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PA3PABOTKA HUCII-ADC METOJUK AHAJIN3A
KPEMHUA, TEPMAHNA U UX OKCH10B

© H. H. Xomuuenko'?, A. B. Illasepuna’, A. P. Ilprankosa', A. M. Canppikun'?

Cmamos nocmynuna 24 mapma 2015 2.

Pa3paboranbl METOIMKM KOJIMYECTBEHHOIO aHAM3a KPEMHHs, FeépMaHus M UX JHOKCHUJIOB METOIOM
ATOMHO-’MHCCHOHHOM CIIEKTPOMETPUH € BO30YXKICHUEM U3IyUeHHs! B MHIYKTHBHO-CBS3aHHOMN II1a3Me
(MCII-ADC). BeiOpaHbl aHATUTHYECKUE JIMHUY, CBOOOIHBIC OT CIIEKTPAIBbHBIX HATIOKEHHUH U TIO3BOJIS-
OLIME TIPOBOIUTH OmpesiesieHne 29 31eMEeHTOB-IIPUMEecei B KPEMHHHU U €ro OKcHze U 42 3J1eMEHTOB B
répMaHu U €ro OKCUZIE. HCCJ’[CI[OBaHI)I MaTpU4HBIC TTOMEXHU, BbI3BAHHBIC TNPUCYTCTBUEM OCHOBHBIX
KOMIIOHEHTOB (KPEeMHHMSI M TepMaHHUs) B PACTBOPAX aHAIM3UPyeMBIX po0. OrpeeneHs! 3Ha4eHusI KOH-
LEHTPALUi OCHOB, IIPU KOTOPBIX HE HAOIIONAETCS 3HAYMMOTO BIMSHUS Ha PE3YJIBTaThl KOJIMUECTBEHHO-
ro xumudeckoro ananu3za (KXA). IIposeneHa olieHKa METPOIOTHYECKUX XapaKTePUCTHK METOJIHK: TIpe-
JICITBI OLIPE/ICTICHHS aHAIIMTOB JIeKaT B uHTepBaiie ot 72 - 1077 1o n - 107° % macc., OTHOCHTENIBHOE CTaH-
JIapTHOE OTKJIOHEHHE pe3y/ibTaroB aHauu3a He npesbimaeT 20 %. [IpaBuiibHOCTD pe3yasTaToB HOATBEP-
JKJIEHA METOJIOM «BBEJICHO — Hal1IeHO». Pa3paboTaHHbIe METOIMKH KCIIPECCHBL, IPOCTHI B UCTIONHEHUH
Y PaCCUMTAHBI Ha ONPEIENICHHE MIMPOKOTO Kpyra NPHIMECHBIX AIIEMEHTOB.

KitoueBble ciioBa: kpemHUiL; repmanuii; okcun kpemuus (IV); oxenn repmanus (IV); onpenenenue
MpUMECel; aTOMHO-OMHCCHOHHBIH CIIEKTPaIbHBIA aHAIM3; MHIyKTHBHO-CBSI3aHHAS IUIA3Ma; BIMSHUC

MAaTPUYHOTO KOMIIOHEHTA; MPeIesbl OOHAPY>KEHHSI.

Bo3MOXXHOCTH TMPaKTHYECKOTO NPHUMEHEHHS KpPEeMHUS,
TepMaHusl U WX OKCHUJOB B MUKPO- U ONTOIIEKTPOHUKE
00yCJIOBJIEHBI B MEPBYIO O4Yepeib WX MPUMECHBIM COCTa-
BOM, KOTOPBIM OKa3blBa€T CYIIECTBEHHOE BIHMSHUE Ha
(YHKIIMOHABHBIC CBOWCTBAa MaTepuaiioB. B OOIbIIMHCT-
BE MyOJIMKAIINHN, TOCBSIICHHBIX STUM 00BEKTaM, B )KypHa-
Jlax MO aHaJUTUYECKON XMMHUM OIucaHa pa3zpaboTka Me-
TOJIMK, 00ECTICUYNBAIOIINX JOCTH)KEHUE HU3KUX MPEICIIOB
oOHapy)KeHHS MPUMECEH. ITH METOAUKU OOBIYHO BKIIO-
YaroT B ce0sl CTAMIO MPEBAPUTEIBHOTO KOHIIEHTPUPOBA-
HUS IPUMECEH MyTeM OTTOHKM MaTPUYHOIO KOMIIOHEHTa
(KpeMHHUsI WM TepMaHus) B BHJIE €ro JICTy4ero TeTpa-
ranmorenusia. CymecTBYIOT pa3HbIe CIOCOOBI IIPOBEICHHS
3TOW MPOLEAYPHI: BCKPBITHE 00pa3IOB B CMECH KHUCIIOT C
MOCIIEAYIOMINUM yapuBaHueM [ 1]; aBTOKIIaBHOE pa3ioke-
HUE B Mapax KHUCIOT [2 — 5] ¢ OTTOHKOM OCHOBBI B BHU/IE
TETPaxJIOPUAA; aBTOKJIABHOE BCKpbITHE NPoOKl AU TOpH-
JIOM KCEHOHa ¢ OTroHKoW TerpadTopuma [6, 7]. Takas
npoOOIOArOTOBKa TPeOyeT WM UCIIOIb30BAHHS BBHICOKO-
YUCTBIX PEAKTHUBOB, WM OCOOBIX YCIIOBHH TPOBEICHUS
aHanmm3a: paboTa B CIEHHATBHO OOOPYIOBAHHOM ITOME-
IICHUM, MCIOJIb30BaHUE OOKCOB M aBTOKJIABOB 0CO0OM
KOHCTPYKIIUH.

