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METOABI AHAJIH3A BbICOKOYHUCTBIX MATEPHUAJIOB
C NMPEABAPHTEJIbHBIM KOHUEHTPUPOBAHUEM IIPUMECEM

[lpencraBiieHs! CpABHUTENBHBIE JAHHBIE AHATHTHYECKHX BO3MOKHOCTEH MaCC-CIEKTPOMETDHUECKHX H aTOMHO-3MUC-
CHOHHBIX CIIEKTPJIbHBIX METOJOB C PA3THIHBIMM [UIA3MEHHBIMH HCTOYHHKAMHU BO30YxaeHus  nonusauuu (MCII-MC,
HCII-ADC, AIIT-ADC u AAII-A3C) ans MHOrO3/EMEHTHOrO aHANHM3A BHICOKOYACTOTHEIX BEUIECTB C npeaBapu-

TeAbHEIM KOHLEHTPUPOBAHHEM MHKPOIpPHMeECeH,

IIpoGnema onpenenexus NPUMECHOTO COCTaBA
BBICOKOYMCTHIX BEIIECTB Beerna Obina akTyanbHOM,
TaK KaK MMEHHO Ha OCHOBE YHCTHIX BEIECTB CO3-
AAI0TCA HOBBIE (DYHKIMOHANIBHBIE MAaTEPHABI, TO
€CTh MaTepPHAaJbl C 0COOBIMH INEKTPOPHINIECKUMH
H ontH4eckumu cBofictamu [1]. [Tockoneky Biusa-
HHEe Ha (QYHKUMOHAJbHbIE XapaKTEPUCTHKH MaTe-
pHaioB KaxA0#i OTAENbHOM NpUMeECH H ee KOHIIEeH-
Tpauuu, TeM GoJiee B MPUCYTCTBHHM APYTHX NpUMe-
Cell, 4alle BCero HEH3BECTHO, TEXHOIOTH CTPEMSAT-
Ci Kak MOXHO MOJHEee OYHCTHTh BEMIeCTBO, MpPH
3TOM HEOOXOIHM aHAIHTHYECKHH KOHTPOJIL Mpo-
1ecca OYHCTKH. MHOT031eMEHTHOCTE M NIpenensi 00-
Hapy’keHHs aHAJIMUTOB — BaxKHelne XapakTepuc-
THKH METOJ0B, HCIOJIb3YEMBIX JUIf 3TOr0 KOHTPOJIA.

B ananuruveckoit naboparopun MHX COPAH
pa3sBHBAKOTCA KOMOMHHUpOBaHHBIE METOAB! ONpe-
JleneHus NPUMECHOTO COCTaBa YHUCTHIX BellecTs [2],
npenycMaTpHBaonlie KOHIEHTPHPOBAHHE NpHUMe-
Ceil K aTOMHO-3MUCCHOHHBLH cnekTpanbHbiit (ADC)
HIH Macc-criekTpanbHelii (MC) aHanM3 KOHIEHT-
pata. [lna onpeneneHns oTAENbHBIX NpUMeceH Hc-
MoJib3yeTcss aTOMHO-a6COpOLMOHHBIN aHANH3,

[lens racrosuielf cTraTh — MO3HAKOMMTH YH-
Tarend ¢ MeTONOJIOTHElH aHAaIN3a BEICOKOYHCTEIX BE-
mecTs, paspaborannoit B naGopartopum.

Cpa3sy 3ameTnM, 4T0 CrIOCOGEI KOHLEHTPHPOBa-
HHfA, AN KOTOPEIX HeoOXOAMMO B3auMojelicTBHE
npo6sl cO 3HAYHTENBHBIMH 00BEMaMH PEAKTHBOB (B
YaCTHOCTH, C PACTBOPHUTE/NAMH, TBEPABIMH M KHJI-
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KAMH 3KCTpareHTaMd M T.I.), Aaxe npu 60apmux
k03 QHUMEHTAX KOHLEHTPHPOBAHHS He oOecmeyn-
BAIOT HU3KHE Npe/enbl 00HapyKeHns 114 pacnpoc-
TPaHEHHBIX NPUMECceH, OT KOTOPBIX YaCTO TPYAHO
OYHCTHTH BewliecTBo. [ToaTtomy HanGonee 3ppextu-
BHBEI Ge3peareHTHbIe ClIOCOORI KOHUEHTPUPOBAHUS.
Haw oneiT nokasan, 4To A4 uenoro pana o6bek-
TOB (BBICOKOYHCTEIE KaIMHH, CEJIEH, LIMHK, PTYTh, Tel-
Jyp, OKCHJI TelTypa, KpeMHUMH, repMaHuii, 0J0BO,
rannui v ap.) HauboJsee NeHCTBEHHBIH METOA KOH-
UEHTPHPOBaHUA NIPHMECEH — OTrOHKa OCHOBBI MpPO-
Ob1, Tpebylomas MHHUMAJIBHOIO PACXOAA PeakTH-
BOB. K 10CTOMHCTBAM METOa OTHOCATCH TAKXKeE OT-
HOCHTEIIbHAA MPOCTOTA MPOUEAYPbl, BOZMOXKHOCTE
HCTIONIb30BaHUA 60bIIoN HaBeckd Mpo6El, CpaBHU-
TelbHaA NPOCTOTA TEPMOAMHAMHYECKOI0 MOENHU-
poBaHus npouecca. B nanHoi pabore MbI mpeacras-
JeM MEeTOAMKH aHalli3a ¢ HCIOJIb30BAaHHEM MMeEH-
HO 3TOr0 MeToAa KOHLUEHTPHPOBAHMSA NPHMeECEi.
Yo kacaercs aHanu3a KOHLEHTPATA, TO Ml
HCIONB3YEM MHOT03JIEMEHTHBIE METOJbl aTOMHO-
SMHCCHOHHOTO CHEKTPANbHOrO U Macc-CIeKTpalib-
HOrO aHajHu3a C PasHbIMM MCTOYHHKAMM BO30Yx-
JeHHUs W HOHH3ALUHH ATOMOB: Ayra MOCTOSHHOIO
Toka (IT1T), neyxcrpyiinsiii 1yrosoit niasMoTpoH:
(AATIT), HHAYKTUBHO cBs3aHHas nnasma (MCII).
[Tpu ananu3e BBICOKOYHCTHIX BEIIECTB IpEABApH-
TeNbHOE KOHUEHTPUPOBAHME NpuMecel HaeT Bo3-
MOXXHOCTb HE TOJIbKO CHH3MThH MpENebl uX oGHapy-
JKEHHA, HO H 0CBOOOAUTECA OT MATPHYHOTO 3 dek-
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Ta W TaKuM 06pa3oM yHHQHULUPOBATh HHCTPYMEH-
TajbHYI0 9acTh MeToAa, TO €CTh HMCIO.1b30BaTh
e[MHBIE JUIS BCEX MOArOTOBIEHHBIX KOHLUEHTPATOB
yC/IOBMS aHaIM3a U eAnHbli Habop oOpa3sLoB cpas-
nenus (OC). BaxHo, 9To npu paspaboTke KoMOu-
HHPOBAHHOTO METOHAa ONTHMAalbHEIA pe3ynbTar
JIOCTHTaercs TOJNBKO TOIJNa, KOrAa CKpYIyJe3Ho
y4YTeHbl Bce 0COOEHHOCTH KaK MET0Ja KOHUEHTpH=
pOBaHMA, TAK U MHCTPYMEHTANbHOrO OKOHYAHMA.

Bce onepaliuu no nNoAroToBKe npob k aHanu3y
NpOBOJASATCA B NOMEUIEHHAX, cllellManbHo obopyno-
BaHHBIX Ay paboThl ¢ YHCTBIMH BelIECTBAMH, B
TOM YHCJIE TOJUITHIEHOBO! nanaTkoi U HACTONb-
HbeiMU HOKCaMH M3 OPrCTeKIia, ¢ MCIob30BaHHEM Clie-
L[HaJILHO M3TOTOBJIEHHOr0 060pyIOBaHHA U OJHO-
pazoBoii mocyznsl. Ha puc. | u 2 nokazaHsl ycra-
HOBKH JUIi KOHLIEHTPUPOBAHHMA TpHMecel OTroH-
Kot oCHOBBI MPOOEI B BaAKyyMe HJIH IOC/e XUMHUYe-
CKOTO mpeBpalueHus B GopMy ¢ BEICOKOH ympyroc-
ThIO MapoB. TH YCTAHOBKHK M3rOTOBJIEHB! U3 KBAp-
ua u ¢roponnacra, NpocTsl M ynob6HL B pabore,
Jerko MoroTcd.

