BecTHuk XapbkoBckoro HauuoHanbHoro yHueepcuteta. 2003. Ne596. Xumus. Boin.10(33)

YK 543.42: 543.423.1:543.612
OCOBEHHOCTU ONMPEAESIEHUSA MUKPOMNPUMECEN B
HEOPFAHUYECKUX MATEPUAJIAX METOJOM | CP-AES

© 2003 K.H. Benukos , J1.. Muxaiinosa’, H.1. LleBuos’, A.5. BnaHk'

Ha npumepe aHanusa moHoOKpucTanoB gurugpodpocdara Kanus U Tennypmuaa KagMmus-LMHKa
PaccMaTpMBAIOTCS HEKOTOPbIE MPUEMbI OMTMMM3aLMM YCIIOBUIM M3MEPEHUH, MO3BOSISIOLME CHU3MTD
npegensl obHapyeHusl, NMOBbICUTb BOCMPOU3BOAUMOCTb M obecneunTb NpaBunbHOCTb Pe3ynbTaToB
onpepeneHuns MUKPONPUMECeH MEeTOJOM aTOMHO-3MUCCMOHHOM CMEKTPOMETPUU C MHAYKUMOHHOM
nnasmon (ICP-AES). O6cyxpaeHbl 0cobeHHOCTU NpMMeHeHUs meToaa cTaHaapTHbix pobasok B ICP-
AES.

O6bwme cBepeHuns 06 nyyeHHbIX o6beKkTax nu Mmetoae

Baaronapsi 0co6bIM CTPYKTYPHBIM M ONTHYECKHM CBOWCTBAM, YCTOHUHMBOCTH K MOLIHBIM IO-
TOKaM KOTePEHTHOTO H3JIyueHHs, Kpucrtasasl auruapocpocearta kamus (KDP) mwmpoko ucmosb-
3yIOTCSl B JIa3epDHOM TeXHHKe KaK YMHOXKHUTEJNU YacTOThl U 3JEeKTPOONTHYECKHE MOIYJSTOPHI.
MoHokpucTaibl Teanypuaa kagMus-upaka (CZT) Hawam npyMeHeHHe B KauecTBe HauboJiee
MepCrneKTUBHBIX MOJMYNPOBOAHUKOBLIX MaTepHAJIOB AJsI U3TOTOBJEHHUS] NETEKTOPOB Y-U3JydeHHs,
paboTamlMX NP KOMHATHOU TeMIepaType.

Katuonnbsle mpumecH, fBJSISCh AOMOJMHUTEJbHBIMH IEHTPAMH TMOTJIOUIEHUS] TIPH U30MOP(PHOM
BXOX/EHUHM B KPUCTANJIUUECKYIO pelleTKy, OKasblBalOT CYIIeCTBeHHOe BJIMSIHHUE Ha MOJe3Hble
CBOWCTBA yKa3aHHBIX BbIllle KPUCTAJNJIOB, CHUXKAf HUX Ja3epHYI0 NMPOYHOCTb U CLUMHTHJIISLHOH-
Hylo 3(dexrtuBHoCcTb [1, 2]. Tlpu BbIpalIMBaHWH MOHOKPHCTANJIOB H3 pPAcTBOPa HEKOHTPOJH-
pyeMoe NpPHUCYTCTBHEe NpUMeceHd 3HAUWTEJNbHO HU3MEHsIeT CKOPOCTb POCTa U MOP(OJOTHI0 KpH-
craioB [3].

ATOMHO-3MHCCHOHHBIH CMEKTPaJbHBIH aHan3 ¢ UHAYKUHOHHOH ma3mol (ICP-AES) 3anuma-
eT BaXKHOe MECTO B PSNy BbICOKOI(P(EKTUBHBIX U HaleXKHbIX METONOB aHa/NM3a HeOPraHHUeCKUX
(YHKLMOHAMLHBIX MaTepHaloB 6arofaps HHU3KUM 3HAUEHHSIM NpeiesoB oO6Hapykenus (1079
10 1/ n), BhicOKOH BocmpousBoguMocTH ($=0.001-0.03) u WHpPOKOMY AMamasoHy onpejeJse-
MbIX KOHIeHTpaUuuH (10'8—10 r/ 7).