Bonbmioit cpoc MMEIT «CONHEYHBIN» W TEXHHYE-
CKUI KpEMHUI, repMaHui 1 UX OKCUABI KaK IIPEKypCOpBI

! ®I'BYH UnctutyT Heopranuyeckoit xumun um. A. B. Huxonaesa
CO PAH, r. HoBocubupck, Poccus;
e-mail: anastasia.shaverina@yandex.ru

2 ®T'AO YBO HoBocubupckuii HAaIHOHANBHBINA HCCIEI0BaTENb-
CKHIf TOCyJapcTBeHHBIH yHUBepcuTeT, I. HoBocubupck, Poccus.

JUIS TIOJTyYEHMsI ITOJTyTIPOBOIHUKOBBIX KPEMHHUSI U TepMa-
HISI 1 CHHTE32 MOHOKPHCTAIJIOB (HapuMep, KPUCTAJJIOB
oprorepmanara Bucmyra Bi,Ge;0,,). TpeboBanus x uuc-
TOTE TAaKUX MaTepuajoB HUXKE, YTO JAejaeT HeollpaBliaH-
HBIMH 3aTpaThl HA XUMHUYECKYIO NMPOOOIOATOTOBKY, CBSI-
3aHHYI0 C KOHLEHTPUPOBAHUEM MHKponpumecei. Jlns
OIIEPaTUBHOIO KOHTPOJISI MAaTepUaoB TEXHUYECKOIo Ka-
YeCTBa HAa IPOU3BOJCTBE TAKHE METOANKU MATOIIPUTO/IHBI
u3-3a OOJBIIMX TPYHO3aTpar M UIUTCIBHOCTH, IIO3TOMY
aKTyaJbHOH SBISIETCSl pa3pabdoTKa MPOCTHIX B HCIOJIHE-
HUM, YHUBEPCAIBHBIX 110 HAOOPY OIpeeNnseMbIX NpuMe-
cell M 3KCIIPECCHBIX METOAUK aHajIu3a KPEeMHHMs, repMa-
HUSI U MX OKCHJIOB TEXHUYECKOTO KaueCTBa.

Lenbto paboTel siBUIIACh pa3pabOTKa SKCIPECCHBIX U
IIPOCTBIX B UCIIOJIHEHUH METOIUK aTOMHO-3MHCCHOHHOTO
aHamM3a KPEMHMS, TepPMaHMUI U HUX OKCHJOB C BO30YyXK-
JE€HUEM H3JIy4YEeHUS B HHIAYKTUBHO-CBS3aHHOU IlIa3Me,
HE BKJIIOYAIOIIUX CTAAMIO IIPEIBAPUTEIILHOTO KOHLIEHTPU-
poBaHMs npumecell. B Takux MeTOAMKaxX 3HAUUTEIBHOE
IPUCYTCTBUE MaTpu4Horo kommoHeHta (>0,1 % macc.)
B PAcTBOPAX BBI3BIBACT TPYIHOCTH NPH BEIOOpE aHAIUTH-
YEeCKUX JIMHUI 3JIEMEHTOB-IIPUMECEH, a TAKIKE OKa3bIBACT
JIeNPeccCUpyollee BIUIHNE Ha BEJIMYMHY aHAJIUTHUECKUX
curHainoB. B pabGore BBIOpaHBI AHATUTUYECKHUEC JHHUH
npumeceit, CBOOOAHBIE OT CIEKTPAIbHBIX HAJOXKEHUH, UC-
CJIEJJIOBAHO BJIMSHUE KPEMHUS U IepMaHMs HAa CHUIHAJIBI
AQHAJIUTOB, a TAKXKE ONPECICHBI 3HAUCHUS KOHLIEHTpaUit
OCHOB, IIPH KOTOPBIX HE HAONIONACTCS 3HAYUMOTO BITUS-
Hus Ha pe3yabprarel KXA.
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AHanu3 BBINIONHAIN C PUMEHEHHEM CIIEKTPOMETpa
iCAP 6500 ¢pupmer «Thermo scientificy. PactBop mpoOsr
BBOAWJIM B IUTa3My 4Ye€pe3 pacHbUIMTENb THMa SeaSpray
C HUCTIONIB30BAaHHEM MEPHCTANTBTHUYECKOTO HAcOCa CO CKO-
poctbio 0,7 Mi1/MUH. YCIOBHS aHaaM3a: OXJIAXKIAIOIIUIL
NOTOK aproHa — 12 J/MuH, BCIIOMOTATENbHBIA —
0,5 11/MHH; BpeMs perMcTpaluy Ha nepBoii mema — 15 ¢,
Ha BTOpOH mmienu — 5 ¢. MomHOCTh, ofjaBaeMasi Ha WH-
nykrop MCII, — 1150 Bt (pekomeHnnoBano ¢upmoit —
U3TOTOBHTENIEM CIIEKTPOMETpa). Perucrpanuio crekTpos
SMHUCCHHU TIPOBOIMIIH MTPH aKCHAILHOM HaOJIOJICHUH TI1a3-
Mbl. B mporecce aHanmu3a HCMOJIB30BAIU YBIAXHHUTEIb
aproHa Il MPENOTBPAIICHHS OTIOXKCHUS COJICH B CHC-
TEeMe BBOZA a’3po30iis B IutasMmy. /i aHanmsa pacTBOpOB
KPEMHHS, COJepkKaInX (TOPOBOAOPOAHYIO KHUCIOTY,
NPUMCHSUTH KOPYHIOBBIM HH)XEKTOP, (hTOPOILIACTOBYIO
pacCIbUIMTENILHY0 KaMepy M pacribuiuTeNb. Bee uemons-
30BaHHbIE HHCTPYMEHTHI OJ0Ka BBOAA PacTBOPOB B ILIa3-
MY — paCIBUINTENH, PACTIBIINTENbEHBIE KaMephl, HHKEK-
TOPBl W YBIQXHHUTENb aproHa MPOU3BEACHBI (HUPMOit
Glass Expansion, ABctpanus. CriekTpaibHy0 HHpOpMa-
U0 00pabaThIBajM ¢ TIOMOIIBIO MMPOrPaMMHOTO oOecrie-
yeHus cnekrpomerpa iTEVA.