DOMHCCHOHHBIH CNEKTPaJIbHEIH aHAIN3 KOHIIEH-
TpPaToOB BbINOJHAETCs Ha cnektporpape PGS-2
(Karl Zeiss Jena, 'epmanus) ¢ perucrpauuneii u 06-
paboTKOH CIeKTPOB MHOTO3JMEMEHTHBIM aHalu3a-
TOPOM AaTOMHO-3MHCCHOHHBIX crnekTpoe MADC
(000 "BMK Onroanextponnka", Poccus), xoto-
pbiii SBIAETCS COBPEMEHHbIM CPEACTBOM H3Mepe-
HHS MHTEHCHUBHOCTEIl CrieKTpaibHbIX THHHH U 1oc-
NeyOLUero KOJMYeCTBEHHOrO OMNpeleNneHus 3je-
MEHTHOTO CcocTaBa BellecTBa. B Hacroslee BpemMs
aHanuzaTopel MADC ceprudpuuuposansl I'occran-
Japrom Poccuu xak cpescTBO U3MEpPEHHS UHTEH-
CHBHOCTE}l CIIeKTPaNbHBIX NHHHM K IWMPOKO MpH-
MEHSOTCS B aTOMHO-IMHCCHOHHOM CIEKTPalbHOM
aHanuse [3].

Ins Bo30yXkaeHUs CIEKTPOB MCHOAb3yercs Oy-
ra MOCTOSHHOTO TOKA WK ABYXCTPYHHbIN AyroBoii
nnasMoTpoH [4]. 3TOT NNa3sMOTPOH NpencTaBlIAeT
co6oit aBe pacnoJlokeHHbIe O/ YIIOM APYT K Ipy-
ry njia3MeHHble FOpenkH, obecredyuBarollue Moj-
KAT ¥ GopMHUpOBaHHE MIa3MeHHBIX cTpyl. Mom-
HocTh muasmorpoHa 10—15 kBrt. Menkoanc-
riepcHble MPOOBl, MPUIOTOBIEHHBIE HA OCHO-
Be Tpad)MTOBOro MOpPOIIKA, BBOAAT B HAMpa-
BJIGHHH MeCTa CIIUAHUS CTPYH, MHHYS 3MeKT-
pOJHBIE Y3JIbl, TPAHCIOPTHPYIOMHUM Ta30oM
(Ar). Ina obecneyeHus paBHOMEpPHOH noja-
YH MMOPOWIKH B3MYYHMBAIOTCA NMPH MOMOILH
CMELHUANEHOTO 3JIeKTPOPa3pANHOro YCTpoi-
crBa. B otnuume ot GonblMHCTBA OMyOAKKO-
BAHHBIX padoT, B KOTOPBIX B Ka4yecTBe aHa-
JIMTHYECKOH MCMOJB3yeTcs 30HA Nocie Clud-

-—
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HUS [JIa3MEHHBIX CTPYH, MBI pETUCTPHPYEM CIIEKTP
30HBI OO cnugHUA M nobaiaseM Kk OC u npobam
NaCl B konuuectBe 15 %. C oaHo# cTOpOHEI, Jer-
KOMOHH3HpYyeMas 1o6aBKa B TaKko# KOHIEHTpaLUN
ofecrieyuBaer MakcuManbHOEe OTHOmeHWe I/l
[ aHATHTHYECKHUX CIEKTPalbHLIX JIHHKH, ¢ ApY-
rofi — cnoco6CcTByeT NOAAaBIEHHIO MATPHYHBIX BIIH-
auui. Ipenensl o6HapyxeHus npumeceit B rpadu-
toBoM mopomke MeromoM IJITT-ADC couamepu-
MBI ¢ npegenamu oOHapyxedus B JINIT-ASC u coc-
rasasior 10°°—107* % mac. K coxanennio, B or/m-
ye or MIIT u MUCII ucrouHukoB BO3OYxIeHUA
cnexktpos, MJI1 umeercs nulIb B €AHHHYHBIX IK-
semmagpax. MMes B BHAY NMepcneKTHBHOCTh 3TOr0
MCTOYHHMKA BO30YXIEHHUA I aHAIM3a MOPOLIKO-
BBIX Mpo0, B HacTOALIEE BpEMS aHAIMTHYECKHE Jla-
6oparopur MHX u OUITM CO PAH cosmectHO ¢
000 "BMK Onroanekrponuka" paboTaroT Haj co3-
JIaHHEM COBPEMEHHOr0 aBTOMaTH3HposatHoro J(JII1-
ADC cniexrpomerpa. B cocras npubopa BXOANT OCHa-
8
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Puc. 1. Cxema kaMepsl A BAKYYMHOH OTFOHKH OCHOBBI:
1 — xBapuepas yamka ¢ npobkoi; 2 — ksapuesas Tpyba-
nojcraBka; 3 — HakHaHas rafika; 4 — droponnacrosoe
OCHOBaHHE C YIUIOTHAIOWEH pe3nHoBO#H npoknaakoi; 5 —
XOMOAHNBHHK; 6 — KOpryc kameps! (kBapu); 7 — Harpe-
paTens, & — BakyyMHHIH KpaH IUIS Hamycka raza; 9 —
maxra [UIA TEPMOMapsl.
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Puc. 2. Cxema peakropa /s PeakUMOHHOH OTrOHKH OCHOBBI:
I — xopnyc peakropa (kBapu); 2 — HarpesaTens; 3 — 3aTBOp
(kBapi); 4 — kpapuesble gamku ¢ npo6koii.
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meHHbIH ananusaTopoM MADC crnekTpoMerp Ha
ocHoBe onTH4eckoi cxempl [Tamena—PyHre ¢ Hekmac-
cuueckod audpakumoHHON pemerkod, obecrnedu-
Baomeil MOBBINIEHHbIE Ppa3pemaruyl cnocod-
HOCTh H CBETOCHILY.

B nabop o6opynoBaHHua NI HHCTPYMEHTAlb-
HBIX MeTOZIOB ¢ ucnoab3opanueM M CIT Bxoaar amuc-
cuonnslii cmektpomerp IRIS ADVANTAGE (Ther-
mo Jarrel Ash, CILIA) u macc-cnextpomerp ELE-
MENT (Finnigan MAT, I'epmanus). UCIT-ADC IRIS
ADVANTAGE npenHa3HaueH I OMNpelelieHus
9NIEMEHTHOT0 COCTaBa PAacTBOPOB C KOHLIEHTpaLUei
ocHOBHOTO BemecrBa A0 1—5 %. OGbIYHO METOAOM
UCIT-ADC onHoBpeMeHHO onpenenstoT 10 S0 ane-
meHToB, KpoMe O, H, C, N, HHEPTHBIX ra30B W rajuo-
reqoB. [Ipenensl oOnapyxeHus B pacrBopax #:10
—n:1072 mr/n, B niepecyere Ha TBEPJOE BEIECTBO
— 71010 % B 3aBrcEMocTH oT omnpenense-
moro snementa. UCII-MC Bricokoro paspeuieHus
ELEMENT o6ecneunBaer BO3MOKHOCTh OIHOBpe-
MeHHOro omnpeneneHus 10 70 npuMeceH, 3a HCKITIO-
yeHWeM razoobpasyromux 1 rajoredos, B 1 M pacr-
BOpax a30THOM, XJIOPHUCTOBOJOPONHON M CepHOU
KHCIIOT € COAep)KaHHEM MATPHYHOIO JJIEMEHTa 10
0.1—0.05 %. I1penensl o6HapyXeHHs B pacTBOpax
cocTaBnawT n-10—mn-10" Mr/n, B mepecyere Ha
TBEp/Oe BELIECTBO — 71- 1087107 %. Bpems MHoO-
ro3JIeMEHTHOro aHanusa ogHoro pacresopa M CII-
meronamu cocrapiser 20—30 MuH. PacTBopsl npobd
eeonaT B MCII npu momoiu yjasTpa3ByKOBOTO HIIH
nMHeBMaTH4Yeckoro pacmeiautens. [loarotoska npu-
0opa K aHaJIU3y BEICOKOUUCTBIX MaTepHaloB BKIIO-
YaeT XMMHKO-MEXaHHYECKYI) OYHMCTKY CHCTEMBbI
or6opa u GopMupoBanus nonHoro myuka (MCII-
MC) u npomomkuTensHyw (10 1—2 4) NpOMBIBKY
cucrems! moga4yu npober 2—5 %-Mu pac-
TBOpPaMH BBICOKOYMCTHIX a30THOM, cond-
HOIi, a uHOrAa U cepHO# KHciIoT. Meto-

Hble KMCIIOTHI ABOIHO neperonku. JlaHHble 0 coaep-
KaHHM TpUMecedl B 3THX PEaKTHBAX NPUBEIEHBI
B paGorte [5].

