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MpepnoxeH BapuvaHT METOAMKM aTOMHO-3MUCCUMOHHOIO aHa/iM3a BbICOKOYMCTOTO MbllbsKa, MO-
3BONISAOWMI NPOBOANTL KOHLEHTPUPOBAHNE HeNeTyuyux npuMeceii B KpaTepe rpadMToBOro 3/1€KTPOo-
[la OTroHKoi maTpuubl B Buge Asd 3 13 ABYX - U TPEXIPAMMOBbLIX HABECOK, XapakTepusyujuiics
HU3KUM 3HAuYeHMeM MOMpaBKM KOHTPO/IbLHOro onbiTa. Mpeaen o6HapyXeHuss NnpuMeceii pacnpocTpa-
HEHHbIX anemMeHTOB cocTaBun 10 7 10 8mae. %, B TOoM uucne kpemuus - 4 10 7mae. %.

ANALYSIS OF HIGH-PURITY ARSENIC BY ATOMIC EMISSION METHOD WITH CONCENTRATION
OF IMPURITIES BY SUBLIMATION OF THE MATRIX FROM ELECTRODE WITH WEIGHT

V.G.Pimenov, A.V.Bondarenko

A technique for atomic emission analysis has been developed with preconcentration of non-volatile
impurities of 2-3 g weights of high-purity arsenic by sublimation of the matrix in graphite electrode cavity.
The limit of detection for the impurities of common elements is in ppb range with 4 ppb for silicon.

MuveHoB Bnagumnp Neoprnesuny - kaHguaart
XUMUNYECKNX HayK, CTaplWwmninl Hay4YHbI COTPYA-
HUK, 3aM. Anpektopa NHCTUTYyTa XMMUN BbICO-
KOYNCTbIX BeuwecTts PAH.

O61aCTb Hay4YHbIX UHTEPECOB: MeTo/bl
onpepgeneHnsa NpPUMecein B BbICOKOUYNCTbIX
BewecTBax, aTOMHO-3MUCCUOHHAaA, aTOMHO-
abcopbuMOHHaa cnekTpocKkonus.

ABTop 80 ny6nunkaumni.
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BnuTtepaType npeacTaBneHo AeknaTouyHo 60nbLioe
KO/IM4ecTBO METOAMK aHann3a BblICOKOYNCTOTO Mbl-
WwbAKa. Hanpumep [1-12). U3 npmuBOAMMBIX pe3ynbTa-
ToB aHanns3oB [13-17] cnegyeT, 4TO MeTPOAOTNYeCcKue
XapakTepucTukn MeToaunK aHannsa He Bcerga yaoB-
NeTBOPAT HEOOXOAMMBIM TpeboBaHUAM [4].

Mpu aHanm3e BbICOKOYNCTOTO MbllWbAKA aTOMHO-
9MUCCUOHHBIM (A3) METOAOM TPYAHOCTM Bbl3blBAET
onpefesnieHne mMasnblXx cogepxaHuii npuMmeceii pac-
NPOCTPaHEHHbIX 3/IEMEHTOB. 0OCOOGEHHO KpeMHMSA [2-
12]. Mpu npoBegeHnn A3-aHanunsa Mblll bAKa C Npej-
BaApMUTENbHbIM KOHLEHTPUPOBAHHOM MNpuUMecen
NWb BTPEX U3 PACCMOTPEHHbIX Ny6Ankaunn npu-
BeJleH npefen obHapyxeHus kpemHusa. Ero sHaue-
HMe BeCbMa BE/INKO N3-3a 60/blWOW NONPaBKN KOHT-
ponbHoro onbiTa (5-10 5mae. %[3], 10 MO Bmae. %
[10. 11]) m Haxo4NTCSA Ha ypoBHe npegena obHapy-
XEHNA KPEMHUSA BMbllWbAKE NTPAMbIM AD-MeTOAO0M

BoHpapeHko AHApeli ButanbeBuY - UHXEHEP
naéopaTtopmn aHa/IMTUYECKON XUMUN BbICOKO-
YNCTbIX Belw,ecTB VIHCTUTYTa XMMUU BbICOKOYMU-
CTbiX BeuwectB PAH.

O6nacTb Hay4HbIX UHTEPECOB: onpejesieHne
npumMmecen B BbICOKOUYUCTbIX BellecTBax,
aTOMHO-3MNCCUOHHAA CMNEeKTPOCKOMUA.

ABTOp 4 ny6avkauunn.
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[12]. BocTanbHbIX uuTUpyemMblix pabotax gaHHblie 0O
npegene obHapyXeHUa KpeMHUA HE NPUBOAATCH, NO-
BUAUMOMY. NO TOW Xe NpuYvmnHe.

