U3
HCI B pe3ynbrare xuMuueckoil peakuuu pasznoxenus [ 118] wiu snextponusa.

Taxkoii crtoco6 KOHLIEHTPUPOBAHUSI TPUMECEN OTTOHKOM MATPHUIIBI HCIIOJIb30BAIU
B JMCCEPTALMOHHON paboTe mpu pa3pabdOTKe BBHICOKOUYBCTBUTEJIBHOM KOMOMHHUPO-
BanHO MC UCII metoauku ananu3a. XJop Moxyqany myTem snekrponunsa koHi. HCI
MapKH OcC. Y.

4.3.1. Onmumusayus yciouti OmeoHKU 8 Cpede 2a3000pa3H020 peazeHma  npo-
MOYHOM peakmope

DKCHepUMEHTHI IPOBEJEHBI HA 00pa3ax METAIIMYECKOIO TepMaHusl.

[TonpoOHas cxema yCTaHOBKH ITOKa3aHa B pa3zene 2.3. YcraHOBKa MO3BOJISET Ba-

pBUpOBaATh TEMIEpATypy HarpeBa TpyOuyaToil meud, TakuM oOOpa3oM HU3MEHss
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IPOJIOJDKATEILHOCTh OTTOHKH. JIJi BBIOOpA TeMIiepaTypbl IPOBOIWIN OTTOHKHU TIPH
180, 200, 220, 230 u 250 °C u macce HaBecku repmanusa 100 mr. [Ipu temneparype
180 °C Bpems oTroHKHM 3aHMMaeT Oosee 5 yacoB. [Ipu yBennyennn temmnepaTypsl OT
200 no 250 °C 3amMeTHOro COKpalleHHUs BpEMEHU OTTOHKU HE MPOUCXOJUT U COCTaB-
asieT ~3 yaca. Beibop Temneparypbl OTTOHKM MAaTpHIlbl CAENaiu, OLIEHUBAasl MOTEPH
AHAJIMTOB TIPU KaXIOW TeMIiepaType, Ui dTOTO MPOBEIN IKCIIEPUMEHT «BBEIEHO-
HaliieHo». Ha HaBeckM METaJUIMYEeCKOTO TepMaHus, MOMEIICHHbIE B KBapIlEBbIC
YaIlKi, HAHOCWINA aJMKBOTHI pacTBOpoB MOC WM OMHOAIEMEHTHBIX PACTBOPOB.
KBapiieBpie yaIiky ycTaHaBIMBAIN B TPyOUaTyIO TI€4b, BHICYIIIMBAIN PACTBOPHI MIPH
temmnepatype 230 °C B TeyeHue 15 MUHYT, yCTaHAaBIMBAIN TpeOyeMyIo TeMIIepaTypy
U ToAaBaiM ra3000pa3Hbiii xjop. [Iporecc oTroHKKM OCTaHAaBIMBAIM, KOT/Aa Macca
OCTaTKa repMaHusi (KOHIIEHTPAT) B KBapIIEBOM yallike He npeBbiiana ~3 mr. KoHien-
TpaT MEePEHOCHIIN B MOJHUIPOITUICHOBBIC IPOOUPKH, TOOABIISIIN MPEIBAPUTEITHHO OUH-
meHHbie KoHreHTpupoBanubie HCI (0,3 mur) 1 HNO; (0,1 M) 1 HarpeBaim 10 MOTHOTO
pactBopenus. JloBoauin 06beM pacTBopa 10 2-X MJI I€MOHU30BaHHOM BOJION U peru-
ctpupoBasiu AC Ha Macc-CIIeKTpoMeTpe, pabouue mapaMeTpbl yka3zaHbl B TaOm. 3.
CpaBuenue npoBoguian ¢ AC aHaIUTOB, MOJYYEHHBIMU OT MOJEJIBHBIX PAaCTBOPOB:
JIIMKBOTHI PACTBOPOB OMPEACTIAEMbIX 3JIEMEHTOB BBOJIUIIU B PACTBOPHI C KOHIIEHTpA-
HUEN T€PMaHMUsl, aHAJIOTUYHOU MMOJTyYEHHOU MOCJIE OTTOHKHU.

Hcnonb3oBaHue MPOTOYHOM CUCTEMBI U OTHOCHUTENILHO BBICOKOHM TEMIIEpaTyphbl
IpoIIecca MOTYT BbI3BATh MOTEPH AJIEMEHTOB, CTIOCOOHBIX 00Pa30BBIBATH JIETYUIHUE XJIO-
puasl u okcoxyopunsl: As, B, Bi, Fe, Ga, Hg, In, Mo, Sb, Se, Sn, Ta, Te, Tlu V.

AHanmu3 TNOJIy4YeHHBIX PEe3yJbTaTOB IOKa3al, YTO B KOHLIEHTpaTe MpHu J000H
U3 paccMaTpUBAEMbIX TEMIIEPATYP:

e xonudecTBeHHO (Oonee 70 %) octarorcs: Ag, Al, Ba, Be, Cd, Ce, Co, Cr, Cs,
Cu, Dy, Er, Eu, Gd, Ho, Ir, La, Li, Lu, Mg, Mn, Na, Nd, Ni, Pd, Pr, Pt, Rb, Rh, Ru, Sc,
Sm, Sr, Tb, Tm, Y, Yb, Zn u Zr;

e yieryuuBatotcs Oonee yeM Ha 40 %: As, B, Bi, Fe, Ga, Hg, In, Mo, Re, Sb, Se,
Sn, Ta, Te, TIu V.
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Onenuts nosenenue Fe Bo Bpems orronku metogom MC UCII npu pabote B
CTaHAAPTHOM PEXHME HEBO3MOXKHO M3-3a MOJUATOMHBIX MHTEpQEepeHLuii (cM Tadi.
14), xotopsie nipu pazpadbotke uHcTpymeHntanbHoi MC UCII meroauku ycrpaHsiiu
NPUMEHEHUEM PEaKIIMOHHO-CTOIKHOBUTEIBLHOM STUeUKH (MyHKT 3.2.5.).

[Ipu ompeneneHun As HaxOAWJIM 3HAYeHHWE KOHIEHTpauuu Onuszkoe k 100 %
(cm. ITpunoxxenune 10) HecMoTpst Ha TO, 4TO cymecTByet Jeryunid ipu 130 °C AsCl;.
BeposiTHO, 3TO CBSI3aHHO CO CHEKTPaJbHBIMU HAJIOXKEHUsIMU OT repmanusi. Heo6xo-
JUMO TIOTYEpPKHYTh, YTO MpHU paszpadboTke uHCcTpyMmeHTaidbHo MC UCII metoauku
(myHkT 3.2.5.) As Hapsany ¢ apyrumu npumecsmu (Fe, Ga, V, Y, u Zr) onpeaernsnu ¢
MIOMOUIBIO PEAKIMOHHO-CTOJIKHOBUTEIIBHOW YEUKHU.

Ha puc. 11 npencraBieHsl pe3ysibTaThl SKCIEPUMEHTA «BBEIECHO-HANIECHO» MTPU
Pa3IMYHBIX TEMIlepaTypax OTTOHKH uis psana npumeceid. [lotepu In u Pb yBennuusa-
I0TCS C YBEJIMUCHUEM TeMIiepaTypsbl, cM. puc. 11a. [lns coxpannoctu Au, Hf, Nb, Ti u
W kpome Temmeparypbl BakHAa NPOJOJDKUTENBHOCTh OTTOHKM MAaTpULbl (CM. pHC.
116). Kak BugHO 13 puc. 110, ¢ yBeaudueHueM TeMIiepaTypbl OTTOHKH OTEPH aHAJIH-
TOB YMEHBIIAIOTCS, YTO MOYKHO OOBSACHUTH HEKOTOPHIM YMEHbBIIEHUEM MPOIOIKHU-

TCIIBHOCTHU OTI'OHKH.
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Puc. 11. CpaBHeHue HalIEHHBIX KOHLIEHTPALMI aHAaJIUTOB IIPU Pa3HOI TeMIiepaType OTTOHKU
matpunbl: a — a7s In, Pb, Th u U; 6 — st Au, Nb, Hf, Tiu W.

P C3yJIbTAaThl SKCIICPUMCHTA B BUJIC Ta6J'II/II_U>I AJI1 BCCX OIIPCACIIAICMBIX 3JICMCHTOB

nokasansl B [Ipunoxxenun 10.
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BcecToponHe n3yunB moydeHHBIE PE3YIbTATHI, BEIOPAIH TEMIIEpaTypy OTTOHKH
Matpuilpl — 230 °C, KoTOpasi MO3BOJISET COXPAHATh B KOHIEHTPATaX MAKCUMAJIbHOE
KonmaecTBo mpumeceit: Ag, Al, Au, Ba, Be, Cd, Ce, Co, Cr, Cs, Cu, Dy, Er, Eu, Gd,
Hf, Ho, Ir, La, Li, Lu, Mg, Mn, Na, Nb, Nd, Ni, Pb, Pd, Pr, Pt, Rb, Rh, Ru, Sc, Sm, Sr,
Tb, Th, T1, Tm, U, W, Y, Yb, Zn u Zr; u npoBOAUTH OTIOHKY 3a ~3 U.

JIst mocTkeHus Kak MOXHO Oosiee Hu3kux [10 ananutoB 1ienecooOpa3Ho mepe-
BOAUTH KOHIEHTPAThl B MUHUMAJIbHBIN 00beM. B 3TOM cilyuae KOHLIEHTpalus repma-
HUS B PacTBOpax OyJeT pa3IudyHOM, CIIEJOBATEIBHO, CTEMIEHb CIEKTPAJIBHOTO U He-
CIEKTPATLHOTO BIUSHUS Te€pMaHUs OyJeT u3MeHAThCA. [loaToMy i moydeHus Ko-
JMYECTBEHHBIX PE3YJIbTATOB aHalu3a npuMenuiau metoa BC.

4.3.2. Boibop enympenne2o cmanoapma

B macc-cnexkrpomerpun meton BC ucnonbs3yroT anis yuera apeiida curHaiga u
HECMEKTPaIbHBIX UHTEep(hepeHInii (TT0TaBICHUE W YCUIICHUE CUTHAJIA, BRI3BAHHOTO
maTpuueit oopasma). Beibop BC B metone MC UCII ocHoBbIBaeTcst B Gombliieil cre-
neHu Ha 0au3oct Macc [164-166]. [To HeKOTOPHIM JaHHBIM UMEET 3HAUEHUE dHEPIuUs
nonuzanuu BC [167, 168]. Jlig nojiydyeHus: npaBUIbHBIX pE3yJbTaTOB B MHOTO3JIE-
MEHTHOM aHaJIU3€ BO3MOXKHO UCIOJIb30BaTh 3 WK 4 BHYTPEHHUX CTaHAapTa (HeOOIb-
oM, cpeaHeit u 6osbinoi Macchl) [164]. Jlns npaBunbHOro Beioopa BC, kpome Teo-
PETUYECKUX MPECTABICHUHN, HEOOXOIMMO U3ydaTh SKCIIEPUMEHTAIIbHBIE JaHHBIC.

B auccepranmonnoit padbore uzoron BC BeiOUpanu u3 Tex 3J€MEHTOB, KOTOPbIE
HE COXPaHSIOTCS B KOHIIEHTPATE BO BPEMsI OTTOHKU MaTpuibl — >2Se, °In, '%°Re, 18Re
u 2”Bi.