B mpomecce mpoOOMOAroTOBKH HCIIOIB30BAIN CIIC-
JYIOIUE PEaKTUBBI: KOHUEHTPUPOBAHHYIO COJISIHYIO KH-
cioty kBanugpukanuu ocy 20-4 (FOCT 14261-77), a3or-
Hyro kucioty ocu 27-5 (TOCT 11125-84) u ¢ropoBomo-
ponnyto kucioty ocu 27-4 (TY 6-09-3401-88); nenonu-
30BaHHYIO BONy, O4YHMIIECHHYIO cuctemoii Direct-Q3,
Millipore, 10 yaembHOro comportusieHust >18 MOm/cm;
aproH BBICOKOHM YHCTOTHI; MHOTO3JIEMEHTHBIC CTaHIApT-
HbIe pacTBopsl MOC dupmer «Ckar» (HoBocuOupck):

M3CI1: Al, Ca, Cd, Fe, Mg, Mn, Na, Cr, Zn —
50 mxr/mu, Li — 10 mxr/min, K — 37,5 mxr/mn, P —
67,4 MKr/mi;

MDC2: B, V, Bi, Ga, In, Co, Cu, Ni, Ti — 50 mMxr/mu,
Na — 81,9 Mkr/mu;

MDC3: As, Sn, Rb, Pb, Se, Sb, Te — 50 mxr/mu, Ba,
Be, Ag, Sr — no 20 Mkr/mi;

MDC4: W, Hf, Mo, Nb, Re, Ta, Zn — 50 MKr/Mi1.

[Tpo6GOnOATOTOBKY BBITIONHSIN C HCIOIB30BaHUEM
OJTHOPA30BbIX IJIACTUKOBBIX MPOOHPOK 00beMoM 15 mi,
50 MUIT; TONATIPOTIMIICHOBBIX KIOBET 00beMoM 20 MIT; aBTO-
MaTUYEeCKUX JI03aTOPOB ¢ BapbupyeMbiM 00beMoM (1,00 —
5,00 M, 10 — 100 mxut, 100 — 1000 mk1).

Iloocomoexa npob KpeMHusl, 2epMaHUs U UX OKCUOO8
k UCI-A2C ananuzy. Ananormano 'OCT 26239.1-84
[8] HaBecky mpoOBI KpeMHHS (OKCHJIa KPEMHHS) Maccon
~0,5 r momeniany B MOJUIPONUICHOBYIO KIOBETY, B KOTO-
pyto nocnenoBaresbHo Ao0asism 5,0 Ma gpropoBomopo-
HOM KHCJOTHI M 2,5 MJI a30THOW KHUCJIOTHI. JIJIs MOITHOTO
pacTBOpeHHs] HABECKH KIOBETYy C MpOOOH BBIAECPKUBAIH
B TepMocrare B TedeHne 60 — 80 MuH mpu Temmeparype
80 °C. I'epmanuii (oxcupn repmanus) maccoit ~0,5 r pac-
TBOpsAM B 6,0 M1 cossiHOM KucinoTel U 3,0 MiI a30THOHI
KHCJIOTHI (I PacTBOPEHUS MPoO OKCHIa TepPMaHUS HC-

MOJb30BAJIM TOJIBKO COJSIHYIO KHCIOTY). [l momHOTro
pacTBOpEeHHsI HaBECKU KIOBETY ¢ NIpoOoil momemianu B
tepmoctar Ha 10 — 12 u npu Temneparype 80 °C.

C 1enbro COKpamieHus BPEMEHH PACTBOPEHHS IMPOO
MCIOJIb30BaJIM MHUKpPOBOJIHOBYI0O meub MARS-5 (CEM,
Matthews) ¢ aBrokmaBamu XP1500 Plus. B atom ciryuae
Ha HaBECKy MpOOblI KpeMHUs (OKCcHIa KPEMHHMS) MacCoi
1 r pacxomyercs 9,5 Mi1 GTOPOBOIOPOAHOI 1 4,5 MIT a30T-
HOM KkucinoT. Bpems Harpesa o temneparypsl 180 °C —
10 MuH, BpeMs BbIAEPKUBAHUS IPU 3alaHHON TeMIIepaTy-
pe — 15 muH. PacTBOopeHHe HaBECKH OKCHJIa T€pMaHUs
maccoit 0,25 r nmpooamwin B 3,0 MI COJSTHOW KHCIIOTHI
¢ nobGasnenueMm 1 mi Boxmel. Bpems HarpeBa 110 Temiie-
parypsl 80 °C 3 MuH, BpeMs BbIAEPKUBaHU [IPU 3a1aH-
Hoil Temmeparype — 40 muH. [IpuMeHeHHe MHUKPOBOJI-
HOBOM I€YM TO3BOJIJIO YCKOPUTH MPOLIECC BCKPBITHA
mpo0 kpemHwUs (OKcHaa KpeMHust) B 1,5 — 2 pasa, a okcuaa
repmanusg — B 10 — 15 pa3. [[nst pacTBopeHus repMaHust
MHUKPOBOJIHOBYIO I1€4b HE HCII0JIb30BaJIH.

PacTtBOopel € 3aJaHHBIM COIEP)KAHHEM OCHOBBI
MOTyJald IyTEeM IIOCJICIOBATCIBHOTO  pa30aBiICHUA
UCXOAHBIX. B IpasiyMpoBOYHBIX pacTBOpax MOJEIMpPOBa-
T COCTaB PacTBOPOB aHAIU3UPYEMBIX MPoO (UCIIONIB30-
Baiu uuctbie GeO, mapku 99,9996 % macc. u Si mapku
99,9998 % macc.). HeoOxoaumbrii o0beM pacTBOpa yis
MHOTORJIEMEHTHOTO aHajIM3a B ClIy4ae TpeX Mapaiielb-
HBIX U3MEPEHUI COCTaBHII 8§ MII.