B [9] npegnoxeHa meToauka AD-aHanm3a Mbl LW b-
fka C npeABapuTeNbHbIM KOHUEHTPUPOBAHMUEM
npumeceli OTTOHKO OCHOBbI B BUA€e OKCMAa MbllWb-
AKa. no3Bondwwan onpegendate 34 npumecu cnpe-
penamun obHapyxeHuns 10s-1 0 mae. %. Kak noka-
3blBalOT NpuBegeHHble B [9] AaHHble (Npeaen ob6Ha-
PYXEHUA NpuMecH, oLLeHKa CXoA4MMOCTU, NpoBepkKa
nNpaBUNbHOCTK K Ap.). 3Ta MeToaunKa aBnseTcs ofa-
HOW N3 Nyywmnx cpegm onyb6aMKOBaHHbIX, B NEPBYHO
ouepeab nNo npepenam ob6HapyxeHusa. OAHaKo. «.
YTO KacaeTCcsd KpeMHUA, TO 3TOT 3/IEMEHT HE MOXET
6bITb ONpeAesieH Ha LOCTAaTOYHO HU3KOM YPOBHE U3-
32 60/1bWOr0 YPOBHA NONPAaBKN KOHTPO/IbBHOTO ONbl-
Ta« [9]. ABTOpbI HE paccMaTpuBalT MPUYUHbBI BbICO-
KOTro (poHa Mo KPEMHUIO M A4PYTMM pacnpocTpaHéH-



HbIM 3/1eMeHTaM, HO 4,0CTaTO4YHO NoApo6HOoe on
HMe npoueaypbl aHann3a No3BoAET caenartb nNo
MYy MOBOAY HEKOTOPbIE 3aK/NIYEHNSA, KacaKwwme
OPYTMX METOANK XMMUKO-CNEKTPanbHOro aHan

Ha Haw B3rnag, OCHOBHbLIMW UCTOYHUKAMMN i
Meceli pacnpocTpaHéHHbIX 3/IEMEHTOB, 06HapyX
€MbIX BKOHTPOJ/IbHOM OMbITE, KPOME rpadnTOBbIX 3
TPOAOB. ABMAAKTCA rpadUTOBbIi MOPOLWOK, NUCNOA
€eMblil BKayecTBe KosiiekTopa npumeceii, NOBepxXH
KBapLeBoOl Yallku, BKOTOPYIO ero nomMewarT, Ha
Ka M3 KBapueBblX TPYy6OK, cayxawas NnpuemMHr
oKcua MbllWbAKa. 3aMeTHOE BIMAHNE MOXET OKa
3arpsi3HeHne NoBEPXHOCTU NPpo6bLI NPy n3Menbye
M neperpyskax rpadputoBoro nopowka. B[10.11]n
noxeHa metoanka A3-onpegenexHns npumeceiicn
BapuTeNbHbIM KOHUEHTpUpoOBaHuem B yraybner
nonocTu anektpopa ansa Ad-aHanusa 6e3 ncnon
BaHuA rpautoBoro nopowka [18]. Batom cnydae i
cMManbHas macca aHaluTU4YeCKONn HaBeCKn MK
NNTHbIX 06pa3LoB MbllWbAKa, NOMeL,aeMoil B N0
gnametpom4mm. coctanana0.5-1 r. OgHako go
TOYHO C/IOXHO MpUAaTb aHANIUTUYECKON HaB*
hopMy NONOCTUN 31€KTPOaa, aTakxke yaannTb Nos
HOCTHblE 3arpsA3HeHns nocne eé N3roToB/IEHNSA .

B HacToswenn paboTte npegnaraetca meto’
aTOMHO-3MUCCMOHHOIO aHanusa MbllWbAKa ¢ n
BapuTeNbHbIM KOHLEHTPUPOBaHNEM, B KOTOPOWA
CMOTpPEHHbIE (DaKTOPbl UCKNIOYEHDBI U eBejei
MUHUMYMY NPU O4HOBPEMEHHOM YBE/IMYEHNN aHa-
NUTMYEeCcKOn HaBeCckMn Ao 2 -3 T.

OKCMNMEPUMEHTANBHAA YACTb

CxeMayCTaHOBKWN ANA KOHLEHTPUPOBaHNA Npu-
mMeceli B anekTpofax Ana A3 aHanusa M3 60nblINX
HaBECOK MblllbSAKa OTFTOHKOV MaTpulbl B hOpMe OK-
cuja npueBefeHa Ha pPUCYHKe.

