KYPHAJI AHAJTHTHYECKOH XHMHH, 2020, mom 75, Ne 5, c. 408—412

VK 543.42.062

OPUTNHAJIBHBIE CTATbU

AHAJIN3 BBICOKOYHMCTOI'O JMOKCUJIA TEPMAHMS C PEAKIITMOHHOM
OTIrOHKOI OCHOBBLI METOA1OM ATOMHO-DPMUCCUOHHON
CIIEKTPOMETPUU C MHAYKTUBHO CBA3AHHOMU ITJIA3MOI

© 2020 r. T.A. I'yceapnukoBa® *, A. P. Ilpirankosa® ?, A. 1. Canpbikun® *
¢ Uncmumym Heopeanuueckoil xumuu umenu A.B. Hukoaaeea Cubupckoeo omoenenus Poccuiickoil akademuu Hayk
npocn. Axademura Jlaspenmoesa, 3, Hoeocubupci, 630090 Poccus
b Hosocubupciuii cocydapcmeennviii ynusepcumem
ya. Ilupoeosa, 2, Hosocubupck, 630090 Poccus
*e-mail: tguselnikova @niic.nsc.ru

IToctynuna B pegakmuio 15.02.2019 r.
IMocie nopa6otku 06.05.2019 r.
IMpunsara k myonukauuu 04.12.2019 r.

Pa3zpaboraHna KoMOMHUpPOBAHHAsI METOAMKA aTOMHO-3MUCCUOHHOIO aHaJIM3a BBICOKOYKMCTOTO AUOKCHUAA
repMaHusl C MpeaBapUTEIbHBIM OTAEJIEHUEM OCHOBBLI M KOHLIEHTPUPOBAaHUEM MUKpoIipuMeceil. OCHOBY
OTAEJISIM B aBTOKJIaBE MUKPOBOJTHOBOI cricTeMbl MARS 5 6e3 KoHTaKTa Ipo6 ¢ paCTBOPOM KUCJIOThI. Me-
TOIMKA IT03BOJIsIeT oIpenesaTh S0 anaimmToB: 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 c npenenamu obHapyxenust 10~8—107> mac. %.

KitioueBble ¢10Ba: aTOMHO-3MUCCHOHHBIH CHGKTpaﬂbeIfI aHaJIn3, MHOYKTUBHO CBs3aHHas 11jla3Ma, BbICO-
KOYUCTBINA TUOKCU]L, reépmMmaHusd, MHOTO3JIEMEHTHBI aHaJIn3, OTOCJICHUE OCHOBLI, ITPCACIIbI O6Hapy)KCHI/I$I.

DOI: 10.31857/50044450220050059

B Hacrosiiiee BpeMsi TepMaHUid SIBJISIETCS OJHUM
U3 HauboJiee YUCTBIX IMOJy4aeMbIX ITPOCTBHIX Be-
1ecTB. B o6pasiie BLICOKOYMCTOro repMaHus (1peji-
CTaBJIEH Ha BbICTaBKE-KOJUIEKIIMM BEIIECTB 0COOOit
YUCTOTHI) KOHTPOJIMPOBaIY npucyTcTBue 30 mprume-
ceil. YcranoBieHo comepxkanue Al, B, Na, P. [lnsa
JIIpYTUX IpUMeECEd OLIEHEHBI Tpeiesibl 0OHAPYKEHUS
(ITO), nexamme B mHTepBasne 10712—10~° ar. %. B
CBSI3U C pacIIMPeHNeM MepeyHsT 00JIacTel TpakTuye-
CKOTO MPUMEHEHUS TepMaHusl (ONITUKA, MaTepualio-
BeleHue, MeIUIIMHA U Ap.) pacTyT TpeOOBaHUS K €TO
yucTtoTe. CleayeT OTMETUTh, UTO TIIATEIbHBINA aHa-
JIMTUYECKU KOHTPOJIb BELIECTB BBICOKOI CTENEHU
YUCTOTHI HEOOXOAUM JJIsI PeLIEHUSI HAYYHbIX U TTPU-
KJIaAHBIX 3a7a4, B TOM YUCJE U IJISI U3YYSHUS BIMSI-
HUS OTIEJIbHBIX TpUMeceii Ha 11eJIeBble CBOMCTBA Ha-
YKOeMKMX MaTtepuaiioB. Hambosee XkecTtkue TpebO-
BaHUS TIPEIBSIBIISIIOTCS K COASPKAHUIO MpUMeceil B
repMaHuU, UCTIOJIb3yeMOM B TPOU3BOACTBE AETEKTO-
POB sAnepHBIX U3ayueHuii ~10~1—10"1 at. % [1].

Kputepusimu BbIOOpa MeTOa KOHTPOJIS SIBISIIOT-
Csl MHOTORJIEMEeHTHOCTh U Hu3kue 10 npumeceit. K
MHOT03JIEMEHTHBIM MeTo/iaM ¢ HUu3kumu I10 aHanu-
10B (107°—107%% 1 HMXe) OTHOCATCS ATOMHO-3MUC-
cuoHHas1 crektpoMeTpust (ADC) U Macc-cneKkTpo-
MeTpust (MC) ¢ pa3smUIHBIMU UICTOUHUKAMU BO30YK-
JNIeHUs1 U uoHu3anuum atoMoB. KoMOMHUpOBaHHbIE

METOONKH KOJIMIECTBEHHOIO XUMWYECKOTO aHaIn3a,
BKJIIOYAIOIIMEe NpeaBapUTeIbHOE KOHIEHTPUPOBA-
HUE IIpUMeceil B COYeTaHUM C YKa3aHHBIMU BBIIIIE
MeTOodaMM, Jal0oT BO3MOXKHOCTh CHU3UTH 1O m mc-
KJTIOYUTh MaTPUYHBIN 3D deKT.

