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WcecnepoBaHbl xapakTepucTmku HoBbIX Zr—Ir u W—Ir nepmaHeHTHbIX copbeHToB-Moangum-
KaTopoB Ha kKapbOHW30BAHHOW OCHOBE AM1s1 ONpeferieHns Mbllbsika MeTOA0M 3MeKTpoTepMu-
4YeCcKon aTOMHO-abCcopBbLMOHHON CNEKTPOMETPUN C KOHLIEHTPUPOBAHMEM B rpadnToOBOM NEYu.
PesynbTathl 3neKTPOHHO-MUKPOCKOMNYECKUX NCCIIeA0BaHUN, TOKanbHOIO PEHTTEHOBCKOrO ane-
MEHTHOro aHanusa v N3MepeHns ANeKTPOHHOW MuKpoamndpakumm nogTeepannmn opmmposa-
HMe KapbnaoB LMPKOHMSA 1 Bonbdpama. HYacTuubl aTux coegmHeHnn umetoT pasmepsl ot 50 oo
200 HM. MpnaveBas KOMMOHEHTa NpUCyTCTBYET B BUAe HaHo4yactumy (5—10 HM) KOHOEHCMpPOBaH-
HbIX cUCTeM C kapbupgoobpasywmm meTannom. PacnpegenerHve vyactuy B KapboHNM30BaHHOM
OCHOBe paBHOMepHoe. [oaTBEPXAEHO AOCTMXEHME HeoBXOAMMOro ypoBHS YMCTOTbl nepmMa-
HEHTHbIX CUCTEM B XO4e UX CUHTEe3a B rpaduToBOM neun. MiccnegoBaHbl napameTpbl 3Tanos
KOHLIEHTPMPOBaHWNS apCuHa HOBbIMW copbeHTaMn-moaudukaTopamm 1 atToMmmsaunmn MbllLbsKa:
CKOPOCTb MOCTYMNMEHWS peareHToB, TemnepaTtypa 1 BpeMs atana KOHLEHTPUPOBaHUs, Temnepa-
Typa ctagum atommnsaunn. ONTUMU3NPOBAHHbIE PEXUMbI UCMOMb30BaHbI Npu onpegeneHnn As
B 06pasue NOBEPXHOCTHON NpMpoAHOu Bodbl. MNpeaensl obHapyXeHNsa Mbllbska cocTaBunu 7
Hr/n anga Zr-Ir moandukatopa n 5 Hr/n gna W-Ir moandurkaTopa.

Knrodeesnie crioga: nepMaHeHTHbIM MOAMMUKATOP, LMPKOHUIA, MPUAMIA, BONbdpam, CTPYK-
TYpPHbIE MCCMNeaoBaHWs, onpefeneHne Mbllbsaka, reHepaunsa rmapuaos, in Situ HakonneHue B
rpacmToBON Neyn, anekTpoTepMnieckas aToMHo-abcopOUNOHHast CNEKTPOMETPUS.

BypbinuH Muxann FOpbeBuY — AOKTOP XMMUYECKMUX HayK, OLEHT NO crneunanbHOCTH
aHanuTu4yeckas xumus, npodeccop kacpegpbl aHanuTuyeckom xummum KybaHckoro rocygap-
CTBEHHOro YHMBepcuTeTa.

O6nacTb Hay4HbIX MHTEPECOB: aHanNMTMYecKas u HeopraHuieckasa xumms, PU3NKoO-Xumm-
Yyeckue MeToabl aHanu3a, MeTann- u yrnepoaconepxaiwme yHKLUMOHaNbHbIe MaTepuarnsl.

UmeeT 42 onybnukoBaHHbIe paboThbl.

3ankosckun Bnagnmmp MBaHOBMY — KaHANAAT XMMUYECKMX HayK, CTapLUMIA Hay4YHbIN
coTpyaHuk MHcTtutyTa katanusa CO PAH.

O6nacTb Hay4YHbIX UHTEPECOB: KaTanus, XMM1UA TBEPAOro Tena, aNIeKTPOHHaA Mu-
Kpockonus.

ABTop 250 ny6nukaumn.

PomaHoBckuit KoHcTaHTUH AHOpeeBnY — CTYAEHT paKkynbTeTa XMMUWN U BbICOKUX TeX-
HOMOrMN.

O6nacTb Hay4YHbIX MHTEPECOB: aHaNUTM4YeCcKasa XUMUA, CNeKTpanbHble MeToAbl
aHanusa.

ApywaHsH NMupy3 PobepToBUY — CTyAEHT (hpaKynbTeTa XMMUU U BbICOKUX TEXHONOIMN.
ObnacTb Hay4YHbIX UHTEPECOB: aTOMHO-abCOPOLIMOHHBLIN MeTOA4 aHanu3sa, CTaHgapTu-
3auus 1 cepTuduKaumsa NULEBbIX NPOOYKTOB.
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BBEAEHUE

B pesynbtate aHTpPOMOreHHom AeaTenbHOo-
CTW 3Ha4YUTENbHblIE KONMMYEeCTBa MbllbsKa nona-
4aloT B OKpy>KatloLLyto cpeny. B HacTosiwee Bpems
€ro MOXHoO obHapyXuTb Kak B aTmocdepe, Bogax,
noysax M AOHHbIX OCajKax, Tak U B TKAHAX XMBbIX
opraHuamoB [1]. TOKCMYHOCTb MbILbSAKa U €ro co-
eAnHeHun TpebyeT pa3paboTkyM YyBCTBUTENbHbLIX
aHanMTMYeCcKUX MeTodoB. ATO HEOOBXoOMMO Takxe
W Ona BbISABNEHUS TEHOEHUUN HaKOMMEHUsA ero B
obbekTax okpyxatlLien cpeapl.

AHanua nutepaTtypHbIX AaHHbIX [2-4] cBuae-
TenbCcTByeT 00 yCMewHOM MpUMEHEHMM B aHanu-
TUYECKON npakTuke MeToda aToMHo-abcopbuu-
OHHOW CMEKTPOMETPUM C TFeHepaumen rmapugos
(Fr-AAC). K ero 0OCTOMHCTBaAM OTHOCAT OTANYHbIE
METPOSiorMyeckue XxapakTepucTUKn, NerkocTb a.-
TOMaTtm3auumm npoueaypbl onpegeneHns n nonHoe
ocBObOXOeHne onpegensemoro anemMeHTa B Buge
razoobpasHoro rugpvga oT matpuubl nepeg cra-
aven atomusauum [5]. AnnapaTypa Ansa nonyyeHus
rMMOPVAOB U TPAHCMOPTUPOBKN UX K U3MEPUTESb-
HOM SIYeKe K HacCTOsALLEeMY BpPEMEHU yXe AocTta-
TOYHO XOpolo oTpaboTaHa M BNOMHe AOCTYyMHa.
Mcnonb3oBaHMe TEeXHWKW TreHepauun ruapugos
NO3BOMSET ONpefenaTb COAepKaHNe MbllbsKa Ha
ypoBHe n-10-" Hr/mn [6].