Ha ptoponnacTtoByto noactaBky (9) coTBepcTua-
MW ONA gocTyna Bo3fyxa yknagbiBanu TkaHb leT-
psiHoBa (8) nycTaHaBnMBanu kBapuyeBblih konnak (7)
LMnmMHAprnyeckoin doopmbl. Bokpyr konnaka 3akpen-
NAAN HUXPOMOBBI KONbLEBON HarpesaTtenb (4). 3ak-
NOYEeHHbIh B KBapueByto Tpybky. Ansa 6onee paBHO-
MEPHOro NPOCTPAHCTBEHHOTO pacnpefeneHns Tem-
nepaTtypbl CBepXy ycTaHaB/iMBanu akpaH U3 nNUcTo-
BOro NOJ/INPOBAHHOTO HUKensa (2). BHyTpn konnaka
nomMeuwianun cneynanbHy noacrasky (6) 4na 20 anek-
TpoaoB (5). BbINONHEHHY M3 KBapLeBOro crekna.
Bce kBapueBble feTann yCTAHOBKWU, Kak U BHYTPEH-
HAS MOBEPXHOCTb KO/INaka, NnoABepranncb OrHEHHOWN
NONNPOBKE AN YyAaNneHNA BO3MOXHbIX MUKPOCKONN-
YeCKMX UCTOYHWKOB HYacCTuL AMOKCMAA KPEeMHUSA
(TpewwnH, ckonoB, penbedHbIX HEOQHOPOAHOCTE
Masnoro macwrtaba c OCTPbIMW BbICTyNnamu pas3nuny-
HOW reomeTpumn 1 T. N.).

YcTaHOBKa A1 OTrOHKM MbllWbsika W3 3/1eKTPOAO0B
1 - npo6a; 2 - meTannMyecknii aKkpaH; 3 - BOPOHKa;
4 - HarpeBatenb; 5 - rpaduTOBbLI 3NekTpos; 6 - KBapuesas
nofcraBka: 7 - KBapueBbllii konnak; 8 - TkaHb [leTpsiHOBa;
9 - dpToponnacToBas nogcTaska

Ha anektpofbl Hagesanu Hacafku B Bue BOPO-
HOK (3). U3roToBNEeHHble U3 rpauta mapkum MMT-6.
OTO0 NO3BOJIANO NCMOML30BATL aHa/IMTUYECKNE HABEC-
KW Maccoi 2-3 T M KOHLEeHTPUpOBaTb NPUMeCcH Heno-
CpefCTBEHHO B NOJIOCTU 3/1€KTPOAA, a Nocne OTTOHKU
OCHOBbI U CHATUSA BOPOHKW BbIMOJIHATL aHAaNN3 KOH-
LeHTparta. ucnapsa npumecu B 4yrosoi paspsag no-
CTOSAHHOTO TOKa U3 Kpatepa onTirMasbHbIX pasMeposB.

HarpesaTtenbHoe ycTpoiicTBo obecneyumsasno fo-
CTaTOYHO PaBHOMEPHBLI Harpes 3/1€KTPOAO0B U BO-
poOHOK Cc 06pa3yammn mMmblilWwbAka. MpegBapuTenbHbl-
MW N3MEPEHNAMMN YCTAHOBUIN. YTO 3HAYEHUA TEM-
nepaTypbl Ha BHYTPEHHEW CTEHKe BOPOHKMW, B NOJ0-
CTV 3neKTpoja v Ha ero 60KOBOI MOBEPXHOCTKN pas-
nnyanucek He 6onee yem Ha 3-5 rpagycoB. Pasnnuune
TemMnepaTtyp 3/1eKTPOA0B, YCTAHOBJ/IEHHbIX B LLEHTpe
M Ha nepudepnun NOACTaBKU, TAKXE He NpeBbIWano
5rpagycoB. Takme ycnoBsusa obecneuynBanu npaktu-
YyeCcKkM OAMHAKOBYK OTIFOHKY MaTpPULLbl U3 BCEX 3/EK-
TPOAOB U UCKNOYaNN OCaXAeHne okcuha Mbl Ll bs-
Ka Ha rpadMToOBbIE 3/IEKTPOLbI.

AHanun3 BbINONHANKN cnegyowmm o6pasom. KOHT-
PO/IbHBIA ONBIT NPOBOAUN HA NYCTbIX 3/1€KTPOAaXx.