Kak npaBu/io, MUKPOTIpUMECH B HEOPraHMYECKUX MaTepHasax ONpelessitoT U3 COJEBBIX pac-
TBOPOB, UTO OOYCJIOBJMBAET BLICOKMH YpOBeHb CHEKTPaJbHBIX MOMeX U TPYAHOCTb BbiOOpa aHa-
JUTHYeCKUX JUHHUH. [Ipo6/eMa creKTpa/ibHBIX MeLIAaWUIUX BAUSHUK fBJAsSeTCS OOLled HJs BCeX
BHIOB aTOMHO-3MHUCCHOHHOTO aHa/W3a U OMHOW M3 caMblx cjaoxkHbX B |CP-AES. IlpaBusibHoCTb
pe3y/JbTaTOB aHaiW3a MPU YCJIOBHH KOPPEKTHOH MPOOOTOArOTOBKH BO MHOTOM OTIpefesieTCs
croco6oM TOJy4eHUs IPaayHpPOBOUHOHN 3aBUCHUMOCTH. [IpHU MaJibIX 3HAUEHHUSX MYJbTHIJIUKATHB-
HBIX TIOMeX HCIOJb30BaHHE [J51 T'PAJyHPOBKH BOAHBIX PACTBOPOB OMpeIessieMbIX 3JeMeHTOB
MO3BOJISIET TIPOBOANTbL H3MepeHHs C morpeliHocThio nopsinka 10-20 %, yto He Bcerma ymoBJe-
TBOpsieT TPeOOBAHUSAM K TOUHOCTH aHa/lM3a. B c/yuae 3HAaUMTENBbHOrO MaTpPU4YHOro 3dexTa U
HEeBO3MOXKHOCTH M0A00pa COOTBETCTBYIOLIEH MaTpPHULbl y aHAJIUTHKAa He OCTaeTcsl BbIOOpa, Kpo-
Me TIpUMeHeHHUs] MeTofa ctaHaapTHbX no6aBok (MCI). Ilpumepom TakoH CHCTeMBI SBJASIOTCS
MoHopHucTa/qnel CdZnTe, comep:kaHWe ZN B KOTOPHIX MOXKeT M3MeHATbCS B Tpelenax
3-8 mac. %.

MeTtop ctaHaapTHbIX A06aBOK B aHa/in3e CJZI0XKHbIX MaTpuL

CymectBenHblM HenoctatkoM MCJ siB/sieTCcs TO, UTO HauaJbHOE COJepXKaHHe aHaJUTa Olle-
HHUBaeTcsl B 00/1aCTH GOJBIIMX JOBEPUTE/bHBIX HHTepBasoB (pHc.l), KOTOPBIH 3aBHUCHUT OT IMO-
TPEIIHOCTH aMMpPOKCHMAlUH KaJuOPOBOYHOU KpHUBOHW. J[Mama3oH JUHEHHOCTH TI'PagyHPOBOUHOH
3aBucuMocTH B ICP-AES oyeHb MIMPOK M 3a4acTyl0 OXBaThbiBaeT 3-5 TMOPSAKOB KOHLEHTPALUH.
dta 0co6EHHOCTb MeTOJa M03BOJISIET CHH3UTb MOTPELIHOCTb ONpelesleHHs] HauyajJbHOTO Coaep-
’KaHusl a7eMeHTa NpHU ucnoabzoBanun MCIL.

" Hncmumym monoxpucmannos HAH Yipaunw. Ip. Jlenuna, 60, Xapvros, 61001, Vepauna
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OcobeHHOCTH onpefeneHrs MUKPONPUMeECEH B HeopraHMueckux Matepuanax metogom ICP-AES

NoBeputenbHbl
nHTepBan ans C
Puc.1. T'pacuyeckoe mpeacTaBAcHIE METOAA CTAHIAPTHHIX T00ABOK.