CyMmmapHoOe BpeMst IpOOOITOATOTOBKH B YCIIOBHUSX aB-
TOKJIABHOTO Pa3JIOKEHUS C yI€TOM BPEMEHHU IPUTOTOBIIE-
HUSI KOHEYHBIX PacTBOPOB U MX aHAJIM3a COCTABIISET OKO-
70 2,549 anst obenx MeTonuk. I1oCKOIbKY KOHCTPYKITHS
[I€YM TO3BOJISIET MPOBOAUTH OJHOBPEMEHHYIO 3arpy3Ky
12 aBTOKIIaBOB, HEOOXOAUMOE BpeMsl I TMOJITOTOBKU O/l
HOTO 00pasa He MPEeBhIMAcT 15 MHH, YTO MO3BOJISIET CUH-
TaTh pPa3pabOTaHHBIC METOAUKHU SKCIPECCHBIMHU.

Hccnedosanue enuanusi KOHYeHMpayuu OCHOBHbIX
KOMNOHEHMO8 HA UHMEHCUBHOCMb AHATUIMUYECKUX TUHULL
onemenmos-npumeceti. OQHAM U3 3TAIOB Pa3padOTKH Me-
toguk MCII-ADC ananu3a pacTBOpPOB KpeMHUs, TepMa-
HUSL ¥ UX OKCHIOB OBUI BBHIOOp aHATMTUYECKHX JIMHUH,
YIOBJIETBOPAIOLIUX CIEAYIOIIUM KPUTEPUAM: OTCYTCTBUE
CHEKTPaJIbHBIX HAJIOKCHHUU, BBICOKAs MHTCHCHUBHOCTH H
HU3KUK ypoBeHb (oHa BOMM3M JUHUU. CHEKTP 3MHUCCHU
KPEMHHS UMeeT OOJbIee KOMMYECTBO JIMHUM MO CpaBHe-
HHUIO CO CIIEKTPOM TepMaHus, MOATOMY Jii METOAUKH
aHaJIM3a TePMaHMs U €ro OKCHJa OBUIN BHIOPAHBI aHAIH-
TUYECKHE JIMHUM AJS onpenesieHus 42 3J1eMEHTOB, a B
cllyyae aHajgM3a KPEMHHS M €ro OKCHJa OKa3aJoCh BO3-
MOKHBIM BBIOPATh JINHUH, CBOOOIHBIC OT CHEKTPAIBHBIX
HaJIOXKEHUH, Jyutst 29 3nemMeHToB (Tadi. 1).

N3zBectHo [9], uto B MeToge MCIT-ADC npucyrcrBue
MaTpUYHOrO 3j1eMeHTa B copepxkanuu ot 0,1 — 1 % (B 3a-
BHUCHMOCTH OT IIPUPOJIBI aHATH3UPYEMOTO 00BEKTa) BIUS-
€T Ha aHAJIUTHYECKHUE CHTHAJbl 3JIeMEHTOB-IpUMeceil.
C 1enblo Mccae10BaHus BIUSHUS KPEMHUS U TepMaHUs Ha
MHTEHCUBHOCTb aHAJIMTUYECKUX JIMHUNA TOTOBHIIU PacTBO-
PpBI € coepakaHueM OcHOBSI 1, 2, 3,4 u 5 % macc. [ no-
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Puc. 1. OTHOCHUTENTPHOE W3MEHEHWE WHTEHCHUBHOCTH aHAJIUTHYE-
CKHX CUT'HAJIOB BHCMCHTOB-HPHMGCCﬁ B IPUCYTCTBUU MAaTpPUIIbI I'ep-
MaHHs

CTPOCHUSI TPAlyHPOBOYHBIX TPaGUKOB B KOXKIBIH U3 yKa-
3aHHBIX PAacTBOPOB BBOMWIM 2,5 - 107> u 5 - 1073 % wmacc.
uccuenyeMbix ananutos u3 MOC, a Takke TOTOBHIIN pac-
TBOp Oe3 mobGasneHuss MOC ans MOCTpOEHHs HYJEBOM
TOYKH TPaJyHPOBOYHOTO Tpa(uKa W OLUCHKH BEIHYHHBI
KOHTPOJIBHOTO OIBITA.

BbutO0 yCTaHOBJNEHO, YTO MPUCYTCTBUE MATPHUIIBI B
pacTBOpe pa3NM4HbIM O0Pa30M CKa3bIBAETCSI HA HWHTEH-
CHUBHOCTH JIMHHH ONPEACIACMbIX 3eMeHTOB. OTHOCH-

TEJIbHOE U3MEHEHNE NHTEHCUBHOCTH aHAJTUTUYECKUX CHT-
HaJIOB mpumecei & (puc. 1) mpu U3MEHEHUU CONCPKAHUS
MaTpHIIBl PACCUUTHIBAIH 110 (hopMyIie

kZIAC(S%)—IAC(l%)’
I (1%)

e Ixc(1 %), I4c(5 %) — WHTEHCHUBHOCTH aHaTUTHYe-

CKHX CHTHAJIOB B PAacTBOpPax C COJIEPKAaHHEM OCHOBHOTO

kommoHeHTa 1 u 5 % Macc. COOTBETCTBEHHO.