CONPOBOXAaBLIMX 3/1€KTPOAbI C HaBeckamu nNpo6 u
o6pasLoB CpaBHEHMWS Ha BcexcTaansax aHanusa. rnpo-
6bl Mblllbsika C MOMEHTA UX NONIYyYEHUS A0 npoBepje-
HWSA aHanusa XpaHWnu B BaKyyMWPOBAHHbIX CTeK-
NSAHHbIX amnynax. AMNynbl BCKpbiBanu Henocpeg-
CTBEHHO Nepej npoBejeHNeM aHannsa. AHanmTmyec-
Kne HaBeCKW oTAeNsAanu, packanbiBas Nnpo6bl Mbl W bS-
Ka Nno NJ1I0CKOCTAM CNaHOCTN, NPOMbIBany a30THON
KucnoToi, Boaoli n aueToHoMm. PaboTy Benu B lwikagy
knacca 100 B naMMHapPHOM MOTOKE OYULLEHHOIO OT
nblny Bo3ayxa. MonyyeHHble KYCOUYKN MbllbsKa NO-
MeLwanu npy NOMOoLL M NUHLeTa cpToponaacToOBLIMM
HaKOHeYHWKamMu B NpefBapuUTenbHO B3BELIEHHbIe
3N1eKTPOoLbl C HAAETHIMU HA HUX BOPOHKAMM U CHOBA
B3BeWMBaan. Maccy HaBeCKky HaxoAuau No pasHo-
CTW. 3aTeM 3/1eKTPOAbl C HABECKaMU Mbll bsKa ycTa-
HaB/MBanu Ha NoACTaBKYy, HaKpbiBanu KONakom wu
BKAOYanu Harpes. [MOBepPXHOCTb NPo6 okucnsnach
Kmcnopogom Bosagyxa. O6pasoBaBLlIMACA NeTy4Yniil OK-
cup MbllWbaka cy6nmmupoBascs, a 3aTeM ocegan Ha
XONOAHbIX CTEHKAX Ko/sinaka, NpenMyL,ecTBEHHO B
HWXHEeR ero yacTu. B npouecce OTrOHKM Nponcxoaun-
10 yMEeHblUeHNne HaBeCcku, B pe3ynbTarte 4yero oHa. B
KOHUe KOHL OB, nonajasa B KpaTep 3/ekTpoa, OTKy-
[a n npoucxoamuna okoH4yaTesnbHasa OTroOHKa MaTpu-
ubl. MoHawWemMy NpeAnoa0XKeHN0, NOBEPXHOCTb 3/1€K-
Tpogda ABAsinacb KOANEeKTOpoM npumecei. B ntore
HeneTyyme BaTUX YCNOBUAX MPUMECH KOHLLEHTPUPO-
Ba/Cb B KpaTepe anekTpoaa.

Mpn o6pa3zoBaHnmM okcuaga cogepxaHue KNCN0po-
[a nog KoNnakoM YMeHbLIanochb, YTO BE/IO K NOHMXe-
HWI0 JaB/IEHNA 1 K MOACOCY BO3JyXa Yepe3 0TBepCcTus
BAHeycTaHOBKM. CKOPOCTb MOTOKA BO3A4yXa Npu Bbl6-
paHHOM pexume oTroHkn mana (~0.1mn/(cm2c)). uto
obecneumBano npakTuyeckn nonEiylo o4McTKy ero ot
yacTuy aspos3oneit [19). YcnoBus OTIFOHKW oKcupaa
MblWbSAKa noabupann akcnepumeHTanbHo. Mpwu
Temnepatype 290°C BpeMs OTFTOHKN OCHOBbI 06pas-
LLOB Maccoi 2 r cocTaBnsn0 0kono 8 yacos. OcTaTou-
Has Macca OCHOBbI B3fekTpoe He npeBbiwana 10 r.
4YTO He B/INAJIO HA BENIMYUHY aHAMMTNYECKOTO CUT-
Hana. 9NeKTpofbl C KOHLEHTPATOM NpumMmecei ne-
pemeliann K cnekTpanbHoOMy Nnpubopy Bcneyunanb-
HOM repMeTUYHOM KOHTelHepe, N30NuUpyLem nx
OT BHELWHeN cpefbl.

[n15 noArotoBKY annapaTtypbl UCNOMbL30Ban pe-
aKTMBbI N AUCTUNNTMPOBAHHYIO BO4Y, AONO/THUTENIbHO
O4ynLLEeHHbIE HENOCPEACTBEHHO Nepeg aHaIn3oM An-
cTunnaymeit 6e3 KuneHus B keapLesom [20) unm gro-
ponsiacToBoM annapare [21). BHyTpeHHIO0 noBepx-
HOCTb KOJ/INaKa, BCE 3/IeMEHTbI YCTAHOBKWN U TpaHC-
MOPTHbIA KOHTENHEP NPOMbIBaNIN B ANCTU/INPOBAH-
HoIM Bofe W npocylwimBann. MpamToBble BOPOHKMK B
TeyeEine 14aca Bblgep>XXmBanu B KOHUEHTPUPOBaAH-

HOI a30THOI KUCNoTe, NpoMbiBanu 7-8 pas guctun-
NMpPOBAaHHO BOAON 1 BbiCYWINBaNu B (hopBakyyme.