Bri6op noaxonsmero BC mpoBoawin cpaBHEHHUEM MPOLICHTA HAWJIEHHOW KOH-
IIEHTPAIMN IPUMECHBIX JIEMEHTOB OT BBEJICHHOM, a TaKKe 3HAYCHUI BHYTpUiiabopa-
TOPHOM MPELUHU3UOHHOCTH, NMOTYYEHHBIX 0€3 KOPPEKIUHU U C UCTIOIb30BAHUEM KaXKI0TO
U3 MPeIIoKEHHbIX U30ToNoB B kKaduectBe BC. Jljist 3TOro B pacTBOpbI KOHIIEHTPATOB
BBOJIW/IM JI00aBKM QHAIMTOB ¢ KOHIIEHTpAIMel Kaxaoro ananmura 5-107° % mac. u pe-
ructpupoBaiu AC. Bi, In, Re u Se BBoAWIM U3 CTaHIAPTHBIX pacCTBOPOB 0 KOHIIEH-

tpatmu 0,025 Mr/n B aHanu3upyembix pactBopax. Ha puc. 12 mokazaHo cpaBHEHHE
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HalICHHBIX 3HAUYE€HUN KOHIEHTpaIuil (B MPOIEHTAaX) U BHY TPHUIA00pATOPHOM MpEIu-

3HUOHHOCTH HCKOTOPLIX aHAJIMTOB C UCITIOJIb30BAHUCM BC u 6e3 Hero.
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Puc. 12. Haiinennbie 3HaueHUsT KOHLIIEHTPALMK U BHYTPHIIA00paTOPHOM

NPEIU3NOHHOCTH aHAJIMTOB C ucnoib3oBanueM BC u 6e3 Hero.

BC nnsa xaxmoro aHaiurta BeIOMpaIM TaKUM 00pa3oM, YTOOBI HAIEHHOE 3HAYE-
HUE KOHILICHTpAIMU ObUIO KaK MOKHO OJvke K 100 %, mpu MUHUMAJIbHOM 3HAYCHUU
BHYTpHIa00paTOpHOM npenusuonHocTr. Ha puc.12 BuanO, uTo 1 >*Mg He TpeOy-
ercs ucnoap3zoBath BC, g *°Zr 6osnee noaxonsamum asisercs ' Pln, g '?Yb noa-
xomat %°Re u '8'Re, ma °Pt — 2%Bi. [Ipoananu3upoBas MONydYeHHBIE JaHHBIC, UL
KaKI0TO aHajuTa BeiOpanu u3oton BC, ¢ UCMOIB30BaHUEM KOTOPOTO JOCTUTAIOTCS
HauOosiee ONM3KHE K BBEJICHHBIM 3HAYCHHWs KOHIEHTpamuid. B Tabn. 29 npuBeneHsI

aQHaJIMTHI U BEIOpaHHBIC 111 HUX u30Tombl BC.

Taonauma?29

AHaTUTHYeCKHEe H30TOMNbI IPHMECHBIX 3JIEMEHTOB H COOTBETCTBYIOILIIHE H30TOMbI 3JIEMEHTOB
BHYTPEHHHMX CTAHIapPTOB

OI-T Macca uzortorna BC On-t | Macca u3zorormna BC
Ag 107 187Re 58 185Re, ¥'Re
Al 27 - Ni 60 185Re, "Re
Ba 137 185Re, "¥Re 61 185Re, "Re
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Be 9 209Bi Pb 208 -
Cd 111 1151, 29Bj Pd 106 18Re, 18Re
Ce 140 185Re, 1¥Re Pr 141 18Re, 18Re
Co 59 209Bj Pt 195 2B4
Cr 52 185Re, "¥Re Rb 85 H5n
Cs 133 185Re, ¥7Re Rh 103 185Re, ¥Re
Cu 63 185Re, ¥7Re, 2Bi 99 185Re, ¥Re
Dy 163 185Re, 1¥Re Ru 101 18Re, 18Re
Er 166 187Re 102 185Re, ¥Re
Eu 153 185Re, 1¥7Re Sc 45 5T
Gd 157 185Re, 1¥7Re Sm 147 185Re, ¥"Re
Hf 178 209Bj Sr 88 82Se
Ho 165 185Re, 1¥7Re Tb 159 185Re, ¥"Re
Ir 191 209Bj Th 232 185Re
193 209Bj 46 185Re, ¥Re
La 139 82Ge, '°In Ti 47 185Re, ¥"Re
Li 7 31 48 185Re, ¥Re
Lu 175 185Re, 1¥7Re Tm 169 185Re, ¥Re
Mg 24 - U 238 185Re
Mn 55 185Re, 1¥Re Yb 172 18Re, 18Re
Na 23 - - 66 82Se
Nb 93 185Re, ¥7Re 68 82Se
Nd 146 185Re Zr 90 H5In

4.3.3. Oyenxa memponoeuueckux xapakmepucmux MC UCII memoouxu ananusza
C OM2OHKOU Mampuywvl 8 cpede 2a3000pa3H020 peazeHma 8 NPOMOYHOM PeaKmope

[1O ananutoB oueHunu 1o 3s-kpureputo. [I[poBoaAMIIM OTTOHKY MaTpHIIBI B IIPO-
TOYHOM PEaKTOPE, KOHLIEHTPAThl pACTBOPSIM B CMECH KUCJIOT B MOJIUIPONHICHOBBIX
npobupkax npu HarpeBanuu. AC uzortonoB (cm. [Ipunoxenue 3) perucTpupoBaiu Ha
Macc-CIEKTPOMETPE MPU HCMOIb30BAHUM MHCTPYMEHTAJIbHBIX MMapaMeTpPOB, NMpPHUBE-
neHHbix B Tabn. 3. Ilonyuennsie 110 anamutoB (B mepecdete Ha HaBecky 1000 mr)

npencrasieHsl B Ta0. 30.
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Taonuma30

IIpeneasnt oonapy:xenus npumeceit MC UCII meToguku aHau3a

€ OTTOHKOIi MATPHIILI B Cpe/ie ra3000pa3HOro peareHTa B MPOTOYHOM peaKTope

O1-1 110 DI1-T 110 O1-1 110
Ag 3-10°8 Ho 1-1071° Rh 9-10°1°
Al 1-1077 Ir* 51071 Ru 2:107°

Au* 2:107° La 5107 Sc 1-10°®
Ba 5107 Li 2:107° Sm 810710
Be 810710 Lu 3-1071° Sr 1:1077
Cd 1-10°® Mg 7:10° Tb 2:10710
Ce 1:10°° Mn 7:107° Th 510710
Co 7:107° Na 3-10°® Ti 1-10°®
Cr 6:10°% Nb 4107 Tm 1-1071°
Cs 2:107° Nd 1-10° U 810710
Cu 3-10°® Ni 5107 W 1-10°®
Dy 810710 Pb 1-10°® Y* 1:1077
Er 1:10°° Pd 4-107° Yb 510710
Eu 6:1071° Pr 4-1071° Zn 4-1077
Gd 2:107° Pt 1:107° Zr 4-1077
Hf 5107 Rb 6:107°

[Ipumevanue: *no pesysibraTaM NPOBEAECHHON MPOBEPKU MPABUILHOCTH METOIUKH JIAaHHbIE

AHAJIUTBI YAAJICHBI U3 CIIUCKA ONPCACIACMBIX HpHMeceﬁ.

IToBeneHue anMecefI BO BpEMs OTITOHKH M JOCTOBCPHOCTH OIIPCACIICHUS I10JI-

Horo crniicka ananutoB MetogoM MC MCII anHanu3a npoBepsiin SKCIEPUMEHTOM «BBE-

JIeHO-Hal1eHo». J100aBKM aHAJIUTOB BBOJIMIIA HA HECKOJBLKUX YPOBHSIX KOHIIEHTpAIIUN

(or 5-107 mo 1-10” % Mac.) Ha HaBECKHM METAUIMYECKOrO TepMaHMsl U3 PACTBOPOB

MOC unm 0HORIEMEHTHBIX PaCTBOPOB NEPE] HayajlOM OTIOHKH. AJIMKBOTHI BBICY-

muBanu npu tremmneparype 230+5°C B TpyOuaToii neuu B TeueHue 15 muH. 3aTeM 1o-

naBanu ra3o00passblil Cly, MOTy4YeHHBINH ¢ TOMOIIBIO 3JEKTPOIN3a, U OTTOHSUIIN Tep-

MaHUM JO0 MacCChbl OCTaTKa ~3 M. KOHHCHTpaTBI pacTBOpsAIM B CMECH KHCIOT

(HCI:HNO:s3), 06beM moBoauiau 10 1 M1 J€MOHM30BaHHOM BOJI0M U npoBoauian MC

NCII ananu3. Koppekuuio 3Ha4eHUN «HAIEHO» MPOBOJWIN M0 PaHEE BHIOPAHHBIM

BC. Pe3ynbTaThl KCIIepUMeHTa peACcTaBIeHbI B Ta0d. 31.
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Taonuma3l

Pe3yabTarsl 3kcniepumMenTa «BBeieHO-HalaAeHO» 11 MC UCII meToauku anaansa

C OTTOHKO#i MATPHIIBI B Cpe/le ra3000pPa3HOro peareHTa B IPOTOYHOM peaKTope,

(n=4-8, P=0,95)

St BC Bgeneno, Haiineno, 5 F, P / .
% Mac, % mac,

Ag %Re | (5,0+£0,6):10° | (5,0+0,3)-10° | 0,06 | 3,0 | 43 | 0,07 | 2,18
Al — (1,0£0,1)-107° | (1,1£0,1)-10° | 0,10 | 1,0 | 3.8 | 2,11 | 2,15
Ba I85Re 1 (1,0+£0,1)-107 | (1,2+0,2)-10° | 0,16 | 1,9 | 3,8 | 1,90 | 2,15
Be 29Bi | (5,0+0,6)-10° | (4,5+0,8)-10° [ 0,17 | 1,9 | 51 | 1,41 | 2,23
Cd 29Bi | (1,0+0,1)-10° | (1,2£0,3)-10° | 0,18 | 2.2 | 9,3 | 1,25 | 2,45
Ce BRe | (5,0£0,6):107 | (5,2+0,3)-107 | 0,06 | 3,4 | 3.8 [0,72 | 2,15
Co 29Bi | (5,0+0,6)-10° | (4,8+0,6)-10° [ 0,10 | 1,4 | 64 | 0,66 | 2,31
Cr 85Re | (1,0£0,1)-107 | (1,240,2)-10° | 0,21 | 3,1 | 4,3 | 1,35 | 2,18
Cs Re | (5,0+0,6)-107 | (5,1+0,7)-107 | 0,13 | 1,2 | 5,1 | 0,38 | 2,23

85Re | (5,0£0,6)-10° | (4,5+0,7)-10°° [ 0,15 | 1,5 | 51 | 1,32 | 2,23
Cu 8Re | (5,0+0,6)-10° | (4,6+0,8)-10° | 0,16 | 1,8 | 5,1 | 1,06 | 2,23

