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MeToaoM aTOMHO-3MUCCUOHHOM CIIEKTPOCKOITMY ¢ MHAYKTHBHO CBSI3aHHOM T1a3MOii ITOKa3aHo, YTo J1e-
meHThI (Fe, Mn, Cu, Cr, Co, Ni) npouyHo yaepxuBawTcs B paze ruaporenst (I'T) u mpakTuyecku He 1ecop-
oupyrotcs. Pa3zpadoraH cnoco6 omnpeneaeHUsI MOHOB META/LJIOB, OCHOBAaHHBIN Ha COPOIIMOHHOM KOHIIEH-
TPUPOBAHUU BJIEMEHTOB MOJIMMEPHBIMU TUAPOTEISIMU U TTOCIEAYIOIIEM ITPSIMOM aHaJIM3¢e COPOEHTa METO-
oM peHTreHoduyopecueHTHoro aHanuza (P®A). IlokazaHo, 4TO MJISI OIIpeNesICHUS COACpKaHUS
asiemeHTOB B I'T mocyie copbumm MoxKHO puMeHsITh Mmeton PDA HerocpencTBeHHO Ha TBepIoit dase, 1uc-
KJTI09ast CTaIMIO JeCOPOIIMM 1 JOTTOJTHUTEIbHOMN MPOOOITOATOTOBKY. [pasynpoBOYHbIe 3aBUCUMOCTH JIA-
HeliHbl B nuana3oHe.0.05—1.3 mkr/mi. [Ipeaensl oGHapyXeHUs] METaJUIOB B TBEpHOi (ha3e COCTABISIOT
0.0002, 0.0003, 0.0002 u 0.0005 mac. % s nonos Fe(IIT), Cr(VI), Cu(Il) 1 Mn(II), 4To coOTBETCTBYET
KOHIIEHTpAILMU 3TUX 3JIeMeHTOB B cxomHoM pactBope 0.007, 0.017, 0.007 u 0.010 mxr/mi1. OTHOCUTEIbHBIE
CTaHIapTHBIE OTKJIOHEeHUs cocTaBisior 4.1, 3.2, 4.1 u 5.2% cootBeTcTBeHHO. C1oco6 arpoOupoBaH Ipu
onpenaenenun Cr(VI), Mn(Il) u Cu(Il) B BomonnpoBogHoii Bose.

KimoueBbie ciosa: COp6L[I/I$l QJIEMCHTOB, COp6]_[I/IOHHOC KOHICHTPUPOBAHUEC, IMOJIMMEPHBIC TUIPOTCIN,
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BonbIoe KommaecTBO KOMOMHUPOBAHHBIX METO-
OB aHaM3a OOBEKTOB OKPYXKAIOIIEH Cpelbl, Mpo-
MBIIIJIEHHBIX, T€OJOTMYECKUX U OUOJOTHUYECKUX
00BEKTOB BKITIOUAET COPOIIMOHHOE KOHIICHTPUPOBAa-
HUE CJIEAOBBIX KOJTUYECTB 2JIeMEeHTOB. K KOHIIEHTpH-
POBaHMIO KOMIIOHEHTOB MPUOETatoT, MPEXIe BCETo, B
CIIyJasiX, KOrJa YyBCTBUTEIIBHOCTh METONOB TIPSIMOTO
orpezesieHUsI KOMITOHEHTOB HepocTtatouHa. KoHIeH-
TPUPOBaHUE TaKXKe HEOOXOOUMO, €CJIU KOMITOHEHT
pacmpenesieH B aHAT3MPyeMOM 00pa3iie HeTOMOTEH-
Ho. Kpome TOoro, mpu HMCITOJB30BaHUM (PUBNIECKUX
METOJOB aHa/in3a KOHLIEHTPUPOBaHUE AAeT BO3ZMOX-
HOCTh OOOUTHCH 6€3 GOJBIIIOTO YK CIIa 00pas3IioB CpaB-
HEHUS Y CTAHIAPTHBIX 00pa31IoB, TaK KaK MOXHO IT0-
JIYYUTh KOHLIEHTPAThl Ha €AUHOU ocHOBeE [1].

CyllecTByeT IBa OCHOBHBIX ITOAXOAA K OIpeaeiie-
HUIO COeAMHEHUI MOociie UX COPOIIMOHHOTO BhIIEe-
HUSI: BO-NIIEPBBIX, IIPOBEACHUE ASCOPOLIMM U aHAIU3
9JII0aTa, a BO-BTOPKIX, PETUCTpallMs aHAIUTUYECKO-
IO CUTHaJIa HaIIpsSIMYIO ¢ TBepaoi das3wl. Bropoit moxm-
XOJI TIO3BOJISIET COKPATUTh IIPOAO/IKUTEIBHOCTh aHa-
JI3a U CHU3UTHh BO3MOXHBEIE MOTEPU B Mpoliecce
NpoOOMOAroTOBKHU. I peanm3alinid BTOPOTO IO -

X0Jla MOTYT OBITh MCIOJIb30BaHBI HEUTPOHHO-aKTH -
BanroHHbI aHaM3 (HAA) [2—4], peHTreHodyopec-
LeHTHbIN aHanu3 (P®A) [5—8], cnekrpodoTomeTpu-
YECKMM, LBETOMETPUYECKUM,  JIIOMUHECLICHTHBIN
aHaimus [9—12], criekrpockonust aucy3HOro oTpaxke-
Hus (CHO) [13], UK-cnekTpockomnust [14], aToMHO-
a0COPOLIMOHHAST CIIEKTPOMETPHUS C DJIEKTPOTEpMUIE-
ckoit aromm3zanueii (DTAAC) [15, 16].