Jna AITT-A2C ucnonb3yloTca 3NEKTPOIB rpa-
dbuToBEIE TMaMeTPOM 6 MM C KpaTepoMm ray6uHOI
2.5 MM H I1MaMeTpoM 4 MM, BEITOUEHHEIE U3 rpadu-
TOBBIX crepxkHelf oc.u. 7—4 (HMKHUE 37eKTpon,
AHO/) ¥ 3NMeKTPO /sl rpadUTOBEIE TUAMETPOM 6 MM,
Mapku oc.4. 7—4, 3aTOYeHHbIe HA KOHYC (kaTon).
Kasknyio mapy 3NneKTpoJ0B HeMOCPeICTBEHHO nepejl
aHaIW30M MOABEpralwT ouucrke obxurom. B ka-
YecTBE KOJJIEKTOpa MpHMeEcell MCMOoNb3yeTcs rpa-
¢$uTOBEIf MOPOMWIOK MAapKH OC.4., B KAYECTBE YCH-
nusawiueit no6asku — NaCl (oc.u.).

[IpoGnema o6pasuos cpasHenns (OC) asnser-
cst ogHOM u3 rnasHeiX npu ADC aHanu3e TBEPAbIX
npo6. [Tpurorosnenne OC HA OCHOBE, HMHTHPYIO-
el OCHOBHO#M COCTaB KOHLUEHTPATOB, CIIOKHO U3-
32 OTCYTCTBHA YHUCTOH TIO ONpENENAEMBIM NpUMeE-
cAM OCHOBBI. OmBIT HameHd paGOTHl MOKa3bIBAET,
yto npu ADC ananuse o6beKTOB pasHoli NpUpo Ikl
Haunbonee ynobHo nons3oearses OC Ha OCHOBE BbI-
cokouucroro rpadurosoro nopomxka (I'TT), koTo-
pei# MMeeTcs B npoaaxke. Kpome Toro, Ypanbckum
rocyaapCTBEHHBIM TEXHHYECKHMM YHHUBEPCHTETOM
BBITIyCKaloTCsA ["ocyAapcTBEHHBIE CTAHAAPTHBIE 06-
pasuel Ha ocHose I'TT [6]. Ilpn ucnosnb3oBauum B
Ka4yecTBe UCTOUHHUKA BO30yxaeHusa cnektpos JATIT
CHJIbHBIE MATPUYHBIE BIUAHHSA NO3BONAIOT HCMOJb-
3oBaTh OC Ha ocHoBe ['T] Tonpko npu HeGOMBIIKX
COIepKaHMUAX OCTATKOB OCHOBEI MPOOHI B KOHIEH-
Tpare. YcnoBus Bo3OyxkaeHus crektpor B JIII,
obecnieyuBaroiue crnabble MaTPUYHbIE BIHAHHS,
CO3JAI0T BO3MOKHOCTL Hcnoyb3oBanua OC Ha oc-
Hose ['TI mpu cymecrBenHo Gomemx (no 50 % no

Ta6bnuuona 1
PaGouune napamerpsl HCII-ADC u UCII-MC

aet ¢ UCIT xopoiuo coyerarTcs ¢ paspa- RIS

GaThIBaeMbIMH B aHAJIMTHYECKOH JlaGopa- Mapamerpst ADVANTAGE | ELEMENT

topun MHX crnoco6amu npenpapuTens-

HOr0 KOHUSHTPUPOBAHUS MHUKPONPHME- Mommocts BY reneparopa, Br 1150 1250

ceif, 4TO MO3BOJACT MUIA PAJA MCCIEAYE-  []jasmoobpasyiomuii MOTOK, 15 13

MEIX MaTe€pHaIOB JOCTUTaTh npenenoglgﬁ- /MuH

HaP.P’?KeHHﬂ npumecei Ha ypoBHe 10 "“—  Bcnomoratensusii notok, ji/mun 0.5 0.7

107" % mac. B ta6n. 1 npusenensi pabo- [IpoGononaomuit moTok, Ji/MuH C— 0.9

4ye mapamerpsl NpHOOpOB. Iasnenne B pacnbiautene, Ia 23 —
Marepuanbi, peakTHBbI, 00pa3subl Tun pacnbLIATENS [1HeBMaTHYeCKHH Y IBTPa3BYKOBOH

cpapaenns (OC). HMcnone3yloTes O€H0- Habmogenue miasmsi AkcnansHoe AkcuansHoe

HU30BaHHAA BOMNA C OCTATOYHEIM COTIPO- Bpems SKCNO3HINMH, C: — 100

THBJeHIeM ~ 18 MOM, azoTHas KUCIOTA, JUMEBL BonH or 177 mo 270 HM 50

TPHXABI IEpErHaHHad B KBAPLEBOM armra- casinie 270 um 20

pate, TOPHCTO- U XJOPHCTOBONOPOX-
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ornomwenuto k I'Il) ocraTkax OCHOBBI.

Jlns onpeneneHHs MUKPO3JIEMEHTOB METOAOM
HUCII-ADC n UCIT-MC wucnons3yloTcs cTaHAApT-
Hele o6pasuel pactsopoB THna ICP Multi Element
Standard (Merck).

KonuenrpupoBanue MuKkponpumeceii. /{11 KoH-
LUEHTPHPOBAHHUA MpUMecel KCIO0JIb30BANN IUCTHII-
JALUA B BAKyyMe HJIM OTrOHKY B BH/E CHHTE3H-
poBaHHOro jierydero coeauHenus. Kak mpasuino,
wis ADC aHann3a 1enecoobpa3Ho HCHIONB30BAThH
Koa(duureHT KoHUeHTpUupoBaHus 20 (HaBecka mpo-
6 1 r, Macca koHuentpara 0.05 r), onHako koraa
HeoOX0AUMO MoNy4uTh GoJiee HU3KHE MO CpaBHe-
HHIO ¢ opauHApoM C i, MCIOJB3YIOTCH O0JbIIKe
Hasecku npo6sl (mo 3—5 r).Jlns UCII-ADC ana-
nu3a Tpebyerca o6byHO 3—10 Mn pacTBopa U (ak-
THYECKH Mbl WMeeM IeN0 He ¢ aGCOMIOTHEIM, a C
OTHOCHUTENBHBEIM KOHUEeHTpupoBaHueM. [lpu pas-
paboTke KOMOHMHHPOBAHHBIX METOAMK BaXXHBIN
aTan — TUATEeNbHOE U3YUYEeHHE MOBEACHHUA NpHMe-
ceif B mpouecce UX KOHUeHTpUpoBaHus. C 310l uenso
NPOBOAATCA JKCNEPUMEHTHl "BBeIeHO-HaiineHo",
COMOCTaB/IEHHE JaHHBIX HE3aBUCHMEBIX METOJOB aHa-
nu3a, TeOpeTrHuYeckas OLEHKAa BO3MOMKHBIX MOTEpPh
npumecei. MeToIuKN KOHUEHTPUPOBAHHUS B HEKO-
TOPLIX 0OBEKTaX OMUCAHBI HUXKE.