CHM3nTb npegensl obHapyXeHMs No3Bons-
eT npouenypa KOHLEHTPUPOBaHNA afieMeHTa, OT-
roHssiemMoro u3 pacteopa npobbl B BUAe apcuHa,
HenocpeacTBEHHO B rpacdutoBon neun [2] unu B
KOJTOHKe C nannagui- Uim HUKenbcogepxalinmm
copbeHTamn-mogudukatopamm. B nocnegHem
cryyae nocre npoBefeHus KOHLEHTPUpPOBaHUSA
BOAHAas CyCMneH3us Mcrnonb3oBaHHOro copbeHTa
posupyeTcss B rpaduToOBYlO Neyb 3anekTpoTep-
MWYECKOro artommsatopa [And nocnegyroLwero
n3MepeHns aHanuTuyeckoro curHana. lpegen
oOHapyXeHusi MbllWbsaKa Npyu 3ToM cocTaBun 12
Hr/n [7, 8]. NMpoBeageHne KOHUEHTPUPOBAHUS He-
nocpenCcTBEHHO B rpadpMTOBbIX Nevyax, Moandu-
LMPOBAHHbLIX MeTannamMmy nrnaTuHOBOM rpynnbl
Unn TyronnaBknumu kapbugamu, No3BonseT CHU-
31UTb 3TOT NokasaTenb 40 €4UHML HaHOrpamMmMoB
B nutpe. lpumeHeHne mogmdukaTopoB obe-
cnednBaeT NoBbIWEHUE 3 dekTMBHOCTN cOpb-
LMK, CHUXaeT TemnepaTtypy 3TOro npouecca u
dopmMunpyeT onTUMarnbHbIE€ YCITIOBUS aToOMU3aumm
aHanutoB. [lpuM umcnonb3oBaHWM nannagueBblX
copbeHTOB-MOaANGMKaTOpOB HeobxoaMmo oco-
©0e BHMMaHWE K YNCTOTE NCMOSb3YyEMbIX PEaKTU-
BOB. [1n nepmMaHeHTHbIX cuctem [9] atn Tpebo-
BaHMWS CHWMXEHbl 3a CYET BbICOKOTEMMEPATYPHOM
obpaboTkn matepunana B rpacdMTOBON Neymn npwu
€ro noaroToBKe.

lMpn uccnegoBaHun mexaHuama agcopbunm
apcuHa B rpadgmtoBon neyn (I'M), o6paboTaHHOWM
pactBopamu Pd, Ir unn nx cmecolo, yCTaHOBIEHO,
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YTO 3TOT NPOLECC KHAKOMIEHUSA» NPOTEKAET B TpU
atana [10]:
— MHUUMmupytowas dusmyeckas copoums:
Pd/Ir + AsH, — Pd - AsH,;
— xemocopbuus, conpoBoxaaroLascs nocregosa-
TenbHbIM OTLLEeNnneHnemMm aToMoOB BoAopoaa:
Pd - AsH, + Pd — Pd - AsH, + Pd-H,
Y
Pd - AsH + Pd — Pd—As + Pd—H;
— murpauusa B copbeHTe-moandmkaTope XxmmMmye-
CKM CBsi3aHHbIX atomoB Pd/Ir n As:
Pd—As (nonoxeHue 1) — Pd—As (nonoxeHwne 2),
unu Ir—As (nonoxewue 2).

Kak BugHO u3 npuBedeHHOW nocneposa-
TenbHOCTN, 3(MEPEKTUBHOCTb KOHLEHTpPMpOBaA-
HUA MbllWbsKa, @ MO CYTU — KOHUEHTPUPOBaHUS
apcuHa, obycrnoBneHa U3NKO-XUMUYECKUMN
B3aMMOLENCTBUSAMM KOMMNOHEHTOB U MuUrpaumen
Mbilbsika B 0O0bemMe copbeHTa-mogudukartopa.
Bornee TOro, He NCKMNOYEHO, YTO 3TK B3anmoen-
CTBM4, cornacHo BbiBogaMm ob63opa [11], npoTe-
KalT BO BHYTPEHHEM MPUNOBEPXHOCTHOM Croe
(10-30 mkMm) cTeHkn rpadutoBon neyun. C y4eTom
3TOro, ponyckass mnpoTekaHue MUrpaumoHHbIX
npoteccoB B o6beme copbeHTa-mogndumkaTopa,
B HacToswen paboTe NpeanoXeHo cocTaB nep-
MaHEHTHbIX LMPKOHUN-UPUOMNEBOTO U BOSbpam-
MpUaNeBoro MoandunkaTopoB AONONHUTL Kapbo-
HM30BaHHON OCHOBOW [12].

Llenb HacTosILel paboTbl 3aknoyaeTcs B UC-
cnefoBaHUM BO3MOXHOCTU 3MEKTPOTEPMUYECKOTO
aTOMHO-abCcopOLUMOHHOrO onpeaeneHus Mbilbska
¢ reHepauuen rmgpuga (FM-3TAAC) v npeasapu-
TeNbHbIM KOHLEHTPMPOBaHMEM apcuHa B rpadu-
TOBbIX Tpybkax, 06paboTaHHbIX NepMaHEHTHbIMU
copbeHTamn-mogmcukaTtopamm Ha kKapboHN30BaH-
HOW OCHoBe, cogepxalwmmm cmecun W-Ir n Zr-Ir.

B paboTe pelwanu crnegyowne 3agayu:

1. CuHTE3 B rpadpuTOBLIX NevYax nepMaHeHT-
HbIX MOAM(UKATOPOB C WCMOMb30BaHWEM CONEN
npugms, Borbgpama unm LMpKOHWS, a TakxXe akTu-
BupoBaHHoro yrnepoaa: W-Ir-AY u Zr-Ir-AY;

2. OneKTPOHHO-MWUKPOCKOMUYECKoe wuccre-
[OBaHME XMMUYECKUX U CTPYKTYPHbIX CBONCTB MO-
nyYeHHbIX COpbeHTOB-MOANMUKaTOPOB;

3. ONTMM3auna pexxmMmoB onpeaeneHuns Mbl-
WhsKa C npefBapuTerbHbIM KOHLEHTPUPOBAHUEM
apcuHa B rpadoMTOBON Nevu;

4. Anpobauus aHanuMTUYecKom cxembl MNpwu
onpefeneHnn Mbllwbsika B MPUPOAHbLIX MOBEpPX-
HOCTHbIX BOZaXx.

AKCMNEPUMEHTAJIbHAA YACTb

O6opynoBaHue, MaTepuarbl U peakTUBbI

B paboTe ncnonb3oBaH aToMHO-abcopbuu-
OHHbIN cniekTpomeTp SpectrAA-800 ¢ aBTogo3aTto-
pOM 1 OFIOKOM 3MEeKTPOTEPMUYECKOW aToMU3aLmm
GTA-100 (Bce «Varian», ABcTpanus), rpacduToBble
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neym ¢ nuponokpeituem (fepmaHus), cuctema re-
Hepauun rugpugos HVG-1 («Shimadzu», lepma-
Hug). MeToabl npocBeuMBalOLWEen SMEKTPOHHON
mukpockonum (MAM) (npmbop JEM-2010) n peHTre-
HOBCKOW 3HEpro-gucrnepcroHHONW CMIEeKTPOCKONuu
(3AC) (npubop EDAX) ncnonb3oBaHbl A4ns uccne-
OO0BaHMs CTPYKTYpbl U COCTaBa YacTuL, CUHTE3UPO-
BaHHbIX MaTepunanos.