B kadecTBe COpOEHTOB NMPUMEHSIIOT pa3IUYHbIE
TUITbI MaTepUajIoB, HampuMep ruapochodu3upoOBaH-
Hble KPEMHE3€eMbl, KCEpOrejiu KpeMHHUEBOU KUCIIO-
Thl, TIEHOIMOJWYpPETaHbl, MOHOOOMEHHBIC CMOJIbI,
COpPOEHTHI HA OCHOBE MOJUCTUPOJIA, TOTMBUHUIXIIO-
puga. AKTUBHO pa3padaThIBAIOTCI W BHEIPSIOTCS
COpPOEHTHI, TTOBEPXHOCTh KOTOPBHIX MOIUMDUIIMPOBA-
Ha pa3InIHbLIMI (PYHKIIMOHAJIBHBIMU rpynmnamu [ 17].
IlepcrieKTUBHBIMU COpPOCHTAMM SIBIISTIOTCS  TIOJIU-
MmepHble runporenu (I'T) Ha ocHOBe TUAPODUILHBIX
MOJIMMEPOB KaK CUHTETUUECKOTO, TaK U MPUPOIHOTO
npoucxoxneHus [18, 19]. K HuMm cienyer, B mepByIo
oyepenb, OTHECTU MOJMMEPHBI OEJIKOBOTIO XapakTepa
(>keJaTUH) U MoJMcaxapuabl (11eJUT0103a, 1eKCTpaH,
UX KapOOKCHU- U TUAPOKCUIIPOM3BOIHbIE, Kapparu-
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HaH, xuTo3aH). [uaporenn HaxoosaT IMIpUMEHECHNUE B
CEJIbCKOM XO3SiCTBE, OMOTEXHOJOTHUSIX, XUMUYE-
CKOI ITIPOMBIIIJICHHOCTU, MeauLinHe . DU3NKO-MeXa-
HUYECKME CBOMCTBA pa3IMYHBIX TUAPOTENIeid JOCTa-
TOYHO XOPOIIIO U3YYEHBI, YETO HEIb3sl cKa3aTh 00 UX
COpOLIMOHHBIX cBolicTBax. 1o 3TOi MpuYKMHE, a TaK-
XK€ M3-3a OTCYTCTBHSI COOTBETCTBYIOIIMX METOIMYIE-
ckux pemteHuii, I'T B HacTosiee BpeMsl peaKo Mpu-
MECHSIIOTCS B Ka4eCTBE COPOCHTOB 11 KOHLICHTPUPO-
BaHMS 3JIEMEHTOB B aHATUTUIECKOM IIPAKTUKE.

B HacTosiiieii paboTe MeTonaMu aTOMHO-3MUCCU -
OHHOI CHEKTPOMETPUU C WHAYKTHUBHO CBSI3aHHOI
mwiasmoii (ADC-UCII), PPA, peHTreHOCIIeKTpaib-
Horo MukpoaHaiuza (PCMA) u pacTtpoBoii 3jek-
TpOoHHON MUKpocKormu (POM) mcciaemoBaHBI MO-
JIMMEPHbBIE BHICOKOMOJIEKYJISIPHbIE TUAPOTEIN HA OC-
HoBe akpmiamunaa (ITAA) B KauecTBe COpOCHTOB IS
onpeneneHus Fe(IIl), Cr(VI), Mn(II) u Cu(Il). Ta-
ke xapaktepuctuku I'T Ha ocHoBe ITAA, Kak uc-
KJTIOUMTEIbHO BbICOKASI COPOLIMOHHASI EMKOCTh, Mar-
HUTHAasl U XUMUYECKasi UHEPTHOCTb, NOCTYNHOCTb,
yooOCTBO paboOThl C MaTepuajioM, MeXaHuuyecKasl
YCTOMYMBOCTh, BOBMOXXHOCTb UCTIOJIb30BaHUS B 1IN~
pPOKOM Juaria3oHe TeMIlepaTyp U J1aBJIeHW, oTpaxa-
10T UX TIPEUMYIIECTBA 10 CPAaBHEHUIO C U3BECTHBIMU
paHee MOJMMEPHLIMU MaTepuaiamu. B aToit cBsizu
MPENCTABJISAIOTCS 11eJeco00pa3HbIMU pa3paboTka u
HcCleIoBaHUEe aHAJIMTUYECKUX CHCTEM Ha OCHOBE
ITAA nns1 aHaM3a BOTHBIX OObeKTOB CIIEKTPOCKOIIU -
YECKMMU METOAAMM.