IloaroroBKa KOHLEHTPATOB H YCJIOBHS HX aHA-
au3a. BakKHBIM JOCTOMHCTBOM pa3paloTaHHBIX
HaM#i KOMOMHHMpPOBaHHBIX METOAMK SABIACTCA YHH-
(uKaUMa MHCTPYMEHTAJbHON CcTaauu aHamu3a —
aHannu3 KOHUEHTPATOR BEIOpaHHBEIM MeToAoM (ASC,
MC) B enMHBIX YCIOBMAX MO eAHMHOMY Habopy 06-
pa3uoB cpaBHeHus. O4YeBUAHO, 4TO BeIOOP MeTONA
M MCTOYHHKA BO3OYXIEHHSA WIM HOHHM3AaIUW ato-
MOB ONpenensAoT TpebOoBaHUA K COCTABY KOHLEHT-
paTa M, cliefloBaTeNbHO, K ero NoAroToBke. B koH-
uenTpate ans ADC ¢ AyroBeIM BO30OYXKIEHUEM CIIEK-
TPOB COJEpP}aHHUE OCTATKOB OCHOBEI MPOOKI 00kIU-
HO He JIOJDKHO MpeBHIaTh JoJeif mpoueHTa Mo or-
HOIIEHHUIO K rpaMTOBOMY KOJUIEKTOPY NpuMecei
(ocobGeHHO, EC/IH OCHOBA JIEFKOMOHU3UpYyeMad), TO-
raa kak ana A9C ¢ Bo30yx/eHHeM CIEKTPOB B ABYX-
CTpy#HOM OYrOBOM MIa3MOTPOHE BBIMOTHEHHE 3TO-
ro TpefoBaHus He obs3arensHo. [Toaromy JIT oco-
6enHO 3(pexTHBEH, KOrga ocHoBa npobsl oTAens-
eTcs OT MpHuMecel He MoJHOCTHEI. Bo Beex cnyuyanx
pa3paboTka KOHKPETHOW METOJMKH aHa/iu3a BKITHO-
Y4eT CTalHI0 H3YYEHUS BIHMSHHA OCTATKOB OCHOBBI
npoObl Ha BeNHYMHY aHAJMTHYECKOro CHrHana.

INoaroroska konuedtpata k AIIT-ADC ana-
N3y 3aKJI04YAeTCs B PACTBOPEHHM OCTATKOB Tocie
OTrOHKY MaTpHLbl B HeOONbIIUX 06beMaxX KOHIIEH-
TPMPOBAHHBIX KHCIOT, N06aBneHnn rpadUToBOro
nopomka (06BIYHO Tak, yTOOblI Macca KOHLEHTpa-
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Ta coctasnsna 50 mr), BEICYIIMBAHUY C MOCHEOYIO-
meit o6paborkoit HCl u nobasnennn BogHoro pac-
tBopa NaCl Tak, uro6sl conepxanne NaCl B koH-
LeHTpaTe cocTaBnusno 4 %. YcioBua aHanM3a KOH-
LigHTpaTa: cuia Toka ayru — 13.3 A, mosHoe Bpe-
M$ perucTpainu cnektpoB — 17-22 ¢ (1o Beiropa-
Hug NaCl), sxkcnosuuus — 50 mc.

B cayuae J/ITT-ASC aHanu3a 0CTaTKH OCHOBBI
npo6bl MexaHHYecKd (B CTyme U3 Oprcrexkia Hiu
KBapleBOii Yallke) cCMEWHBalOTCs B BeIOpaHHOM
COOTHOIIEHUH C rpapUTOBEIM MOPOLIKOM, COAEp-
wamuM NaCl (comepxanue NaCl 8 rpadguroBom
HOPOLIKE JOJKHO OBITE TAKHM, 4TOOR! ero couep-
JKaHHe B KOHLeHTpaTe cocTaBasano 15 %). Ananus
KOHUEHTpaTa NPOBOIUTCA MPH CIEeAYILIHX yCo-
BHAX: HANpsAKeHHe Mexay anekTponamu 100—140
B, cuna toka — 85 A, pacxonsl nnasmoobpasyro-
IIEro W TPaHCIOPTHPYMOUIEro ra3oB (aproH) 4 u
0.7 n/MuH, COOTBETCTBEHHO, 30HA perucTpauuu —
4-5 MM HUXKE MecTa clnusIHuA cTpyl. [1onnoe Bpems
perucTpaluyy CHeKTPOB COCTABAAET 6 ¢, 3KCMO3M-
uus — 50 mc.

JInd BBHIMOJNIHEHHWA MHOrO3JIEMEHTHOIO aHalu-
3a pacrBopoB Meromamu MCII-MC u MCII-ADC
nocraTouHo 5— 10 mi1, cKOpOCTh MOAAYM pacTBOpa
nepucTanbTHYECKUM HacocoM cocrasiaser 100—
150 mMx/MuH.

OpnHoit u3 npo6nem npu ucnonszopanuy UCII-
MC sBnserca HeoOxoaumocTs Beicoko# (10°—10
crerneHy pa3baBieHUs TBEPAOTO BEIECTBA AMS CHU-
EHHMS MATPUYHBIX BIMAHUH, 00yCNOBNEHHEIX, C O/-
HO¥ cTopoHBI, u3MeHeHueM napamerpos UCII u cre-
MeHH MOHU3ALUY AaHAJUTOBR, C APYTOH, 3¢ dexTamu,
CBA3aHHBIMH C OCaXIEHHEM OCHOBBI HA KOHYCax HH-
Tepdeiica Macc-cnekTpomerpa. OnTUMaNBHEIM A5
HCTI-MC saBnserca IM pacrBop a30THO# Kuco-
Thi. Mcnone3oBaHue pacrBopoB HTopHCTO- U XJiO-
PHUCTOBOLOPOJHOM KHCIOT B KayecTBe pPacTBOpH-
Tenell KOHLUEHTPATOB HEXenaTelbHO, MOCKOJIBKY B
3TOM chnydae ObICTpee H3HALIMBAKOTCA CHCTEMBI
BBOAA ¥ (OPMUPOBAHHMA MOHHOrO Myuka (camruep,
ckummep). Huskue cojmepkaHus OCHOBBI KOHIEH-
Tpara B pacTBOpe, KpOMe TOT0, CHUXKAKOT npobie-
My MaTpHUYHBIX BIUsHMIA. TeMm He MeHee Gnaronaps
HH3KkuM abconoTHBIM npenenam o6HapyxeHud (10
107" r) MeTox obecneuuBaeT peKOpAHO HU3KHE Npe-
Iensl oOHapyXeHHsa Ui 371eMEHTOB, HE colepika-
LIMXCS B KOHTPOJBHOM ombiTe. B TO ke Bpemsa on-
peneneHne pacnpoCTPpaHEHHEIX 3JIEMEHTOB, TAKHX,
kak Na, K, Ca, Si, Fe u ap., orpaHi4eHo YpOBHEM
HUX COJEep)KaHus B UCMOJB3YEMBIX peaKkTHBaXx.

B merone UCII-ADC nonyckaercs HCIOIb30-
BaHHE PACTBOPOB C KOHLEHTpaLHeH OCHOBHOTO Be-
uiecrsa 10 1—5 %, 4TO MO3BOJIAET AJIS HEKOTOPBIX
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06BeKTOB MOJIYYaTh [0 Py nprmecei npeaensi 06-
HapyxkeHus, He ycrynalomue meroay UCII-MC.