B kavecTBe 3aWMTHOro M TpaHCNopTMpYoLe-
ro rasa npv atoMHO-abCopOLMOHHbBIX U3MEPEHMUSAX
MCNOMb30BaH aproH «MoBbILWEHHOW YMUCTOTbI». Pe-
XWUMbl aTOMHO-abCoOpOLMOHHOIO cnekTpomeTpa:
AnunHa BonHbl 193.7 HM, wrpuHa wenu 0.5 HM, ToK
namnbl 10 MA.

[ns npurotoBneHnMs pacTBOpPOB C U3BECT-
HOW KOHUEHTpauuen Mblllbsika WCMNOMb30BaH
cTaHgapTHbIn pacteop As(lll) TCO BAA «Bkoa-
HanuTuka». [pu npoBegeHUn nccnefoBaHUn Ha
aTane reHepauum n OTFOHKM apCuHA NPUMEHEHbI
peakTuBbl M UX KOHLUEHTpauuu, pekoMeHOOoBaH-
Hble TeXHWYECKOW AOKYyMeHTauuen K ruapuaHomn
npuctaBke HVG-1: wenovyHon 0.4 %-HbI pac-
TBOp 6oprugpuga HaTpusa NpUroToBrieH pacTBoO-
peHvem 2.5 r nopowka NaBH, n 2 r NaOH B 500
MM BMANCTUNNNPOBAHHON BOAbI, peakTUBbl KBa-
nudpunkaumm v.g.a (Poccua). Ona cosgaHus kuc-
non cpefbl ncnosnbdoBanu 5M consiHyo KUCNOTY,
nony4veHHyt pasbasnexHnem HCI, x.u. (Poccus).
PacTtBopbl uMpuaus, UMPKOHMS U BOoNbdpama c
KOHUEeHTpaumnen MoHOB Kaxxgoro metanna 1 mr/mn

npuroToBneHbl pactsopeHnem Hasecok H,IrCl,
ZrOCl,-8H,0 n Na,WO,2H,0 B 6uauctunnmpo-
BaHHOM BoAe. KBanudukauma aTux peakTuBOB
He HMXe Xx.4. B kayecTBe kapOOHM30OBaAHHON OC-
HOBblI CUHTE3UPOBaHHbIX COpPOEHTOB-MOaMcUKa-
TOPOB MCMOSIb30Banu KOKOCOBbIA aKTUBUPOBAH-
Hbl yronb mapkn PJ1240W-60 (PununnuHel),
npeaBapuTenbHO W3MerbYeHHbIM B ALIMOBOM
ctynke. CycneH3uo mogudukatopa roToBunu
cMelmBaHneM 6.7 Mr akTUBMPOBAHHOIO yrns ¢ 1
M1 BOAHOrO pacTtBopa, cogepxawero no 500 mkr
LMPKOHUA U MpUAna nnu Bonbpama n npuaus.
HenocpeacTtBeHHO nepea Kaxaow [03MPOBKOMN
CYCMNEH3UK TwaTenbHO rOMOreHn3MpoBanu npu
nomouwm Mukpogosartopa «Plastomed» o6bemom
100 mkn.

dopmupoBaHMe nNepMaHeHTHbIX Moanduka-
TOPOB B aTOMM3aToOpe OCYLLeCTBNANM LecTuKpar-
HOW O03MPOBKOW B rpaduTtoByto nevb 50 MKn cy-
CMEH3UN aKTUBMPOBAHHOIO YISl B paCTBOPE MOHOB
MpUaANSa 1 LMPKOHNUA (MK Bonbgpama) ¢ nocneny-
towlert obpaboTkon neum No TemnepaTypHOW Mpo-
rpamme, npuBegeHHoON B Tabn. 1.

MpuHumnuaneHas cxema U3MepuUTernbHO-
ro komnnekca M-OTAAC onpegeneHns Mbillbsika
npvBegeHa Ha pwuc.l. CtaHgapTHbIM dToponna-
CTOBbIA Kanunngp aBTogo3aTtopa 3aMeHeH KBap-
LUeBbIM HaKOHEYHVMKOM aHanorMyHoro pasmepa.
Ha ctagumn koHueHTpupoBaHua AsH, HakOHeYHUK
onyLweH BHYTPb rpacuToBOM Mneyun, coaepxallen

Tabnwuua 1
TemnepaTtypHasa nporpamma paboTbl CNEKTPOMETPA B PEXUME CUHTE3a MOAN(MKATOPOB
Ne Temnepartypa, OnutenbHOCTb CkopocTb nogbema 3alnTHbIN ras,
cTagum ‘C cTagmm, ¢ Temnepatypsl, ‘Clc n/MuH
1 125 70 4 1
2 600 10 12 0.5
3 1000 10 80 0.5
4 1500 10 100 0.5
5 2200 5 70 0.5
AR MasomwAKoCTHEIR
m":nh CEMAPATOR
AsH; ., Koapuesisia
MpoGa™ T \ /ﬂrm-nn
HCl i ..
MaBH,™ B —— Cinan
MepHcTan LTHYeCKHl Apron Ipadpuronan ~
HACOC medb LY

Puc.1. Bnok-cxema nameputensHoro komnnekca [M-OTAAC onpefeneHns Mbilbska € KOHLEHTPUPOBaHMEM

apcuHa B rpachmtoBon neyum
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Tabnuua 2

TemnepartypHasa nporpaMmma paboTbl CEKTPOMETPA B pexumMe onpeaeneHns Mblwbska metogom TAAC-
[T (+* - 3HaYeHns BapbMpOBanMCh AN HAXOXOEHUSA ONTUMarnbHbIX)

Ne Temnepartypa, OnutenbHoOCTb CKOpOCTb U3MEHeHNS .
. . 3alWmnTHbIN ras, n/MuH
cTagum C cTagum, ¢ TemnepaTtypsl, ‘Clc
1 300* 100* 250* 0.1
2 300 3 0 0.1
3 50 5 27 0.3
4 50 2 0 0.3
5 2400* 1 6onee 2000 0
6 2400 2 0 1

MoaudukaTop. Ha cnefgytollem atane HaKOHEYHUK
M3BMeKaKT U3 ne4vu, Nnocrne 4Yero NPOUCXoAuT aTo-
MU3aLMsa Mbllbsika U U3MepeHne aHannMTU4ecKoro
curHana (AC). TemnepaTypHO-BPEMEHHOW PEXUM
paboTbl N3MEepPUTENBHOrO KOMMMekca NpuBeaeH B
Tabn.2.

MeToauka npoBsegeHusn nccnegoBaHUM

MM wn 3OC wuccnegoBaHna nposepe-
Hbl B COOTBETCTBMM C pekomeHpaumsmu cupm-
N3roToBMTENEN MUKPOCKONAa M AOMOSTHUTENbHOro
obopynoBaHus.