st ompenenaeHUs 3JIeMEHTOB B TBepaoii pase I'T
BBIOpAJIM ITMPOKO MCIIOJIb3YEMBIN B aHATUTUICCKOMN
npakTuke Meton PMA B cBsI3U ¢ IIpOCTOTOI IIPO06O-
IIOATOTOBKM, BO3MOXHOCTBIO MHOTIO3JIEMEHTHOIO
aHalM3a, SKCIIPECCHOCTBIO, IOCTAaTOYHO BHICOKON
BOCHPOU3BOANMOCTBIO M OTHOCUTEIBHO HU3KOM CTO-
nMocThio aHanusa [1, 5]. [Ipu PDA xunkocreit B
TPAIUIIMOHHOM MCITIOJTHEHUH B BUJIIE “TOJICTHIX” W3-
Jlydateyieil Tipedesibl oOHapyKeHUs OOJILIIMHCTBA
BJIEMEHTOB B BOMHBIX PACTBOPAX COCTABIISIIOT HE HIDKE
necatkoB mr/i1. [IpumeHenne PDA 6e3 ipenBapuTesib-
HOI1 POOOIOATOTOBKM BO3MOXKHO, HallpuMep, B CIIy-
Yyae BEICOKOMMHEPAIM30BaAHHBIX IUIACTOBBIX BOII, CTOU-
HBIX BOI METAJUTyPTUYCCKUX MPENnpUsITA, pyTHNY-
HBIX BOM, TIpU OIpEIeIeHUM MaKpOl3JIeMEHTOB B
Mopckoii Boae [5]. Ho u B 3Tux ciiydasix He UCKJIro4Ya-
I0TC 0o01IMe mpoOJeMbl, BO3HUKamIme npu PDA
KUIKUX TTPOo0, TIOMEIIEHHBIX B CIIellMabHbIe KIOBE-
TBI: MOSIBJICHUE ITy3bIPHKOB Ta3a, 0O0pa3oBaHUE BhI-
MYKJIOM TJIEHKM Ha JHE KIOBETHI, BHICOKASI MHTEH-
CUBHOCTb PacCeSTHHOTO U3JTy4YeHUsI, OCaXIECHUE dJIe-
MEHTOB M3 aHAJIU3UPYyEeMbIX PACTBOPOB Ha IVICHKE U
np. st onpenesieHus: Majablx COMEepPXKaHUM 2JIEMEH-
TOB B BOAAaxX IIMPOKOE PaCHpOCTpaHEHUE TOJYyIUIO
couetanne PDA u mpenBapUTeIbHOIO KOHIIEHTPU-
pPOBaHMS, KOTOPOE IMO3BOJISIET ITOJIYYUTh TBEPABIA TO-
MOTEHHBII KOHILIEHTpAaT B (popme, TPUTOTHON ISt
aHanm3a. B yactHoctu, o1 PMA BogHEIX pacTBOPOB
OMNMUCAHbI CIIOCOOBI MPUIOTOBJIEHUSI KBa3WUTBEPHbIX

KYPHAJI AHATUTUUYECKON XUMUU
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u3lyyaTeseid Ha OCHOBe rejeobpasyloluX areHToB
(>keJTaTWHA WY arap-arapa), HoJMMEpPHBIX CTEKOJI Ha
OCHOBE caxaposhl [5].

Lems pa®boThl — M3ydyeHNEe COPOIIMOHHBIX CBOMCTB
TUIporeiecii ¢ MpUMEHEHUEM CIIEKTPaJbHBIX METO-
OB aHajiM3a U pa3paboTka crocoba ompeaeieHUs
WOHOB METaJ/UIOB, OCHOBAaHHOTO Ha COPOLIMOHHOM
KOHLICHTPUPOBAHUM 3JIEMEHTOB ITOJIMMEPHBIMU THJI-
pOTeISIMU C TTOCIEAYIOIIUM MPSIMBIM aHATU30M COP-
6eHTa MeTonoM PDA.

OKCITEPUMEHTAJIbBHAA YACTDb

PeakmuBbl. Vcrionmb30Baim a30THYIO M COJISTHYIO
KucaoThl oc. 4. (Curma Tek, Poccust), omHORJIEMEHT -
HEBIE TpaAyMpOBOYHBIE cTaHIapTHl (DAA “DkKoaHa-
yutuka”, Mocksa, Poccust). I'panynpoBouHbIe pac-
TBOPHI TOTOBWJIM pa30aBiIeHUEM COOTBETCTBYIOIIMX
CTaHAAPTOB YJILTPAYMCTON NEMOHU30BAaHHOM BOMION
(15—18 MOM cM, cuctema ounucTku “Simplisity Mil-
lipore”, ®panuus). B xauectBe 00BEKTOB cCOpOIIUU
HCITOJIb30BaJIM MOJEIbHbBIE PACTBOPHI COJIeii MeTa-
JIOB (CU.SO45H20, FeC13'6H20, MnSO45H20,
K,Cr,0; u ap.) kBaaudukauuu 4. 1. a., a Takke rpa-
JIyUPOBOYHEIC CTAaHAAPTHI (PACTBOPHI).

Hcronb30oBaii  HEUOHHBLIA  MOJIUBJICKTPOJIUT
ITAA, rpanynupoBansbiii I'T (ArTnaite, Poccus) c
pa3MepoM rpaHyia ot 2 1o 1 mMm. @opmyna 3BeHa I'T
MpUBeAcHA HIDKE:

CH2—H$
NH,

n

MN3BectHO, uTo I'T comepxar O0JblIOe KOIUYe-
CTBO MOHOB KaJIMs, COJIM KOTOPOTO BBOIAT B Kaue-
CTBE HMHULIMATOpa IIOJMMEPU3ALMU. DJIeMEHTHbIM
coctaB I'T ObLT ompeneseH paHee METOAOM BbICOKO-
TeMIIEpaTyPHOIT MUPOJU3HOMN XpoMaTorpadu U co-
craBui, %: yraepon 37.3 £ 0.3, azor 10.0 = 0.2, Bogo-
pox 5.91 £ 0.10.

ATOMHO-3MHCCHOHHAS CIEKTPOMETPUS C WHIAYK-
THBHO CBA3aHHON mia3moii. [lomHOTY copOmm KoH-
TPOJIUPOBAJIM aHAIU30M XMAKOM (pa3bl 40 W MOCIIe
copormn metogoM ADC-UCII. U3mepeHunst mpoBo-
VIV HA OTITUKO-3MUCCUOHHOM CIIEKTPOMETpPE C MH-
IYKTUBHO-CBSI3aHHOM ma3moii “Varian 720-ES”
(Agilent Technologies, Inc., CIIIA) ¢ paguanbHBIM
HabOmoneHueM 1uiasMel. [lonydeHHbBIe JaHHBIE 00pada-
ThIBJIU C TIoMoIIbio porpammbl “ICP Expert 117, T1a-
pamMeTpbl padoTsl TIproopa: BU-mommocts — 1000 Br,
IU1a3MO00pa3yIolInii TTIOTOK — 15 J1/MUH, pacxom 00-
pasua — 1.5 J/MMH, CKOpPOCTh IOTOKa Hacoca —
1.5 mu1/mMuH. CHIEKTPOCKOIIMYECKOE OIIpeaeIcHIE 3e-
MEHTOB TTpoBOaWIN TpH mymHax BoJiH 1o 'OCT [20].