B mpucyTcTBHM repMaHUs HE3HAUYUTEIBHOE M3MEHE-
HHE WHTEHCHBHOCTHU (He Oornee 5 %) momydyeHo Jis die-
MeHTOB: Ag, Al, Bi, Cd, Cr, Mn, Mo, Nb, Ni, Re, Sb, Ta,
Te, Ti, V, W. U3menenus B quana3one ot 5 g0 20 % xa-
paKTepHBI i TaKux npumecei, kak As, Ba, Be, Cu, Fe,
Ga, Hf, In, Mg, P, Se, Sn, Sr, Zn, Zr. YBenuueHue MHTCH-
CHUBHOCTH Ha BeJIMYMHY Oosiee yem Ha 20 % HaOmonamu
JUISL JIETKOMOHM3HpyeMbIX anemeHToB — K, Li, Na, Rb.
[TomoOHbIE SIBIEHUS AJIs IIEIOYHBIX 3JICMEHTOB OIMHMCAHbI
B paboTe [9] U 0OBACHIIOTCS IOHWKEHUEM TEMIIepaTyphbl
IUTa3Mbl, OOYCIIOBJICHHBIM TPUCYTCTBHEM MAaTPUYHOTO
JJIEMEHTA.

B npucyTCTBUM KpeMHHS H3MEHECHHE OTHOCHTEINb-
HOM HMHTECHCHUBHOCTH He Oojee 5 % HaOIIOAalId TOJIBKO
st In u V. B quanazone 5 — 20 % oTHOCUTENLHAS HHTEH-
CHUBHOCTb MEHSETCS IS TAKKX 3JIEMEHTOB, Kak Al, Ba, Cr,
Cu, In, K, Li, Na, Ni, Pb, Pd u Zn, a usmecHenue Oonee
20 % nabmonanu 11 Be, Ca, Cd, Fe, Hf, Mg, Mn, Mo,
Nb, Ti, Tl, Zr (puc. 2). B ciydae aromubix auauid Cr u V
HaOJIroaeTcsd yBEIMYCHUE AaHAJMTHYECKOr0 CHUTHajla C

Tadomuua 1. Anamurnueckne muand U1 UCTI-ADC MeTonuk aHann3a repMaHusi, KPpEMHUS U MX OKCHIOB

JlnuHa BOJTHBL, HM (THII JINHUH)

JInuHa BOJTHBL, HM (THII JINHUH)

OnemeHT - OnemMeHT -
OcHosa Ge OcHoga Si Ocnosa Ge OcHoga Si

Ag 328,068 (I) — Na 588,995 (I) 589,592 (I)
Al 396,152 (I) 396,152 (I) Nb 309,418 (1I) 309,418 (1)
As 189,042 (1) — Ni 231,604 (II) 300,249 (1)
Au 267,595 (I) — P 185,942 (1) —

Ba 455,403 (II) 455,403 (II) Pb 220,353 (1I) 368,348 (1)
Be 313,107 (1) 313,107 (ID) Pd 340,458 (1) 340,458 (I)
Bi 223,061 (1I) — Pt 265,945 (1) 214,423 (1)
Ca 393,366 (1) 393,366 (II) Rb 780,023 (I) —

Cd 214,438 (1I) 214,438 (1I) Re 221,426 (1I) —

Co 228,616 (1I) — Sb 217,581 (1) —

Cr 283,563 (II) 357,869 (I) Se 196,090 (1) —

Cu 324,754 (1) 324,754 (D) Sn 189,989 (1I) —

Fe 259,940 (1I) 259,940 (1) Sr 407,771 (1) 421,552 (1I)
Ga 417,206 (1) — Te 214,281 (1) —

Hf 339,980 (1) 339,980 (II) Ti 336,121 (1D) 323,452 (1)

In 230,606 (II) 325,609 (I) Tl — 351,924 (D)

K 766,490 (I) 766,490 (1) \'% 309,311 (1) 437,923 (I)
La 412,323 (II) 412,323 (1) W 224,875 (11) —

Li 670,776 (1) 670,776 (I) Y 371,030 (1) 371,030 (II)
Mg 280,270 (II) 280,270 (1I) Zn 213,856 (1) 213,856 (1)
Mn 257,610 (11) 257,610 (II) Zr 343,823 (1I) 339,198 (1)
Mo 281,615 (1I) 281,615 (II)

IIpumeyanne. I — aromuble nuHuY; I — MOHHBIE TMHUN.
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Puc. 2. OTHOCUTEIbHOE H3MEHCHHE HHTCHCHBHOCTH aHAJIUTHYC-
CKHX CHI'HaJIOB BHCMCHTOB-HPHMGCCﬁ B NPUCYTCTBUU MaTpHUIbL
KpEMHUA

POCTOM coJiepaHUs KpeMHHUsI B pacTBope. M3BeCTHBI Mo-
IBITKH OOBSICHUTH TONOOHBIE 3aKOHOMEepHOCTH it ADC
ananu3a [10, 11], omHaKO OHO3HAYHOTO OOSICHEHUS HET.

1 onpenesieHns ONTUMAJIBHOIO COAEPXKAHUS B pac-
TBOpE OBLTH MMOCTPOCHBI 3aBUCUMOCTH OTHOILICHHS aHAJH-
THYECKOTO CHTHAjNA MpuMecH K curHany Gpona (Iyc/Ipon)
OT colepxaHugd MaTpull. B kadectBe mpumepa Ha puc. 3
IIPUBEJEHBI 3aBUCUMOCTHU JIJIs1 aTOMHON U MOHHOM JIMHUH
B IIPUCYTCTBUU MATPHULIbI TEPMAHUSL.