Temnepatypy cTagum atoMmsaumm n namepe-
HUSA aHaNMTUYECKOro CMrHana MbllbsaKa yCTaHOBW-
nn ¢ yyeTom AaHHbix pabot [12, 13]. Hanbonbluee
3HayeHne 3TOro napameTpa OrpaHU4YMBaeTCs Ha-
YanoMm vcnapeHusi UpMANEBON KOMMOHEHTbI B MO-
[O6HbIX cuctemax. bes kap6oHM30BaHHOW OCHOBBI
TemnepaTypa aKcnnyataumm Takux nepmMaHeHTHbIX
MoaudukaTopoB He gormkHa npesbiwatb 2100 °C
[13]. Onsa cuctem, NPUroTOBIIEHHBIX HA OCHOBE ak-
TUBMPOBAHHOIO YIS, OHAa MOXeT ObiTb MOBLILLEHA
Ha 100-250 °C B 3aBMCMMOCTWN OT COOTHOLLUEHUS
KOMMOHEHTOB B Mogudukatope. [Ans kaxgoro v3
CUHTE3MPOBAaHHbIX  COPBEHTOB-MOAUMUKATOPOB
nccnegoBaHa TepMuyeckasi CTabunbHOCTb NpUAn-
€BOW KOMMOHEHTLI B COOTBETCTBUM C NpoLeaypown,
npveegeHHom B [12].

C yyeToM 3TOro OrpaHM4yeHuss MOCTPOEHbI
KpuBble 3aBrcuMmocT AC MbllbsiKa OT TemnepaTy-
pbl CTaaumn aToM13aLMm NOCre KOHLEHTPUPOBAHKS
onpenenseMoro aneMeHTa B BUAe apcuHa B rpa-
uMTOBOM Neuun ¢ uccnegyembimm copbeHTamm-mo-
andukaTopamu.

TemnepaTtypHble XapakTEpPUCTUKM CcTaguun
KOHUEeHTpupoBaHusa apcuHa B [Tl mnccnepoBaHsbl
npw BbIOpaHHbIX ONTUMarbHbIX TEMMIEpaTypax cTa-
AN aToMm3aumn.
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Mpy onTUManbHbIX TEMNEPaATYPHbIX YCIOBU-
AX CTagun KOHLEHTPMPOBAHUSA MpoOBeAeHbl OnTu-
MU3aLMa CKOPOCTU MOCTYMNIEHUst pearnpyoLmx
pacTBOpoOB U BbIGOp MakCcMManbHO AOMYyCTMMOro
OIS AaHHbIX KOHLEHTpaLMiA BpEMEHM HaKOMMeHWs
MbILLbSKA.

PesynbraTbl MpoBeAEeHHbIX  UCCreaoBaHUi
MCMNOMb30BaHbl AN ONpefeneHns Mbillbsika B Mpo-
6e Boabl ogHoro n3 odepa KapacyH (r. KpacHoaap).
lMpoBepka pesynbTaToB NPOBEAEHA METOAOM «BBE-
AeHo-HangeHoy. Mpu aToM caenaHa nomnbiTka nps-
MOFO 3MEKTPOTEPMUYECKOTO aTOMHO-abCcopOLMOH-
HOro onpeaerneHns anemMeHTa B uccnegyemon npobe.
TemnepaTtypHas nporpaMmmMa onpegerneHus (MMponus
npu 1300 °C, atomuzauusa npu 2200°C) BbibpaHa no
pesynbTatam npeaLwlecTBYOLWmMX nccnegosaHun [14].
Mpn atom ucnonb3osaHa [T1, mogndunumposaHHasa
2.5 mr AY, 250 mkr Zr n 250 mkr Ir.

PE3YIbTATbI U UX OBCYXOEHUE
OaHHbie MM n 34C

OcHoBa nepMaHeHTHOro MogudukaTo-
pa — aKTUBMPOBAHHLIA Yrofb B BUAE TOHKOAU-
CrepcHbIX YacTuy HeonpegeneHHon opmbl C
npeobnagatwmm paamepom nopsgka 1 mkm. MNx
MUKPOCTPYKTypa obpasoBaHa WCKPUBIIEHHBIMU
yrnepogcogepxawmMmn Kpuctanimyeckumm cno-
SIMM, PACCTOSAHNA MEXAY KOTOPbIMU 6nmn3ku K d,
= 0.34 HM, xapakTepHbix Ansa rpaduta. OnuHa
crnoeB 00bl4HO He Bonee 5 HM 1 paguyc KpuBK3-
Hbl He 6onee 3 HM (puc.2, a). NMocne obpaboTku
B I'M npun 2500 °C (cpepa aproH) UCXO4HbIN yronb
YaCcTUYHO KpucTannmayetcsa. OTo nposiBnseTcs
B yBeNnuWYeHuu paguyca KpuBU3HbI A0 5-7 HM U
AnnHbl cnoes o 7-10 Hm (puc.2, 6 u B). Yrnepoa-
Has CTPyKTypa NpuHMMaeT BuA NepeMeLlaHHbIX
N TECHO CBSA3A@HHbLIX MHOTFOCITOMHbBIX CKOPIYMOK.
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Puc. 2. 3nekTpoHHO-MUKPOCKONNYECKNE N300paxXeHns MCXO4HOTO (a) 1 TepMmnyeckm obpaboTaHHOro akTu-

BMpOBaHHOro yrns (6 v B)

Mo panHbim 3OC B mMaTepuane yrnepogHomn oc-
HoBbl npucyTcTBytoT npumecn K, Ca, Cl, S n P;
B TepMMYeckn obpaboTaHHOM yrnepogHOM maTe-
puane MOCTOPOHHME NPUMECK NpakTUYecKu OT-
CYTCTBYIOT.

Mpu BBEAeHMM B rpacpmMToBYIO NeYb CyCneH-
311 aKTMBUPOBAHHOIO YrNs B pacTBoOpe, cogepka-
wemMm Bonbdpam U Mpuaguin, nocre TepMmn4eCcKomn
obpaboTku npu 2500 °C B cpefe aproHa CTpykTypa
yrnepogHoOro HOCUTENS aHanormyHa YncTomy Tep-
Mu4eckn ob6paboTaHHOMY aKTUBMPOBAHHOMY YIIIi0.
Ona meTannocogepxalmx 4YacTuy, XapakTepHO
pasnuyne Mx pasMepoB B LUMPOKOM Auana3oHe
(puc. 3, a). Ha paHHOM yrnepogHoOM HocuTene 3a-

(pVKCMPOBaHbI MeTanncoaepXalime 4acTuubl ABYX
BUOB.