Tak, B ciyyae UCNOJMb30BAHUS JMHEHHOW MOJeNH KaAUOPOBKHM aHAJIMTHYeCKUH cUrHaJa | cBs-
3aH C KOHLEeHTpalluel omnpesessieMoro sneMenTa C JMHEHHOH 3aBUCHMOCTBIO:
| =a+bC, Q)
rie a # b — smnupryeckre K03(hOULHEHTHI.
Jucnepcust Benuuunsl C BeJeACTBUe Bapualui B | BblpakaeTcst COOTHOLIEHHEM:

2 2 2
S2 =2 /b2, @)
T.e. aHAaJUTHUUeCKad CUCTeEMA TEM ‘-IYBCTBHTeJ'[bHee, YyeM MeHblIe 3HaYeHUud HOl"pe]_HHOCTeI;’I. HpI/I

YCJIOBUH, UTO 00BeMBl N002BOK MpeHeOpeKHMO MaJjbl 110 CPAaBHEHHIO C 00beMOM HpoOBI, Ha-
YaJlbHOE CONEPXKAHHE aHA/JMTa PACCUMTHIBAIOT 10 U3BECTHOH (hopMyde:

Co=Cily/(1,=1y), 3
rie C) — colep)kaHue M00aBKH; |1 — OTKJMK MocJe BBeleHHs N06aBKH. JlHUcrepcusi BeJTHUYHUHBI
Co B COOTBETCTBHHU C TeOpUEH TOTPELIHOCTEH OTpefesieTcss COOTHOUIeHHeM [4]:

2
sz =cg(st 12+t /1Z)(+C,/C,) (4)
HpeHHOJIaFaH, yTo I/ISMGPGHI/IH Ha OAaHHOM OHala3OHe KOHHeHTpaHI/Iﬁ XapaKTepHSyIOTCH I10-
CTOAHHBIM 3HAaUeHHUEM OTHOCHUTEJIBHOTO CTaHILapTHOFO OTKJIOHEHUSA Sr y Bpra)KeHHe (4) MOXXHO
YIPOCTHTB:

SCZ0 = Cg(]/No +]/N1)(1+ CO/C1)2 Sr21 (5)
roe No 1 Np — uuc/10 napanie/bHBIX IpU U3MepeHuH lg u g .

Kak crnenyer u3 BeipaxkeHus (5), Ajas MHHHMM3ALMU TOTPEIIHOCTH ONpeJeseHUs] COLepKa-
HUs aHanuTa, Cp, ciaefyeT BBOAMTb KaK MOXKHO Gosblive n06aBKH, (7, B Npelesax AuanazoHa
JIUHEHHOCTH TpaJyHpOBOYHOH 3aBUCHUMOCTH. IIpu (PUKCHUPOBAHHOM 3HAa4YeHHH OOLLEro YHUCaa
onpenenenur (Ng+Njp=const) mucnepcusi BequuuHbl Cy MUHHUMaJabHA TPH yCJI0BHH, 4TO No=Nj.
BosmoxxHocTb ucnonbzoBanust B ICP-AES no6aBok, B feCSITKHM pa3 NMpeBHIIAIONIMX HadagbHOe
cofilepxKaHHe, MO3BOJSIeT ¢ 00J/blleld HaleXXHOCThIO OLEHUTb MapaMeTphl TPagyHpOBOYHOH 3aBH-
CUMOCTH U MOJIYYUTb 00Jiee NOCTOBEpHble pe3y/bTaThl aHANH3a.

OnNTUMM3aUKsA YC/IOBUIT BO36Y)KAEHUA U TPAHCNIOPTUPOBKU NMpPO6bI

Kak npasuno, B ICP-AES kpurtepueM 1719 BbIOOpa ONTHUMaJ/bHBIX YCJIOBUU HU3MepEeHUH SIBJIS-
eTcsl OTHOLIeHHWe cHUrHasa K ¢(oHy. C OHZHOH CTOPOHBI, NPU YBEJHUEHUM OTHOLIEHUS CHI-
Hasn/ (QoH yMeHbLIaeTCs CAydarlHasi TOTPELIHOCTb OTpeesieHUH, a ¢ IPYrod — CHIXKAITCS Tpe-
fesbl 0OHAPYIKeHHUsT 3JeMeHTOB. V3BecTHOe BhIpakeHHe MJis1 Npefesa o0OHapy»KeHHs,
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rpe S — CTaHAAapTHOE OTKJIOHEHHE CHUTHaJla chHa; b - KO9C1)(I)I/IL[H€HT YyBCTBUTEJbHOCTH,
npeacTaBuM B BULE
35,-C, 5
min — | | ' ( )
a/ b