B pa6oTe ncnonb3oBasnun rpauToBblie 31€KTPO-
Abl ana ASD aHanunsa mapkm EC-12 npoussojcTtBa
3A0 TPA®WN" c copgepxaHmem npumecein, mae. %:
7 106Si. 9-10 7Al. 510 °Ca. 2-10 6Fe. 1 10 6Mn, me-
Hee [ 10 6 Mg. meHee MO 5Cu. meHee 11 0%6Ti, V
(nacnopTHble gaHHble). JONONMHUTENTbHY OUYUCTKY
rpapnToBbLIX 31EKTPOLOB NPOBOANNN NYTEM NpeBa-
puTenbHOro o6xura Bayre NnOCTOAHHOro Toka 18A B
TeuyeHune 20 c. KoHUeHTpaT npumeceii aHanmM3unpo-
Ba/in AYroBblM cnekTporpauyeckmm mMeTonoM C
perucTpauvein M3flyd4eHns NpuKaTogHOro c/109 naas-
Mbl cnekTporpadgom CT3-1(ayra NnOCTOSAHHOTO TOKa
13A. akcno3uuyma 15c. potonnactuHkn MPC-02 yyBs-
cTBUTENbHOCTbLI 10epgunHuy NOCTa) [22] nnu c BBE-
neHunem Hocutens [9]. CnekTporpamMMbl poTOMETPU-
poBanu Ha mmkpocdoTtomeTpe NP O-451

hafynpoBOYHbIe rpaduKmM CTPOUIN B KOOPAUHA-
Tax I - Ilgm. rge A5 = S,K-SKO- pasHOCTb MOYEPHEHNIA
NIMHUX NPUMECU B CIMEKTPE 3M1eKTPoja ¢ 06pasyom
CpaBHeHNsA, BK/oYad 3ar pasHeHus, 1 B KOHTPO/IbHOM
onbITe: LW-Macca NpMMecy BaNeKTposae, I. icrnosnb3o-
BaNN criegytowme obpasybl cpaBHeHUSA (OC): Ha oc-
HOBE rpaduUTOBOro NOpPoLLKa, CyXue ocTaTKu pacTBo-
pOB MOHOB MeTa/1/10B, CyXMe 0CTaTKN BbICOKOAUCHEp-
CHOW B3BECU KPEMHUSA UK ANOKcraa KpeMELLS Bcme-
CW M30MPONUIOBOro cnupTa ¢ Bogoi. MprmeHeHme
nocnegHEixX cBasaHo ¢ goctaTodEio BbICOKMM cofep-
YXaHneMm npumecun kpeMEEWA B rpadhEiToBOM NOPOLLIKE.

HaEi6onbLume TpvgEHOCTM BO3HULCAM NMPU NOCTPO-
eEAw rpagynpoBoYvHoOro rpagumka ansa onpegeneEiEis
EiaHOrpamMMoBbIX KO/IMYECTB KPEMHUS, NO3TOMY
HWkKe Ha NpEimepe 3Toin npumecn paccMoTpeHa
oueHKa npegena obEiapyxeHna n npouegypa npu-
rotoeneHEifOC.

OC Ha OCHOBE rpafuToBOro NOpoLLKa roToBuIn
nyTem pasbasneHEis cTaEigapTHoro o6pasua cocrta-
Ba rpayMToBOIO NopoLwika CNr-27 np. n nocnegoBa-
TeNbHO (3aTpK pasa) nonyyaeMbIxobpasEaoB rpapu-
TOBbIM MOPOLLKOM «0e.u. 8-4». Pa3baBneHne n noc-
neaywollee xpaHeHne o6pasuoB OCYLLECTBAANN B
3aKpblBalOLLMXCA PTOPONIACTOBbIX (D1aKOHaX C Ka-
MEvnnapomM. No3BoNALWMM L03MpoBaTh obpasey,
CpaBHEHUS B KpaTep anekTpoga 6e3 JoNoNHUTENb-
HbIX nNpucnocobneEENI. Ans goctvxkeEHIis ogHopoa-
HOCTW pacrnpefeneHns NpuMeceii CMecb nepeMeLLIn-
Ba/Ei B TeueEuie 5 yacos Bannapate. obecneviEBato-
LemM BpawaTesibHO - KonebaTesibHOe nepemelleELle
(hnakoHa. AHanorMyHbIe onepayun NPoBOAUNKU C
KOHTPONbHOM HaBeCKOW rpadMTOBOro MnopoLuka
“0c.u. 8-4*', cofep>XaELLe KpeMHUS B Heli COCTaBM/0
310 5mae. % Apyrux pacnpocTpaHEéHHbIX Npume-
celi - He MeHee 1 10 5mae. %. B 3/1eKTpOA 3arpyxa-



nn 10-20 mr OC. Taknum 06pa3om 6bI1 NOCTPOEH rpa-
OYNPOBOUYHbIV rpadduKk ¢ 3KCNEPUMEHTaNbHbIMU
Toukamu ot 1-10 8r kpemHuUs. AGCONIOTHLIN npeaen
ob6HapyxeHus mnn=3skorge*-cTaHgapTHOe OT-
KTOHEHWEe KO/IMYyecTBa NPUMECU B KOHTPOJIbHOM
OonbliTe - OLLEHUNN NO rPafynpoBOYHBIM rpadmkam.
MVWHUMaNbHbI 3HAYNUMbBIA aHANUTUYECKUIA CUT-
Han Minn = SK-SKF3skKd rge S,K- SKO- noyepHeHune
nnHuUN npumecun B cnektpe OC Y B KOHTPOJIbHOM
OMnblTe: SI0- CTaHAapTHOE OTKNOHEHWE Ko/lnyecTBa
NPUMecCH B KOHTPOJIbHOM OMNbITE, COOTBETCTBOBA/O
OTK/IOHEHWIO B NpUMepe c KpemMmHuem 6-10*9r.