TepmoanHAMHYECKOE ONHCAHHE NMPOLECCa KOH-
nenrpupoBanns. OTHO U3 JIOCTOMHCTB METOAA KOH-
UEHTPHUPOBAHHUSA MPUMeECeH OTTOHKOM OCHOBBI IIPO-
66l — CpaBHUTEJIbHAS MPOCTOTA TEPMOJAMHAMHYE-
CKOro OMMCaHHA MpoLecca, ero TepMoJAMHAMHYEC-
xoro mMoaenuposanus. Llens MonenupoBanus — 06%-
SCHEHME M IIPOTHO3 NOBEJEHHA TeX NpuMecedl B
CNIOKHBIX CHCTEeMaXx, s KOTOPBIX 3TO TPYAHO clie-
7aTh Ha OCHOBAHHMM M3BECTHBIX JaHHBIX O HaBJje-
HHSAX NApOB OCHOBBI, aHAJUTA M HX BO3MOMHBIX
coepuHeHuit. Hamu mpoueccel peanusyloTcs NpH
arMocepHOM [AaBJAGHUM HIIH B YCIOBHAX HEBBI-
COKOr0 BaKyyMa MpH TeMIepaType 3 HECKONbKO
coTeH rpanycoB Llenscus. 910 MelNeHHas TaK Ha-
3piBaeMas KBasWpaBHOBecHas (unu PeneeBckas) oT-
ronka. [1pennoxeHHble HAMM MOJENH TIpearnonara-
0T, YTO KOHIGHCHPOBaHHbIE a3kl CUCTEMBI OHO-
POOHBI MO COCTABY W HAXOJATCHA JPYr C APYTOM H
¢ rasoBoii ¢a3zoif B TepMOIMHAMHYECKOM pPaBHO-
secun. OCHOBO#M Moenel sipaseTca ypaBHEHHE Ma-
TepHansHOTO GanaHca ans npumecu [7].

[TpumMepoM MOKET CIYXHUTEh MOJeNb MOBEeNeHHs
NpHUMECH TP OTFOHKE BellecTBa B BaKyyMme B NpH-
CYTCTBHH ero Hejeryuero okcuaa. C NoMOIIEI0 3TOH
MOJeNnu U3y4eHo, HanpuMep, NoBeieHHe As B Kaj-
MHM NIPU OTPOHKE KaJMHA B BaKyyme B MPHCYTCT-
s CdO [8]. YcraHoBIEHO, 4TO B KOHLE NpoLecca
As mepexoJuT B razoByio a3y kak B BHIE 3Je-
MEHTa, TaK M B BUJI€ OKCHJIa U COXPAHHTh €ro B KOH-
LEHTpaTe MOXKHO, MCHONb3Yys HEMOJHYI OTTOHKY
kagmus. Tor ke 3¢ ekt uMeeT MecTo NpH OTTOHKE
rajjgus B BUJe JeTy4ero MOHoaMMHaKaTa TPUXIIO-
puna (GaClyNH3): HenonHas OTroHKa OCHOBBI IPO-
651 MO3BONIAET COXPAHHUTH B TallTUU NMPH OTTOHKE
ero B Buae GaClyNH 3 npumecu Sn, Tl, Fe u Au
[9]. na ADC ananu3a TakuX KOHLUEHTPATOB MBI
ucnonssyem JIJTI.

O0BexThl H METOAHKH HX aHaju3a. B Hacrod-
mee BpeMsa B aHaIWTU4Yecko# maGopatopun MHX
CO PAH [10] pa3pabGoTaHsl U aTTECTOBAHBI KOMOHU-
HUpPOBaHHbIE METOIHKH aHANN3a IPHBEACHHEBIX HH-
ke 00BEKTOB.

Kpemnuii u oxcud xpemnus. I1poby pacreops-
mu B 10 Mn KOHUEHTPUpPOBaHHOK (TOPHCTOBOMIO-
POAHO# KHCIOTHI, 5 MJI KOHIEHTPUPOBAHHOM a30T-
HOM KUCIOTHL U 7 MJT JeMOHH30BaHHOM BOoALL. Pac-
TBOpeHHe NpPOBOJAWIM B 3aKpeITOM (roporniac-
TOBOM cTakaHe B Tepmocrare mpu 70—75°C B
teueHue 3—3.5 4. [TonydyeHHBIH pacTBOp ynapu-
sanu nox UK-mamno#t no ob6vema ~50 Mk, npu
aTom neryunit ¢ropua kpemHus orronsnci. K oc-
TaTKy nobaBasnn | M a30THYIO KHCIOTY M BHITIOJ-
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uann ananu3 UCII-MC meronom.

TIepmanuii. TIpo6y repMaHus pacTBOPSAIHN B CMe-
cH, cocrosuied u3 15 M KOHUEHTPUPOBAHHOM XJI0-
PHCTOBOAOPOAHON KMCIOTHI ¥ 7 MII a30THOM KHC-
notsl (14.5 M). PactBopenne NpOBOJUIM B 3aKPbl-
TOM (hTOpOMNACTOBOM CTaKaHe B TEPMOCTaTe NpH
70—75 °C B Teuenue 3—3.5 u. [Tonyyennsii pacr-
sop ynapusanau nox MK-namno#t a0 o6sema ~50
MKJI, TIPH 3TOM JeTy4uil XIOpUI repMaHus OTro-
Hanca. OcraTox pacreopsanu B 1 M asoTHOR kuc-
snore u Beinonuanu ananus UCII-MC meroznom.

Kaomuii. Hasecky xaamus (1—3 r) nomemanu
B KaMepy Ans OTroHKH (puc. 1) W pacnnaBisanu B
arMocdepe aprona npu Temnepatype 340-—360 °C.
3arem kamepy Bakyymuposamu go 2Ila u orro-
HSTM KaAMUi npu To# xe Temneparype. Bpemsa oT-
roHku cocrasnano 1.5—2 4. OcraTok mocne oT-
FOHKH pacTBOPANM B CMECH KOHIEHTPHPOBAaHHBIX
a30THO# ¥ XJTOPHCTOBOAOPOAHOMH KHCIOT M BBINOJ-
aanu aanus AIIT-ADC u UCII-MC meromamu.

Tennyp. IlpoGy Tennypa (1-3 r) noMemany B
Kamepy ans oTroHkH. [Tocne pacnnapieHus npook
B aTMocdepe aproHa npu temnepatype 480—500
°C KpaTKOBPEMEHHLIM HAIYCKOM BO3JyXa OKCH-
JINPOBAJIY MOBEPXHOCTH pacniasa. OTrOHKY NPOBO-
IIMNIM TIPM TOH e TemrepaType B atMocdepe apro-
Ha (zaBnenue 100 [Ta). Bpemsa oTroHkH Temmypa co-
crasnsino 40—80 mun. OcTaToOK pacTBOPSIIN B CMe-
CH KOHLUEHTPHPOBAHHBIX a30THOH M XJIIOPHCTOBOJO-
ponHO# KMCHOT M Bhinonauanu ananus MUCII-MC
u AINT-ADC meronamu.

Iunk. HaBecku OMHKA TMOMeENANH B KBaple-
Bble yauky Ha 40 Mr rpaduToBoro kKosmiekropa. Ya-
KA TOMellaNnd B KamMepy ANA OTTOHKH, Bakyy-
muporanu (P=2—5 I1a) u Harpesanu 10 Temmepa-
Typsi 200 °C B Tedenne 30 MUH A1 yAaNeHHS Bla-
ru. Uepes BeHTHIJIb-HATEKATENb PEAKTOP 3alOJHA-
M aproHOM M Harpepand A0 Temmnepatypsl ~450
°C. Nocne pacnnaBieHus UHHKA PEaKTOP OTKAYH-
Banu no 2 Ila u oTcekanw OT BAKyyMHOTrO Hacoca.
OTroHKy BeJM B CTaTHYECKOM Bakyyme npu 450
°C. Bpems OTrOHKA 2 I UMHKa HE MPEBbIMAno 4 4.
AHanu3 koHUeHTpaTa npuMeceit BpinonHamu AI1T-
ADC merogom.

Cenen. OTTOHKY ceneHa BBITIOJNHANH B Kamepe
1A BakyymHOU oTroHku (puc. 1) npu naBneHuu 5—
10 Ta u Ttemnepatype 310—320 °C ua rpadmuro-
BOM KomnnekTope. Haseckn ceneHa maccoif ~1r
oTroHsnucek 3a 40-50 MuH. AHaJU3 KOHLEHTpaTa
npumecet Beinonaanu JAIT-ADC meromoMm.

Mbnuesax. Hapecky MBIIIbAKA B KBapLeBOH ya-
OIKe MOMEMani B PeakTop, B KOTOPhIH moAaBanu
OYHMILeHHBbIN cxKaThilf Bo3ayX. OTroHKY MBINIBAKA
B BHJI¢ TPHOKCHJIa NMPOBOAMIH NPH TEMNepaType
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230 °C. o oxoHYaHMH OTFOHKH B 9YAIIKY IPUIHBA-
au 0.05 M1 6 M congHOM KMCIOTHI, MEPEeHOCHIH Ha
rpaduTOBBINH KOJUIEKTOP H BHICYIIMBANH. AHANH3
koHuentpara eeimonHsan JTIT-ASC merojpom.