29Bi | (5,0£0,6)-10° | (4,7+0,7)-10°° [ 0,12 | 1,1 | 6,4 | 0,86 | 2,31
Dy 85Re | (5,0+0,6)-107 | (4,7+0,4)-107 [ 0,09 | 1,8 | 3.8 | 097 | 2,15
Er 87Re | (5,0£0,6)-107 | (4,8+0,3)-107 | 0,07 | 3,5 | 3.8 | 0,81 | 2,15
Eu 8Re | (5,0+0,6)-107 | (4,9+0,4)-107 | 0,09 | 1,8 | 3,8 | 0,50 | 2,15
Gd 5Re | (5,0+0,6)-107 | (4,8+0,4)-107 | 0,09 | 1,9 | 3,8 | 0,85 | 2,15
Hf 29Bi | (1,0+0,1)-107 | (9,4+1,1)-10° | 0,12 | 1,6 | 5,1 | 0,78 | 2,23
Ho 5Re | (5,0+0,6)-107 | (4,6+0,4)-107 | 0,10 | 1,7 | 3,8 | 1,47 | 2,15
Ir 29Bi | (5,0+£0,6)-107 | (3,7+0,4)-107 [ 0,11 | 2,1 | 51 | 437 | 2,23
Ir 29Bi | (5,0+£0,6)-107 | (3,7+0,4)-107 [ 0,10 | 2,6 | 5,1 | 4,68 | 2,23
La 82Se | (5,0£0,6)-1077 | (5,1£0,3)-1077 | 0,06 | 4,1 | 4,3 | 0,37 | 2,18

BIn | (5,0+0,6)-107 | (5,1£0,3)-107 | 0,07 | 2,9 | 3,8 | 0,57 | 2,15
Li BIn | (2,0+0,2)-10° | (2,1£0,4)-10° [ 0,07 | 1,3 | 192 | 1,0 | 2,78
Lu 8Re | (5,0£0,6):107 | (4,7+0,3)-107 | 0,07 | 3,3 | 3,8 | 1,43 2,15
Mg — (1,0£0,1)-107° | (1,1£0,2)-10° | 0,18 | 2,8 | 51 |2.21 | 2,23
Mn Re | (1,0+£0,1):107° | (9,2+0,9)-10° | 0,12 | 1,7 | 3,8 | 1,31 | 2,15
Na — (1,0£0,1)-107° | (1,2+0,2)-10° | 0,10 | 1,4 | 6,4 | 1,94 | 2,31
Nb 8Re | (1,0+£0,1):107° | (1,0+0,3)-10° | 0,26 | 3,8 | 5.1 | 0,27 | 2,23
Nd Re | (5,0+0,6)-107 | (5,1+0,3)-107 | 0,05 | 6,3 | 6,4 | 0,50 | 2,31
Ni 5Re | (5,0£0,6)-10° | (5,1£0,4)-10° [ 0,09 | 1,4 | 43 | 0,19 | 2,18
Pb - (1,0£0,2)-107 | (1,120,1)-107 | 0,10 | 1,6 | 6,4 | 1,79 | 2,31
Pd Re | (5,0£0,6)-107 | (5,240,5)-107 | 0,09 | 1,6 | 5,1 | 0,69 | 2,23
Pr 85Re | (5,0+0,6)-107 | (5,1£0,4)-107 [ 0,09 | 1,9 | 3.8 | 023 | 2,15
Pt 2Bi | (5,0£0,6)-107 | (4,1£0,8)-107 [ 0,16 | 1,2 | 64 | 2,16 | 2,31
Rb In | (2,540,3)-10° | (2,2£0,2):10° | 0,07 | 2,0 | 5,1 |2,11|223
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Rh 85Re | (5,0£0,6)-107 | (4,9+0,7)-107 [ 0,13 | 1,1 | 51 | 030 | 2,23
Ru 8Re | (5,0£0,6)-107 | (5,0+0,5)-107 | 0,08 | 2,4 | 6,4 | 0,14 | 2,31
Sc In | (5,0£0,6)-107 | (4,9£0,4)-107 | 0,11 | 1,4 | 3,8 | 0,47 | 2,15
Sm 85Re | (5,0£0,6)-1077 | (4,9+0,3)-1077 | 0,08 | 2,1 | 3,8 | 0,32 | 2,15
Sr 82Se | (1,0+0,1)-107 | (1,1£0,2)-10° | 0,17 | 2,0 | 3,8 | 1,62 | 2,15
Tb 8Re | (5,0+0,6)-107 | (4,7+0,4)-107 | 0,09 | 2,0 | 3,8 | 0,98 | 2,15
Th 8Re | (5,0+0,6)-10° | (5,5+0,3)-10 | 0,06 | 3.4 | 5,1 | 1,64 | 223
Ti 85Re | (5,0£0,6)-10°° | (4,9+0,3)-10° | 0,07 | 2,4 | 3,8 | 0,59 | 2,15
Tm Re | (5,0+0,6)-107 | (4,5+0,4)-107 | 0,11 | 1,6 | 3,8 | 1,74 | 2,15
U %7Re | (5,0+£0,6):10® | (5,1+0,3)-10° | 0,05 | 5,0 | 5.1 | 1,43 | 2,23
Yb ¥Re | (2,5+0,3)-107 | (2,3+0,2)-107 | 0,11 | 1,2 | 3,8 | 1,87 | 2,15
Zn 82Se | (1,0£0,1)-107° | (1,1£0,2):10° | 0,15 | 1,4 | 4,3 | 0,98 | 2,18
Zr In | (1,0+0,1)-10° | (1,1£0,2)-10° | 0,16 | 1,5 | 4,3 | 0,85 | 2,18

W3 Tabnuiibl BUAHO, 9TO PE3yIbTaT «HAWACHOY» YIOBICTBOPUTEIHHO COTIIACYETCS
CO 3HAUYECHUEM «BBeACHO» 1A 43 aHanuToB. IIpuHanIEKHOCTh HAWICHHBIX U BBEJCH-
HBIX 3HAYEHUW KOHIIEHTPALMN K OJAHOM T'€HEPAJbHOM COBOKYITHOCTH NOATBEPIHIINA
cpaBHeHHeM ux nucnepcuit (F, < F,). C momomisto kpurepus CterogeHTa (¢, < f,)
JIOKQ3QJIM, YTO CPEAHUE 3HAYEHUS] HAUJCHHBIX KOHIIEHTPALIMN PAaBHBI BBEJCHHBIM B
npenenax J0BEPUTEIbHOTO HHTEpBaia. Ha ocHOBaHMY MPOBEACHHBIX OIIEHOK 0OHAPY-
YKWJIY, YTO HalIeHHasl KOHIIEHTpauus [r He paBHA BBEJICHHOM Ja)Xe C yY€TOM JI0BEPHU-
TEJIbHBIX UHTEPBAIOB (¢, > t,), U3-3a NOTEPb BO BpeMs oTroHkH. [Tosromy Ir uckio-
YUJIM U3 CIIHCKA OMPEAEISIEMBIX IPUMECEH.

HecmoTps Ha pe3yabTaThl paHee NPOBEAEHHBIX IKCIIEPUMEHTOB I10 OMPEIETIEHUIO
MIOJTHOTHI KOHUEHTPUPOBAHUS MPUMECEH, SKCIIEPUMEHTBI «BBEAECHO-HANWIEHOY» ITOKa-
3anu, 4yTo Au u W tepstorcst 6onee yem Ha 80 %. Paznuuue B pe3yiabTaTax MOMKHO
OOBACHUTH 00JIE€ HU3KOW KOHIICHTPAIMEH STUX AHAIUTOB B DKCIIEPUMEHTAX «BBE-
JIEHO-HAWIEHO», TOTEPY Ha TAKOM YPOBHE KOHIIEHTparuii 6osnbiie. Pesynbrars: nus Y
MOKA3aJI1, YTO CYIIECTBYET 3HAUUTEIBHOE BIUSIHUE OT MPUCYTCTBYIOLIETO T€PMAHMUS.
[To »tum npuunHam Au, W 1 Y UCKIIOUMIIM U3 COUCKA ONPEIEIseMbIX TPUMECEH.

Takum 00pa3zom, KOMOMHUPOBAHHAS METOAMKA MO3BOJISIET IOCTOBEPHO OMpe/ie-
JATh 43 MPUMECHBIX 3JIEMEHTA. DKCIIEPUMEHTAIBHBIE JAHHBIE ITOJTYy4YEHbI B YCIOBUAX

NOBTOPSAEMOCTH, S, cocTaBuia 5-26 %.
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4.3.4. Ananumuueckuri nomenyuan MC UCII memoouku ananuza ¢ omeoHKOl
mampuysl 8 cpeoe 2a3000pa3HO20 peazenma 8 NPOMOUYHOM PeaKmope

B pesynbpraTe mpoBeneHHbIx uccnenoBanuii paspadorana MC HCII meronuka
aHaJM3a ¢ KOHIICHTPUPOBAHUEM MTPUMeECEN OTTOHKOW MaTpHUIIbI B Cpejie ra3000pa3HOro
peareHTa B MpOTOYHOM peakTope. MeToinka no3BoJisieT onpenensath 43 ananuta (Ag,
Al, Ba, Be, Cd, Ce, Co, Cr, Cs, Cu, Dy, Er, Eu, Gd, Hf, Ho, La, Li, Lu, Mg, Mn, Na,
Nb, Nd, Ni, Pb, Pd, Pr, Pt, Rb, Rh, Ru, Sc, Sm, Sr, Tb, Th, Ti, Tm, U, Yb, Zn u Zr), ¢
npenenamu oonapyxenus ot 1-1071° 1o 4-1077 % mac. u BHyTprIabopaTOpHOM IIpeLH-
3MOHHOCTBIO 5-26 %.

[To pa3paboTaHHON METOJIMKE BO3MOKHO OIpeesnieHne 12 TeXHOIOTHYECKU BaxkK-
HeIx npumeceit: Ag, Al, Cd, Co, Cr, Cu, Li, Mg, Mn, Ni, Pb, u Zn. Ctoutr oTMETHTH
BO3MOKHOCTE onpezenenus Th u U na yposre n-1071° % mac., npucyrcTBue 311X 3J1€-
MEHTOB B MaTepHaiax JIeTEKTOPOB HA OCHOBE T'€pMaHUsl OTPAHUYMBAET YyBCTBUTEIb-
HOCTH DKCIIEPHUMEHTOB T10 MTOUCKY O€3HEHTPUHHOTO NBOWHOTO B-pacmana [6, 43]

B Ta6:a. 32 nmpueneno cpaBuenue pazpadoranHoit MC MCII meroauku ¢ omy0-
nukoBaHHbIMU panee MC HCII metomukamu: [120], B KOTOpOi OTTOHKY MAaTpHULbI
MPOBOJIAJIA B IPOTOYHOM PEAKTOpPE, U METOUKOM [116], BKIIIOUaIOyt0 KOHIEHTPH-

pOBaHKEe MpUMecel B CUCTEME MUKPOBOIHOBOM MPpOOOTOATOTOBKH.
Taonuma32

CpaBHenne npenenoB o0Hapyxenus paspadorannoii MC UCII metoankn
¢ onyomkoBanHbiMu MC UCII meTogukamu, % mac.