[na nepeoro Bnaa xapakTepHo:
— KpynHble YacTuLbl pa3MepoOM B HECKOJTbKO AeCAT-
kOB HaHomeTpoB (puc.3, 6 - yyacTkn 1 1 2);
— 3[C aHanus nokasan npucyTcTBue Bonbdpama
M Mpugusa B Takux Yactuuax ¢ npeobnagaronm
cogepxaHvem kapbupgoobpasytouwero wmetanna
(pnc. 3,6,BuT);
— 3TV KPYMHble YacTuLbl XapakTepuaytTcsa Habo-
POM MEXNIOCKOCTHbIX (M/nn) pacctosiHun (0.227 un
0.260 HM), cOOTBETCTBYHOLWMUX Kapbuay Bonbgpa-
ma a-W,C.
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Puc. 3. OnekTpoHHO-MuKpockonuieckne naobpaxennsa cuctemol W-Ir-AY (a n 6) n cnekTpbl, Nony4YeHHbIe
npv NOMOLLN PEHTFEHOBCKOrO 3HEPrOAMCMNEPCMOHHOIO aHanm3aTopa (B—e) ANsi COOTBETCTBYHLUMNX y4acT-

KOB NMOBEPXHOCTU MoandukaTopa

[na BTOporo Buaa xapakTepHo:

— MenkoaucnepcHasa pakuyus, coctosilas us Ha-
HouvacTuy W-Ir (puc.3, 6 - ydacTkm 3 u 4), paamepbl
KOoTopbIX cocTaBnaT 5—10 HM;

— aTOMHOE€ OTHOLLEHMNe B 3TUX YacTuuax, CornacHo
O[C, coctaBnsieTr W:lr = 1:2 (pnc.3, 6, o n e);

— WCCNEeAoBaHMs METOAOM 3NIEKTPOHHOW MUKPO-
OndpakumMmM nokasanu 3HadeHust M/nn paccTosi-

28

HUI, COOTBETCTBYHLMX BOMNbpam-npuanesomy
cnnaBy CO CTPYKTYPOW MPOCTPaHCTBEHHOM Ipymnnbl
Fm3m, ngeHTMYHON YNCTOMY UPUANIO;

— AN HEKOTOPbIX MENKOAUCMEPCHLIX YacTul, 13-
MepeHbl U Apyrue 3Ha4yeHus M/nn paccTossHUn, 4To
CBMAETENbCTBYET O POPMMPOBAHUN KOHOEHCUPO-
BaHHbIX cucTem nHoro coctasa (W,Ir,).
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Puc. 4. Pacnpe,u,eneHme mMeTannocogepxXxalwmnx 4actuy Ha pa3finyHblX yH4acTKax NOBEPXHOCTU ANA CUCTEMbI

W-Ir-AY

Takum obpasom, B uccrnegyemMom nepma-
HEHTHOM MoAnuKaTope ero KOMNOHEHTbI NPUCYT-
cTBylOT B BUAe rpyboamncnepcHeix yactuy a-W,C
1 HaHo4yacTuL, ¢ NnpeobnagaroLLmM COCTaBOM KOH-
AeHcupoBaHHow asbl WIr,.

Ha noBepxHocTu 4YacTtuu kapbuga Bonbdpa-
Ma pacrnornioxeH rpaduToBbIN CNON, TOMNLWMHA KO-
TOpPOro yBenu4ymMBaeTcs ¢ pasmepamu yactuy. Ha
yacTtuue ¢ pasmepom 150 HM TonwmHa crnos rpa-
duta coctaBnset 10-20 Hm (puc.3, 6 - yyacTok 1).
Ha W-Ir—HaHO4YacTMyax TonwmHa cnos yrnepoga
He npeBblWwaeT 1 HM, T.e. MPaKTUYECKN COCTOUT U3
HEeCKOIbKMX rpadeHoBbIX Crioes (puc. 4, a).

KpynHble Bonbpamcogepxalime 4acTuubl
pacnosioXeHbl Ha MOBEPXHOCTU YrNepoAHON OCHO-
Bbl, @ MENKMe — «NpUTOMMEHbI» B €€ MOBEePXHOCT-
3anonHeHne NoOBEPXHOCTM HaAHECEH-
HbIMW YacTULaMW HEOOMHAKOBO ANS PasnUyHbIX
arperaToB yrns: paccTosiHUe Mexgy Yactuiuamu
Ons ogHUX arperaTtoB coctaBnseT 5-10 HM (puc. 4,
6), B TO Bpems Kak Ansa gpyrvx arperatos 370 pac-
CTOSIHME MOXET 4OCTUraTb JECATKOB 1 COTEH HAaHO-
MeTpoB (puc. 4, B). HecmoTp4 Ha 310, pa3mepsbl Ha-

HOM CJioe.

HouvacTtuy W-Ir oanHakoBbl ANS pas3HbIX CTeneHen
3anosTHeHUs UMW MOBEPXHOCTY YIMS.

Cuctema CUHTE3MPOBAHHOIO MEPMaHEHTHO-
ro mogudukaTtopa Ha OCHOBE aKTMBUPOBAHHOIO
yrnsa ¢ Jo6aBKOW LMPKOHUS U MPUAWS XapaKkTepu-
3yeTcsi bonee paBHOMEPHbLIM pacnpegeneHnem no
pasmMmepam meTannocogepxawmx yactumu: ot 10 go
100 Hwm (puc. 5, a). XuMnyeckunin coctaB HaHeCEH-
HbIX YacTuL, 3aBUCKT OT UX PasMepoB.

B kpynHbix yactuyax (50-100 HM) Mo AaHHbIM
OMC onpenensieTcs Zr ¢ HeOONbLUOK NpUMeECHIO Ir
(puc. 5, 6 - yyactkm 1 1 2; 5, B ur). Coctas yactumy
B 3TUX cny4asx cootsetcTeyet Zr, Ir C, rae x —He
b6onee 5 aT. %. 3HayeHNss MEXMMOCKOCTHbIX pac-
CTOSIHUIN, M3MEPEHHbIE ANA 3TUX 4acTul, Xapak-
TepHbl Ansa dasbl ZrC, He cogepxawen npngus.
Bce aT0 cBMaeTenbCTBYET O TOM, YTO HebornbLuas
nobaBka npugus He BNusieT CyLLECTBEHHO HA MOP-
donoruio n CTpyKTypy YacTtuu kapbuga.

[na cambix MENKUX MeTanfncoaepXxalmnx ya-
ctuy (5-10 HM), HAOBOPOT, MOXHO NPEANONOXUTb
obpa3oBaHne UUPKOHWMW-MPUAMEBOrO Chfnaesa C
npeobnagaHuem npuausa (puc. 5, 6 - yyactok 3; 5,
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Puc. 5. OnekTpoHHO-MUKpOCKonMyeckne n3obpaxeHus cuctemsl Zr-Ir-AY (a n 6) n cnekTpbl, NONyYEHHbIE
npv NOMOLLU PEHTFEHOBCKOIrO 3HEProAMCnepCUOHHOro aHanuaartopa (B—4) ANsi COOTBETCTBYHOLIMX y4acT-

KOB NMOBEPXHOCTU MoandukaTopa

4). B aTux cny4asix U3BMepeHHble 3HAYEHUS MeX-
NIOCKOCTHBLIX PacCTOsIHUIA 6nM3Kkn K napameTtpam
MeTannuyeckoro upnausi. B 1o xxe Bpems cnekTpbl,
nonyyeHHole ans Gomnee kpynHbix YacTtuy (10-30
HM) MOKa3blBalOT YBEINIMYEHUE COAEPXKaHUS ump-
koHust go 50 at.% (puc. 6, a n 6). Taknm obpasom,
BMAHO, 4YTO coCTaB 06pasLoB pasnuyeH 1 3aBUCUT
OT pa3MepoB YacTul. B HekoTopbIX crnyyasx BO3-
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MOXXHO o6pasoBaHme YacTuy MHTEepmMeTannungos

pasnn4HOro cocTaea erlry.