OnuH 13 HanboJee pacIpoCTPaHEHHBIX CITIOCOOOB
OTITOHKM TepMaHUsI — ynapuBaHUE COJISTHOKKCIIOTO
pacTBopa IOCj€ TNpPeaBapUTEeIbHOTO PaCTBOPEHUS
obpa3slia IMoKcHuaa TepMaHusi. I epMaHuii OTTOHSIIOT
B BUje jeTyuyero Terpaxiopuna (GeCly) ¢ T, = 84°C
[2]. HeobxommMoO OTMETUTH, UTO IJISI IIepeBoaa Ipo-
661 GeO, B pacTBOp HEOOXOAUM 3HAUYUTEBHBIN 00b-
€M pPacTBOPUTEJISI, UTO HUBEIUPYET Aaxe OOJbIINE
KO3 PUIIMEHTB KOHIEHTPUPOBAHUS U HE TTO3BOJIS -
eT nocturaTh TpedyeMbix [10, ocodbeHHO IJ1sT pacIipo-
CTpaHeHHBbIX pumMeceit. [IpyuMepomM MOTYT CIYXKUTb
METOIMKH [3—5], B KOTOPBIX 00pa3ell OKCUIa repMa-
HUS paCTBOPSUIU B COJISTHOM KUCIIOTE U OTTOHSIIA OC-
HoBy B Bune GeCl, npu HarpeBanuu no 80°C mog
MK-nammnoii. ITocne Takoro crmoco6a KOHILEHTPUPO-
BaHUS onpenesan 10 31 ajieMeHTa-TIIpUMecH METO-
noM ADC ¢ BO30yXKIEHNEM CIIEKTPOB B MHIYKTUBHO
cBsi3aHHOM miazMe (ADC-UCII) wiu B ayre nocro-
sHHoro toka (ADC-JAIIT) u aToMHO-a0COPOIIMOH-
HOU CIIEKTPOMETPUEN C BIIEKTPOTEPMUYECKON aTo-
muzanueit (DTAAC). OpurnHajabHOE pelleHue st
OTTOHKM TepMaHUsI UCITOJIL30BaId B padboTe [6]: rep-
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Tab6auna 1. PaGouune mapaMeTpsl CrieKTpoMeTpa

ITapametp 3HayeHue
Tun pacnbuiuTeNS Conical Nebulizer
O0630p nIa3MEbl AKCHaJTBbHBII
BHyTpeHHMIT nTMaMeTp UHXeKTopa |2 MM
MowHocTe* 1150 Br
BcrniomorarenbHbIM TOTOK* 0.5 n/mMuH
PacnbuiuTebHbI MOTOK™ 0.7 n/MuH
OxJtaxmaromuii moTok* 12 n/MuH

* Mlcrioib30Bajiv 3HAYCHUS [TapaMeTPOB JIJISI aHAJIOTUYHOTO 000-
pynoBaHus u3 pao6ot [11, 12].

MaHuii otroHsuu B Buae GeCl, B ToToke ra3zoodpas-
Horo xjiopa. B 3TOM ciyyae He IIpOUCXOMUT IIPSIMOTO
KOHTAKTa C peareHTOM. ABTOPBI IOKA3aJI1, UTO TIPU Ta-
KOM CITOcO0€ TPOOOITOATOTOBKM MOKHO ONpPENessTh
1o 56 npumeceit metonamu MC-UCIT u DTAAC. Cre-
JIyeT OTMETUTh, YTO 3TU CIOCOOBLI MPOOOITOATOTOBKU
OCHOBBI XapaKTepU3YeTCs MPOAOKUTEIBLHBIM IO Bpe-
MEHM 3TAIIOM IIPOLCAYPhl KOHIIEHTPHUPOBAHUSL.

D PHEeKTUBHBIM CITOCOOOM MOATOTOBKHU IIPOO BHI-
COKOYHMCTBIX BEIIECTB K aHAIN3Y SIBJISIETCS IIPUMEHE -
HHE aHAJIMTUYECKNX aBTOKJIaBOB. B pabote [7] rep-
MaHUI OTTOHSUIM TTOCJIE peaKIIMOHHOIO MpeBpaille-
HMS B YCJIIOBUSIX aBTOKJIaBa. I1o MeToauke [7] aBTOpPBI
onpenensuii 1o 32 mpuMeceit metogamu MC-MUCIT n
ADC-UCII. Ucnonb3oBaHue criocoda peakiIMOH-
HOM OTTOHKM OCHOBBI T€pMaHMsI B aBTOKJIaBaX MUK-
poBoaHOBOIT cuctemMbl MARS 5 [8] mo3Bommio co-
KPaTUTh MPOAOJLKUTEIBHOCTD ITPOOOIIOATOTOBKU 110
CpaBHEHUIO C TepMHYeCKUM HarpeBoM. [lomoOHbIA
CIIOCO0 IIPMMEHEH IJIsI OTTOHKHA OCHOBBHI 00pa3loB
KpeMHUsI [9] ¢ TmociheayolluM —oIpelaeaeHUueEM
30 aganutoB MetonoM ADC-UCII.

PaHee HamM moka3aHa BO3MOXXHOCTbh KOHLIEHTPU-
pOBaHUS U OIpeaeieHus 10 46 IpruMeceil B BEICOKO-
YUCTOM AUOKCUAE repMaHus. MaTpuily OTTOHSIJIM B
aBTOKJIaBaxX MUKPOBOJIHOBOI cucteMbl MARS 5 no-
clie peakKIMOHHOro mnpeBpamieHus. KoHIileHTpaThl
aHamm3npoBanu metogom ADC-IAIIT [10].

TaxkuMm oOpa3om, HarboIee IEPCIIEKTUBHBIM CITO-
COOOM OTTOHKM OCHOBBI JMOKCHUJIA TepMaHUS SIBJISI-
eTCsl peakIMOHHAasi OTTOHKA B MUKPOBOJIHOBOII CHU-
creme MARS 5.