251 PM [120] [116] | Da-t PM [120] [116]
Ag 3-10°8 - 81077 Nb 4-10°8 2:107° -
Al 1-1077 8-1078 - Nd 1-10°® 1-107° -
Au - 1-10°8 - Ni 51078 3-10°8 51077
Ba 5107 31078 7-1077 Os - 2:107° -
Be | 81071 510710 - Pb 1-1078 21078 31077
Bi - 5107 - Pd 4107 5107 -
Cd 1-1078 4107 41078 Pr | 4107 - -
Ce 1-107 3107 - Pt 1-107 5107 -
Co 7-107 1-107 41078 Rb 6107~ 3107 -
Cr 6107 2:107 8-107" Re - 610710 -
Cs 2107 8-10710 - Rh | 91071 - -
Cu 31078 41078 1-1077 Ru 2:107 9-1071 -
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Dy | 81071 810710 - Sc 1-10°® 3-107° -
Er 1-107° 4-10710 - Sm | 8107 810710 -
Eu 6-1071° 4-10710 - Sr 1-1077 - -
Fe - - 3-10°° Ta - 7-10710 -
Gd 2:107° 81077 - Tb 2:10710 4-10710 -
Hf 5107 - - Te - 4-107° -
Ho 1-10°1° 4-10710 - Th 5-10710 - -
In - 1:107° - Ti 1-10°8 2:10° -
Ir - 1-107° Tm | 1-107° 4-1071° -
La 5107 1:107 U 810710 - -
Li 2:107 9:107 - A - 31078 -
Lu | 3-1071° 7-1071° - W - 5107 -
Mg 7-1078 2:1077 4-10°° Y - 510710 -
Mn 7-107° 4-10°8 4-1077 Yb | 51071 810710 -
Mo - 9-107 - Zn 4-1077 1:1077 81077
Na 3-107 - - Zr 4-1077 1-1078 -

Kak BunHo 13 1a0:1. 32, pa3paboTaHHas METOAMKA IPEBOCXOAUT METOAUKY [116]
KaK 10 KOJIMYECTBY OIpEAesIeMbIX IPUMECEH, Tak U MO MpejaesiaM 00HapyKeHUs, KO-
TOpbIE B pazpaboTaHHOil MeToauke B 2-140 pa3 Huxe. CTouT OTMETUTH, uTO B [116],
Onmarogaps MPUMEHEHHUIO PEaKlIMOHHO-CTOJIKHOBUTENbHOUM sueiiku ¢ NHi, ompene-
nsror Fe Ha yposne 3-107° % mac. B cpaBrennu ¢ Metoaukoii [120] B pazpaboTanHoi
METOJIMKE HE OMpEeNIIoTcs mpumecu — Au, Bi, In, Ir, Mo, Os, Re, Ta, Te, V,Wn Y,
HECMOTpSI Ha TO, YTO B 00EMX METOJUKAX TeMIlepaTypa OTTOHKHM OJIMHaKoBa. Paznuy-
HOE MMOBEJICHUE PUMECE, CKOpee Bcero, 00bICHIETCS TeM, 4To B MmeToauke [120] mst
TpPaHCIOPTA XJI0Opa U HEMEIJIEHHOTO YaJI€HHUs IPOAYKTOB PEAKIIUH UCIIONIb3YETCS MO~
TOK aproHa. B ycTaHoBKe, HCIONIB3yEMOI B TUCCEPTAIMOHHON paboTe, 3TOT y3ei Uc-
KITI04YeH. BeposiTHO, CyIIecTBYIOT OTIUYMS B CIIOCOOaX MOATOTOBKU oOpa3la MeTal-
JIMYECKOTO repMaHusi K OTTOHKE Y BBEICHUSI aHAJTUTOB B TePMaHUM /111 SKCIIEPUMEHTA
«BBeJIEHO-HaIeHO». OTcyTcTBUE Y B pa3zpabOTaHHON METOIMKE OOBSCHIETCS CIEK-
TpaJIbHBIMHA UHTEP(EPEHITUIMH OT OCTABIIIETOCS TeépMaHusI, KOTOPbIH 00pa3yeT MoJu-
atroMHbIi HoH °Ge'®0" ¢ TakuM ke oTHoeHneM m/z=89, Kak ¥ MOHOM30TOMNHbIN Y.
Copepxxanue Y onpenenstor ¢ ucnosib3zoBanueM nHctpymeHtanbHoi MC UCIT meto-

JUKH (MyHKT 3.2.) ¢ M[PUMEHEHHEM pPEAKUMOHHO-CTOJIKHOBUTEIBHOU SYEHKHU
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3anosHeHHoU He. [ToaTOMy MOTEHIIMAIBHO BO3MOKHO onpenaesienre Y. OqHako B pa3-
paboTaHHON METOAMKE €CTh aHaIuThI oTcyTcTBYHOMIME B [120]: Ag, Hf, Na, Pr, Rh, Sr,
Thu U. Cpasauas [10 aHanuTOB CTOUT y4eCTb, UTO HaBECKa 00pa3iia BHICOKOYUCTOTO
repmanus B [120] 6b11a B 10 pa3 Gonbiie yem B pa3zpadoTaHHON MeTouke. [Ipu aTom
I1O B pazpaboranHoii MeTo ke BhIlie B 7-40 pa3 ays ananutoB: Co, Cr, Nb, Nd u Zr;
B 4 pa3a u meree g ananutoB: Al, Be, Cd, Cs, Er, Eu, Gd, Ni, Ru, Sc u Zn. Jlnsa 18
ananutoB (Ba, Ce, Cu, Dy, Ho, La, Li, Lu, Mg, Mn, Pb, Pd, Pt, Sm, Tb, Ti, Tm u Yb)
TIpeebl OOHAPYKEHUS pa3pad0TaHHON METOIUKHU HIDKE WA PABHBI.

Taxum 06pazom, u3 Tabm. 32 BumHO, uto [10 paspaboTaHHON METOAMKHU COMOCTA-
BUMBbI C METOJIUKOM, B KOTOPOM 715l MOJTYy4YEHUS KOJTUYECTBEHHBIX PE3yJIbTaTOB TpeOy-
ercst 30 r (3 mapasienbHbIe HaBeCKH) oOpaslia BHICOKOUUCTOro repmanus. [lomumo
3TOr0, OTMETUM, 4YTO B YCTAHOBKE JJIsi OTTOHKU repManus [120] ucnonp3oBainu B Ka-
YeCTBE Ta3a HocuTens Ar, ra3o00pa3usbiii Cl, momyyanu B pe3yibTaTe XHMUIECKOU pe-
akuuu Mexxay HCl u MnO; npu HarpeBaHuu, TOTJa Kak B pa3pabOTaHHON METOJIMKE
UCITI0JIb30BaIM 00JIee MPOCTYIO U TPEOYIOIIYO MEHbIIIE 3aTPAT YCTAHOBKY.

PazpaboTtannas MeToAMKa MO3BOJISIET 0XapAKTEPU30BaTh JUOKCHU T€PMaHUs YH-
croroi 8N 1o cozepkaHuto 43 MPUMECHBIX FJIEMEHTOB.

MC UCII meroanka aHanu3a BBICOKOYMCTOIO FepMaHUsl C MpeIBapUTEIbHBIM
KOHIIGHTPUPOBAHUEM TIPUMECEH OTTOHKOM MAaTPHIIBI B Cpejie Ta3000pa3HOTO XJIopa B

IPOTOYHOM peakTope onucana B [Ipunoxenun 11.
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OCHOBHBIE BbIBO/JbI U1 PE3YJIBTATHBI

1. U3yueHo maTpuuHOoe BiMsiHME repmanus Ha AC onpeaenseMbIX 3JE€MEHTOB
npu BeinoaHeHnn ADC UCII ananu3za. C y4eToM MoxydeHHbIX Pe3yIbTaTOB BHIOPAHBI
AJIL, cBOOOIHBIE OT CIIEKTPAJIbHBIX HaNokeHuH. [TokazaHo, YTO yuyeT MaTpUYHOTO BIIU-
SIHUSI MOYKHO JIOCTUTHYTb HUCIIOJIb30BaHUEM aJIEKBATHBIX 00pa3lloB CPABHEHUS B COYe-
tanuu ¢ metogoM BC. BeiOpansl muann anmemenToB-BC, mo3Bossttomnme 3¢ GheKTHBHO
KOMITEHCUPOBATh BiUsiHKE repManust Ha AC omnpezensemMbix 3JIeMeHTOB. Pa3spaboTana
uHcTpyMeHTanbHasg metoauka ADC MCII ananu3a BBICOKOYHCTOrO I€pMaHUsl U €ro
OKCHJa, MO3BOJISIONIAs ONPEAENTh 25 HepacnpocTpaHeHHbIX 35eMeHToB (Ce, Dy, Er,
Eu, Ho, I, Ir, La, Lu, Nd, Pd, Pr, Pt, Rh, Ru, S, Sc, Sm, Tb, T1, Th, Tm, U, Y u Yb).
[1O aHaMUTOB HAXOAATCS B AuanaszoHe 3HadeHuit 1-1076-3-107 % mac., BHYTpHJIa00-
paTopHas npeu3noHHOCTh 3-21 %. [IpeumMyiiecTBOM METOAMKHU SIBISETCS OJHOBpE-
MEHHOE OIPEAEIEHUE PEAKUX TPUMECEN U MPOCTOTA BBIIIOJIHEHHUS.

2. BriOpana onTUMalIbHO-KOMIIPOMHUCCHAsI KOHLIEHTPALMS TePMaHUsl ISl TPOBE-
nenuss MC UCII ananu3a, obecnieunBaroiias MUHUMaIbHOE MaTPUIHOE BiIUsiHUE. Pas-
paborana uncrpymentanbHas MC MCII meToauka, koTopasi o3BOJISIET ONPEaesaTh
48 aHamuTOB B repManuu U ero okcuze ¢ I10 6:1073-1-107* % mac., BHyTpHIaboparop-
Has NPELU3UOHHOCTh COCTABISIET 3-24 %. BhIsABICHBI OrpaHUYEHUS IPUMEHEHHUS ME-
toga MC HCII, cBA3aHHbBIE ¢ HATIO)KEHUSAMH MOJMATOMHBIX MOHOB Ha M30TOMBL: As,
Ca, Fe, Ga, K, P, Si, V, Y u Zr. Ilokazana 3¢ peKTUBHOCTb IPUMEHEHHUS PEAKIIHOHHO-
CTOJIKHOBUTEJIbHOM siueliku 3anoiaHeHHor He (B pesxxume KED), nis ycrpanenus mo-
JAMATOMHBIX HHTepdepeHunid. [IpuMenenue sueiiku MO3BOJIUIIO PACIIUPUTH CIHCOK
omnpenensieMbIx npumecend 10 54 3a cuet onpeaenenust As, Fe, Ga, V, Y u Zr (IIO
aHAIMTOB COCTABIAIOT 0T 6-107%-1-10 % wmac.); cuusuts I10 B 2-10 pa3 y Tpex mnpu-
meceit (N1, Sc u Sr). BuyTpunaboparopHas nNperu3noHHOCTh HAXOAUTCS B JUANa30HE
3HaueHuit 2-22 %. Corimacno MC HCII MeTtouke ¢ peakiiMOHHO-CTOJIKHOBUTEIBHOM
sueiikoit ¢ He MoxkeT ObITh OXapaKTepH30BaH TepMaHHUil WIIK €T0 OKCHUJ YUCTOTOM 10
SN4. IlpeumMy1iecTBOM METOJUKU ABIAETCS MH(DOPMATUBHOCTH, MPOCTOTA UCIOJIHE-

HHUA C YUCTOM OIPCACTICHHA CIIOKHBIX IJIsA MC aHanu3a aHAJIUTOB.
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3. YUysctBuTenbHocTh ADC 1 MC MeTO10B NOBBILIEHA IPUMEHEHHEM TIPEABAPH-
TEJIBLHOTO KOHIIEHTPUPOBAHUS TPUMECEN OTTOHKOM MaTpullsl. PeanuzoBano Tpu Bapu-
aHTa OTTOHKHM T€pMaHUs B BUE JIETY4Ero TETPaxJIopuaa:

®  yIAapUBaHUEM IIOCJE KUCIOTHOIO PACTBOPEHUS B TBEPAOTEIBLHOM TEPMO-
crate. [IpeumyiecTBo 3TOro cnocoda B MPOCTOTE BBIMOJIHEHUSI U JOCTYITHOCTH 000-
pYyZlIOBaHUs;

e B cpele razoo0pa3HOro peareHTa Mpu MUKPOBOJIHOBOM HarpeBe, 4yTo Mo3-
BOJISIET COKPATUTh MPOJOJDKUTEILHOCTh MPOOOMOATOTOBKUA M cHU3UTH 1O pacnpo-
CTPaHEHHBIX IPUMECEN;

e B cCpele ra3o00pa3HOro peareHTa B IPOTOUYHOM PEaKTOpE.