rine Syp)~ OTHOCHTE/bHOE CTaHAapTHOe OTKJIOHeHWe cHrHana (oHa; la — curHan aHa/nuTa npu
KoHUeHTpauuu Cgy; lp — curHan ¢oHa.

Orcrona BHAHO, UTO Tpeles OOGHApy>KeHHs 0OpaTHO TMPOTOPLUHOHAJSEH OTHOLIEHHIO CHTI-
Has/ ¢oH. CorsacHo [5], OCHOBHBIMH KOMITIOHEHTAMH LIyMa ()OHOBOTO CHUTHaJA SIBJASIOTCS (JyK-
TYalMOHHBIH LIyM HCTOYHHKA cBeTa ((IHKKep-IIyM), IpoOOBOH IIyM, 00YCJIOBJIEHHBIH IHCKpET-
HOCTBIO Tpoliecca SMUCCHH (POTOINEKTPOHOB, U COOCTBEHHBIH IIYM JeTEKTOpa:

S = (05 "‘gﬂ/l +7/1, ) (7)
roe o — Ko3p¢puuueHT GaUKKep-luyMa; f — Ko3ppuureHT ApoOOBOro WyMa; g — Ko3(ppUIHeHT
yeunenus PIAY; y — KoapouumeHt cobctBeHHOTO WymMa PIAY (Kak mpaBHIO, OH JOCTATOYHO
MaJl, ¥ B MEePBOM NMpPUOJIMKEHUH MOXKHO CUMTaTh, 4To ¥ =0).

Taxkum obpasom, u3 BeIpaxkeHuH (6) u (7) caemyer, 4To IJisi CHUXKEHHS TIpelesioB 0O0Hapy-
JKeHHUs HeOOXOIUMO yMeHbIIATh (DIHKKep-IIyM, T.e. TOBBIIATH CTAOMJBHOCTb HCTOYHHKA BO3-
Oy>KIeHHus1, MOoBBIIATL (OH U OTHOlleHHe curHas/ QoH. [locienHue nBa TpeGOBaHHS TPOTHBO-
peyart IpyT APYTYy, OAHAKO, BJMSHHE OTHOLIEHHS curHa/l/ (oH Ha mpenes oOHAPYKEHHS YACTO
OKasblBaeTcs GoJiee CYIIeCTBEHHBIM, YeM BJHUSIHUE (DOHA.

C

JKcnepuMeHTasibHas 4YacTb

B pa6oTe ncrnosnb3oBaiv CKAaHUPYIOLIMH aTOMHO-SMHCCHOHHBIA CHEKTPOMETP C MHAYKIHMOH-
Hou nyasmod TRACE SCAN Advantage, npoussoautesb Thermo Jarrell Ash, CIIIA. Cnekrpo-
MeTp HMeeT aKCHAJbHOE pACIOJNOXKEHHe TOpesKH, BBICOKOYACTOTHBIH reHepatop (27 M) c
MakcUMaJabHOH paboueidl moinHOocThio 1350 Br, mMoHOXpomatop D6epra ¢ AByMs 06JacTiMH —
2400 wtp/ mm u 1200 wtp/ mm u nBa PIAY. CkopocTh momauu pactBopa Oblia paBHa 1,85
ma/ MuH. JlaBieHHe Hecyllero moToka rasa BapbupoBasu B npenenax 26—38 psi (1 psi=0.0014
kr/ M?)¥ ¢ marom 2 psi, a MomHOCTE MIa3MBl — B npenenax 750-1350 Bt ¢ marom 200 Br. s
M3MepEeHUH MCIMOJb30BaMN pacCHblINTeNb DiopreHepa, mpeaHasHAYeHHBIH [J/151 BBICOKOCOJEBBIX
pacTBOPOB.