B Hacrosiiieii pabote TpeajiokeHO couyeTaHue
MPOLETypbl OTTOHKU OCHOBBI JUOKCHUJIA TEPMaHUS C
WCTOJIb30BaHMEM MUKPOBOJIHOBOI CUCTEMBI MPOOO-
noaroroBku MARS 5 ¢ MHCTpyMeHTaJbHBIMH BO3-
MoxHocTsMu Metona ADC-UCII. IIpodomoaroros-
Ka OCHOBaHa Ha OTIIeJIEeHUM MaTPUYHOTO KOMITOHEH-
Ta TOcJie B3aUMOJEMCTBUS AUMOKCHUIA TepMaHUs C
rnapamu COJISHOM KUCJIOTbI, KOTOpblE 00pa3yloTcs B
aBTOKJIaBE MO BO3AECUCTBUEM MUKPOBOJIHOBOIO U3-
JyyeHusi. Micrionb3oBaHue aBTOKJaBa 3HAYMTEJILHO
COKpallaeT Mpoa0KUTETbHOCTb TPOOONOATOTOBKH,
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KOJIMYECTBO HEOOXOOMMBIX PEaKTUBOB, II03BOJISIET
HCIIO/Ib30BaTh KOMMEPYECKU JTOCTYIHBIE PEaKTUBEI.
O1leHEHBI METPOJIOTMYECKHNE XapaKTePUCTUKU Pa3-
padoranHoit ADC-UCII-MeTognKm, 1 ITOATBEPKIC-
Ha IPaBWJILHOCTb pe3yJbTaTOB aHajM3a CII0COOOM
BBEJIEHO—HAaNIEHO.

SKCINEPUMEHTAJIbHAA YACTb

O0opynoBanue U peakTUBbI. 17151 pa3iokeHus Ipoo
U OTTOHKU OCHOBBI KCIIOJIb30BIM MUKPOBOJIHOBYIO
cuctemy npodonoaroroBku MARS 5 (CEM, Mattews,
CIIA) u crangaptHble aBTOKiIaBel XP-1500 Plus
n/mwmm HP-500. ITpolecchl, nmpoucxonsiane BHYTPU
aBTOKJIaBa, KOHTPOJMPOBaJU C MOMOIIbIO JaTYMKa
napieHus. i aBTOKIaBOB ObUIM M3TOTOBJIEHBI Clie-
nuanbHble BKAagblid. IlogoOHYI0O KOHCTPYKIIMIO
MpUMeEHSUIU B padote [9], U oHa Tokasaia CBOIO 3(-
deKTUBHOCTh. B yrmyOiieHus BKITampIIIa ITOMEITATN
HaBecKM o0Opa3lia U OJHOBPEMEHHO MPOBOAWIN KOH-
TPOJIbHBIM OMBIT. BKianplill, Kak M aBTOKJIaB, U3ro-
TOBJIECH M3 (pToporuiacTa, CIOCOOEH BbIAEPXKUBATH
TemrepaTypbl 10 ~220°C, yCTOMUYUB B UCIIOJIb3yEMOM
peaKkIMOHHOM cpeae. BKiaanpliil ounIaIv KUTISTYEHU -
eMm B cmecu HCI-HNO; (10: 1).

J11s1 OTTOHKM OCHOBEHI TTPo0OBI Mcniojib3oBam HCI
oc. 4. 20-4 6e3 1oNoJHUTEbHOI OunCcTKU. 181 TIpu-
TOTOBJICHUSI PACTBOPOB CpaBHEHUSI M aHAJIU3UPYe-
MBbIX pacTBOpOB uctosbs3oBasiv 14 M HNO; oc. u. 27-5,
MpeIBapUTEIbHO OYMIIEHHYIO CyOOOMIepHON M-
crwuisinveid Ha ycraHoBke DuoPUR (Milistone).
CraHmapTHBIE PacTBOPHI TOTOBMIIM ITOCJIEIOBATEIb-
HbIM pa3basieHreM 0.5 M HNO; MHOT0o3J1eMEHTHBIX
pactBopoB (MBDC) npousBoacta “Ckatr” (HoBocu-
oupck). [l pa3zbaBieHMUsI BCEX paCTBOPOB MCHOJIb-
30Bajiu nenoHupoBaHHyi0 Bomy (Direct-Q3, Mili-
pore). YelibHOE COMPOTUBIeHUE BOABI > 18 MOM/cM.

st BO30YXKIEHUSI M PETUCTPALIMK CIIEKTPOB KC-
MOJIb30BAJIM aTOMHO-3MHUCCUOHHBII CIIEKTPOMETP C
WHIYKTUBHO CBs3aHHOM ruiasMoit iCAP 6500 DUO
(Thermo Scientific, CILIA) ¢ pacnblIUTeIbHON Ka-
Mepoii IMKJIOHHOTO TUIIA M MTHEBMATHUYECKUM pac-
neunteseM tumna Conical. Bo BpeMsi msamepeHwmit
MIPUMEHSUIM aKCUaIbHBII 0030p IIa3MEl IJIsT 00ec-
MEeYeHUs BBHICOKUX aHAIUTHUYECKUX CUTHAJIOB U JIO-
CTUKEHUST HU3KUX TIPEISIOB OOHAPYXKEHUM pUMe-
ceit. Pabouue mapaMeTpbl CIIEKTPOMETPA IMPUBEIECHBI
B Tabm. 1.

OtaesleHde OCHOBBI MOCJI€ PEAKIHOHHOTO TMpeBpa-
IIeHNsA B 3aKPbITOM COCY/Ie P MUKPOBOJIHOBOM Harpe-
Be. B aBToknaBel XP-1500 (HP-500) BBoamau 20 M
HCI. HaBeckn mpo6s1 maccoit ~400 MT momeniaau B
TpU yraybojaeHus1 BKJaapima. KOHTPOJbHBIN OMBIT
MIPOBOAMIIM Yepe3 BCE CTaauM IIpoliecca IS ydeTa
3arpsi3HEHUII, BHOCMMBIX pEakKTMBAMU M MOCYIOM.
Bxuagpiin ¢ nmpobamu romeniaayd B aBTOKJIaB, 3aKpbl-
BaJIi COTJIACHO MHCTPYKIIUM I10 MCIOJIb30BAaHUIO aB-
TOKJIABOB U IIOIBEPrajiyd MHMKPOBOJIHOBOMY BO3MIEii-
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I'YCEJIbHUKOBA u np.