[IpeumytiecTBoM 2-ro U 3-r0 croco0O0B SABJISETCS OTCYTCTBUE MPU OTTOHKE HETIO-
CPEIICTBEHHOTO KOHTAKTa MEXAY KUAKUM PEareHTOM U 00paslioM, YTO CHUYKAET BEJH-
YUHY 3arpsI3HEHNI, BHOCUMBIX U3 PEAKTHBOB, U TO3BOJISIET CYILIECTBEHHO CHU3UTB Ipe-
Jebl 0OHAPYKEHUS] aHAJIUTOB.

Jlj1g KaXkaoro crnocoba OTTOHKU ONTUMU3UPOBAHBI YCIOBHS, OlIeHEHA 3PP EeKTUB-
HOCTh YJaJ€HUsl TepMaHus, W3y4YeHO MoBeleHue npumece. Ilokazano, 4To ocTaBs-
IIMIICS MTOCJIE€ OTTOHKY (YIIapUBaHUEM U ITPU MUKPOBOJIHOBOM HAarpeBe) repMaHUl HE
BIUSIET Ha ycsioBUsA Bo30yxaenus cnexkrpos B UCIT u AI1T.

4. PazpaboTtanbl KOMOMHUpPOBaHHbIE MeTOAMKH KXA:

e ADC UCII MeToMKa ¢ OTTOHKOW repMaHusl yIapuBaHUEM MOCJIE KUCIOTHOIO
pactBopenus 11 onpenenenus Ir, Pd, Pt, Rh, Ru, S, Th, Tl u U. I'epmanwnii ynansercs
6osee ueM Ha 99,98 %. 11O anamuros cocrapusior 7-107-8-107° % mac., BHyTpunabo-
paTopHasi npeuu3uoHHOCTh 3-10 %.

e ADC AIIT u ADC UCII meToauku ¢ OTTOHKOW TepMaHus B cpejie ra3oo0pas-
HOTO peareHTa Mpu MHUKPOBOJHOBOM HarpeBe. l'epmanuil ynansercs Oosiee 4yeM Ha
99 %. ADC JIIIT meroauka mo3BojseT onpenaensars 46 anamuros ¢ I10 ot 51078 mo
1-10* % mac. u BHyTpuiI1abopaTOpHOM NPEU3UOHHOCTEIO 2-28 %. ITo ADC UCII Me-
Tomuke onpenensitor 50 ananutos ¢ 110 ot 6:107 10 3107 % mac. u BHyTpHIabOpa-
TOPHOM Npelu3noHHOCThIO 3-21 %. CoBMecTHOE ncnoab3oBanue AByxX ADC MeToA0B

JlaeT BO3MOXKHOCTh OXapaKTEepU30BaTh MaTepuasbl Ha ypoBHE 99,9999 (6N).
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e MC UCII meTonnka ¢ OTTOHKOM reépMaHus B Cpejie ra3000pa3HOro peareHTa B
IIPOTOYHOM peakTope. MarpuuHoe BiusHUE repmanus Ha AC onpenensieMbIx TpuMe-
ceilt u apei¢ curnana yuarensl MetoioM BC. Metoanka 1aet BO3MOXHOCTB OIpeene-
Hus 43 ananuToB, [10 Haxoxasrcs B unTepBaie 3nadennii ot 1-107'° 1o 4-1077 % mac.
U BHYTpUIA00paTOpHOHN Mpeun3noHHOCThI0 5-26 %. MC MCII meTtoanka mo3BoJisieT
0XapaKTepU30BaTh IPUMECHBIN COCTAB repMaHus Ha ypoBHE 99,999999 9% (8N).

5. MeTonuku BHeApEeHbI B padoTy AHanutudeckoi jadoparopun MHX CO PAH
Y UCTIOJb3YIOTCS AJIsI KOHTPOJISI IPUMECHOTO COCTaBa TEPMaHUs U €r0 OKCHIA Pa3yind-
HOU CTENEeHH YUCTOTHI. B 4acTHOCTH, KOMMEPYECKH JTOCTYIHOrO MOJIUKPUCTAINYE-
ckoro repmanus unuctotor 6N, ucnonaszyemoro B MHX CO PAH s nonydenust mo-
HOKPHUCTAJUIMYECKOIO TepMaHus MeToa0M YoXpalbCKOTO U aMITyJbHBIM METOJIOM.
MeTroauky UCHOJIb3YIOTCS JI1 KOHTPOJIS Ka4eCTBa JUOKCHUIA FE€PMaHMsl, UCIIOIb3Yye-
MOT0 KaK MPEKypCop ISl BEIPAIMBAHNS CUUHTHILIALIMOHHBIX KPUCTAJUIOB OpTOrepMa-

HaTa BUCMYTAa.
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3AK/IIOYEHUE

B xoze BbINONHEHHS AUCCEPTAMOHHON pabOThI CO3AaH KOMIUIEKC HHCTPYMEH-
TaJbHBIX 1 KOMOMHUPOBAHHBIX CIIEKTPATIHLHBIX METOANMK KX A, MO3BOJISIONIHIA KOHTPO-
JMPOBATh COJEPKaHUE NTPUMECEN B TEPMAHUM U €0 OKCHJIE PA3IMYHOrO Ha3HAYCHHUS:
JIBYOKHCH TepMaHusi ctangapTHas (6N), snexkrponHas (6N), karamusHas (6N), PET
(6N); repmaHuii NOTUKPUCTAIUTAYECKUN 30HHOOUYUILEHHBIN (ON), repMaHuii MOHOKPH-
CTaJUIMYECKUM JUTsl COTHEeUHbIX OaTapeit, UK-onTuku, crieninanbHOro Ha3HAYEHUS; Me-
TaUIMYECKU repmanuii (6N), repMaHuil MOHOKPUCTANIMYECKHI, JIETUPOBAHHBIN 30-
JIOTOM, TJUTUEM U 30JI0TOM, CYPbMOM U 30JIOTOM.

PazpaboTanHbie METOAMKHU MO3BOJISIOT COBOKYIHO OMPEAENSITh 68 MPUMECHBIX
3JIEMEHTa B MaTepHuanax creneHpo yuctoTsl oT 2N 10 8N. Komruieke pazpaboTaHHbBIX
METOJIMK OXBATBhIBAET Yallle BCETO MPUMEHSEMbIE B HACTOSIIEE BPEMsI CIIEKTPaIbHbIE
Metoasl ADC UCIT u MC UCTI, Ho Takxke BkitoyaeT Mmetoq ADC [IIT, kotopslii Bce
elle HIMPOKO MPUMEHSETCS B 3aBOACKUX Jabopatopusix. DPPexkTUBHO peann3oBaH
aHamutudeckui noreHuran MetonoB ADC MUCIT u MC UCIT meTogoB B HHCTPYMEH-
TanbHBIX MeToaukax (onpenenenue I, S, Th u U meromom ADC UCII). [TIpumenenune
3anojHeHHON He peaknmoHHO-CTOJKHOBUTEIBHOW SUEUKH MO3BOJISIET ONPEIEISTh
aHAJMTHI, U30TOINBI KOTOPHIX UMEIOT HAJIOXKEHUS OT MOJIMAaTOMHBIX MOHOB — As, Fe, Ga,
Ni, Sc, Sr, V, Y u Zr.

Pazsutne metonoB ADC UCIT u MC UCII ananu3a no3BoJisieT yaydliaTh Cyllie-
CTBYIOIIME METOAUKU U CO3/1aBATh HOBbIE, PACIIUPSISl CIIUCOK OMPEIETAEMbIX JIeMEH-
ToB 1 cHmkas ux [10. Hecmotps Ha Gostee TpyA0EMKYO POIIEAYPY BHITIOJTHCHHS aHa-
Ju3a, He 11eJ1eco00pa3Ho MOJHOCTRIO 0TKa3biBaThesl U OT MeToaa ADC JIIT. Cogep-
IIEHCTBOBaHHE CMOCOO0B MPOOOMOATOTOBKU C MCIOIb30BAaHHEM HOBOTO BBICOKOTEX-
HOJIOTMYHOT'0 000pYAOBaHUS JAET BO3MOKHOCTh TOCTUTHYTh [1O Mukponpumecei co-
noctaBuMbix ¢ ADC UCII. [{ns 3¢ deKTUBHOTO UCIIOIBb30BAHNS AaHATUTHYECKUX BO3-
MO>XHOCTEU COBPEMEHHOTO O0OPYIOBAaHUS PEKOMEHAYETCS MPUMEHSTh Pa3InYHBIC
crocoObI (10 OTJEILHOCTH U COBMECTHO) YCTPaHEHUS CIIEKTPATIbHBIX U HECTIEKTPAb-
HBIX UHTepPepeniuii. PaspaboTanHbie B quccepTalIMOHHOM paboTe cCriocoObl yCTpaHe-

HUsl UHTEepdEepeHIIUN TP MHOTORJIEMEHTHOM aHaJIU3€ MOTYT OBbITh MPUMEHEHbI IIPU
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pa3paboTKe METOJIMK aHalu3a Pa3IUYHbIX OOBEKTOB, B YACTHOCTU BEIIECTB OCOOOI
YUCTOTHI.