Onoso. HaBecku 0Ji0OBa noMellalnu B KBapiie-
Bble yamky Ha 20 MT rpadHTOBOrO KOJUIEKTOPA, Ya-
KK — B KBapleBbiil peakrop, Harpersii 1o 150 °C.
B peakTop mojaBand MOTOK XJOpa, MOTydaeMblid
anektpoausoMm HCI, co ckopocreo 2—3 n/u. Tlpo-
Oa mjiaBuIach M OCTaBaaach B PAcNiaBICHHOM CO-
CTOAHHH B npouecce orroHkH. OO6pasywoumuiics
XJIOPHA 0JI0BAa YHOCHIICS C MOTOKOM Xinopa. Bpems
XJIOpUpOBaHUA M OTroHku | r onmoBa — 2.5-3 4,
Auanu3 rpaMTOBOro MOpOIIKAa ¢ KOHLEHTPATOM
npumeceit Beinonnany JIIT-ADC meromom.

T'annuii. B xBapuesyio auiky, conepxauyro NH Cl,
noMenianu npoby rajnus U ycTaHaBIMBAIH B pe-
aktop. Harpesanu peaktop no 230 °C u mpoay-
Banu renuem. "annuii B3auMoieficTBoBas ¢ XJI0pH-
I0M aMMOHUS ¢ 06pa30oBaHUEM MeTyuero KoMIiek-
ca GaClyNH;. [lns coxpaHeHHs B KOHLEHTpaTe
pAja npuMeceil NPOBOAUIN HENOJHYI OTTOHKY rai-
nud. ITo OKOHYaHUH OTTOHKH KOHLEHTPAT pacTBo-
PANM CMEChI0 KOHLEHTPHPOBAHHBIX a30THOM U co-
naHOM KucnoT, nobasassiu rpaduTOBBIN KOJUTEK-
Top u BeicymuBanu. Conepxanne NaCl B KOHLEHT-
pate — 15 %. AHanu3 KOHUEHTpATa BHITONHAIN
JOI-ABC u UCII-MC meronamu.

Oxcud mennypa. 115 KOHLUEHTPUPOBAHUS [IPH-
Mecelf MCHOJIb30BaNOCh NMpeABapUTelbHOE BOCCTa-
Hopnenue TeO, BOAOPOAOM, KOTOPHIA IMONyYanu
anektponusom 15 %-ro pacrsopa NaOH wnnu 6pa-
nu u3 6annona. Boccranosnenue TeO, MoxHO npo-
BOAMTH B peakTope (pHcC. 2) MM HENOCPENCTBEH-
HO B YyCTaHOBKe Ans oTroHkd Temmypa. [Tocne Boc-
CTAHOBIIEHHS TEJUTYpP OTTOHSIIH B YCIOBUSAX, BEIOpaH-
HBIX ANf 37IleMeHTapHoro Tennypa. He Bcerna ynaer-
€ JOCTATOYHO MOJHO BOCCTAHOBHTh OKCHA TelN-
nypa, N03TOMY B Ka4ecTBe HCTOYHHMKA BO30yXKIeHUA
g ADC ananusa 1enecooOpa3HO MCIOJIB30BATh
JUITII. IToka3ano [11], ato mpu 3TOM coaepikaHue
no 50 % TeO, B rpauTOBOM NMOPOLIKE HE BIHSET
Ha MHTEHCHBHOCTM aHAMMTHYecKHX MUHMH. KoHueH-
TpaT CMeIMUBamU ¢ rpadUTOBEIM MOPOMIKOM, CO-
nepxamum 30 % NaCl, B coornomenun 1:1. ITpn
aHanu3e koHueHtpara meronom MCII-MC ucnons-
sosanu | M pacreop HNOj, pasbasnennsiit 0 co-
nepxanus B HeM Tesutypa 0.1—0.05 %. OueBunno, 4To
Hanbonee HU3KHe Npenensl OOHapYKEHHUs B 3THM Me-
TOZIOM AOCTUTANHCh TIPH MOJHOM OTAENEHUH TEIypa.

Oxcuo sucmyma. OTroHKa OKCUZIa BUCMYTa OCHO-
BaHAa HA CHMHTe3e JIeTYYero TPUXJIOpHIa BHCMYTa

(=439 °C), kxoTopsiii o6pasyercs npu B3aUMO-
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aeicreun Bi,O5 ¢ napamu KOHUEHTPHPOBAHHOM CO-
NAHOH KMCIOTHI B peakTope. OcHoBa npobsl OTTOHS-
JIaCh TOJHOCTBIO, OCTATOK MOCHE OTTOHKH CMbIBa-
JIX CMECBIO KOHLEHTPHPOBAHHBIX a30THOH W COJA-
HOW KHMCIOT M BEINAPHBAJIM HA rpa)UTOBOM MOPO-
mke. AHanH3 rpa(UTOBOro NOPOWIKA C KOHLEHTpa-
ToM npumeceit Betnonuanu JAIIT-ADC meronom.

OTMeTHM, Y4TO HEMPEMEHHLIM YCIOBHEM IMOJTY-
YeHUs NPaBHJILHOTO pe3ylNbTaTa aHanusa mobGbiM
METOOOM ABAACTCA KOPPEKTHas [MOCTAHOBKA KOH-
TPOJBHOTO OMBITA.

ComnocraBjieHHe MeTPOJIOrHYeCKHX XapakTe-
pHCTHK pa3zpaGoTaHHbiX MeToauk. B tabn. 2, 3 B ka-
4ecTBE NpUMepa MPUBEAEHO COIIOCTaBIIEHUE Mpeje-
0B OOHAapYKEHHA 3JIEMEHTOB-TIpHMeceH B BBICO-
KOYHCTOM TeNType U AHOKCHIE TEJTypa MO pesylib-
TaTaM aHajiu3a KOHTPOJIBHEIX MPo6 C y4eTOM Crek-
TpallbHbIX Hal0)XeHHH M 3arps3HEHHH, BHOCHMBIX
C peakTHBAMH B Tpolecce npobomnoaroToBKH. Bu-
JIHO, 4T0 Haubojee HU3KKE Mpeensl oOHapyKeHUs
¥ MaKCHMallbHOE KOJHYECTBO OMNpeleNsieMbIX 3je-
MEHTOB 00ecneynBaloT METOAbl C UHAYKTHBHO CBA-
3annoﬂ nnaamoﬁ UCII-MC (44 snemenra ¢ Cpiy,
=n10"—n-10"! % Mac) n UCII-ADC (33 snemen-
Ta ¢ Cpyin=n+10" T—1.107 % mac.). menHO 5TH Me-
TOAbl HauboJjee aKTUBHO BHENPSAIOTCA B NPAKTHKY
paborsl aHanuTHueckux gabopatopuli B mocnen-
Hee pecarTuierne. UX nansHeiee pasBuTHE U 10-
nojHeHue crnocobaMu Xumudeckod npobonoaro-
TOBKH, BKJIIOYaOUeH CTaaHio MpenaBapUTelbHOro
KOHLEHTPUPOBAHUA MHUKpONpHMeEceH OTrOHKOM oc-
HOBBI Ipo6bl, npencrapisercs cerofns Haubonee nep-
CIEKTHBHBIM JUIA aHATHTHYECKOTO 00ecnedeHus Tex-
Hosoru# riny6oKoil OUMCTKHM BEILECTB M MOIYYEHHS
(GyHKIMOHANBHBIX MAaTepUalcB HA MX OCHOBE.

B Tabn. 4 conoctaBineHbl pe3yabTaThl aHAIN3a
onHo# u To# ke npobel AMOKCHAA TeNnypa BCEMHU
TIPEACTABJICHHBIMHA 3/16Ch METONAMH. YUHTBHIBAA OT-
CYTCTBHE CTaHAApTHBIX OOpa3LOB BBHICOKOYHCTHIX
MaTepHanoB U CIy4aiHyl0 MOrpeHoCTh METO,IIOB‘}
KOTOpas Ha ypOBHE KOHLEHTpauu# n: 10°—n-10~
% mac. gocruraer 20—30 %, MOXKHO YBEPERHO KOH-
CTaTHPOBATh XOPOILEE COBNAAECHHE Pe3yIbTaTOB, 01~
TBepXKJarlee X NMPaBHIBHOCTE.