Ta6auna 2. Ilpenenbl oOHapyxkeHus (Mac. %) npuMeceil B AUOKCHUIE TepMaHUs 110 pa3paboTaHHOM METOIUKE C OTTOH-
KO OCHOBBI IMOCJI€ peaKIMOHHOTO MpeBpallleH!sI B aBTOKJIaBaX MUKpPoBOJHOBOI cucteMbl MARS 5 (ADC-UCII) u no
MmeTonukam [8] u [3] B mepecyeTe HA HaBecKy IIpoOwI (P = 0.95)

DJIeMeHT ADC-UCII |Metronuxka [8]| MeTtonuka [3] DJIeMeHT ADC-HCII |Mertonuka [8]|Metonuka [3]
Ag 51077 | 7.6 x 1077 2% 1077 Mo — - 2x10°°
Al* 8 x 1070 — 7 %1077 Na 4x 1070 - 2% 10°°
As 8 x 107° — 9 x 1077 Nb 4 %106 — 2% 1077
Au 8 x 1077 — - Nd 2x10°° - -

B 4x10°° — 5% 10°° Ni* 5x10°° 5.2x 1077 7 %1077
Ba 3x107% | 7.2%x 1077 7 %1078 p 5% 107 - 2% 10°°
Be 2% 1077 — 1x10°8 Pb 5% 1076 2.8 x 1077 3% 1076
Bi - — 8 x 10°° Pd — - 9 x 1078
Ca - - 6% 10°° Pr 2% 1070 - -

Cd 8 x 1077 4x10°8 3% 1078 Pt — - 3% 1077
Ce 2% 10°° — - Rb — - 2% 107°°
Co* 4% 1070 4 %1078 4x10°8 Re 1 %1073 - 7 % 1077
Cr* 2% 10°° 8 x 1077 3% 1077 Sb 1 %1073 - 1x10°°
Cu* 4x107° | 1.4x1077 1x10°° Sc 3% 1077 - -

Dy 1 x10°° — - Se — - 5% 1077
Er 3% 1070 — - Sm 3% 1076 - -

Eu 7 %1077 — - Sn 3% 1070 - 2% 1077
Fe* 2%x107% | 34x%x10°° 1 %107 Sr 2% 1077 - 7 %1078
Ga* 3% 1070 — 2% 1077 Ta 2x10°° - 1x10°°
Gd 7 %x10°° — - Tb 6% 10°° - -

Hf 7 %1076 — 2% 1077 Te 3% 1073 - 6 x 1077
Hg 1x10°° — - Ti 3% 1070 - 5% 1070
Ho 4x10°° — - Tl — - 3% 1077
In 5% 107° — 8 x 1077 Tm 3% 1070 — -

K - — 2% 10°° V# — - 1 %1077
La 3x 1070 — 2% 1077 W 3% 1070 - 6 x 1077
Li 3% 1077 — 4x10°8 Y 4 %1077 - 3% 1078
Lu 4 %1077 — - Yb 4 x 1077 - -

Mg* 61078 | 3.5x%x10°° 6% 1078 Zn 2x10°° - 9 x 1077
Mn* 5%1077 | 3.5%x 1077 1 %1077 Zr 1 x10°° - 1 %1077

* TeXHOJIOTMYECKU BaXKHBIC TIPUMECH CorJiacHoO [13].

ctBuio. [1pu Takoif 06pabOTKe peareHThl, HaXOM I~
ecsI Ha JTHE aBTOKJIaBa, HAIIPSIMYIO He KOHTaKTUPYIOT C
npobamMu B YIayojaeHWSX BKiaambima. Ilom Bo3meii-
CTBHEM MMKPOBOJIHOBOTO U3JTy4eHUs TIPOUCXOAUT Ha-
I'peB KUCJIOTHI U 00pa3yloTcs ee Taphl, KOTOpbIE B3au-
MOJEHCTBYIOT C TUOKCUIOM TepMaHus. PeaklimoHHOE
npeBpallieHre MPOUCXOAWUT Ha IpaHulle pasnena das
GeO,,,—HCI, u, kak cieacTsue, B MpoObl HE BHOCATCS
3arpsI3HEHUS M3 PeakKTUBOB. B pe3yibraTe peakimoH-
Horo mpeBpallieHus1 obpasyercs Jyeryuuii GeCl,, 1o-
3TOMY OTHOBPEMEHHO C XJIOPUPOBAHUEM ITPOO TIPOUC-
XOIUT OTTOHKA OCHOBHI ITpOOBI. OOpaboTKy mpod B
MUWKDPOBOJIHOBOM TI€UM TIPOBOIMJIM TIPY MOIIHOCTH
800 Br B mBe cramum: 1 crammst — HarpeBaHUE IO

KYPHAJI AHAJIMTUYECKOW XUMUWU

0.34 MIla B TeueHmne 5 MUH ¥ BBIIEpXKMBaHNE 15 MUH,
2 cragust — HarpeBaHue 1o 1.7 MIla B reuenue 10 MuH
u BolaepxkuBaHue 50 MuH. [Tpu TakoMm pexrme pado-
Thl MUKPOBOJIHOBOM ITe4M MaKCUMaJIbHAsI TeMIIepa-
Typa, pa3BHUBaIOIlIasCcs B aBTOKJIaBe, JIOCTUTaja
180°C.