Hcnonp30BaHHbIE B AMCCEPTAIIMOHHOM paboTe CrMocoObl KOHIIEHTPUPOBAHUS
IIPUMECEN BKJIIOYAIOT KaK 4acTO MCIOJb3YEMBIE, TAK U OTHOCUTEIILHO PEAKUE B IIPU-
MeHeHuu. Pa3paborannsie komOuHUpoBaHHbie ADC UCIT u ADC HAIIT metonuku
MaKCHMaJbHO pPEajqn30BBIBAIOT MOTEHIMAN Croco0a KOHLEHTPUPOBAHUS IMpHUMeEcen
OTTOHKOW r€pMaHHUs B CpeJie Ta3000pa3HOro peareHTa Ipu MUKPOBOJIHOBOM Harpese.
[TpennoxeHHble CIOCOOBI KOHLIEHTPUPOBAHUS B CpPE/ie Ta3000pa3HOro peareHTa mpu
MUKPOBOJHOBOM HarpeBe v B IPOTOYHOM PEAKTOPE 00ECTIEYNBAIOT CHIDKEHUE YPOBHS
3arpsA3HEHUM, BHOCUMBIX U3 PEAKTUBOB U OKPYXKAIOLIEH CPe.ibl, IO3BOJIASA JOCTUTATh
6onee Huskux [10 pacnpocTpaHeHHBIX 3JI€MEHTOB-IIPUMECEH.

Pa3paboTaHHbIe METOAMKY BHEPEHBI B IPAKTUKY paOOThl AHAIUTUYECKOMN J1a00-
patopun MHX CO PAH u ucnosb3yroTcs 111 KOHTPOJI Ka4eCcTBa MPEKYPCOPOB U TO-

TOBBIX IIPOYKTOB IIPOU3BOJACTBA.
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CIIMCOK COKPAIIIEHWH M YCJIOBHBIX OFO3HAUEHUI

AJl

AC

AAC

AAC OTA

AIC
ADC UCII

ADC IIT

BC
nMC
KXA
MIII'
MC
MC UCII
IO
P3D
Cb
OTUC
9THU

ITHU ADC UCII

In/Ty

KED

aHAJIUTHYECKAs JIMHUSA

aHAJIUTUYECKUI CUTHAJI

aTOMHO-a0COpPOIIMOHHAS CIICKTPOMETPHS
aTOMHO-a0COpPOIIMOHHAS CHEKTPOMETPHUS C DJIEKTPOTEPMHU-
YEeCKOM aToMU3aIuei

ATOMHO-3MHUCCHOHHAs CIEKTPOMETPHSI
ATOMHO-3MUCCHOHHAsA CIEKTPOMETPUSI C MHAYKTUBHO CBS-
3aHHOM MIa3MOH

ATOMHO-3MHUCCHUOHHAS CIIEKTPOMETPHUS C AYTOM TOCTOSHHOTO
TOKa

BHYTPEHHUM CTaHIApT

HCKPOBasi MacC-CIIEKTPOMETPUS

KOJIMUECTBEHHBIN XUMHUYECKUN aHAIN3

METaJUIbl INIATUHOBOW TPYIIIIbI

MAaCC-CIIEKTPOMETPHS

MaCC-CIIEKTPOMETPHS C UHIYKTUBHO CBSI3aHHOM IJIa3MOM
npezaen oOHapyKeHus

PEIKO3EMETBHBIC JJIEMEHTHI

CIIEKTpaJIbHBIN Oydep

(GhOTOTEepPMOMOHMU3AITMOHHAST CTIEKTPOCKOTIHS
3JIEKTPOTEPMUUYECKOE UCTIAPEHNE

ATOMHO-3MHUCCHOHHAsA CHEKTPOMETPHUS C DJIECKTPOTEpMUYE-
CKUM HCHIAPEHHEM

OTHOIIICHHEC HWHTEHCUBHOCTH aHAJMTHUYECKOrO CHUTHajla K
WHTEHCHUBHOCTH ()OHOBOTO CUTHAJIA, YACTHINA CUTHAIT
JVACKPUMUHALIMSA 110 KHHETUYECKOU YHEPTUU

OTHOCUTCIIbHOC CTAHAAPTHOC OTKIIOHCHUEC PE3YJIbTATOB aHAIIM3a

B Tekcre ArUCCCpTaly OKCHUI 1 JUOKCH/L I'€pMaHUs UCITI0JIb30BaAHbI KaK CHHOHHUMBI,
MoApasyMEBACTCA XUMUICCKOC BEIICCTBO G@Oz.
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BJIATOJIAPHOCTH

ABTOp BBIpaXXaeT CEpACUHYI0 0JIaroJJapHOCTh HAyYHOMY PYKOBOJIUTENO K.X.H.
[{pirankoBoit Anbdue PadasrnpeBHe 3a MOCTAHOBKY 3a/1a4yM, UAEHHOE BIOXHOBEHUE,
noMoulb Ipu 0pOpMIIEHUH padOThI U 0OCYKIECHUE TOTYUYEHHBIX PE3YJIbTaTOB. ABTOP
onarogaput K.X.H. JIlyHnoBckyro Ousery Bnangumuposny, k.X.H. [lonsikoBy EBrenuto
BanepneBHy 3a 00CykeHHE pe3yIbTaTOB U BCECTOPOHHIOIO MOAJEPKKY; K.X.H. Me-
BeneBa Hukonas CepreeBuya 3a IOMOIIb B INIAHUPOBAHUU SKCIIEPUMEHTOB U 00CYXK-
JeHne pe3ysbTaToB; bensens Huny @enopoBHy 3a EHHBIE COBETHI ITPY HAIIMCAHUU U
odopmiieHnn paboTHI.

ABTOp BBIpaXaeT MUCKPEHHIOK INPU3HATEIBHOCTh KOJUIEKTUBY AHAIUTUYECKON
naboparopun MHX CO PAH 3a nmoanepkky u 006CyXAeHUs pe3yNnbTaTOB UCCIIEI0Ba-

HUU.
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IMPUJIOXEHHUE 1

I[JII/IHI)I BOJIH, JHEPIrUMA BO36y)KIIeHI/IH, NnepBbIC MOTCHIHMAJIBI HOHU3AIIMA AHAJIUTOB U

NMOTEHUMAJIbHbIX BHYyTPEHHUX CTAHAAPTOB [169]

On-T Tun A, HM (THUTI JTUHUH) Eeos6., OB Euon, 2B Esx, oB
Ce AHanmut 404,076 (1) 3,86 5,47 8,97
Dy Ananut/BC 353,170 (II) 3,5 5,93 9,43
Er AHamut 337,276 (1I) 3,67 6,1 9,77
Eu Amnamur 381,967 (II) 3,24 5,67 8,91
Gd Anamnt/BC 342,274 (1) 3,76 6,14 9,9
Ho AHanmut 345,600 (IT) 3,59 6,02 9,61

I AHamut 183,038 (I) 6,77 10,454 6,77
Ir AHanmut 212,681 (II) 5,83 9,0 14,83
La Amnanur 379,478 (1I) 3,51 5,58 9,09
Lu Amnanut 261,542 (1) 4,74 5,42 10,16
Nd AHanmut 406,109 (II) 3,52 5,49 9,01
Pd AHamut 340,458 (1) 4,46 8,33 4,46
Pr AHamut 417,939 (II) 3,17 5,42 8,59
Pt Ananurt 224,552 (1) 6,68 9,0 15,68
Rh Amnamur 343,489 (1) 3,60 7,45 3,60
Ru AHamuT 240,272 (II) 6,29 7,364 13,654
Sc AHanmut 361,384 (II) 3,45 6,54 9,99
Sm AHamut 360,949 (II) 3,71 5,6 9,31
Tb Amnanut 350,917 (1II) 3,53 5,85 9,38
Th Amnanut 283,730 (1) 4,48 6,2 11,34
Tl AHanmut 351,924 (I) 4,49 6,106 4,49
Tm AHamut 384,802 (II) 3,22 6,18 9,4
U AHamut 385,958 (II) 3,4 6,2 9,44
Y Amnanut 377,433 (II) 3,41 6,51 9,92
Yb Amnanut 328,937 (II) 3,77 6,25 10,02
Be BC 234,861 (I) 5,28 9,32 5,28
Be BC 313,107 (IT) 3,96 9,32 13,28
Dy BC 340,780 (II) 3,63 5,93 9,56
Dy BC 353,602 (II) 4,04 5,93 9,97
Dy BC 364,540 (II) 3,50 5,93 9,43
Dy BC 400,045 (1) 3,20 5,93 9,13
Gd BC 310,050 (IT) 4,24 6,14 10,38
Gd BC 335,047 (II) 3,85 6,14 9,99
Gd BC 336,223 (II) 3,77 6,14 9,91
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IMTPUJIOXEHUE 2

HNucrpymenranbaasa ADC UCII meToanka aHAIW3a repMaHUS U €ero OKCUIA

Hagecky nuokcunia repmanust Mmaccoit = 250 Mr noMemiarot Bo (pToporiactoBble
CTakaHbl C Kpblkoi, nodasmstor 3 mu koHi. HCl. HaBecku Meraminueckoro
repMadus Maccoi ~ 250 MT OMEIIaT B CIIMHTWIISIIUOHHBIE (DIIAKOHBI, TOOABIISIFOT
koHr. HCl (3 mn) mu HNO; (1,5 mn). Jlis pacTtBopeHHs 0OpasioB HCMOJIb3YIOT
PEABAPUTEIILHO OYHUIICHHBIE KHUCIOThL. CTakaHel W (IaKOHBI C HaBECKAMH
MTOMETIAIOT B TBEPIOTEIBHBINA TEPMOCTAT C ATFOMUHUEBBIM TEPMOOIIOKOM M HATPEBAIOT
B TeueHue S5 u npu temneparype 81+1 °C.

B mpomecce pactBopeHHs 00pa3ioB MPOUCXOTUT YMEHBIIICHHE HCXOTHOTO
o0beMa u3-3a ynapuBaHUs KHUCIOTHI W yjeTyuumBanus repmanusi B Buae GeCly.
[ToaToMy 00BEM PacTBOPOB MOCIIE PACTBOPECHHS U3MEPSIOT 103aTOPOM M OTICHUBAIOT
IPUMEPHYIO KOHIICHTPAIMIO TepMaHusl B pacTBope. Pa30aBisisi MCXOMHBIA pacTBOP
JEMOHU30BAHHON BOJIOM, TOTOBSIT PacTBOp C coxaepxaHueM repmanus 30 r/n. B
KaueCcTBE BHYTPEHHErO CTaHJapTa BBOIAT OJHOAJIEMEHTHbIE pacTBOphl Be u Dy (50-
60 Mxi) ¢ koHueHrpauueit 10 mr/n. Yepes Bce ctaauu mpoOONOATOTOBKH MTPOBOIST
KOHTPOJIbHBIH OIIBIT.

J{ns mocTpoeHus rpalyipoOBOYHOMN 3aBUCUMOCTH PACTBOPSIOT HABECKHU IMOKCUA
repManusi (CTENeHbl0 YUCTOTHI He MeHee SN), pa30aBisAlOT A0 KOHUEHTPAIMH
repmanus ~30 /i1, 1o6aBsArOT cTanaapTHbie pacTBopbl MOC wmm ['CO.