Takum 00pa3oM, NpeABapHTENbHOE KOHLEHT-
pupoBaHME NMpuMecell B aHANH3€ YHCTHIX BELIECTB
MO3BOJISIET CYLIECTBEHHO CHU3UTH Mpejens X 06-
HapyxkeHus, ocobenno B coueranuu ¢ UCII-MC. He-
CMOTPs HAa HHU3KHE aﬁcomo‘rﬂme n?enenbl obHapy-
)KEHHs B ITOM MeToje (10 07"r), ana nomy1e-
HHA B MHOT03JIEMEHTHOM auamae npezenos o6Ha-
pyxeHusi Ha yposHe 10 —I107" % mac. Heo6XoaMMO
NpefBapUTENbHOE KOHLEHTPUPOBAHHWE MpUMECEH.
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Tabanuna 2
M peneas: ofHapyxenus npumecedi B Teaaype (mp,qq, = 1—21)*

Coins % Mac. UCII-MC HCII-ARC JIIOI-ADC JIMIT-ADC
10°° Si, Ca Ir Ta, W, Ir
Mg, Hf, Ta, W Hf
Fe Ca, Nb, Sb, La Ba, Ca, Nb, Pt, Sb
Au, Mo, La
107 Al, Zn, Sn, Ti Ca, Na Au, Sn Fe, Ti, Pd
Cr, Ni, Ge Ba, Fe, Pb, Pt Al Bi, Co, €r, S¢
In, Al, Pb, Mg, Sn, Ni, V
Mo, P Co; Zn, 8c; Cr; Cd.
Ga, In
Al Ti, Pd, Bi, Cd, V
Ga, Mg, Mo, Ni
107® Mn, Bi Bi Mn, Be, Cu Ag, Mn, Be, Cu, Zn
V, Pt, Pb Cr, Pb, Zn, Ag
Cu, Fe, K, Mg, Ni,
B, Au
107 Ba, Cd, Co Co, Ga, In, Nb,
W, Sb, Nb Pd, Pt, Sb, Zr, As,
La, TI Cd, Ti, V, Sr,
P33 Mn,
Ba, Be, Li
10710 Ga, Mo, Ag, Hf, Th
Pd, Ir, Au

Ta, U

* 3meck 1 B Tabn. 2 KUPHBIM WPH(TOM BbIAEIEHB! 3NEMEHTRI, NPeeasl 0GHAPYKEHHN KOTOPEIX OrPAHHYEHEl BHECEHHKIMHU

3ArpASHEHHAMH (mo maHHEIM KOHTPOJILHOTO OMNeITa) H CNEKTPaJIbHBIMH HAIOKEHHAMH,

Tabawrwnpa 3

Ipenens: oGHapyxeHHs npHMeceil B AHOKCHAE Teaaypa (mnposu =1—2r)*
Cins Yo Mac. HCII-MC HCII-ABC JAOI-ABC
107 Si, Ca, Si, Ca, La, Ta, W
Mg, Nb, Sb, Au, Ba, In Hf, Pb
Fe Pt, Al, Fe
Sn, Zn, Sc
Bi, Cr, Mo, Ni, V
B, Cd, Co, Ti, Ge
107 Al, Zn, Sn, Ti Ca Be, Cu, Ga
Cr, Ni, Ge Na Mg
Ag, Mn
Mo, P, Al b
107 Mn, Bi, Cu Bi
V, Pt, Pb Cr, Pb
Fe, Mn
Cu, Mg, Ni, B
107 Ba, Cd, Co, W, Sb, P33 Au

Nb, La, TI Ga, Mo, Ag
Hf, Th, Pd, Ir Au, U, Ta

Cd, Co, ¥, Zn Ti, K
Ag, Nb, Pd, Pt Sb
As, Ga, In Li, Zr

Ba, Be
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Tabnuua 4

Coaepwanue 3JeMeHTOB-ipumeceidl 8 npole AHOKCHAA TeNAYypa MO Pe3yabTATAM AHANMIA, NOJYHEHHBIM PAIHLIMM

meroaamu (% wmac.)

DeMeHT UCII-MC HUCIT-ADC | AAM-A2C DeMenT UCII-MC UCIT-ADC | OAIM-ABC
Ag 3.10°° 5107 4107 Mg 4107 41078 4107
Al 4107 11073 1-107° Mn 5107 8107 9.1077
Au 4107 7107 4107 Mo 6107 — 8107
Ba 2.10°° 3.107 <3.10° Ni 2:107° 3.107° 2107
Ca 6107 5107 4107 Pb 8107 7.10°° 7107
cd 8107 9.1077 1107 Pt 1-107° 2:107° —-
Co 4107 8107 2:10°° Sn 4107 — <1107
Cr 1.10°° — <2107 Ti 3.107° 3.10°° 2107
Cu 5107 7.107° 7.10° Tl 2407 —

Fe 11074 1107 2.107 W 2.107 - -
Ga 2107 2.10°° 5107 Zn 8107 <1107 2:107°
In 2.107 1107 2.107™

[Tpy nmpakTUHYECKH MOJIHOM OTHEIEHUH OCHOBBI MPO-
OBl 115 HEpacnpOCTPaHEHHBIX MpUMeceidt ITHM Me-
TOMOM yAaercs AOCTUNHYTH Mpenenos obGHapyxke-
HUS, COMOCTABUMBIX C Npeenamy oGaa%ymeHun B
4UCTOM BOJE — HA YpPOBHE 107! % mac. u

Hike. Ha HeckoNbKko MOPSIKOB BeTHWYHHBI Goiee
BbICOKHE npenensl o6Hapysxenus (10 —107" %) no-
Ny4aloTCA ANA NEMEHTOB B [uana3oHe mMace 24—80
a.e.M. BaxHO, 4TO KOHLEHTPUPOBAHHE [1O3BOJISET
0cBOOOAUTHCS OT MaTpUUHOTO (hdexTa, CHU3UTDL Olla-
CHOCTH OTJIOXKeHHs MaTepuana npoOsl Ha BXOIHbIX
KOHycax Macc-cmekTpoMerpa u "s>ddext namarn",
a TAaK)Xe ONacHOCTh HAaJO0XeHHs MOJEKyIApHBIX HO-
HOB MATPUYHBIX 3NEMEHTOB HA JIHHHHM AHAJIUTOB.

Meroasr ASC n MC mononHsoT Opyr Apyra
UX MapalulelbHOe UCTONb30BaHUE NSl XapaKTepH-
3alIMH BEICOKOYMCTHIX BELIECTB MO3BOJAET KOHTPO-
JUPOBATH NPABUIBHOCTE AHANK3A U OTIPEAENATE JJie-
MEHTH, aHANUTHYeCKHe JIMHHU KOTOPEIX B OOHOM
M3 METONOB MCIbITHIBAIOT CIEKTPaJbHbie HANOKe-
Hus. MlHaue roops, 61arogaps MHOr03J1eMEHTHO-
CTM W HHM3KHUM mpezenaMm obHapyxeHus komOuHA-
U ITUX METOAOB M0O3BOJIAET peajau30BaTh Xapak-
TEpH3aLHI0 BEICOKOYHCTOTO BEINECTBA 110 MpUMeC-
HOMY COCTaBY MPAKTH4eCKH Ha BCE JIEMEHTEl Tab-
nuuel MeHzneneeBa, kpoMe razoobpasylouux H
rajOreHoB.