OC B BMAE BbICOKOAUCNEPCHON B3BECU KPEMHUSA
UNN ABYOKUCU KPEMHUA B CMeCcu M30MPONUI0BOro
cnupTa €c BOAOW rotoBuaun pasbaBieHnem ro0BHOTO
obpasua c KoHueHTpauueit MO 1vae. % KpeMHUSA ©
nonydyaemblX nocnegosartesibHO 3a Tpu pasa. MNwune-
TOYHbIM go03aToOpoM Mapku «Eppendorf» 3130 BHOCU-
nv BKpaTep anekTtpoga 10-20 MK B3BECU M BbICY LI UN-
Banu nog MK namnoi. B KOHTPO/IbHOM OMbITE 403U-
poBasin B 3/1eKTPOJ CMECb N30NPONNIOBOIo cnupTa c
BOLON 6e3 kpeMHUa (MKE MO '9r). MUHUMAaNbHBbINA
3HAYUMbI aHANMTUYECKNI CUTHAN COOTBETCTBOBAN
npepeny o6HapyxeHusa kpemHua mmn= 2 10 9r.

OC B Buge noHos metannos (Al. Cd. Mn. Zn. Fe.
Cu. Mo. Pb. Co. Ni) roToBunn nocnegoBaTesibHbIM
pa3baBneHneM 3a TpU pasa BOAON CTaHAaPTHOTO 06-
pa3ya KC-1(AO "3KPOC”")u npun fobaBneHun a3oT-
HOW KUCNOTbl ANna ctabunusaynm . KannbpoBoUHOI
KBapueBON NMUMNETKOW C BbITAHYTbIM Kanuansapom
UM NUNETOYHbLIM J03aTopoM mapku «Eppendorf»
3130 BHocunu B kpatep anekrpoga 10-20 mkn. OC.
B KOHTPO/NIbHOM OMbITE A03UPOBAJIN B 3/IEKTPOL, BOAY
cpob6aBneHneM a30THOM KACNOTbl, KOTOPbIE NPOLL/N
aHanornyHole OC onepayun. Npegensl o6Hapyxe-
HWSA Npumecei oueHnn NoA06HO ONMNCcaHbIM BbiLe.

FpagyvpoBOYHbIE Tpankn B NpegenaxcraHgapT-
HOro OTK/IOHEHMA pe3ynbTaToB coBnaganun Ans Bcex

TnnosOC.

OnpepgeneHne KoNnyecTBa NPUMeECEN B 3/1€KTPO-
[e nocne OTTOHKN HaBeCKU N BKOHTPO/NIbHOM ONbiTe
nNpoBOANAN NO rPafyupoBOYHOMY rpaduky, pesynb-
TaT aHa/iM3a paccuyuTbiBanu no gopmyne

T-T,
C= -100%
M

roe C-kKoHUeHTpauua npumecu Bnpobe, mae. %: M-
mMacca aHanuTMYeCcKoWl HaBecku, I T. T, -Kojmnde-
CTBO NPpUMecCH B anekTpoae (BKN4yas 3arpAa3HeHuns)
nocsie OTTOHKW aHa/IMTUYeCcKO HAaBECKN U B KOHT-
pPO/ILHOM OMbITE COOTBETCTBEHHO, HallgeHHOe rpa-
PUnyeckn. r.

PE3YJIbTATbI MU X OBCYXXAEHWE

MouyepHeHue NuHUM Si. Fe. Ma. Na, Ca BcnekTpe
3/1eKTPOAOB CCKOHLEHTPUPOBAHHBIMU NMPUMECSAMU
aHanUTN4YeCKUX HaBeCOK Maccoi 2 r 3HauYynmo npe-
BbILIA/IO NOYEPHEHNE INHWNIA BCNEeKTpax CoNnpoBOX-
LAaBLWUNX NUX «NYCTbIX» 3/1€KTPOAOB (KOHTPO/bHbIN
OnbIT) AN BCeX NPo6 BbICOKOYUCTOTO MbllWbSAKA,
MMEeKLWNXCca B HaWeM pacnopsxeHuun. NMpuuynHoi
39TOro Mornun 6bITh 3arpsa3HEeHA NOBEPXHOCTU HaBe-
COK M3-3a HeJoCcTaTouYHO 3D EKTUBHO €e OUNCTKM
nepeg aHannM3oM UK BO BPEMS €r0 NPOBEeAEeHUs, UTO
He y4nTbiBa/SOCb NOCTAHOBKOW KOHTPO/IbHOTO ONbITA.
LNa oueHKr IBeIMYNHbI NOBEPXHOCTHbIX 3arpasiieHiifi
B 3/1EKTPObl NOMeELLa M MOHOJ/IMTHbIE aHaNuTnyec-
Kne HaBEeCKN U HaBeCkn, HabpaHHble N3 MEesKUX Ky-
CO4YKOB Npo6bl (w = 1r. C*/WC,N, <5 10 (i mae. %).
NPOBOAWAN OTFOHKY OCHOBbI U ONpegefneHne npume-
ceil. Pe3ynbTaTbl onpefeneHns He 3aBnucenmn oT Nao-
waaM NoOBEPXHOCTU HABECOK, YTO CBUAETE/IbCTBYET
060TCYTCTBIIN 3HAYNMOTO BANAHNSA NOBEPXHOCTHbIX
3arpsA3HeHunn Ha nonyyaemble pe3ynbTaThl.