Peructpanuio CHeKTpoB pacTBOPOB MJii MOCTPOEHHUS TPaTyUPOBOUYHBIX
rpaduKoB, pacTBOpa KOHTPOJIBHOTO ONBITA U pacTBOPOB Mpobd rposoaat Ha ADC UCII
CIIEKTPOMETPE MPHU MapaMeTpax yKazaHHbIX B Ta0a. 2. UToObI n30ekaTh OTIOKECHUS

COJICH B CUCTEME BBOJIA O6p33HOB, I.I€J'I€COO6p3.3HO HCIIOJIB30BaHUC YBJIAXKHUTCIIA Ar.
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ITPUJIOXEHUE 3

Anamutudeckue nzoronsl 1t MC UCII metoanku anaau3sa [131]

On-1 Macca PacnipoctpanenHocts, | Oa-1 Macca PacnipocTpaneHHOCTS,
H30TOIIa, ..M. % H30TOIIa, ..M. %
Li 7 92,4 Cd 111 12,80
Be 9 100 In 115 95,71
B 11 80,1 Sb 121 57,21
Na 23 100 Sn 118 24,22
Mg 24 78,99 Te 125 7,07
Al 27 100 Cs 133 100
Sc 45 100 Ba 137 11,23
) 47 7,44 La 139 99,9
n 48 73,7 Ce 140 88,45
A% 51 99,8 Pr 141 100
Cr 52 83,8 Nd 146 17,2
54 5,84 Sm 147 14,99
Fe 57 2,12 Eu 153 52,19
Mn 55 100 Gd 157 15,65
58 68,1 Tb 159 100
Ni 60 26,2 Dy 163 24,90
61 1,14 Ho 165 100
Co 59 100 Er 166 33,50
Cu 63 69,15 Tm 169 100
70 66 27,98 Yb 172 21,83
68 19,02 Lu 175 97,41
Ga 71 60,11 Hf 178 27,28
As 75 100 Ta 181 99,99
Se 82 9,19 W 182 26,50
Rb 85 72,17 185 37,40
Sr 88 82,58 Re 187 62,60
Y 89 100 191 37,3
Zr 90 51,45 Ir 193 62,7
Nb 93 100 Pt 195 33,83
Mo 95 15,90 Au 197 100
99 12,8 Hg 202 29,86
Ru 101 13,0 1l 205 70,48
102 31,3 203 29,52
Rh 103 100 Pb 208 52,4
pd 105 22,33 Bi 209 100
106 27,33 Th 232 100
Ag 107 51,84 U 238 99,27
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HNucrpymenranbaas MC UCII meToanka aHa/Iu3a repMaHus U €ro OKCHIA

[ToaroroBky oOpasIoB MPOBOAIT aHAIOTHYHO MHCTpyMeHTansHou ADC MCII
metoauke (IIpunoxenue 2).

OO0beM pPAacTBOPOB MOCJE PACTBOPEHHUS HM3MEPSIOT J03aTOPOM M OICHUBAIOT
INPUMEPHYI0 KOHIIEHTpauui0 TrepMaHuss B pactBope. I[lodmydeHHbli pacTBOp
paz6asisitoT 0,5 M HNOs, Tak 9T00BI KOHIIEHTpAIHs TepMaHus B pactBope Obi1a 700
mr/n. MC ananu3 o0pa3iioB IpoBOIST METOJ0M JOOABOK — K HCCIIEyEMOMY PacTBOPY
C KOHIIEHTpalneil ocHOBHOro kommnoHeHnta 700 mr/m goOapstor pactBopel MOC ¢
V3BECTHOM KOHUECHTpALUEN

Perucrtpanuio CHEKTpPOB MOJy4YEHHBIX pacTBOpoB mnposoasT Ha MC HCII
criektpomeTpe B pexume «STDy», npu peKoOMEeHJOBaHHBIX MPOU3BOIUTEIEM
napametpax (Tabu. 3). [Ipu Heo6X0AUMOCTH IPOBOASAT PETHCTPAIMIO CUTHAJIOB TEX Ke
aHanu3upyembix pactBopoB B pexnme «KED» ¢ He, ckopocts mortoka He uepes

sSYerKy 3 MJI/MHH, HalIpsDKEHUE Ha BBIXOJE U3 siuerku -21 B.
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ADC UCII meToanka aHAJIHU3a BBICOKOYNCTOT0 repMaHMs U €ro OKCH/IA €
npeaBapuTelIbHbIM KOHIIEHTPHUPOBAHUEM NPUMeceil OTTOHKOH MAaTPHLbI
yHapuBaHUEM I0CJIe KUCJIOTHOIO0 pacTBOpeHus AJis onpenesienud Ir, Pd, Pt, Rh,
Ru, S, Th, Tlu U

[Tocne momHOTO pacTBOpeHHs HABECOK OOpa3loB (Mpoleaypa pacTBOPECHHUS
onmcaHa B [Ipunoxenuu 2) co cTakaHOB/(PJIaAKOHOB CHUMAIOT KPBIIIKH, TOJHUMAIOT
Temriepatypy tepmocrara 10 95 °C u ymapuBatroT 10 ~50 MKJI B TedueHHE ~2 Y.
[Toy4yeHHbIE KOHIIEHTPATHI 103aTOPOM MEPEHOCAT B MOJMUIPONUICHOBBIE MPOOUPKH,
CTEHKH U JHO cTakaHOB oMbIBAOT 0,1 mit koHIl. HNO3;, Tarxoke coOMparoT B MpOOUPKH.
Paz6aBmsaror 0,5 M HNO; no 2-x mil. AHQJIOTHYHO TMOCTYIMAKOT C KOHTPOJIbHBIM
ombiToM. OOpasiel cpaBHeHus TOTOBAT Ha ocHoBe (0,5 M HNOs;. IlpoBomsr
peructpanuto cnekTpoB Ha ADC ciekTpoMeTpe nMpu pabouux mapameTpax, yKa3aHHBIX
B Ta01. 2. CKOpOCTh MoAa4u pacTBOpa Mpu aHaiuze coctanisieT 0,75 Mia/MuUH.

PeructpupyroT cCHOeKTpbl pacTBOPOB [Jsi MOCTPOCHUS TPayHPOBOUYHBIX

rpaduKoB, pacTBOpa KOHTPOJIBHOTO OIbITA U KOHIEHTPAThl TPUMECEH.



(gi) nast aroMHbIX JTuHUI Fe [159]
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IMTPJIOXEHUE 6

JJIMHBI BOJIH, 3Hepruu Bo30yxaenus (E,), BeposiTHOCTH nepexoaa (A;), cTaTUCTHYECKHE Beca

2, HM Aigi, ¢! |Ei, oB A, HM Aigi, ¢! |Eq oB
315,7036 1,39-10% | 6,35 322,2056 9,52:10% |6,246
316,0657 1,74-10% | 6,347 322,5787 1,53-10° 6,242
317,1347 1,30-10% | 6,96 323,3968 1,87-10% [6,258
317,5445 1,58-10% [6,303 323,4613 8,05-10° |3,884
317,636 1,77-107 | 6,51 323,6222 1,96:10° |3,882
317,8013 1,15:10% | 6,3 324,4188 3,37-10° 6,246
318,0224 3,98-10% |6,347 325,5985 8,40-10° |3,929
318,0756 6,20-10° | 3,98 325,36 1,46:10% [7,061
318,2056 2,91-107 | 6,32 325,7593 4,47-107 |5,981
318,4895 1,65-10° | 3,94 325,999 2,69-107 | 6,25
319,0649 6,33:107 | 6,93 326,8233 1,82:107 [6,015
319,0817 5,00-107 | 6,93 328,026 4,63-107 | 7,08
319,1659 1,66:10° |3,883 328,2891 1,71-10% | 7,05
319,2822 2,51:10% | 6,36 328,6753 4,19-10% {5,947
319,3226 3,99-10° 3,881 330,5971 2,84-10% |5,947
319,4424 3,24-107 | 6,35 330,7233 2,56-10% [6,985
319,6927 6,57-10% [6,303 331,4742 5,08-10° | 7,04
320,2556 4,33-107 | 6,92 332,3732 1,40-10% [6,561
320,5398 2,93-10% [6,349 333,7665 5,45-107 | 6,406
321,0229 1,27-10% | 6,29 335,5228 2,33:10° [6,996
321,1987 4,18-10% [6,258 336,955 1,94-10% [6,406
321,4396 1,55:10° [3,943 337,0783 3,18:10° | 6,37
321,5938 3,10-10% [6,323 338,2402 7,17-10° | 5,84
321,7377 1,35-10% [6,252 339,9333 1,38-10% [5,844




(gi) nast noHHbIX JuHMi Fe [159]
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JJIMHBI BOJIH, 3Hepruu Bo30yxaenus (E,), BeposiTHOCTH nepexoaa (A;), cTaTUCTHYECKHE Beca

A, HM Ai'gi, ¢! Ei, »B A, HM Ai'gi, c! Ei, »B
233.,8006 4,52-10% | 5,41 246,128 1,87-10° | 8,27
234,396 1,88:10% | 5,59 249.326 4.86:10° | 7,61
234,428 3,71-10% | 5,41 250,387 2,23-10° | 8,72
235,489 1,07-10% | 5,62 253,363 2,30-10° | 7,55
236,000 3,59-10% | 5,48 253,442 1,46:10° | 7,58
236,0294 3,74-10% | 5,55 253,82 1,51-10° | 8,96
236,202 1,13-10% | 5,55 253,8501 3,54-10% | 7,57
236,483 4,72-10% | 5,29 254,338 8,04-10% | 7,55
236,659 6,06-107 | 5,59 255,545 1,49-10% | 7,71
236,86 2,42:10% | 5,58 256,028 7,08:10% | 8,04
237,05 6,92-107 | 5,62 256,209 3,24-10% | 8,03
237,519 1,96:10% | 5,6 256,2536 1,07-10° | 5,82
237,927 2,18:10% | 5,61 256,348 6,04-10% | 5,88
238,077 2,48-10% | 5,29 256,691 2,30-10% | 5,9
238,325 2,15-10% | 5,55 258,258 3,52-10% | 5,88
238,501 2,88:107 | 5,55 259,154 3,43-10% | 5,82
239,148 3,77-107 | 5,48 261,107 437-107 | 5,82
240,26 2,00-107 | 5,51 262,041 1,72:107 | 4,84
240,443 1,29-10% | 5,26 262,0695 2,74-10% | 7,56
242,836 2,68-10° | 9,01 262,65 2,09-10% | 7,57
243287 4,00-10° | 9,17 262,959 5,76:10% | 7,56
244,58 7,38-10°% | 8,96 263,0071 3,06-10% | 7,57
244,72 6,90-10° | 8,96 263,764 2,64-10% | 8,04
245,878 2,77-10° | 8,24 263,956 1,60-10% | 8,03
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IMTPUJIOXEHME 8

Pe3yabTarsl 3kciepumMeHTa «BBeAeHO-HAAeHO» 1t ADC JIIT metonnkmu anaau3a

€ OTTOHKOW MaTPHUIbI B Cpejie Ta3000pPa3HOro peareHTa NP MUKPOBOJHOBOM Harpese,
(n=3-10, P=0,95)

On-T A, HM Bgeneno, % Haiineno, % S F, Fon ts tm
mac, mac,

283,563 (4,4+0,5):10° | (4,6£1,1)10° |0,15| 4,8 | 9.3 |0,53 | 2,45

Cr ’ (1,0£0,1)-10° | (1,0+0,1):10° |0,14 | 5,0 | 8.8 |0,10 | 2,18
286,510 (3,8+0,3)-10° | (3,8£0,4)10° | 0,11 | 52 | 89 |0,10 | 2,26

Dy 338,502 (4,240,510 | (4,1£0,4)»10° | 0,10 | 1,6 | 89 |0,43 | 226
- 290,030 (4,0£0,8)-107° | (3,4£0,4)10° | 0,14 | 1,1 | 44 |2,02|223
328,174 (4,0£0,8)-10° | (3,6£0,4)10° |0,11 | 1,7 | 54 | 1,43|231