Bunno, uyto otHOmIEHUE [ AC/Iqu C POCTOM conepxa-
HUS TEPMaHUsI B pACTBOPE YMEHBIIIACTCS U IOCTHTAeT MH-
HUMAJIbHBIX 3HAYEHUH MPHU COAEPXKaHUU OCHOBHI 4 — 5 %
macc. Ilpum ananmze pacTBOpOB, comepxamux 4 H
5 % macc. repmaHusl, TaKXKe 4acTO BO3HUKAIU TPYIHOCTH!
MIOMYTHEHUE PACTBOPOB IPHU CTOSHUH; MOMNAJaHUE MEl-
KUX YaCTHI| B KaNUJUIADP,/PACIbUIMTENb, YTO MPUBOIMIO K
3aKymnopke, ¥ np. s naneHeiield paboThl ¢ y4eTOM KO-
a¢¢unmenta pa3daBieHUs BEIOpalld copep)KaHUe TepMa-
Hus B pactBope 3 % macc.

Ha puc. 4 npencraBnenbl aHAJIOTUYHBIE 3aBUCUMOCTH
JUIS MaTpulbl KpeMHHUS. MakcuMmanbHoe HaOmomaeMmoe
[1a/ICHUE aHAJIMTUYECKOTO CUTHaJIa IPUMECcei COCTaBIIsIeT
~40 % (cMm. puc. 2), 4TO yBEeIUYMBAET Mpees ornpeserne-
HUS IpUMepHO B 2 pa3za. OMHOBPEMEHHO, [TPU U3MEHEHUH
coliepKaHUs KpeMHus B pactBope oT 1 10 5 % macce. ko-
a¢dunmeHT pa30aBIeHNsT YMEHBIIIACTCS B 5 pas, 4To MpH-
BOJIUT K MATHKPAaTHOMY CHIDKEHHUIO IPEIESIOB OIperesne-
Husi. Takum oOpaszoMm, Jisi JaJbHEHIIEro aHaiu3a OITH-
MaJIbHBIM SIBJISICTCSL COJEpXKAHHE KPEMHHUS B PacTBOpE
5 % macc. Bo3moxkHO, JanbpHEiIee yBeIUdYeHUE CONep-
JKaHUsI KpEMHHUS B pacTBOPE BEAET K CHIIKEHHUIO IIPEEIIOB
ompeneneHus (3a cuer yMeHbleHus koddduiuenra pas-
OaBiieHMs), OHAKO MPH PaboTe HE PEKOMEHIYEeTCs HC-
MIOJTB30BaTh BBICOKHE KOHIICHTPAIMH (PTOPBOIOPOITHOM
KHCJIOTHI.
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Puc. 3. 3aBucumocTh OTHOLICHUS / AC/Iq)on OT COJEp)KaHMs repMma-
HUs B pactBope At yuHui K u Mn npu conep:xaHun aHaJIUTOB
2,5-105(1)u5-107° % macc. (2)

K 1766,490 am 2500 Mn I 766,490 am

1604 2

2000
1500
1000

500

20] 4 6

0 T T T T T 1 0 1
0 1 2 3 4 5 6 0O 1 2 3 4 5 6

Copneprxanue Si, % macc. Copneprxanue Si, % macc.

Inc/Ipon
I =SS
oSS Soc o
~
[AC/IQ)OH
~ (8

Puc. 4. 3aBucuMocTs OTHOMEHUS 5o/ Iy, OT CONEPIKAHUS KPEM-
HHA B pacTBope A JuHuM K n Mn npu conepskaHny aHaJUTOB
2,5-105()u5-107° % macc. (2)

Oyenka memponocuteckux Xapakmepucmux Memo-
oux UCII-ADC ananuza KpemHus, eepManus u ux OKCU-
006. JIns OLEHKH TpENesioB OIpEAeNeHNs] NpUMecei

Ta0muua 2. Ilpenens! onpenenenus npumecedr mia MCII-ADC
METOJUK aHAJIN3a KPEMHHUs, TepMaHUs U UX OKCUIOB

e- Cnin» %o Macc. ne- Cpins %o Macc.
MEHT  Qcnosa Ge Ocnosa Si MEHT  QcnoBa Ge Ocnosa Si
Ag 6-107° — Na 5-10°  2-107
Al 4-10° 2-107 Nb 3-10°  1-10°
As 1-10* — Ni 4-10° 1-107

Au 6-10° — P 5-107° —
Ba 7-10°%  1-10° Pb 1-10° 4-10°
Be 1-107 1-107 Pd g8-10¢ 1-107°
Bi 3-10* — Pt 9-107° 1-107*
Ca 4-10° 1-10° Rb 2-107° —
cd 2:10¢  8-10° Re 6-10° —
Co 2-107° — Sb 1107 —
Cr 1-10°  1-10° Se 3-107° —
Cu 3-10° 1-10° Sn 4-10° —
Fe 1-10°  2-10° Sr 1-107 2-107
Ga 1-107 — Te 2-107°

Hf 5-10° 5-10° Ti 1-10°  2-10°
In 3-10°  1-10° Tl — 4-107°
K 3-10¢  1-10° \Y 1-10° 4-107
La 4-10° 2-10° W 1-107 —
Li 4-107  2-107 Y 2-107 §-10°°
Mg 4-10°¢ 2-10° Zn 2-10¢  1-10°
Mn 6-107 1-107 Zr 1-10°  8-107
Mo 6-10° 2-10° — — —
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(Cin) wmemompzoBanu  3s  kpurepmii:  Cpip = Ci o T 35,
rae C,, — KOHLEHTpALMs aHaJIuTa B KOHTPOJIbHOM OIIbI-
Te, § — CTaHjgapTHoe oTkiIoHeHue C, ,, KOTOPOe paccuu-
TeiBaIM 13 10— 12 3HaueHUN KOHLIEHTpAIMM AaHAJIUTA
B KOHTPOJILHOM OIIBITE€, MOJHOCTBIO MOBTOPSIOIIEM IPO-
[eqypy IMPOOOIOATOTOBKH W aHaM3a. Pe3yasTaTsl OleH-
KU TIPEJIeNIOB ONPECICHUS IPECTABICHBI B TAa0MI. 2.
IIpaBUIBHOCTD PE3yabTATOB aHAIU3a IPOBEPSIH Me-
TOZOM «BBEJCHO — HaiineHo». Jlist 3TOro B mporiecce pac-
TBOpPEHUSI K MpobaM IOOaBISUTH ANTUKBOTHI PACTBOPOB
MOC. YpoBeHb conep:kaHHus BBOAMMBIX MPUMECEH Tpe-
BBIIIAJ COJIepKaHUE TpuMeceit B 0Opas3iax KpeMHusi, rep-
MaHHs U UX OKCHJOB (MCIOJIB30BaIl 00pa3Lbl MOIYIpo-