AHaIM3 MeTOA0M ATOMHO-3MHCCHOHHOI CHEKTpPO-
METPHUH C MHAYKTHBHO CBsI3aHHO# mia3moii. I[Tocie 3a-
BepIIEHUS LIMKJIa OTTOHKY aBTOKJIaBbl OXJIaXKIalu U
BCKpPBIBaJIM, B YINIyOJIEHUSIX BKJIAAbIIIA HAXOOWINUCHh
TIIpO3pavyHbIe pacTBOPBI 00beMoM 10 1 mi. [TomydeH-
HbIE PACTBOPHI C TOMOIIbIO MUKPOMIUIETKU TTePEeHO-
CWJIM B YMCThIE MOJUIIPOIIMJICHOBBIE IIPOOUPKU U
pazoasisii 1o 2 Mt 0.5 M rieperHanHoi# cyo0oiiep-
Ne 5
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Taomuua 3. PesynbraTthl (Mac. %) omnpenenaeHUsI MUKpOIIpuUMeceit crmocoboM BBeneHo—HaitneHo (P = 0.95)

DJIEMEHT BBeneHo Haiineno DJIEMEHT BBeneHo Haiineno
Ag 2.0+02)x10° | (24+0.7)x107° Mg (LO+0.1)x 107> | (1.2+0.3) x 107
Al (LO+0.1)x 107> | (1.3+0.5) x 107 Mn (LO+0.1) X 107> | (9.7+1.4) x 10°°
As (LO£0.1)x 107> | (9.0+2.2)x10°° Na (L0£0.1) x 1075 | (1.2+0.4)x 107>
Au (20+02)x107° | (1.9+0.4) x 10°° Nb (.0£0.1) x 107 | (1.1£0.1) x 107
B (5.0+0.6)x 1075 | (4.4£0.8) x 107> Nd (LO£0.1)x 107> | (8.3+£1.8)x10°°
Ba (4.0£0.5 %107 | (41£0.9) % 107° Ni (1L.0£01)x 1075 | (9.7%£1.3)x 107
Be (LO+0.1) x 1073 8.9+ 1.1)x 10°° P (5.0£06)x107° | (6.4+14)x107°
Cd (L0 +0.1) x 1073 (1.1 +£0.4) x 1073 Pb (LO+0.1)x 107> | (9.5+1.3) x 107
Ce (LO+0.1)x 107> | (9.5+2.1)x 10 Pr (LO+0.1)x 107 | (1.1+£0.4) %1073
Co (LO£0.1)x 107> | (9.8+1.2)%x10°° Re (5.0+0.6) x 107 | (42+0.9) x 107°
Cr (1.0 £0.1) x 107> (1.1 £0.2) x 1073 Sb (.0£0.1) x 107 | (1.1£0.2) X 107>
Cu (5.0£0.6)x 107 | (3.9%+1.4)x107 Sc (1.0£0.1)x 10> | (9.6+1.8)x 10
Dy (LO£0.1) x 1073 (9.1 +1.6) x 10°° Sm (LO£0.1)x 107> | (1.2%0.5) x 1073
Er (LO+0.1)x 107> | (9.7+1.6) x 10°° Sn (5.0+£06)x107° | (43+0.8) %1073
Eu (1L.0£0.1) x 1073 (9.4+1.9) x 10°° Sr (40+05)x10° | (4.0+0.9)x107°
Fe (5.0+£0.6)x 107> | (5.5+07)x107° || Ta (LO+0.1)x 107 | (1.1£0.2) x 1073
Ga (1.0£0.1) x 1073 (8.5 1.7) x 10°° Tb (L0£0.1) X 107> | (9.7+1.4) x 10°°
Gd (1.0£0.1) x 1073 8.6+ 1.8) x 10°° Te (5.0+£0.6) x 1075 | (4.6+0.4) x 107
Hf (1.0£0.1) x 1073 (1.1£0.2) x 1073 Ti (1.0£0.1)x 1075 | (1.24£0.2) x 1073
Hg (5.0 £0.6) x 10~ 3.9+ 1.1)x 10°° Tm (1.0£0.1)x 1075 | (8.4£2.1) %107
Ho (LO+0.1)x 107> | (8.6x14)x10°° || W (LO+0.1)x 107 | (L.1+0.1)x 107>
In (LO+0.1) x 1073 (1.1 +£0.4) x 1073 Y (LO+0.1)x 107> | (9.0+2.1) x 10~
La (1.0£0.1) x 1073 9.1+ 1.7) x10°° Yb (5.0+£06)x107° | (44+0.8)x107°
Li (20+02)x107% | (2.2+0.6) x 10°° Zn (L0£0.1) x 107> | (1.1+£0.3) x 1073
Lu (1.0£0.1) x 1073 (9.0 £ 1.7) x 1076 Zr (1.0£0.1) x 107> | (9.7+1.8)x 107

HOM IUCTWIsIIMEeit a30THOM KucjoToil. CrekTpo-
METp TpaayMpoOBajM MO pa3daBiIeHHBIM pacTBOpaM
MBC. OcraTtouyHoe coaep>kKaHue TepMaHUs B ITOJY-
YeHHBIX pacTBOpax He mpesbiano 1 mac. %.