Ha noBepxHocTn yactuy co cTpykTypon ZrC
cthopmmpoBaH rpacuToBLIN CAOW C TOMLUUHOW OT
3 oo 10 HM, xapakTepusytomicsa 6onee BbICOKOMN
KPUCTanMYHOCTbIO MO CPaBHEHMWIO C MpOKareH-
HbiM npn 2500 °C B nHepTHOW aTMocdepe akTUBU-
poBaHHbIM yrnem. Kpome TOro, MOXHO OTMETUTb,
4YTO MpM MCMNOMb3yeMON TepMuveckon obpaboTke
rpacpuToBbIe cnon oTaensATca ot ZrC, nocne 4yero
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Puc. 6. OnekTpoHHO-MUKpOCKonMyeckoe nsobpaxenue Zr-Ir-AY mogndumkatopa (@ — cTpenkon nokasaHo
nepemetleHne yactuupbl 1) u cnektp (6), NoNy4YeHHbIA NPU NOMOLLM PEHTIEHOBCKOIO 3HEPrOANCMIEPCUOHHO-

ro aHanusartopa Ans Yactuubl 1

NPOUCXOAUT HapacTaHUe HOBbIX, YTO NPOSIBMSETCS
B nepemelyeHumn yactuy ZrC B maTtpuue yrns (puc.
6, a - yactmua 1). 3TK npouecckl NPUBOAAT K nepe-
paboTke yrneponHom OCHOBbI U3 aKTUBUPOBAHHOIO
yrns B rpacur.

OnTummnsauyus pexnmoB pa6OTbI
n3mMepuTtesribHOro Komnriekca u
onpeaeneHne MbillbsAaKa

VMiccnepoBaHust TepMuyeckon ctabunbHoOCTH
MPUONEBON KOMMOHEHTbI TPadoMTOBLIX Nevemn, 0b-
paboTaHHbIX KOMMO3ULMOHHLIMU NEPMAHEHTHLIMU
copbeHTamun-moandukaTopaMmm Ha kapOoHN3oBaH-

A

0,04

HOW OCHOBE, NoKa3sanu 4oNyCTUMOCTb MPUMEHEHMS
Ons aTMX cucteMm TemnepaTtyp Bnnotb 4o 2250 °C
(pnc. 7) n [10].

[TocTpoeHHble KpuBble aTomMm3auumn (puc. 8)
no3sonunu BbIOpaTb ONTUManbHblE MNapameTpbl
3TOV CTaguu Npu onpeferieHnn Mbllbsika, KOTo-
pbii BBOAUTCH B rpaddUTOBYIO NeYb, COAepXKaLLyo
nepmaHeHTHble  copbeHTbl-MoaundumkaTopbl, B
BMOe apcuHa (koHueHTpupoBanue). OHM cocTaBu-
nm 2250 °C ansa cuctembl Zr-Ir-AY 1 2200 °C ans
cuctembl W-Ir-AY.

Ons W-copepxallero copbeHTa-moandguka-
Topa okasanucb XxapakTepHbiMu Oornee xecTkue
TemnepaTypHble PeXuMbl Ha CTaauW KOHLEHTpU-

om

0,00 .
1500

1900

1%

2100 2300

Puc. 7. 3aBUCMMOCTb aHanMTMYecKoro curHana Ir ot Temnepatypbl atommsauun t ana cuctemol W-Ir-AY

(A, — poHOBbLIN cUrHan)
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Puc. 8. 3aBMCUMOCTb aHanNUTUYECKOro curHana Moiwbska A OT TemnepaTypbl aToMu3aumm t Ans cuctem

W-Ir-AY (1) u Zr-Ir-AY (2)

poOBaHUSA apcuMHa C MakcumarnbHOW 3¢ eKTMBHO-
cTbto (puc. 9) — 500 °C. nsa UMpKOHNEBOW CUCTEMBI
3TOT NapameTp okasancsa Huxe Ha 200 rpagycos.
JInHenHbIn xapakTtep 3aBucumoctn AC Mbl-
LWbsiKa OT CKOPOCTU MNOCTYNNEHNS aHanmM3mpyemoro
pacTtBopa (puc.10) MOXeT Cry>XnTb NOATBEPXKAEHMN-
€M COXpaHeHUs1 NOCTOAHHOWN CTEMEHU KOHLIEHTpU-

A
040 ¢

0,30

0,20

pOBaHMS apcuvHa B WUCMOSb3yeMblX CUCTEMaxX Ha
KapbOHM30BaHHOW OCHOBE B AMana3oHe CKOpoCcTen
1.4—7.9 Mn/MVH ONs LUPKOHNEBON CUCTEMBI N 1.4—
6.4 mn/MnH ons BonbgpamoBon. B ganbHenwmx
nccnenoBaHMsaX NPUMEHUIN CKOPOCTb MOCTynNie-
HUS aHanNM3npyeMoro pacteopa 5 Mn/MuH.

0,10 - 2
100 300

500 700 1°C

Puc. 9. 3aBncMMOCTb curHana aToMHOro nornoweHns A Mblillbsika OT TemnepaTtypbl { rpadyuToBON Nevn Ha
cTagumn KoHueHTpupoBaHusa anga cuctem W-Ir-AY (1) u Zr-Ir-AY (2)
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Puc. 10. 3aBUCMMOCTb CUrHana aTOMHOro NOrnoLweHnst A Mbilbsika OT CKOPOCTM NOCTYMMEHUSA aHanmM3npy-
emoro pacteopa V ansa cuctem W-Ir-AY (1) n Zr-Ir-AY (2)

lMocTpoeHHas 3aBucumocTb AC MbllbsiKa OT CTaguM KOHLEHTPUPOBAHWUS apcvHa He OOJKHO
BPEMEHW HaKOMNMEeHUs apcuHa B rpaddMToOBOM Neyn npesbiwats 100 c.
(puc. 11) unnioctpupyeT 3PP EKT HACbILLEHUS COp- [pagyvpoBoYHasi 3aBUCMMOCTb onpegene-
6eHTOB-MOoaMdMKaTopOoB. [1pn KOHUEHTpaLun ane- HUS Mblwbaka gna Zr-l-AY copbeHTa-mogndu-
mMeHTa 0.5 MKr/n makcumanbHO JONYyCTMMOE BpeMs kaTtopa npu BpemeHun HakonneHus 100 ¢ nuHenHa
A
060 |
-
040 [
020 [
4
0,00 + - . .
0 25 50 75 100 125 e