BOJJHUKOBOTO KauecTBa). IlomydeHHBIE pe3ymbraThl Ui
TepMaHusi U €ro OKCHJA MpeJICTaBIeHbI B TaOMN. 3, s
KpEeMHHS W ero okcuaa — B Tabm 4. OTHOCHTENbHOE
CTaHJIapTHOE OTKJIOHEHUE PE3yJIbTaTOB aHAJIM3a BhIpaKe-
HO TOKa3aTesieM BHYTPUIab0paToOpHOU MPEIM3NOHHOCTH.
Ero 3nauenus nexar B uarepsaie 2 — 20 %.

MeTonuKy aHanm3a repMaHusi U €ro OKCHa CPaBHU-
Basm ¢ onyonukoBaHHOH MCIT-ADC metonukoil aHanmza
9TUX 00BEKTOB [S5]. ABTOPHI MPOBOAMIM PA3JIOKEHHE 00-
Pa3IoB TEpPMaHUs M €r0 OKCHJIa B CMECH a30THOM U COJISI-
HoW kucnoT (1:1) B aBTOKIIABe, 3aTeM pa30aBIsLTH TIONY-
YEeHHBIA PACTBOP JIEMOHU30BAHHON BOJION /10 coep KaHMs
repmanus ~1 % Macc. AHaTU3 TPOBOJIMIM C MCIIOJIB30BA-

Tadmuua 3. Pesyneratel npoBepku npasuibHOcTH VICII-ADC MeToaMkn aHaiaM3a TepMaHHA U €0 OKCHIA METOIOM «BBEAEHO — HAWICHO»

(n=6-9; P=0,95) B mepecueTe Ha HaBECKY MPOOBI

Onement  Baeneno, % macc. Haiineno, % macc. S, Onement  Bsemeno, % macc. Haiigeno, % macc. S,
Ag 2,0+ 1075 (1,9+0,1)-10°5 0,03 Mo 501075 (4,8+0,2)-10-° 0,04
Al 5,0-107° (5,7+0,5)- 107 0,08 Na 1,3-107* (1,3+0,1)-107* 0,08
As 5,0-107° (4,9+0,2)-107 0,05 Nb 5,0-107° (52+02)-107° 0,04
Au 50-107° (4,9+0,3)- 107 0,08 Ni 5,0-107 (5,0+£02)-107° 0,04
Ba 2,0-107 (2,0£0,1)-107° 0,03 P 6,7-107 6+1)-10° 0,20
Be 2,0-107° (1,9+0,1)- 107 0,05 Pb 5,0-107° (4,8+£02)-107° 0,04
Bi 50-107° (5,0+£02)-107° 0,04 Pd 5,0-107 (4,7+£03)-107° 0,06
Ca 5,0-107 (5,4+0,4)- 107 0,06 Pt 5,0-107 4,7+0,3)- 107 0,06
cd 5,0-107° (5,0+0,2)- 107 0,04 Rb 5,0-107° (5,1£02)-107° 0,04
Co 5,0-107 (4,9+0,2)-107 0,04 Re 5,0-107° (4,8+0,2)- 107 0,04
Cr 5,0-107 4,7+0,3)- 107 0,06 Sb 5,0-107 4,5+0,5)- 107 0,10
Cu 50107 (4,9£02)-107° 0,04 Se 5,0-107 (4,6 +0,5)- 107 0,10
Fe 5,0-107 (4,8+0,2)-107 0,04 Sn 5,0-107° (4,8+0,2)-107° 0,04
Ga 5,0-107 (4,7+0,3)- 107 0,06 Sr 2,0-107 (1,9+0,1)- 107 0,05
Hf 5,0-107° 4,6+0,4)-107 0,09 Te 5,0-107° (5,1£04)-107° 0,08
In 5,0-107° (4,8+0,3)-107 0,06 Ti 5,0-107° 4,7+0,3)- 107 0,06
K 3,75-107° (3,6+0,1)- 107 0,03 \Y 5,0-107 (4,8+02)-107° 0,04
La 50107 (4,8+0,2)- 107 0,04 AW 5,0-107 (4,6+0,4)- 107 0,09
Li 1,0-107° (9,4£03)-10° 0,03 Y 5,0-107 (4,9+0,1)-107° 0,02
Mg 5,0-107 (5,0+0,2)- 107 0,04 Zn 5,0-107° (5,5+0,3)- 107 0,05
Mn 50107 (4,8+0,2)- 107 0,04 Zr 5,0-107 (4,8+0,2)- 107 0,04

Ta6auna 4. Pesynbrarel npoepku npaBuwibHOCTH MCIT-ADC MeTonuku aHanmu3a KpEeMHHsI M €r0 OKCHIAa METOJIOM «BBEICHO — HAMJIEHO»