PenTreHocnekTpaibHblii MUKPOAHAJIM3 H PACTPO-
BYIO 3JIEKTPOHHYI0 MUKPOCKOIIMIO VICIIOJIb30BAIN LIS
Ne 11
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UCCIEAOBAHUE COPBLIMOHHBIX CBONCTB 999
Tabomuna 1. YcnoBust npoBeneHus peHTTeHodyopeciieHTHOTO aHain3a Ha ciektpometrpe “AXIOS Advanced”
Pexxum IMonoxeHue
Kpucrami- |Komiumarop, Don
DeMeHT JluHus AHAII3ATO MKM JleTexTop paboTHI, NUKa JUHUU (26. rpaz)
P KB/MA (26, rpan) - Thal
Fe Ko LiF 200 150 i 50/60 57.5720 +0.6218
Mn Ko LiF 200 150 i 50/60 63.0430 +0.5926
Cr Ko LiF 200 150 mr* 50/60 69.4282 +0.7692
Cu Ko LiF 200 150 i 50/60 45.0374 —1.3054

* [IpOTOYHO-TIPOMTOPLIUOHAIBHBIA.

nzydyeHuss Mopdosgorun I'T, ycraHOBIEeHUS TpaHC-
MOPTHBIX XapaKTepPUCTUK, BIUSIONINX HAa aHAJUTH-
YyecKue rapaMeTphl copoumu. MccnemoBaHus poBO-
Iunn Ha mukpoaHanusarope “SX 100” (CAMECA,
DpaHITHsT) ¢ 9eTBIPHMS KPUCTATUITNMDPaKITMOHHBIMH
CIEKTPOMETPAaMM U BJICKTPOHHOM MMKPOCKOIE
TESCAN Mira3 ¢ sHeprogucrepcuoHbIM pPEHTIE-
HOBCKMM crniekTpomerpoM. OOpasiibl 3aJuBaivd B
BMOKCUIHYIO CMOJY, HUIMGOBAIN U TMOJUPOBAJIH.
3areM Ha MX TIOBEPXHOCTb B BaKyymMe HaHOCHUJIU
3JIEKTPOIPOBOJSIILYIO YTIAEPOAHY!IO TIIIeHKY. Mopdo-
JIOTUIO YaCTUIL] TUAPOreseid NCCIeNOBaIu B PEKUME
00paTHO paccesTHHBIX 3JIeKTpoHOB (BSE).

Iioporeny HEyCTOMYMBEI TTOI 30HAOM U IIO3TOMY
SIBJISIFOTCS CIOXKHBIMU oObekTamu st PCMA. Ilo-
XOXYVIO 3ajady IIPUIIUIOCHh pellaTh IpH HCCIeaoBa-
HUM (HOTOIMYIBCUOHHBIX CJIIOEB aBTOPaIMOTpaMM
[21]. Mcrionb3oBanu pexkXruM C HU3KON IHEpreThye-
CKOII Harpy3Koil: yCKOpsIolllee HaIlpsDKeHUE 3JeK-
TpoHOB — 20 kB, TOK 30Hma — 10 HA.

PentrenoduiyopecuienTHbIi anamu3. [1s1 aneMeHT-
Horo aHanm3a rpanyi I'T mcrmosibp3oBaan CHEKTpPO-
meTp “AXIOS Advanced” (PANalytical B.V., Hunep-
JaHael). [Tprbop ocHallleH peHTTeHOBCKOU TPyOKOM
¢ Rh-anomom MomrHocThiO 4 KBT, ckaHumpylommMm
kaHaioM 1o CoJuiepy ¢ KpucTajlaMU-aHajau3aTopa-
mu (PE-002-C, PX-1, Gelll-C, LIF-200, LIF-220) u
JIETEKTUPYIOIINM YCTPOMCTBOM, COCTOSIIIIAM 13 IIPO-
TOYHOTO M 3aIassHHOTO MPOMOPIIMOHATBHBIX CYETYM -
KOB U CUMHTWJUISILIMOHHOTIO JIeTeKTopa [8].

Cyxoii I'T momerrann B 00beM MOAESITBHOTO pac-
TBOpa WiIu IMpupoaHoii Bogsl. ITocie monHoro Hady-
XaHUS TToJIUMepa Telib BeicylnBain. Cyxoii KOHIIEH-
tpaT I'T pocchilbio ToMeIaiu B KIOBETY [J1s1 aHaJIN-
3a. U3mepeHus mpoBoaI HECKOJIBKO pa3. YCIOBUS
IIpOBEICHUS aHajau3a Ha JaHHOM CIIEKTPOMETpE
IpeacTaBlIeHbI B Ta0OII. 1.

PE3VYJIBTATbBI 1 UX OBCYXIEHUE

CopOuuoHHOe KOHIIEHTPHPOBAHKE 3J1€MEHTOB IOJIM-
MepHbIMH THAporesivi. /lyisi BhIOOpa ONTHUMAIbHBIX
YCJIOBHIA aHa/IM3a BOTHBIX PACTBOPOB C MCIOJIb30BAHM-
eMm I'T mccrnenoBanu creneHb HaOyxaHMsI MHOJIMMEpA,
CTeNeHb KOHIIEHTPUPOBAHUS ONpPEAC/ISIEMbIX 3JIeMEH-
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TOB, a TaKXXe BO3MOXHOCTb M30UpaTebHON copOLIMr
ruaporejieM MOHOB U3 pacTBopa. B xone nccienoBaHuii
HaBecKy I'T momemiasim B (DUKCUPOBAHHBI 00BEM
pacTBopa c omnpeaesieMbIMU 3JIeMeHTaMU (3JIeMeH-
TOM), TIEpEMEIINBAIN, BBIACPXUBAJIM 3alaHHOE B
SKCIIEPUMEHTE BpEMSsl, 3aTEM OTAEJSUIM PacTBOp OT
HaOyxIIIMX I'paHys, ONpeaessiii ero oobeM U ocTa-
TOYHOE COJep>XaHUe B HEM 3JIEMEHTOB METOAOM
ADC-UCITI.