OueHKy CXoA4NMMOCTU NpoBenu, nony4us 11 pesysnb-
TaToB napanfiesibHbiX ONpefeneHnin cogepxaHus
npumecein B npo6e BbICOKOYNCTOrO MbllW bska (Tabn. 1).

Tabnuuyai
CxoavMOCTb pe3y/nbTaTtoB onpeaesneHunin

Mpumecsb Pe3ynbTaTtbl e4UHNYHbLIX onpeaenexHnii, C-106 mac.% c S
1 2 3 4 5 6 7 8 9 10 il '

Si 19 23 2,0 1,9 15 1,0 0,9 1,6 0.4 2,0 15 15 0,38
Fe 22 18 30 15 20 30 20 23 20 25 30 23 0,23
Mg 3 5 4 5 6 4 5 2 6 55 4 4,5 0,28
Ca 50 30 40 50 30 40 30 40 20 30 40 36,4 0,25
Pb 05 03 0,4 0,5 0,4 0,6 0,3 0,3 0,2 0,4 0,5 0,4 0,29
Al 22 25 20 16 20 30 20 14 17 20 22 20,5 0,21
Cu 0,1 0,25 0,2 0,3 0,2 0,2 0,15 0,2 0,3 022 0,25 0,22 0,28
Sn 6 9 10 9 10 7 10 10 9 6 7 8,5 0,19
Cr 7 8,5 9 7 9 5 9,5 9 5 6 7 7,5 0,22



Ona npumecwn SioueHka CXoAMMOCTU NpoBeeHa
no pesynbTaTtam aHanus3a 4YeTbipéx Npob6 c pasHoW
KOHLUeHTpayuen Si. CxogqMMoCTb pe3ynbTaToB na-
pannenbHbIX ONpeAeneHnin xapakTepm3yeTcs OTHO-
CUTEe/NIbHbIM CTaH4apTHbIM OTK/IOHeHMem 0.12-0.6
B3aBUCUMOCTM OT KOHLUEHTpaLUN KPEMHUA BNpobe
(Ta6n.2). CopepxaHue ApYyrux npuMmecein B UMeto-

LW MXCA BHaWeM pacnopsaxeHun npobax Mmbll bakKa
661710 MeHbWw e UX MO. N0O3TOMY CXOAMMOCTb pe3y/ib-
TatoB oueHunsim no OC. BHECEHHbIM B 3/1eKTPOAbI C
HaBeckaMun As. OTHOCUTeNbHOE CTaHJapTHOE OT-
K/TOHEHNe Takxe He npesblwano 0.6 4na KonnyecTs
npumeceii, 6N1M3KNX K Nnpegeny o6HapyxeHus.

Tabnnua 2
CXxoauMOCTb pe3ynbTaToB onpefeneHuin KpeMmHus
Homep AHanutu- .
Pe3ynbTaTtbhl eANHNYHbLIX onpeaenexuii, C-106mae. %
npobbl  yeckas C S,
HaBecka, T 1 2 3 4 5 6 7 8 9 10 n
1 2-3 o4 11 04 06 04 05 02 03 02 05 09 05 0,56
2 2 19 23 20 19 15 10 09 16 04 20 15 15 0,38
3 2 15 17 18 17 i 16 13 14 15 17 13 15 0,14
4 0,5 46 45 60 40 52 48 60 54 61 55 51 52 0,13

BapbmMpoBaHume maccoih aHanMTU4yeckoih HaBec-
Kn (M) ogHOro 1 Toro xe o6pasya MbllWbsAKa NPUBO-
[NN0 K COOTBETCTBYHOLWEMY U3MEHEHUIO KONTMYecTBa
npumecei (T). CKOHLEHTPUPOBAaHHbIX B 3/1EKTpOLE

(ta6n.3). MpakTuyeckoe coBnajgeHne 3HauYeHUi,
onpefeneHHbIX U3 pa3HblX HABECOK, CBUAETENbCTBY-
€T 0 NPaBUMLHOCTMN Pe3yNbTaToB aHasim3a no npej-
naraemoi MeToauke.