PE3VJIBTATBI 1 X OBCYXIEHHUE

Onenka npejenoB ooHapyxkeHusi. O1LIeHKY IpeeioB
OOHapy:XeHUsI TIpuUMeceil IIPOBOIMIIN IO 3s-KpUTe-
pulo, TAe § — CTaHAApPTHOE OTKJIOHEHWE KOHILIEHTpa-
LIMYU TPUMECU B KOHTPOJILHOM omnbITe. B Tab. 2 pu-
BEJICHBI TIpeJieIbl OOHApYXEeHUS MpUMeceid o pa3pa-
0oTaHHOII MeToauKe (B pacueTe Ha HaBecKy oOpasiia
400 mr, n = 10) 1 10 OITyOJIMKOBAaHHBLIM paHee METOIM -
kam [3] (Macca HaBecku 250 mr) u [8] (Macca HaBecKu
100 mr). BunHo, uyro no cpaBHeHuio ¢ MC-UCII-me-
ToAuKOM [8], B KOTOpOIi OCHOBY Take OTTOHSIIM B
YCJIOBMSIX aBTOKJIaBa, PACIIMPEH CIIMCOK OIpeesie-
MBbIX BJIEMEHTOB-IIpUMeceii. B cpaBHeHUM ¢ MeToau-
Kol [3], B KOTOpOIi OCHOBY OTTOHSUIM YITapuBaHUEM
non, MK-mamrroii, pa3spadboraHHass METOIMKA ITO3BO-
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JISET MOIMOJIHUTEJBHO ONpeaessaTh 16 mpumMeceit.
BaxxHo, 4TO B CIIMCOK OIpeAesisieMbIX IIPUMeECeit BXO-
It 9 TexHonorndecku BaxHbIx [12]: Al, Co, Cr, Cu,
Fe, Ga, Mg, Mn, Ni. Bmecte ¢ TemM uMeroTcs
10 aHaIUTOB, KOTOpbIE HE yIAJIOCh OIPEAETUTH IO
npeniaoxenHoit meroguke: Ca, Bi, K, Mo, Pd, Pt,
Rb, Se, V, T1. I[IpyurHaMu MOTYT OBITH ITOBHIIIICHHAST
TeMIlepaTypa OTaeJieHUsI ocHOBBI npoonl (180°C mo
cpaBHeHUI0 ¢ ymapuBaHueMm Tipu 80°C) um npyrue
OCOOCHHOCTH peTUCTPalliM aHATUTUIECKOTO CUTHA-
ma. Kak BugHO m3 Tabi. 2, MeTOomMKa IT03BOJISIET
onpeaeaTh 10 50 371eMEeHTOB ¢ IIpeaeiiaMu o0Hapy-
xeHus (mac. %) 6 x 1078 (Mg); 2 x 1077—1 x 10~
(Ag, Au, Be, Cd, Dy, Eu, Hg, Li, Lu, Mn, Sc, Sr, Y,
Yb, Zr); 2 X 107°—9 x 107 (Al, As, B, Ba, Ce, Co, Cr,
Cu, Er, Fe, Ga, Gd, Hf, Ho, In, La, Na, Nb, Nd, Ni,
P, Pb, Pr, Sm, Sn, Ta, Tb, Ti, Tm, W, Zn); 1 X 10—°—
3 x 1073 (Re, Sb, Te).

IIpoBepka nmpaBUIbLHOCTH. [10JIHOTY KOHLIEHTPUPO-
BaHUS 2JIEMEHTOB-TPUMECEN B TPOLIECCE OTTOHKU OC-
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HOBBI TIPOOBI U TIPABUJILHOCTh Pa3pabOTAHHOMN METO-
UKW TIPOBEPSIM CIIOCOOOM BBeleHO—HakaeHo. s
3TOro J00ABKM aHAJIWMTOB BBOAWIN 13 pacTBOpoB MBOC
Ha TIOPOIIOK IMOKCHUIA TePMAHUs, BBICYIIIMBAIN IO
MUK-nammioit 1 nepememmBanu. anee mnpoBogvimn
MUKPOBOJIHOBYIO TIpobonoarotoBky u ADC-UCII-
anamm3. IlomydyeHHbie pe3ynbTaThl (Taba. 3) coriacy-
I0TCSI C KOHLICHTPALUSIMA BBEICHHBIX aHAJIUTOB B ITpe-
JIeJlax JIOBEPUTCILHOIO WHTEpBalia. DKCIIEPUMEHT
TI0Ka3aJI, YTO NMPU BBIOPAHHBIX YCITOBUSIX 50 MHKpoO-
npumeceii (Ag, Al, As, Au, B, Ba, Be, Cd, Ce, Co, Cr,
Cu, Du, 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) Ko-
JIMYECTBEHHO IepeXoasT B pacTBop. JlaHHbBIe Tabi. 3
MOJIy4eHBI 3 3—6 He3aBUCUMBIX OITBITOB (YMCJIO OIpe-
JIeJIeHW B KaxkaoM oIibite n = 2—3). BHyTpmiabopa-
TOpHAas1 IPELM3UOHHOCTh B YCIIOBUSIX TTIOBTOPSIEMOCTH
3aBUCUT OT OIpeAeIIIeMOIl ITPUMECH U JICXKUT B MHTEP-
Bajie ot 2 10 22%.

PaspaboTaHHBIN c1TOCO6 OTTOHKM OCHOBEHI ITOCTIE
PEaKIIMOHHOTO TIPEeBPAIIEHNS B YCJIOBHSIX aBTOKJIaBa
MO3BOJISIET UCTIOJIb30BaTh KOMMEPUYECKU JOCTYITHBIE
peakTHBBI MapKH1 OC. 4. M B 2—3 pa3a COKpaTUTh IPO-
MODKUTETBHOCTD MOATOTOBKY 00pasia K aHaJIn3y.

Paboma evinoanena e coomeemcmeuu ¢ HAGHOM
HUP UHX CO PAH no npoexmy V.45.1.4. Ne eocpeeu-
cmpauuu 0300-2016-0020.

CITMCOK JIMTEPATYPbI

1. Aesamuix I.I., Kapnoe FO.A., Ocunosa JI. U. BricTaBKa-
KOJUIEKLIST BEILIeCTB ocoOoit ynucToTel. M.: Hayka,
2003. C. 236.

2. Hazapenxo B.A. AHanutmyeckass XUMMsI TepMaHMUSI.
M.: Hayka, 1973. C. 264.

3. Medvedev N.S., Shaverina A.V., Tsygankova A.R., Sap-
rykin A.l. Analysis of high-purity germanium dioxide
by ETV-OCP-AES with preliminary concentration of
trace elements // Talanta. 2016. Ne 155. P. 358.

4. Ilemposa H. U., I[bieanxosa A.P., Canpoikun A. . AHa-
JIN3 BBICOKOYMCTOTO OUWOKCHMIA TepMaHUs METOIOM
aTOMHO-a0CcopOILIMOHHOI criekTpomerpuu // Heopra-
Huueckue Marepuanbl. 2015. T. 51. Ne 1. C. 64.
(Petrova N.I., Tsygankova A.R., Saprykin A.l. Analysis

KYPHAJI AHAJIMTUYECKOW XUMUWU

10.

11.

12.

13.

I'YCEJIbHUKOBA u np.

of high-purity germanium dioxide by atomic absorbtion
spectrometry // Inorg. mater. 2015. V. 51. Ne 1. P. 57.)