B pabore npuHUManu y4acTHe COTPYAHHKHN AHa-
nuTHYecko# naboparopuu MHCTHTYTA HEOpraHuye-
ckoit xumun CO PAH JI1.H. Komuccaposa, T.A. Ya-
ueimesa, H.I1. 3akcac, E.B. [Tonsxosa, U.B. Huko-
naesa u I'.JI. Byx6uunep (Intertech Corporation).
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PE3KOME. TToaaHo nopiBHANBHI AaHI aHATITHYHHMX
MOKTHBOCTEH Mac-CHeKTPOMETPHYHUX | ATOMHO-eMiciii-
HUX CHEKTPaAbHUX METOMIB 3 PI3HUMHM IIA3MEHUMH JKe-
penamu 30ymxkenns ta fonisanii (ICIT-MC, ICIT-AEC,
ANT-AEC i JJINI-AEC) nns GaraToeneMeHTHOTO aHa-
Mi3y BHCOKOMHCTHX PEHOBHH 3 MOMEpefHiM KOHUEHTPY-
BaHHAM MiKpOJOMIIOK.

SUMMARY. The analytical figures of merit of atomic
emission and mass spectrometric methods (ICP-AES and
ICP-MS, DC-Arc AES and Two Jet Arc Plasmotron AES)
in combination with pre-concentration of microelements
employed for ultra trace analysis of high purity substances
were compared and contrasted.
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CHUHTE3 U NMPOTOJIMTHYECKUE CBOMCTBA NEPHOJUYECKHU YIIOPSJOYEHHBIX
ME3OINIOPUCTBIX OPTAHOKPEMHE3EMOB THIIA MCM-41,
OYHKIIUOHAJNMA3WUPOBAHHBIX AJIKHJAMHHAMH

MetosoM 30ns-rens cuHTe32 B npucyTcTBHH [TAB neTuntpuMerunaMMOHKH GPOMHIA TOTYHeHB! TEPHOMAHYECKH
yHopsfioueHHbIe Me30n0opKcThie opranokpemuesemsl (ITYMO) tuma MCM-41 ¢ pa3snu4aHbIM COAEPKAHUEM AIKMII-
AMHHHBIX (YHKIIHOHANBHBIX TPYNN Ha BHYTPEHHEH MOBEPXHOCTH ME30MOP M BHICOKOH CTEMEHBIO YNOpPANOYEH-
HoctH. Meroaamun P®A, HK-cnektpockonuu ¢ @ypse npeobpasoBannem, copbUMOHHBIX M3MEPEHUIT N0 a30TY,
a Takxe pH-nOTEHUHOMETPUYECKOT0 M KOHAYKTOMETPHHECKOTO THTPOBAHHA W3YYCHBI MX COCTAB, CTPYKTYPHO-
copOGUHOHHBIE XapaKTEPHCTUKH M NPOTOJHTHYECKHE CBOHCTBA.

O1HOPOIHOME30TIOPHCTEIE YIIOPSIOYEHHbIE KpeM-
HezeMsl paznuyHoro Tuna (MCM-41, MCM-48, SBA-
15, SBA-16 u 1p.) KaKk Me30MOPUCTBIE MOJEKYJsp-
Heie cuta (MMC) npeacTaBiusoT HOBOE MOKOJEHHUE
MaTepHaioB C YHMKAJbHBIMH CBOMCTBAMH, mpexie
BCEro 310 — Gonbmasl yaenbHas Miomaib MOBepXHO-
ctH (a0 1600 M /r) 1 pasMmep 1op, IHamMeTp KOTOPhIX
MokeT coctaByaTh oT 2 A0 50 uM [1, 2] [Tono6Gubie
MaTepuansl CTalny OCHOBOM IUI CO3[aHUS HOBBIX Ka-
TaJIH3aTOPOB, COPOEHTOB, TATHHKOB U HOCHTETEeH /115
Apyrux monekyn. OIHAM M3 BaKHBIX NyTel Bapbu-
poBaHUA UX PU3AYECKUX U XMMHUIECKHX CBOMCTB CTa-
JI0 BKJTIOYEHHE OPraHUYeCcKUX 1 HEOPraHUYEeCKHX KOM=-
[TOHEHTOB Ha IT0BEPXHOCTH ¥ BHYTPH KaHAJIOB Me30-
0P, BCIEACTBHE Y€ro pe3Ko BO3POC MHTEpEC Hccne-
nosatenel k cHHTe3y W M3ydeHHio cBoiicts MMC.
Mexny TeM, H3y4eHbl OHM HEIOCTATOYHO, XOTS Ha-
XoaAT Bece Gonbiiee npuMeHeHHe [3, 4], [Toaromy
HeoOXOIMM CpaBHUTEbHbII aHAIM3 CBOMCTB ITHX Ma-
TEPHAJIOB ¥ PaHee U3y4EeHHBIX, HAPUMEpP, XUMHIECKH
MonubUUMPOBaHHBIX KpeMHeseMoB (XMK) [5—7].
B orimmune or MMC u XMK opranodyHnkunonamu-
3upoBaHHbie MMC m3yueHsl kpalfHe HeOCTATOYHO
[8], HecMOTPA Ha TO, YTO NPaKTHYECKH MO BeeM (HH3H-
KO-XMMHUYECKUM MapaMerpaM OHH MPEBOCXOMISAT
XMK u B Gyayiiem cMOTYT 3aMEHHTE HX BO MHOTHX
obnacTax NMpakTHYECKOTO MCIOJIb30BaHus [5].

B cBA3M € 3THM MB!I MOMNBITANUCh HAWTH Hau-
Gonee onTUManbHBIE YCIOBUS CHHTe3a MepUOmMYe-
CKH YNOPANOYEHHBIX ME30MOPUCTBIX OpPraHOKpeM-
HesemoB ([TYMO) tuna MCM-41, xoTopsle xapak-

TEPH3YIOTCH BbICOKOM CTENEHBIO YIOPAN0YEHHOCTH MPO-
CTPAHCTBEHHOI CTPYKTYPBI M COJEPXKAT HA BHYTPEH-
Hell MOBEPXHOCTH ME30MO0p anKHIaMUHHBIE QYHK-
unoHansHble rpynmel «(CH,)3X (rae X = -NH,,
-NH(CH,),NH,), a Takxe usyuuts ux copbunos-
HBIE XapaKTEPUCTHKH M MPOTOJIHTHYECKHE CBOICTBA
B 3aBMCHMOCTH OT MPHUPOJAbI M COAEpKAHHUA (YHK-
LHOHANBHBIX rpynn. Kpome Toro, npeanonaranocs
NPOBECTH CPABHUTENBHBIH aHalU3 TPOTONHTHYEC-
KuX cBoiicTs nonydennsix [ITYMO u XMK, coznepixa-
WIMX aHAJOTHYHbIE KOBAlleHTHO 3aKperUieHHEIe ajl-
KHANaMUHHBIE TPYIIEI.

ITYMO c pa3nu4HbIM cOIepKaHHWeM aJIKui-
AMHHHBIX TPYIN NOAY9ald METOI0M 30J16—Tellb CHH-
Tesa B npucyrcrsud [1AB (oaHocraauitHoro "one pot”
CHHTE3a, KOTOPbI# 103BOJIAET JOCTATOYHO rHOKO yn-
PaBiATh COCTABOM H pPEXHMOM 00paboTku peak-
nuoHHo# cmecu (PC)). Baprupys ycnoBus cHHTE3a
(npupoay ¥ COOTHONIEHHE PEareHTOR, PeXUM rele-
obGpa3oBanus u 06paboTKH), OTHOCUTENEHO JIErKO MO-
HO BJIMATH Ha COCTAB, CTPOEHHE M CBOJCTBA KOHEY-
HBIX IpoAyKTOB. CHHTE3 NPOBOAMIN MO YCOBEpIIeH-
CTBOBaHHOM Hamu metoauke [9, 10] cneayiomum 06-
pasoM. K pacteopy 2 r NaOH B 235 mn aucrunnu-
pPOBaHHOH BOXBI MpH MEepPEMEIIHBAHMH N00aBAANH
4.4 r (unn 7.35 1) ueTHATpUMETUNIAMMOHUS GpomMuaa
(CTMABTr, Aldrich). ITocne nmonHoOro pacreopeHus
CTMABr k nogyueHHOMY PacTBOPY MPU WHTEHCHB-
HOM TepeMeIIMBaAHUHA Ha MaTHUTHOH Memmanke oqHo-
BpEMEHHO n06aBany Heo6X0AMMEBIE KOJIMYECTBa TeT-
pastunoprocunukarta (TEOS, Aldrich) u y-amuuo-
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