Tabnnua 3
MpoBepka NpaBWILHOCTY pPe3yNbTaToB aHan3a BapbUMpPOBaHMEM MAacChl aHaIMTUYECKNX
HaBeCcoK
OnbIThbl
Mpumechb bes3 Hacagok C Hacagkamu
(C+4C) 106mae. % s (C+aC) 10umae. % sr
Si 1,5+0,3 0.27 1,8+0.3 0,14
Fe 2044 0,3 23,0+£3,6 0,23
Al 19+4 0,32 20,5+3.0 0,21
Mg 6.0+1,3 0,34 4,5+0,8 0.28
Ca 30+6 0,31 36,0+6,3 0.25
Sn 10+2 0,29 8.4%+1,1 0.19
Pb 0,59+0,12 0.32 0.40+0,08 0,29
Cr 10+2 0,31 7,5+1,2 0,22
Cu 0,16+0,04 0,33 0.22+0,04 0,28
Mas r 0,3 2

MNpumeHeHne. B onbiTax ‘be3 Hacafok” aHa/IUTUYECKYl0 HaBeCKy nomMeliann HenocpencTBEHHO B

nonocTb 3nekTpofga: B onbiTax “C Hacagkamu" -

B BOPOHKY; [OBEepUTENbHbIA WHTepBan

paccunTaH ANns foBepuTenbHol BeposiTHocTn P=0.95. n=11.

CpaBiieHne noNy4YeHHbIX HAMUW pe3ybTaToB onpe-
AeneHns npuMecein B MbllWbsKe 0CO60M YNCTOThHI C
pesynbtatamm A3-aHanunsa (KOHUEHTPUpPOBaHWE U
aTOMHO-3MUCCUOHHAA CNEKTPOMETPUA C UHAYKTUB-
HO cBA3aHHOW nnasmolii (ICP)). npoBegeHHoe B HUN-
M3T. n nasepHoii macc-cnektpomeTpuein (MXBB PAH)
nokasano, 4To pe3ynbTaTtbl cornacywTca (tabn.4).

COBOKYNHOCTb 3KCNEPUMEHTANbHbIX AaHHbIX
CBMAETEeNbCTBYET, YTO cucTemMaTnyeckas norpew-
HOCTb NPV ONpeAeneHnn cogepXaHusa Nnpumecen B
MblW bSAKE HEe MpeBbIWaeT cayyaliHyto.

Mpenen o6HapyxXeHUs npumeceii, OLEHEHHbIN Mo
33-KpUTEpPUID ANA aHANUTUYECKOW HaBECKU 2 T.
npeacrtasneH BTabn .5.



Tabnnua 4
lMpoBepka NpaBW/IbHOCTM COMOCTaB/IEHNEM pPe3y/bTaToB
aHa/M3a MbllbsKa, MOJTYYEHHbIX Pas3IMYHBIMU MeToAamu,

mac.%
Mpumechb XAD AMC
[Llyra (MXBB PAH) UCM(HNNM3T) UXBBPAH
Si (5£2)-10-® s5106 <2105
Mg (6+2)-10'6 s5 106 <2-105
Fe (1,0+0,3)-105 s7106 <3 108
Ai (5+2)-106 S5-106 Heonp,
Mn <1-10® s5-106 <2 105
Co <8-107 He onpedeneHo <2Kk0'5
Ni <7-107 He onpegeneHo <4 105
Cu <1108 s1-10'6 <4 105
Ag <6'10'9 Heonp, <6 lob
Sn <8-10~ £2-106 <1-104
Pb <4-1C)8 s2-10'6 <9 108
Bi <1107 HeonpegeneHo <5 10®
Ca <110® He onpegeneHo <2 105
Na <110® s2 W* <1-105

Mpepen o6HapyxeHUs npumeceli, B TOM 4Yncne un
pacnpocTpaHéHHbIX 3/7ileMeHTOB, cocTaBun 107 -

1 Hemogapyk A.A. AHanutmyeckaa Xmmusa Mblilibsaka. M.:
Hayka ,1976. 224 c.

2. MacneHHukoB B.M., PomaHoBa J1.B. CnekrtpanbHoe 1
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Tabnuua 5
Mpenensl 06HapyXeHVs nNpuMeceil B Mbilbske
(aHanuTMYeckas Hasecka 2 )

Mpumecsb Cm,, mae. %
Si 4107
Fe 410-8
Al 510e
Mg 310e
Ca 5107
Sn § o8
Pb 210e
& 510¢e
Ni 3107
Mn 5109
Cu 5109
Na 5107
Bi 510®
Ag 3109
Co $TI%
a 5107
Y, 5107
Mo 4107
Cd 4107
Sb 3107

10*mae. %. OTHOCUTE/IbHOE CTaHAapTHOE OTKJ/O0-
HeHune - He 6onee 0.6.
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