Mg 278,146 (9,6+1,3)-10° | (1,0£0,1)-10° | 0,18 | 4,8 | 88 |0,42| 2,16
277,983 (9,6+1,3)-10° | (9,71,2)-10° | 0,18 | 4,8 | 88 | 0,11 | 2,16

293,931 (1,1£0,1)-107° | (1,0£0,1)-10° |0,17 | 4,5 | 6,0 | 1,23 | 2,18

Mn 279,8269 (1,1£0,1)-107° | (1,0£0,1)-10° | 0,11 | 3,3 | 88 | 1,64 2,18
279,4817 (1,1£0,1)-107° | (1,0£0,1)-10° | 0,11 | 3,3 | 88 | 1,63 2,18

55631 (1,0£0,1)-107° | (9,2£0,9)-10° |0,15| 3,1 | 6,0 | 1,17 2,13

S ’ (3,8+0,2)-107° | (3,2£0,4)»10° | 0,09 | 4,0 | 6,4 | 1,86 2,31
327,363 (1,0£0,1)-107° | (9,4£1,0010° | 0,16 | 3,3 | 6,0 |0,85| 2,16
353,3726 (1,0£0,1)-107° | (1,1£0,1)-10° | 0,14 | 3,7 | 6,0 | 1,36 | 2,15
205.6147 (9,6+0,8)-10° | (1,1£0,1)-10° | 0,13 | 5,1 | 6,0 |2,04| 2,13

’ (3,9+0,3)-107° | (3,8+0,7)-10° | 0,16 | 52 | 6,3 |0,33 | 2,226

Ti 334,9032 (9,6£0,8)-10° | (9,2£0,7)-10° | 0,10 | 3,3 | 88 | 0,82 2,18
3377576 (9,6+0,8)-10° | (1,0£0,1):10° |0,15| 5,8 | 6,0 |0,55| 2,15

’ (3,9+0,3)-10° | (3,7+0,8):10° | 0,09 | 2,9 | 9.6 | 1,04 | 2,57
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ADC MeTOANKH aHATH32 BHICOKOYHCTOI0 IUOKCH/IA TePMAaHMA C
NpeABapUTeIbHbIM KOHIIEHTPHPOBAHUEM NIpUMecei OTTOHKOM MaTpHIbI B
cpeze razo00pa3HoOro peareHTa Npu MUKPOBOJIHOBOM Harpese

KoHneHTpupoBaHue NpUMECEN BBINOJIHAIOT OTTOHKON MATPHILIBI MO 1EUCTBUEM
napoB HCI npu MUKpOBOIHOBOM Harpese.

IIpoyedypa omeonku ocHogwvl

Haecku nmmokcupma repmanusi  (250-400 wmr) mnomemalOT B JIYHKH
(TOpOMIACTOBOM BCTABKH, OJHY U3 JYHOK MCIOJb3YIOT Ul OLIEHKH 3arpsi3HEHUN U3
peakTuBOB U nocyasl. Ha gHo aBToknaBa Hanusatot 20 M HCI mapku oc. 4. BeraBky
C HaBeCKaMM IOMEILAIOT BHYTPh aBTOKJIAaBa. ['€pMETHU3MPYIOT aBTOKJIAB COIJIACHO
MHCTPYKLUH M0 IKCILTyaTanuu. K KOHTpOJIBHOMY aBTOKJIaBy MPUCOEAUHSIOT JATUUKH
KOHTPOJISL, TPOBOAST MUKPOBOJIHOBYIO 00paboTKy, mpu MotmHoct 8§00 BT:

e | cragus — HarpeBanue 10 80 °C B TeueHue 5 MuH U BblaepkuBanue 10 MuH;

o2 cranusa — HarpeBanue 10 180 °C B Teuenue 10 muH u Boiaep:xkuBanue 50 MUH.

[Tocne OKOHYaHWS aBTOKJIABBI OXJIAXKIAAIOT 1O KOMHATHOM TeMIEpaTyphl H
OTKPBIBAIOT COIVIACHO MHCTPYKLMM IO 3KCIUTyatauuu. KoHLIEHTpaThl aHAIU3UPYIOT
metonoMm ADC.

ADC UCII memoo

KoHnenTpaTtel U3 JIyHOK OJHOKaHaJbHBIM J103aTOPOM  IIEPEHOCAT B
MOJIUIIPONUJICHOBbIE MPOOUPKHU, 00BEM PACTBOPOB TOBOJAT JCHMOHU30BAHHOM BOJOMN
10 2-x mu. OOpasipsl cpaBHeHUs: ToToBsIT Ha ocHoBe 0,5 M HNOs. Peructpupytor
CHEKTPbl I'PaJyHpPOBOYHBIX PACTBOPOB, KOHTPOJBHOTO OIBITA, KOHLUEHTPATOB IpHU
napaMmeTpax u3 Tabi.2., CKOpOCTh MOAAauX pacTBOPOB Mpu aHamusze 0,75 Mi/MuH.

ADSC T memoo

KoHueHTpaTel npuMeceil U KOHTPOJBHOTO OMbITAa J103aTOPOM MEPEHOCAT BO
(dTOpOMmIacTOBBIE YalIKU C TMOJycepudeckuM ITHOM oObeMoM ~3 Mi. JloOaBisior
rpadutoBbiii nopoiok ¢ 4 % mac. NaCl u BeicymuBatot noa MK-nammoit B 6okce u3
oprcrekia. Jlanee rpaduTOBYHO CMeCh NMEPEMENIMBAIOT, TMOMEMIAIOT MO0 22 MT B
KpaTepbl aHOAOB. PerucTpupyroT CHEKTphl NpU MapaMeTpax yKa3aHHbIX B TaOid. 1.

['panyrpoBoYHas 3aBUCUMOCTb CTPOUTCS 110 METOAY MOCTOSIHHOTO rpaduka.
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HajineHHble KOHIEHTPALMH AHAJIMTOB NMPH Pa3HBIX TeMIepPaTypax OTTOHKH MAaTPHUIbI B

cpele ra3oo0pa3HoOro peareHTa B MPOTOYHOM peakTope, %

On-t | 200 °C | 220 °C | 230 °C | 250 °C | On-t | 200 °C | 220 °C | 230 °C | 250 °C
Ag 97 112 110 117 Nb 45 53 79 50
Al 91 112 71 90 Nd 92 89 100 90
As 26 103 96 98 Ni 120 84 93 95
Au 35 78 98 43 Pb 101 77 100 37
B 21 8 15 17 Pd 98 85 80 95
Ba 106 91 105 95 Pr 94 88 97 92
Be 130 90 138 88 Pt 87 98 85 71
Bi 5 1 2 4 Rb 99 87 88 93
Cd 116 101 109 100 Re 7 5 7 5
Ce 94 89 98 93 Rh 90 84 76 89
Co 120 77 86 88 Ru 90 83 77 96
Cr 110 91 95 97 Sb 12 2 5 9
Cu 110 83 120 104 Sc 121 86 91 93
Cs 96 87 87 96 Se 20 10 19 16
Dy 82 92 105 76 Sm 88 90 100 86
Er 80 94 106 73 Sn 18 1 1 2
Eu 86 &9 102 84 Sr 94 135 124 105
Ga 46 29 37 32 Ta 2 35 53 42
Gd 86 88 101 &3 Tb 84 80 103 79
Hf 75 73 90 64 Te 5 10 21 6
Hg 11 11 21 10 Th 106 135 111 57
Ho 84 92 104 78 Ti 47 59 71 59
In 91 31 50 48 Tl 79 44 45 29
Ir 105 102 92 72 Tm 81 95 103 75
La 80 89 100 93 U 106 139 113 57
Li 50 92 93 85 \Y 28 65 57 63
Lu 81 96 107 83 W 21 58 85 33
Mg 103 97 126 120 Y 102 117 110 116
Mn 120 84 88 96 Yb 78 94 107 70
Mo 7 2 6 14 Zn 110 109 77 85
Na 135 176 124 122 Zr 130 130 117 120
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MC HUCII MmeToANKA aHAJM3A BBICOKOYHUCTOT0 FrepMAaHMS €
npeaBapuTelbHbIM KOHIIEHTPHUPOBAHUEM NPUMeceil OTTOHKOW MaTpHUIbI B
cpeje ra3oo0pa3HoOro peareHTa B IPpOTO4YHOM peaKkTope

HaBecku meraminyeckoro repMaHusi MOMENIAIOT B KBApIIEBbIE YAlllKW, YalllK{
pa3MelaT B KBAPIEBOM PEAKTOpPE, KOTOPhIM YCTaHABIMBAIOT B TPyOUaTyIO IEUb.
[leup HarpeBatoT n0 230+£5 °C. B osnekrpoimzep HaimmBawT 250 M
koHnenTpupoBanaord HCI (oc. 4.), BKITIOYAIOT B 3JEKTPOCETh, BHIPAOATHIBAIOIIIUNACS
ra3z Cl, nponyckaroT yepe3 JBe eMKOCTH ¢ KoHIeHTpupoBaHHOM H,SO4 (oc. 4.) s
ocymienus. [Tocne ocyiienus Xaop NoAaroT B KBapileBbii peaktop. [[poBoAsST OTTOHKY
repMaHusl B TeUeHUeE ~3 4, TaK 4TOObI Macca OCTaTKa B KBAPIEBbIX YalllKaxX ObLIa OKOJIO
3 wmr. KonHueHTparbl oOxjJaxaaloT A0 KOMHATHOM TemmepaTypbl, MNEpPEeHOCIT B
MOJITIPOTIMIICHOBBIE TIPOOUPKH, TOOABISIOT TMPEABAPUTEIHHO OYHUIICHHBIC KOHII.
kucinorel HCl u HNO; (0,3 ma u 0,1 M1, COOTBETCTBEHHO) U PACTBOPSAIOT IPHU
HarpeBaHuu. PacTBop paszbaBimsaroT mo 1 M gemoHm3oBaHHOW Boaou. OOpasilbl
cpaBHEHHUs TOTOBAT Ha ocHOBe 0,5 M HNO:s.

Jlnst yuera 3arpsi3HEHHM, BHOCUMBIX U3 MOCY/bl U BO BpEMs OTI'OHKH, PSJIOM C
YalIkaMy C T€PMaHUEM YCTAHABIMBAIOT MYCTYIO KBaplEBYIO YAIIKy — KOHTPOJIbHbBIN
OTIBIT.

B kauectBe BC B pacTBOpHI KOHIIEHTPATOB U KOHTPOJILHOTO OMBITa TOOABIISIOT
0,05 mn pactBopa, comepkamero Bi, In, Re u Se ¢ konnenrpanuer 0,5 mr/m; B
rpayupoOBOYHbIE PACTBOPHI A00aBIs0T pacTBOp BC ¢ KoHLeHTpauuen 5 mr/.

PeructpupyroT cUrHaibl rpayupOBOYHBIX PACTBOPOB, PACTBOPA KOHTPOJIBHOTO
OMbITa, PACTBOPOB KOHIIEHTPATOB HA MAacC-CIIEKTPOMETPE MPH MapaMeTpax yKa3aHHbIX

B Ta0II. 3.