Haiineno, uro B kmcioii cpene (mo pH 2—3) rpa-
Hynasl I'T HaOyxaroT HE3HAUYMTEIBHO, a COPOIIUS DJIe-
MEHTOB MPOMUCXOIUT B peKMMe MOHHOTO OOMeHa Ha
MMOBEPXHOCTH, KaK IJII MOHOOOMEHHBIX CMOJ. DTO
WUTIOCTPUPYET pUC. 1, Ha KOTOpOM IIpeICTaBIeHBI
U3MEHEHUSI Collep>KaHU MOHOB MEIU U KaJIUs B pac-
TBOpe BO BpeMeHU B mnpucyrctsuu I'T. BugHo, 4To
Npyu yBeIWYEeHUHM BpeMeHM HaxoxneHus I'T' B pac-
TBOPE POCT KOHILECHTPALIMM UOHOB KaJIusl KOppeau-
pYET C yMEHbIIEHNEM KOHIIEHTpallMi MOHOB MEIU.
B aHa/IOrMuHBIX YCIOBUSX M3ydeHa COpOIIMS MOHOB
Fe, Mn, Cu, Cr, Co u Ni ¢ cyMMapHOiif KOHLIEHTpa-
mueil B BomHoM pacTtBope 11.5 mxr/min. CopOuus He-
n3bupatesibHa, CTeNeHb copoumu coctasiger 13.5%
(0.5rIT),16% (1t ITTHu27% 2rIT).

B HeitTpanpHOI cpeme HaOmomaeTcsa HaOyxaHME
I'T, B pe3ynbraTe KOTOPOro OH PaBHOMEPHO 3aIloj-
HsIET BeCh 00BbeM pacTBopa, 00pa3sys XKeaeoO0pa3HyIo
Maccy (Tenb), mpoiiecc 3aHnMaet 10 10 muH. Makcu-
MaJlbHOe HaOyXaHUe PacCCYUTBHIBAIM TI0 (opMye:
(m — my)/my100%, tne m, — HavasbHast Macca [T,
m — Macca I'T mocine HaOyxaHus B Boge. Makcumalib-
Hasl cTereHb HaOyxaHusl, KOTOPOl COOTBETCTBYET
MaKCHUMaJIbHAsl CTEIleHb KOHIIEHTPUPOBAHUSI, CO-
crasnsieT 3.4 X 10*%. Habyxmmii I'T, B KoTopom 3a-
KJIIOYEH BeCh 00beM nccieayeMoro pactsopa (0.34 1
Ha | r moamMMmepa), BBHICYIIMBAIM Ha BO3OyXe IIPU
KOMHATHOMI TeMIiepaType WM B CYIIMJIbHOM IIKady
npu 60°C. IlpomoKUTETbHOCTh BBICYILIMBAHUS B
HaIIMX 3KCIEpMMEHTaX COCTaBlsia 1—2 9, ogHaKo
9TO BpeMSI MOKHO 3HAYUTEILHO COKPATUTh, UCTTOJb-
3ysl, HalIpuMep, BaKyyMHYI0 cymiKy. Cyxue IrpaHyJIbl
I'T BeiHUMaNMM U3 peaKIIMOHHOIO CTaKaHYMKa U MC-
cienoBanu MetogoM P®A, crtakaHYMK OOMBIBaIU
HeOOJILIINM KOJIMYECTBOM BOALI I pa30aBIeHHOM
a30THOM KUCIOTHI (2%) 1 XUaKyo a3y aHaAIU3UPO-
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Puc. 1. MI3ameHeHMe conepKaHWs MOHOB MEIY U KaJIusl B
pacTBope BO BpeMeHU B IpucyTcTBuu runporenst: 1 — Cu,
2 — K. Ucxonnast koHueHntpauust Cu(ll) 127 mr/n, macca
runpores 0.1 T, oobeM pacTBopa 50 MiI.

Baymt MetomoM ADC-UCII. PesynbTaThl 3KCIIEpH-
MEHTOB ITOKa3aJIi, YTO CTeIIeHb COPOLIMU MOHOB Me-
tayuioB (Fe, Mn, Cu, Cr, Co u Ni) B HeiTpaJIbHOI
cpene cocTtaBiasgeT 97—99%.

Jas nccnemoBaHUs OecOpOLIMM 3JE€MEHTOB Ipa-
Hyabl I'T momBepraau 3a00MPOBAaHUIO KUCIOTAaMU
(cmech 5%-noit HCl u 3%-noit HNO,;) B TeueHme
30 MUH TIpM TIEpeMENIMBAHWM, IIOCJIE YEero 3JroaT
aHanmsupoBain MetogoM ADC-UCII. YcraHosie-
HO, YTO COpOMPOBAHHBLIC MOHBI ITPOYHO YASPKIBA-
1oTcd B (hase mosmmepa, HEOPraHMIECKUMU KHCIIO-
TaMU 3TIoupyeTcst He 6osiee 3% OT Macchl cCOpOUPO-
BaHHBIX METAUIOB. OTOT (aKT COOTBETCTBYET
BBIBOJIAM, CICJIAaHHBIM B padoTte [22], 0 TOM, 94TO MO~
Hbl MeTajljla TIPOYHO CBSI3bIBAIOTCS C TUAPOTEseM,
TIPY 3TOM COPOCHT BBICTYITaeT B KayecTBE JIUTAHIA,
reTepoaToMbl KOTOPOTO YACTUYHO WJIM IIEJIMKOM 3a-
TIOJIHSIIOT KOOPAMHAIIMOHHYIO c(pepy MeTaa.