Yanviwesa T.A., Illleanaxosa H.P., Canpwvikun A.U.
OrmnpeneneHue nMpuMeceil B BBICOKOYMCTOM TUOKCUIE
repMaHusi aTOMHO-3MUCCUOHHBIM CIEKTPaJIbHBIM
MeToaoM // 3aBonck. 1abopaTopusi. JluarHocTuka ma-
tepuanion. 2009. T. 75. Ne 1. C. 7.

. Meruva A.R., Raparthi S., Kumar S.J. Modified matrix

volatilization setup for characterization of high purity
germanium // Talanta. 2016. Ne 146. P. 259.

Kapanoawes B.K., bespykoeé JI.b., Kopnoyxoe B.H.,
Hocenko C.B., Inasun I'.I., Osuunnuxoe C.B. AHann3
00pa3loB repMaHMsI U IMOKCUIA TEpMaHUSI METOIaMU
Macc-CIIeKTPOMETPpUY M aTOMHOI amuccun // 2KypH.
aHamur. xummud. 2009. T. 64. Ne 3. C. 274
(Karandashev V.K., Bezrukov L.B., Kornoukhov V.N.,
Noshenko S.V., Glavin G.G., Ovchinnikov S.V. Analysis
of germanium and germanium dioxide samples by
mass-spectrometry and atomic emission spectrometry
//J. Analyt. Chem. 2009. V. 64. Ne 3. P. 259.)

Ueng R.L., Sahayam A.C., Jiang S.J., Wan C.C. Micro-
wave-assisted volatilization of chlorides of Ge and Se
for the determination of trace impurities in high purity
Ge and Se by ICP-MS // J. Anal. At. Spectrom. 2004.
Ne 19. P. 681.

Hlasepuna A.B., Ilbicankosa A.P., Canpoikun A.H. Me-
tonuka MCIT-ADC aHanms3a KpeMHHS C MUKPOBOJI-
HOBBIM pPa3jio)keHWEM W KOHIIEHTpUpOBaHUeM //
XKypn. aHaymmt. xumuu. 2015. T. 70. Ne 1. C. 26.
(Shaverina A.V., Tsygankova A.R., Saprykin A.I. A pro-
cedure of ICP-AES analysis of silicon using microwave
digestion and preconcentration // J. Analyt. Chem.
2015.V.70. Ne 1. P. 28.)

Tyceavnuxoea T.A., [vieankosa A.P., Canpvikun A.H.
ATOMHO-3MUCCUOHHBIN CITEKTPaIbHBIM aHaINU3 M-
OKCHJa repMaHusl ¢ MpeaBapUTEIbHbIM KOHLIEHTPU-
poBaHMeM IIpumMmeceli // 3aBoack. madboparopus. Jua-
rHoctrka matepuanos. 2019. T. 85. Ne 1. Y. II. C. 50.

Ivieanxosa A.P., Maxawosa I.B., llleanakoséa HU.P.,
Canpoikun A. . AHanu3 Tprokcuaa MoanbaeHa MeTo-
nom HMCIT-ADC // AHanutuka U KoHTposb. 2011.
T. 15. Ne 2. C. 182.

Ilvieanxoea A.P., Maxawosea I'.B., Illeinaxosea H.P.,
Canpoikun A. M. DMUCCUOHHBIN CIEKTPAJIbHBIN aHAIN3
OKCH/Ia BUCMYTa C BO30OYKIEHUEM U3TYyYCHUST B MHIYK-
TUBHO-CBSI3aHHOM Iu1a3Me // 3aBOICK. JlabopaTtopus.
Hunarnocrtuka marepuaion. 2013. T. 79. Ne 3. C. 12.

TY 48-4-545-90. Tlpunoxenue 4. I'epmaHus nBYy-
okuck. M.: Tmpenmert, 1990.