Puc.11. 3aBUCMMOCTb CMrHana aTOMHOrO MOrNoLWeHNs A Mbllbsika OT BDEMEHU CTaAnN KOHLEHTPUPOBaHUSA
T Ha npumepe cuctemol Zr-Ir-AY
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Pesynbrat onpegeneHnst Mbllbsaka B npupoaHon soge metogom M-OTAAC

Ta6nuua 3

O6beKkT aHanusa

HanpeHo, mkr/n (n =6, p = 0.95)

Bogaa n3 03. KapacyH

0.50 + 0.03
To e + pob6aska 0.5 mkr/n 1.01 £0.05
To ke + pob6aska 1.0 mkr/n 1.55+0.07

B AnanasoHe 0.05 — 0.5 mkr/n (M3mepeHne nHTe-
rpanbHon abcopbumoHHocTu). Ona W-Ir-AY cop-
OeHTa-moamdukaTopa Npu BPEMEHW HaKOMMEHUS
30 ¢ — B gnanasoHe 0.05 — 0.8 mkr/n (n3mepeHne
aMnnuTyabl curHana).

C ncnonb3oBaHMeM ONTUMU3NPOBAHHbIX pe-
XUMOB CXeMbl OnpefeneHnsi Mblllibska npoBeaeH
aHanuM3 MpUMpPOAHOW MOBEPXHOCTHOW BOAbl (03.
KapacyH, r. KpacHogap). MNMepepn aHanu3om npoby
pasbaBnsanu B 4 pasa. PesynbtaThl onpegeneHui
npuBeadeHbl B Tabn. 3. lNpegensl obHapyxeHwus,
paccumnTaHHble No 3S-KpUTEPUIO, COCTaBUNN 7 HI/N
OnNsl umpkoHmeBoro copbeHTa-moaudukaTopa n 5
Hr/n ans BonbgpamoBoro. Pesynbratel HacTos-
Lero uccnepoBaHusa npobbl Bogbl ogHoro m3 Ka-
pacyHcknx o3ep ropoga KpacHogapa u JaHHble
npegblaywmnx padot [15, 16] cywecTBeHHO pas-
nuyatoTca mexay cobon — B AnanasoHe ot 6,7 oo
0,7 mMKkr/n. 3T0 B NONHON Mepe noaTBepXxaaeT akT
3HAYUTENBbHOIO @aHTPOMOrEHHOr0 U3MEHEHUSA 3TUX
BOAHbIX OOBEKTOB, YPOBEHb 3arpsA3HEHUS KOTOPbIX

MEHSEeTCS Kak BO BPEMEHU, Tak M OT 06bekTa K 00b-
ekTy [17] .

Pesynbratel npamoro 3TAAC un3MepeHus
aHanuTmyeckoro curHana As B npobe Boabl Moka-
3any 3Ha4YUTENbHOE HECENEKTUBHOE MOrMOLLEeHNne,
obycnoBneHHoe, BepOsiTHEE BCEro, MaTpUYHbIMU
KOMMNoHeHTaMn. CpaBHEHME aHanUTUYEeCKUX CUr-
HanoB Mblwbska npsMoro OTAAC onpegeneHus
nobaBkun anemeHTa k npobe n no cxeme M-0TAAC
¢ paspaboTaHHbiMM copbeHTamn-mogudukatopa-
Mu (puc. 12) no3Bonuro caenartb BbIBOS, YTO:

— onpegeneHne Mbllbska Ha JAHHOM YPOBHE
coaepXaHuU N HUXE BO3MOXXHO TOMNbKO C NpUMeHe-
Huem TexHunkm NM-OTAAC;

— HecenekTUBHbIA CUrHan B 3TOM criyvae
NMOSNIHOCTbIO YCTPaHAETCS.

3AKITIOYEHUE

ViccnepoBaHbl CBOMCTBA HOBbIX NEPMaHEHT-
HbIX copbeHTOB-MOAMMUKATOPOB Ha KapboHW30-
BaAHHOM OCHOBE. JIIEKTPOHHOMMUKPOCKOMUYECKME
nccnenoBaHns NOATBEPAUNM POPMUPOBAHUE TY-
ronnaekux kapbugos Zr n W. Paamep 3Tux 4actuy
cocTaBnsieT AeCATKM U COTHU HaHOMeTpoB. Npuan-
eBasi KOMMOHeHTa hopMUPYET MENKOANCNEPCHbIE

= T ©) A
005 [~
g
osf = 1 1
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o4l :: :=
HE 003 [
03[
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021" : H
asile : i 0,01
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Puc.12. AHanntnyeckue curHanbl Mbllbsika Npu ero onpeneneHnn B npupoaHon Boge no cxeme NM-9TACC
(@) n pna npamoro STAAC onpegeneHus B npobe ¢ gobaskon (0): 1— cenekTUBHbIN, 2 — HECENEKTUBHbIN

CUrHanbol

34



AHanumuka u KOHmMpPOosik. 2011. T 15. Ne 1.

(HaHOMETPOBOro YpPOBHS) YacTuubl KOHAEHCUPO-
BaHHbIX CUCTEM C Kapbugoobpasyowmmmn MmeTarn-
namu. Tepmuyeckasa CTabUMNbHOCTb MAATUHOBOIO
MeTanna coxpaHsietca oo Temnepartypbl 2250 °C.
KapboHun3oBaHHas OCHOBa B XO4e CUHTE3a cop-
6eHToB-MOaANMUKATOPOB B rpaddMTOBOW Neyn npe-
TepneBaeT AOMOMHUTENbHY KpucTannuMsauuio u
OYMCTKY A0 HeobxoaMmMoro ypoBHsi, 00yCrOBMEH-
HOro TpeboBaHWSAM K MEPMaHEHTHbIM MoaudmKa-
TOpam.

[MokazaHa BO3MOXHOCTb MPUMEHEHUS pas-
paboOTaHHbIX MNEepPMaHEHTHbIX COPOEHTOB-MOOM-
puKaTopoB ANSA onpedeneHns Mbilbsika C KOH-
LEeHTpMpOBaHMEM apcuHa B rpaduToBOn TpyOKe,
obpaboTaHHbIX 3aTUMK MaTepuanamu. Onpegene-
Hbl TemnepaTtypbl Haubonblien 3PPEKTUBHOCTHU
copbumn rmgpuaa meiwbska: 300 °C gnsa Zr-Ir-AY
copbeHTa-mogucumkatopa u 500 °C gna W-Ir-
AY wmaTtepuana. lNposegeHa onTMMU3aLUS PEXM-
MOB aHanMTU4YECKOW CXEeMbl reHepaunn/oTroHKN 1
KOHLEHTpUPOBaHUS apcuHa Ans nocneaywoLlero
aToOMHO-abCcopbLUMOHHOrO onpeaeneHnst Mbllwbska.

PaboTta BbinomnHeHa npu uHaAHCOBOW noa-
aepxke Poccuickoro ®oHga PyHOaMeHTanbHbIX
ncenepoBaHui rpanTel Ne 09-03-96520-p tor a u
Ne 10-03-00269.