N3yyenue ruaporeseil ¢ MOMoOIIbI0 PEHTTeHOCHEK-
TPAJbHOT0 MHKPOAHAJM3ATOPA M PACTPOBOro 3jeK-
TPOHHOr0 MUKpockona. MopdoJioruio TBepaoii (pasnl
KCCIIENOBaJId Ha PEHTTEHOCIIEKTPAJIbHOM MUKPO-
aHaIM3aTOpe, WCHOIb3yS PEeXUM CKaHUPYIOIIETO
IEKTPOHHOTI0 MUKpocKora (puc. 2). ITo mukpodo-
torpaduu I'T BUIHO, 4TO YACTUIIBI TIOJTUMEPA COCTO-
ST U3 MEJIKMX arJIoOMepaToB HEeNpPaBUJIBHON (hOPMHEI.
Ha COM-u3obpaxkeHUn Tak:ke BUIHO, YTO MUKPO-
rpanynbsl I'T MMeoT HeBBIpaXXEHHYIO IOPUCTOCTD,
IIO3TOMY HalOyxaHue TUAporelieii B OCHOBHOM IIPO-
UCXOOUT 3a cueT Aud@dy3um BOIbI B CBOOOMHBIMN
ooBeM.

Metomom POM wuccienoBanu pacmopeneiacHUe
MOHOB MapraHlia BHyTpH rpanyisl I'T. Ycranosumm,
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Puc. 2. Mukpodotorpacdus ¢pparmMeHTa rejist B 00OpaTtHO
paccessHHBIX 2J1eKTpoHax (BSE).

YTO MOHBI PACIIPEIENISIIOTCS MPAKTUYECKU PaBHO-
MEPHO I10 00beMy (puc. 3).

AnpoGamuss MeToAa pPEHTreHO(IyOpPeCIEHTHOTO
aHAIM3A ompedesieHHs METAJLIOB, COPOMPOBAHHBIX HA
ruaporesie. Meton ADC-MWUCII mmpoko NpuMeHSIIOT
JIJISI OTIpeNIeJICHUSI METAJJIOB B Pa3/IMYHBIX OObEKTAX.
HamMu wuccnegoBaHa BO3MOXHOCTBb IIPUMEHEHMUS
ADC-UCII gng anammsa I'T mocae copoumm. s
5TOTO MPOBOAMJIN BBICOKOTEMIIEPATYPHOE 030JICHUE
rpaHy’a B My(denbHoii eun nipu 550°C ¢ mocienyto-
UM PaCTBOPEHUEM CyXOT'O OCTATKA B CMECH KUCIIOT

250 MKM

Puc. 3. PacripeneieHue MapraHiia 1o cpe3y rpaHyJibl THI-
poreJs.
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NCCIEJOBAHUE COPBIIMOHHBIX CBOVMCTB

Ta6mmna 2. 3HaueHus K03 UIMEHTOB Bapualum, Xapak-
TEpU3YIOLIMX CJy4YailHble TOTPEIIHOCTU aHajiu3a s
Fe(I1I), Cr(VI), Cu(Il) u Mn(II)

DJIeMEHT V]/Ing % Vnpoﬁa, % VOGLH’ %
Fe 3.3 2.4 4.1
Mn 3.8 3.8 5.4
Cr 2.3 2.2 3.2
Cu 3.4 2.3 4.1

u a”Hanu3oM pactBopa metogoM ADC-UCII. Takoii
MOAX0d HE Aajl YIOBJIETBOPUTEIBHBIX PE3yJIbTaTOB,
TaK Kak 13-3a ocobeHHocTeil I'T conpsikeH ¢ cyle-
CTBEHHBIMU MOTEPSIMU COPOMPOBAHHBIX 3JIEMEHTOB
(mo 30%), a TakKe ABIISIETCS TPYAO3aTPATHBIM.

Jlas1 onpenesieHus 3JIEMEHTOB B TBepaoiu ¢aze I'T
BoIOpanu Meton PDA. B mpakTuke aHaiar3a TBEPAbIX
BEIIECTB 3TUM METOIOM OOBIYHO MCITOJB3YIOT IBa
criocoba MpoOOIIOATOTOBKU: pacTUpaHUe IIPOOBI 10
MEIKOOUCIIEPCHOIO ITOPOIIIKa U IIPECCOBAaHUE €ro B
TabIETKY WX CILJIaBJICHME IIPOOEKI C (hJIFOCOM IS II0-
JIy4eHUSI CTEKJISIHHBIX IMCKOB. B maHHOIT paboTte
npoOsl I'T He moaBepranu NpeaBapuUTeIbHOI 0Opa-
6oTrke. BrIcylmeHHBIE TpaHyIbl ITOMEIIAIN B IIaCTU-
KOBYIO KIOBETY TuaMeTpoM 38 MM ¢ JTHOM M3 Maiiia-
pOBOIi TUIEHKU (00JIydeHHe TPOOBI IPOUCXOIUT CHU-
3y, T.€. Yepe3 MaliIapoBYIO IUICHKY).

INpenBapuTeTbHO YCTAaHOBJIEHO, YTO ONTUMAITh-
HO€ KOJIMYECTBO TMAPOTENIsi, KOTOpOE 0OecleunBaeT
“HachIIEHHBIN” CJION IJI ONpeaensieMbIX 3JIeMeH-
TOB M TTO3BOJISIET pAaBHOMEPHO paCIIpeIeIUTh ITPoOy B
KIOBETE, COCTABJISIET S T.