TOM 75 Ne 5 2020




<<
  /ASCII85EncodePages false
  /AllowTransparency false
  /AutoPositionEPSFiles true
  /AutoRotatePages /All
  /Binding /Left
  /CalGrayProfile (Dot Gain 20%)
  /CalRGBProfile (Adobe RGB \0501998\051)
  /CalCMYKProfile (Photoshop 5 Default CMYK)
  /sRGBProfile (sRGB IEC61966-2.1)
  /CannotEmbedFontPolicy /Warning
  /CompatibilityLevel 1.3
  /CompressObjects /Tags
  /CompressPages true
  /ConvertImagesToIndexed true
  /PassThroughJPEGImages true
  /CreateJobTicket false
  /DefaultRenderingIntent /Default
  /DetectBlends true
  /DetectCurves 0.0000
  /ColorConversionStrategy /LeaveColorUnchanged
  /DoThumbnails false
  /EmbedAllFonts true
  /EmbedOpenType false
  /ParseICCProfilesInComments true
  /EmbedJobOptions true
  /DSCReportingLevel 0
  /EmitDSCWarnings false
  /EndPage -1
  /ImageMemory 1048576
  /LockDistillerParams false
  /MaxSubsetPct 100
  /Optimize false
  /OPM 1
  /ParseDSCComments true
  /ParseDSCCommentsForDocInfo true
  /PreserveCopyPage true
  /PreserveDICMYKValues true
  /PreserveEPSInfo true
  /PreserveFlatness false
  /PreserveHalftoneInfo false
  /PreserveOPIComments false
  /PreserveOverprintSettings true
  /StartPage 1
  /SubsetFonts true
  /TransferFunctionInfo /Apply
  /UCRandBGInfo /Preserve
  /UsePrologue false
  /ColorSettingsFile ()
  /AlwaysEmbed [ true
  ]
  /NeverEmbed [ true
  ]
  /AntiAliasColorImages false
  /CropColorImages false
  /ColorImageMinResolution 300
  /ColorImageMinResolutionPolicy /OK
  /DownsampleColorImages true
  /ColorImageDownsampleType /Bicubic
  /ColorImageResolution 300
  /ColorImageDepth -1
  /ColorImageMinDownsampleDepth 1
  /ColorImageDownsampleThreshold 1.50000
  /EncodeColorImages true
  /ColorImageFilter /FlateEncode
  /AutoFilterColorImages false
  /ColorImageAutoFilterStrategy /JPEG
  /ColorACSImageDict <<
    /QFactor 0.15
    /HSamples [1 1 1 1] /VSamples [1 1 1 1]
  >>
  /ColorImageDict <<
    /QFactor 0.15
    /HSamples [1 1 1 1] /VSamples [1 1 1 1]
  >>
  /JPEG2000ColorACSImageDict <<
    /TileWidth 256
    /TileHeight 256
    /Quality 30
  >>
  /JPEG2000ColorImageDict <<
    /TileWidth 256
    /TileHeight 256
    /Quality 30
  >>
  /AntiAliasGrayImages false
  /CropGrayImages false
  /GrayImageMinResolution 300
  /GrayImageMinResolutionPolicy /OK
  /DownsampleGrayImages true
  /GrayImageDownsampleType /Bicubic
  /GrayImageResolution 300
  /GrayImageDepth -1
  /GrayImageMinDownsampleDepth 2
  /GrayImageDownsampleThreshold 1.50000
  /EncodeGrayImages true
  /GrayImageFilter /FlateEncode
  /AutoFilterGrayImages false
  /GrayImageAutoFilterStrategy /JPEG
  /GrayACSImageDict <<
    /QFactor 0.15
    /HSamples [1 1 1 1] /VSamples [1 1 1 1]
  >>
  /GrayImageDict <<
    /QFactor 0.15
    /HSamples [1 1 1 1] /VSamples [1 1 1 1]
  >>
  /JPEG2000GrayACSImageDict <<
    /TileWidth 256
    /TileHeight 256
    /Quality 30
  >>
  /JPEG2000GrayImageDict <<
    /TileWidth 256
    /TileHeight 256
    /Quality 30
  >>
  /AntiAliasMonoImages false
  /CropMonoImages false
  /MonoImageMinResolution 1200
  /MonoImageMinResolutionPolicy /OK
  /DownsampleMonoImages true
  /MonoImageDownsampleType /Bicubic
  /MonoImageResolution 1200
  /MonoImageDepth -1
  /MonoImageDownsampleThreshold 1.50000
  /EncodeMonoImages true
  /MonoImageFilter /CCITTFaxEncode
  /MonoImageDict <<
    /K -1
  >>
  /AllowPSXObjects false
  /CheckCompliance [
    /None
  ]
  /PDFX1aCheck false
  /PDFX3Check false
  /PDFXCompliantPDFOnly false
  /PDFXNoTrimBoxError true
  /PDFXTrimBoxToMediaBoxOffset [
    0.00000
    0.00000
    0.00000
    0.00000
  ]
  /PDFXSetBleedBoxToMediaBox true
  /PDFXBleedBoxToTrimBoxOffset [
    0.00000
    0.00000
    0.00000
    0.00000
  ]
  /PDFXOutputIntentProfile ()
  /PDFXOutputConditionIdentifier ()
  /PDFXOutputCondition ()
  /PDFXRegistryName ()
  /PDFXTrapped /False

  /CreateJDFFile false
  /Description <<

  >>
  /Namespace [
    (Adobe)
    (Common)
    (1.0)
  ]
  /OtherNamespaces [
    <<
      /AsReaderSpreads false
      /CropImagesToFrames true
      /ErrorControl /WarnAndContinue
      /FlattenerIgnoreSpreadOverrides false
      /IncludeGuidesGrids false
      /IncludeNonPrinting false
      /IncludeSlug false
      /Namespace [
        (Adobe)
        (InDesign)
        (4.0)
      ]
      /OmitPlacedBitmaps false
      /OmitPlacedEPS false
      /OmitPlacedPDF false
      /SimulateOverprint /Legacy
    >>
    <<
      /AddBleedMarks false
      /AddColorBars false
      /AddCropMarks false
      /AddPageInfo false
      /AddRegMarks false
      /BleedOffset [
        14.173230
        14.173230
        14.173230
        14.173230
      ]
      /ConvertColors /NoConversion
      /DestinationProfileName ()
      /DestinationProfileSelector /NA
      /Downsample16BitImages true
      /FlattenerPreset <<
        /ClipComplexRegions true
        /ConvertStrokesToOutlines false
        /ConvertTextToOutlines false
        /GradientResolution 300
        /LineArtTextResolution 1200
        /PresetName ([High Resolution])
        /PresetSelector /HighResolution
        /RasterVectorBalance 1
      >>
      /FormElements false
      /GenerateStructure false
      /IncludeBookmarks false
      /IncludeHyperlinks false
      /IncludeInteractive false
      /IncludeLayers false
      /IncludeProfiles false
      /MarksOffset 14.173230
      /MarksWeight 0.250000
      /MultimediaHandling /UseObjectSettings
      /Namespace [
        (Adobe)
        (CreativeSuite)
        (2.0)
      ]
      /PDFXOutputIntentProfileSelector /NA
      /PageMarksFile /RomanDefault
      /PreserveEditing true
      /UntaggedCMYKHandling /LeaveUntagged
      /UntaggedRGBHandling /LeaveUntagged
      /UseDocumentBleed false
    >>
    <<
      /AllowImageBreaks true
      /AllowTableBreaks true
      /ExpandPage false
      /HonorBaseURL true
      /HonorRolloverEffect false
      /IgnoreHTMLPageBreaks false
      /IncludeHeaderFooter false
      /MarginOffset [
        0
        0
        0
        0
      ]
      /MetadataAuthor ()
      /MetadataKeywords ()
      /MetadataSubject ()
      /MetadataTitle ()
      /MetricPageSize [
        0
        0
      ]
      /MetricUnit /inch
      /MobileCompatible 0
      /Namespace [
        (Adobe)
        (GoLive)
        (8.0)
      ]
      /OpenZoomToHTMLFontSize false
      /PageOrientation /Portrait
      /RemoveBackground false
      /ShrinkContent true
      /TreatColorsAs /MainMonitorColors
      /UseEmbeddedProfiles false
      /UseHTMLTitleAsMetadata true
    >>
  ]
>> setdistillerparams
<<
  /HWResolution [2400 2400]
  /PageSize [595.000 842.000]
>> setpagedevice