JINTEPATYPA

1. Handbook of elemental speciation Il: species in
the environment, food, medicine and occupation
health / Cornelis R. [et al.]. New York: John Wiley
and Sons Ltd, 2005. P. 69-83.

2. Matusiewicz H., Sturgeon R.E. Atomic spectro-
metric detection of hydride forming elements follow-
ing in situ trapping within a graphite furnace // Spec-
trochim. Acta. Part B. 1996. V. 51. P. 377-397.

3. Matusiewicz H. Atom trapping and in situ precon-
centration techniques for flame atomic absorption
spectrometry // Spectrochim. Acta. Part B. 1997. V.
52. P. 1711-1736.

4. Matusiewicz H. Chemical vapor generation with
slurry sampling: a review of atomic absorption ap-
plications // J. Appl. Spectrosc. Reviews. 2003. V.
38. P. 263-294.

5. MynbiweB A.A. TlpakTnyeckuii Kypc aToMHO-ab-
COpbBUMOHHOrO aHanuaa: Kypc nekuuw // Ekatepun-
Oypr: YI'TY-YTW. 2009. C. 131-144.

6. Tsalev D. Hyphenated vapour generation atomic
absorption spectrometric techniques // J. Anal. At.
Spectrom. 1999. V. 14. P. 147-162.

7. BypbinuH M.IO., Temepgawes 3.A., lNonuwy4eH-
ko B.[l. NccnegoBaHne CBOWCTB U NMPUMEHEHUE
nannaguicogepxawmx copbeHtoB gna OTAAC
onpegeneHns Mbiwbska // 3aBog. nabopart. duna-
rHocTuka maTtepuanos. 2005. T. 71. Ne 4. C. 3-7.

8. BypbinuH M.IO., Temepgawwes 3.A., Nonuwy4yeH-
ko B.IN. OnpegeneHve Mbllbska MeTOOAOM 3rek-
TPOTEPMUYECKON aTOMHO-abcopOUNOHHOM Chek-

TPOMETPUM MOCIe KOHLEHTPUPOBAHMSA apCuHa Ha
copbeHTax, cogepxawux nannagun // XK. aHanur.
xummn. 2002. T. 57. Ne 7. C. 715-720.

9. Comparative study of different permanently-
treated graphite tubes for the determination of As,
Sb, and Se in natural waters by hydride generation-
electrothermal atomic absorption spectrometry / J.
Moreda-Pineiro [et al.]. // Anal. Chim. Acta. 2001.
V.431. P. 157-165.

10. Matousek J. P., lavetz R., Powell K. J., Louie H.
Mechanistic studies on the trapping and desorption
of volatile hydrides and mercury for their determi-
nation by electrothermal vaporization-inductively-
coupled plasma mass spectrometry // Spectrochim.
Acta, Part B. 2002. V. 57. P. 147-155.

11. Modifiers and coatings in graphite furnace atom-
ic absorption spectrometry — mechanisms of action
(A tutorial review) / H. M. Ortner [et al.]. // Spectro-
chim. Acta, Part B. 2002. V. 57. P. 1835-1853.

12. bypbinuH M.IO., Temeppawes 3.A., Benu-
roackmn .M. HoBbIN NepMaHEHTHbIN LMpPKO-
HUA-MPUONEBBIN MOOUMDUKATOP Ha OCHOBE aKTu-
BUPOBAHHOIO yrns [Ansi  3NeKTpPOTEPMUYECKOro
aTOMHO-abCcopOLMOHHOrO onpeneneHus nerkone-
Ty4nx anemeHToB // [NepcnekTuBHbIE MaTepuarnbl.
2009. Ne 5. C. 91-97.

13.Tsalev D. L., D’Ulivo A., Lampugnani L. Thermal-
ly stabilized iridium on an integrated, carbide-coated
platform as a permanent modifier for hydride-form-
ing elements in electrothermal atomic absorption
spectrometry. Part | Optimization Studies // J. Anal.
At. Spectrom. 1995. V. 10. P. 1003-1009.

14. Temepgawes 3.A., bypbinuH M.KO., Benurog-
cknn .M. SnekTpoTepmmyeckoe atomHo-abcopb-
LMOHHOE onpeaerneHne fnerkoneTyunx afieMeHToB
C UCNOSIb30BaHMEM NEPMAHEHTHOrO MoandmKaTo-
pa Ha kapboHu3oBaHHOW ocHoBe // 3aBoa. nabo-
paT. AnarHocTtuka matepuanos. 2009. T. 75, Ne11.
C. 18-22.

15. BypbinvH M.IO. ATomHo-abcopbunoHHoe onpe-
aenenve ruapuaobpasyowmx 1 ferkoneTyumnx
anemMeHToB B OObeKkTax OKpyXawLwen cpegbl —
npobnembl U aHanuTn4eckne pelueHns. Astoped.
auc. ...ao-pa xum. Hayk. KpacHogap, 2008. 45 c.

16. KayHoBa A.A. OnpepgeneHue Inerkonety4ymx
anemeHToB MeTogom OTAAC no TexHuke A03u-
poBaHus CycrneH3ni o6pasuoB Ha HUKENEBOM MO-
ondukaTope. ABToped. AUC. ... KaHA. XMM. HayKk.
KpacHogap, 2006. 24 c.

17. Npueanosa H.M., [1BagHeHko M.B., LLlaBwykos
A.A., Wntyxun A.A. CoBpemeHHoe cocTosiHme Ka-
pacyHckux o3ep // dyHaameHTanbHble nccnegoBa-
Hus. Ne 9. 2007. C. 79-80.

35



AHanumuka u KOHmMpPOosik. 2011. T 15. Ne 1.

THE CHARACTERISTICS OF NEW PERMANENT SORBENT-MODIFIERS
FOR THE ARSENIC HYDRIDE GENERATION ATOMIC ABSORPTION
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The characteristics of new Zr—Ir and W-Ir permanent sorbent—modifiers on the carbonized basis for the
determination of arsenic by electrothermal atomic absorption spectrometry (ETAAS) with trapping within a
graphite (GF) furnace were studied. The results of the electron microscopic investigation, local X-ray elemental
analysis and electron microdiffraction corroborated zirconium and tungsten carbide’s formation. The sizes of
the particles for these compounds are from 50 to 200 nm. The iridium component presents as nanoparticles
(5-10 nm) of condensed systems with the carbide forming metal. There is even distribution of the particles
on the basis. Achievement of necessary purity’s level of the permanent systems during their synthesis in a
graphite furnace is confirmed. The parameters of the stage of arsine trapping by new sorbent-modifiers and
arsenic’s atomization stage are studied: temperature of trapping stage, velocity of reagent’s entering, time of
trapping stage, temperature of atomization stage. The optimized conditions were used for the determination
of As in natural surface-water. The limits of detection were 7 ng I"" and 5 ng I"" for the Zr-Ir modifier and W-Ir
modifier respectively.

Keywords: permanent modifier, zirconium, iridium, tungsten, structural investigations, determination
of arsenic, hydride generation, in situ trapping within a graphite furnace, electrothermal atomic absorption
spectrometry.
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