JIJ1s1 OLIeHKM TIOTPEeIIHOCTU, CBSI3aHHOI C OIHO-
POIHOCTBIO aHAJIM3UPYEMOro MaTtepuaja U ciydaii-
HBIM PacCIIOJIOXKEHMEM I'paHyJI TUAPOresis B KIOBETE, a
TaK>Ke OLIMOKU M3MEPEHUs] MHTEHCUBHOCTU aHaJIU-
TUYECKOIO CUTHajJla CyMMAapHYIO CJIy4aifHyl0 IIO-
rpeIIHOCTh (K03 PUIIMEHT Bapraliiu) pasjaraiu 1o
cxeMe OTHO(aKTOPHOTO JUCTIEPCUMOHHOTO aHaIu3a:

(V06H1)2 = (VI/ISM )2 + (Vnp06a )2 5

1001

rae V., — KoaduumneHT Bapualum, XxapakTeprusyto-
WA BOCIIPOMU3BOAMMOCTh M3MEPEHUI aHaAJIMTUYE-
CKOTO CMTHaJjla, KOTOPHI 3aBUCUT OT CTaOMJILHOCTU
paboThl anmnaparypsbl, V., — K03GhdULIMEHT Bapya-
LI, XapaKTepPU3YIOIIUI OMHOPOIHOCTh aHATU3UPY-
€MOro MaTepuaa 1 CTadMJIbHOCTb 3arpy3KU IIPOOKI B
KioBeTy. [lJIs TOro HaBECKY TMAPOTEIIs 3aChINalin B
KIOBETY, BBIpABHUBAIU TOJIIIMHY CJIOSI U TPUKIBI 13-
MEpSIIM MHTCHCUBHOCTUA AHAJIUTUYCCKMX JIMHUIA:
FeKo, MnKo, CrKoa, CuKo. Ilocime sToro mpo0y
JIBaXKIbl M3BJIEKAJU M3 KIOBETHI, 3aChIllaJii B Hee
BHOBb U ITOBTOPSIJIM U3MepeHusi. B Tabn. 2 mpuBene-
HBI TIOJIydeHHBIE pe3ysibTarhl. Kak BUmHO, KO3¢hdu-
UMEHTBI Bapraluu Vi, U Vo6, IUISL BCEX SJIEMEHTOB
MMEIOT IPUMEPHO paBHbIC 3HAYECHUS, T.€. IOTPEIII-
HOCTb V06, HE IIPEBOCXOIMT IOTPELIHOCTH U3MEPE-
HUI, YTO CBUAETEIBCTBYET 00 OMHOPOIHOCTU aHAI-
3MpPyeMOTO MaTepuraia.

151 TOCTpOEHUS TPaayupOBOYHbBIX TPA(PUKOB HC-
nonb3oBanu 1poo6sl I'T, conepxkxamue nonnr Fe(Ill),
Cr(VI), Cu(Il) u Mn(II). st saTtoro I'T momenianu B
MOZEbHBII pacTBOp oObeMoM 1.5 JI, comepxKaluii
ornpezessieMble djeMeHThl. [lepemeluBanu, mocie
HaOyxanusg I'T m MOJHOTO IIOIIOIIEHUSI pacTBopa
BJIAXKHBIM COpOEHT mepeHocuu B yamiky Iletpu u
BBICYILLIMBAJIM Ha BO3AYyXe WJIM B CYLIMIBHOM IIKady
npu 60°C. McxonHble coaepKaHUsI MIOHOB B MOJIEJIb-
HBIX BOIHBIX pACTBOPAaX U COOTBETCTBYIOIINE pacyeT-
HbIE CollepXKaHUsI 3TUX DJIEMEHTOB B TBepioil (aze
npencrabieHbl B Ta0d. 3. KoadduimeHTs KOHIIEH-
TPUPOBaAHUS B BKCIIEPUMEHTAX COCTaBJISLIU TTpUMep-
Ho 300. I'pamyupoBoYHbIe TpadUKKU HPEACTABISIOT
Cco0OIl JIMHENHBIE 3aBUCUMOCTU CKOPOCTU CYETa
(TBIC. MII/C) OT KOHLIEHTpalUit 3)1eMeHTOB (Mac. %)
(puc. 4). OgHo u3 BaxxHbIX JocTOoMHCTB I'T Kak cop-
OEHTOB — BO3MOXHOCTb JJIMTEIbHOIO XpaHEeHUs
npo06. Kak mokazajau 3KCHNEepPUMEHTbl C 3TUMM XKe
nmpo6amu, NMpoBeJIeHHbIE Yepe3 HECKOJbKO MECSIIEB,
rpaayupoBOYHbIe rpachUKU HE U3MEHSIIOTCS.

B 1a6:1. 4 mpuBeneHb 1MAaIIa30HbI OIPEaeIIEMbIX
COIEepXaHUl DJIEMEHTOB, CTaHIAPTHBIE OTKJIOHE-
HUSI, XapaKTepU3YIOIIYe IIOTPELUIHOCTh T'pagyrpo-
BouHBIX pyHKIM (RMS, Mac. %), u mpenesl ooHa-
PYXEHUSI, pacCUUTAHHBIC IO 3-C KPUTEPUIO.

Taomna 3. CoaepkaHus JIEMEHTOB B UICXOIHOM PACTBOPE /10 KOHLIEHTPUPOBaHUS (MKT/MJT) U B BBICYILIEHHOM THUIPO-

reie mocie copounu (mac. %)

Howmep Fe(11I) Cr(VI) Mn(II) Cu(Il)
obpasua MKT,/MJI mac. % MKT/MJT mac. % MKT/MJT Mmac. % MKT/MJT mac. %
1 0.05 0.0016 0.06 0.0018 0.03 0.0010 0.08 0.0025
2 0.14 0.0041 0.15 0.0045 0.16 0.0048 0.21 0.0063
3 0.31 0.0092 0.45 0.0134 0.32 0.0095 0.63 0.0189
4 0.92 0.0276 0.89 0.0267 0.95 0.0285 1.29 0.0378
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Puc. 4. I'pangyupoBounslie rpacduku mis onpeneneHus Cu
(1), Mn (2), Cr (3), Fe (4). YcnoBus cM. B TEKCTe.