(n=3-4; P=0,95) B mepecueTe Ha HABECKY MPOOBI

Onement  Bseneno, % macc. Haiineno, % macc. s, Dnement  Bseneno, % macc. Haiineno, % macc. S,
Al 54-10% (5,5+£02)-10* 0,04 Mo 54-10* (5,6£02)-107* 0,04
Ba 2,2-10* (2,3£0,1)-10* 0,04 Na 1,4-10° (1,5£0,1)- 107 0,07
Be 2210 (2,2+0,1)-10* 0,04 Nb 54-10* (58+0,3)- 10 0,05
Ca 54-10% (5,5£02)-107* 0,04 Ni 54-10* (5,5+0,3)-10* 0,05
cd 54-107* (4,9+0,5)- 10 0,10 Pb 54-107* (5,0£02)-107* 0,04
Cr 54107 (53+0,2)- 10 0,04 Pd 54-10% (5,5+£0,1)-107* 0,02
Cu 54-10* (5,5+0,2)- 107* 0,04 Pt 54-10* (5,0+£02)-10* 0,04
Fe 54-107* (5,0£0,4)- 10 0,08 Sr 22-107* 2,2£0,1)-107* 0,04
Hf 54-107* (55+0,1)- 10 0,02 Ti 54-107* (5,3£02)-10* 0,04
In 54-10* (5,2+03)-10* 0,06 Tl 1,1-107 (1,1£02)- 107 0,18
K 41-10* (3,8£0,3)-10* 0,08 \Y% 54-10* (5,8£04)-107* 0,07
La 54-107* (54+0,2)- 10 0,04 Y 54-107* (54+0,5) 10 0,09
Li 1,1-10* (1,0£0,1)-107* 0,10 Zn 54-10* (5,5+£02)-10* 0,04
Mg 54-10% (5,2£02)-107* 0,04 Zr 54-10* (5,5+0,1)-107* 0,02
Mn 54-10* (51+03)-10* 0,06 — — — —
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Huem cnekrpomerpa ICAP-61 (Thermo Jarrell Ash,
CIIIA), mpenenbl 0OHAPY)KEHHS OLIEHUBANIN TIO 3S KpUTe-
puto. CpaBHEHHE aHATUTHYCCKHX BO3MOXKHOCTEH METO-
JUK (Tabi. 5) moka3biBaeT, 4TO pa3paboTaHHAs METOIUKA
MO3BOJISIET OMPENENSATh 3HAUUTEIILHO OOJIBIIEe YUCIIO dIie-
MEHTOB-TIPUMECEN U MPEBOCXOIUT METOAUKY [5] mo mpe-
JiesiaM oOHapyKeHHs. DTO OOBSACHSIETCS MPUMEHEHHEM B
JAaHHON paboTre Ooiiee COBEPIICHHOTO O0OPYIOBaHUS, a
Tak)Ke TeM, 4To B pabore [5] He HCIOIB30BaANIN JOCTATOY-
HO KOHIICHTPHPOBaHHBIC PACTBOPBI W3-32 BBHICOKOW CTOM-
MocTH 00pasnoB. Jlanubix mo metoaukam UCIT-ADC aHa-
JI3a KPEMHUSI U €ro oKcuza 0e3 MpenBapuTeIbHOTO KOH-
LEHTPUPOBAHMS B JIUTEPATYPE HAUTH HE YIATIOCh.

Takum 00pa3zoM, pa3paboTaHbl SKCIPECCHBIE MHOTO-
anemenTHble MeToauku UCII-ADC onpenenenus npume-
cell B KPEMHHH, T€PMaHUU U MX OKcHaax. J[is aHanmsa
KPEMHUSI M €r0 OKCHJ/Ia BBIOPAHBI aHAIUTHYCCKHIE JTMHUH
29 snementoB-npumeceii: Al, Ba, Be, Ca, Cd, Cr, Cu,
Fe, Hf, In, K, La, Li, Mg, Mn, Mo, Na, Nb, Ni, Pb, Pd,
Pt, Sr, Ti, Tl, V, Y, Zn, Zr. OnpeneneHo onTUMaibHO-
KOMITIPOMHCCHOE COZIEP)KaHUE KPEMHHs B PacTBOPE LIS
NCTI-ADC anammuza — 5 % wmacc. [Ipeaensr onpeneneHus
npumeceid Be, Li, Mn, Sr, V, Y, Zr cocraBisor
n - 1077 % macc.; Ba, Ca, Cd, Cr, Cu, Hf, La, Mo, Mg, Nb,
Pb, Zn — n - 10°° % macc.; Al, Fe, In, K, Na, Ni, Pd, Pt,
Ti, Tl — n - 10~ % macc. OTHOCHUTEIBHOE CTaHAAPTHOE
OTKJIOHEHHUE pe3ynbTaroB aHaiauza — 2 — 20 %.

Jost metogukun UCTT-ADC ananusa repManust U €ro
OKCHJIa BBIOpaHbI aHAIUTHUYCCKHUE JHHUU 42 3JIeMeH-
ToB-mipuMecei: 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, Se, Sn, Sr, Te, Ti, V, W,
Y, Zn, Zr. OnTuManbHO-KOMIIPOMUCCHOE COJIEPIKAHUE
repMaHuss B aHAJIU3UPyeMOM pacTBope — 3 % macc.
IIpenens! onpenenenust npumeceit Be, Li, Sr, Y cocras-
ot 7 - 1077 % mace.; Al, Au, Ba, Cd, Co, Cr, Cu, K, La,
Mg, Mo, Na, Nb, Ni, Pd, Re, Sn, Ti, V, Zn, Zr —
n- 107 % macc.; Ag, Ca, Fe, Ga, Hf, In, P, Pb, Rb, Sb, Se,
Te, W — n- 107 % macc.; As u Bi — n - 10 % macc.
OTHOCHTEIIFHOE CTaHAAPTHOE OTKJIOHEHHWE PE3yJIbTaToB
a"ammza — 2 — 20 %.

[IpaBUIBHOCT, METOIUK TOATBEPXKICHA METOIOM
«BBEICHO — HANIEHOY.
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