Pa3zpaboraHHEBIi cIOCO06 TPUMEHWIIN IJIST aHAIH -
3a MPOG6 YMCTOI BOJOIPOBOIHOM BOALI U BOMIBI C JO-
o6askamu Cr(VI), Cu(1l) u Mn(1I). Dtu ke o6pa3ubl
aHaJIM3WPOBaJIM CTaHIapTHHIM MeTomoM ADC-MNCII.
W3 panHbIX Ta0d. 5 clieayeT, 9YTO pe3yabTaThl, IOy~
YyeHHBIE pa3paboTaHHBIM CIIOCOOOM ¥ METOIOM
ADC-UCII, ynoBIeTBOPUTEIBHO COBMNAIAIOT.

CHUMAKHWHA n np.

ko ok

Takum ob6pazom, nonumMepHsbie I'T Ha ocHOBE ak-
punamMuga SIBISOTCsS 3¢ OEKTUBHBIMUA COpOEHTaMU
IUIST KOHIIEHTPUPOBAHUSI METAJUIOB M3 BOMHBIX pac-
TBOpOB. IlokazaHo, 4yTo HabyxaHNe MaKCUMAaJIbLHO B
HEUTpaIBHBIX cpefax u coctasiseT 3.3 X 10*%. Cop-
OMpoBaHHbIE MOHBI TPOYHO YICPKMBAIOTCSI B (pase
I'T u mpakTUYeCKM He TIOUPYIOTCS HEOpraHUYeCK1-
mu kucioramu. KoHueHtpatsl B paze I'T ycToiunBbI
JImTeNbHOe BpeMsi. s onpeneneHus COpOMpOBaH-
HBIX 2JIEMEHTOB HeIlocpencTBeHHO B da3e I'T Brep-
Bble puMeHeH MeTon PDA. I'panyrnpoBoYHEbIE 3aBU-
CUMOCTHU JIMHelHBI B auarna3oHe.0.03—1.3 Mkr/mi.
IMTokazaHo, 4To Mpeaeabl OOHAPYXKEHUSI COCTABIISIIOT
0.007, 0.017, 0.007 u 0.01 MKr/MJyI, OTHOCUTEJILHbIC
CTaHAAPTHBIE OTKJIOHEHUS cocTaBisaoT 4.1, 3.2, 4.1 u
5.2% nist nonos Fe(111), Cr(VI), Cu(1l) u Mn(II) co-
OTBETCTBEHHO. IIpenyoxeHHBIIA CMoco0 aHanmu3a
anmpoOupoBaH Ha BOAOIPOBOAHOI Boae. B HacTosi-
Imee BpeMs MMeeTcs OOJIbIIOi BBIOOP HEIOPOTIUX
MOPTaTUBHBIX PEHTTEHOCIIEKTPAJIbHBIX IPUOOPOB,
MPUTOTHBIX IJISI UCITOJIb30BAaHUS B MOJIEBBIX YCIOBU-
ax. Hammune Taknx mprnOoOpoB B COYETAaHUM C ITPOCTO-
TOI TIPOOOIIOATOTOBKU, CTAOMIBHOCTBIO MOJTyYaeMBbIX
rPagydpOBOYHBIX 3aBUCUMOCTEH M aHAJIM3UPYEMbIX
npo6 O0YyCIOBIMBAET MEPCIEKTUBHOCTh ITPUMEHEHUS
MpPEemIOXKEHHOIO CII0co0a, HarpruMep, BO BHeJIabopa-
TOPHBIX 9KOJJOTMYECKUX UCCIIEIOBAaHUSIX.

Ta6muua 4. MeTpoJjiorMueckue XapakTepucTUKU peHTreHO(IyOPECIEHTHOIO aHau3a MpU ONpelesieHUM METALIOB B
TBepIoi ¢hasze ruAporess, TUara3oHbl ONPEeISIEMbIX CONEPXKaHUI 1 pacueTHbBIE Mpenebl 00HAPYKEHUS DJIEMEHTOB B
HWCXOIHBIX PACTBOPAX U B TUIpOTESIe

Juana3zoH Jlnana3zoH [Tpenennbt o 62:&&62;[“
DJIeMeHT comepxanwus B I'T,| comepxxaHus B RMS, mac. % OOHapyKeHUS B N aEZ;Ko .
mac. % pacTBope, MKI/MII I'T, mac. % p pe,
MKT/MJT

Fe 0.0016—0.027 0.05-0.92 0.00029 0.0002 0.007
Mn 0.0010—0.029 0.03—-0.95 0.00022 0.0003 0.010
Cr 0.0018—0.027 0.06—0.89 0.00046 0.0005 0.017
Cu 0.0025—-0.038 0.08—1.29 0.00048 0.0002 0.006

Tabomuuna 5. PesynbraThl (MKI/MJI) aHajiu3a BOJONPOBOMHONM BOJBI METOAAMM PEHTIreHO(MIyOPECLIECHTHOIO aHalu3a u
aTOMHO-3MUCCUOHHOM CITEKTPOMETPUU C MHAYKTUBHO CBSI3aHHOM TIa3Moit

Yucras Bona Bona ¢ nobaBkamu
DJIEMEHT
POA ADC-UCII POA ADC-UCII
Mn 0.044 £ 0.007 0.034 £ 0.006 1.00 £ 0.156 0.98 £0.15
Cr H/0* H/0* 1.28 £ 0.115 1.3 £0.19
Cu 0.42 +£0.052 0.35 £ 0.051 2.25 £ 0.15 2.06 £0.22
Fe 0.049 + 0.005 0.057 £ 0.004 0.55 £ 0.06 0.51 £0.04

* He obHapyeHoO.
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