Kpucranner KDP pactBopsinu B ABakKAbl NMeperHaHHOM Bofe. [lns Mcc/elOoBaHUS BJHSHHUS
ocHoBbl KDP Ha aHanuTHyecKue CUrHajlbl MUKPONPHUMECEH MCIOJMb30BaIM 3 CepUH MOMAENbHBIX
BOOHBIX pactBopoB: 1) pactBopnl KCl, comepxamme 1, 2, 5 uw 6 wmac. % K;
2) pactBopbl H3POy, conepxamme 1, 2, 5 u 6 mac. % kucaotel; 3) pactBopbl KHoPOy, conep-
x)amue 1, 2, 5 u 6 mac. % cosnu. Bce pactBopsl comepkanu Ttakxke mo 10 mr/ a1 Al, Ca, Cu,
Ni, Pb.

5 % -uble pactBopel CZT roToBUNM pacTBOpPEHHEM KPUCTAJJIOB B KOHLEHTPHPOBAHHOHU a30T-
HOH KHCJ0Te 10 oOpa3oBaHus okcupaa Tesaypa (IV), a 3atem no6aB/siid KOHLEHTPUPOBAHHYIO
HCI no pactBopenus ocanxa.

Pe3ynbTaTbl U 06Cy)kaeHune

Bblno ncenenoBaHo BAMSHME KOMIIOHEHTOB MaTpHlbl MOHOKpHcTadioB KDP Ha ananuTHue-
ckue curHaibl Al, Ca, Cu, Ni, Pb. [IpucyTcTBytoUMi B cMCTeMe KajJHH OTHOCHUTCS K TakK Ha3bl-
BaeMbIM JIETKOMOHU3UPYEMBIM 3JeMeHTaM. B oTanuyue oT neHCTBHS KHCJOT, BBI3bIBAOLIMX Je-
npeccupylollee BO3JEHCTBHE HA aHAJUTHYECKHE CHTHaJbI [6], B MPUCYTCTBHUHU JIETKOMOHU3HpYe-
MBbIX 3J€MEHTOB MOTYT HabJIofaTbCcsl Kak MOAABJASIOLIME, TaK W yCUAUBaolMe 3pdekTo [7].
Panee BiHsiHHE JIETKOMOHU3UPYEMBIX 3J€MEHTOB HM3Yy4asnoch I/ CIeKTPOMETPOB C paauagbHbIM
pacroJio}KeHWeM TOpeJsKH, THe 3TH 3PPeKThl MPOSBJISIOTCS T0BOJBHO CHJBHO.

Kak BumHO M3 puc. 2, yBe/M4yeHHe KOHLEHTpauMu K B pacTBope NPHUBOIUT K CHHXKEHHIO
curHanoB Ni u noBeeHuio curHasnos Ca, TOrja Kak CHUrHa/bl OCTA/bHBIX 3J€MEHTOB CYIIECT-
BEHHO He M3MEeHSIOTCS.

.
" EOunuybl amepukancko2o cmanoapma, Ucnonb3yembvle Ha 0amyukax CHeKmpomempa u 6 npoepammHom obec-
neyeHuu.
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AHaJOTHUHBIA BUJ 3aBUCHMOCTH, XOTSl U MeHee SIPKO BbIpaXKEHHBIH, HaOMOIaeTCs W s
¢poctar-uonos (puc.3). [Ipn nsmenenuu kKonuentpauuu KDP (puc.4) ot 1 no 2 mac. % curHa-
abl Al, Ca, Cu u Pb nanator, a npu nanbHeiem yBeauueHuH KoHueHTpaund KDP mpakTuuecku
He uaMeHsorcs. Curnan Ni cHuxaercs Ha ~ 20 % . Taxkum o6pazom, B KDP Habmonaercs Hu-
BeJMpOBaHUe ycunuBatoilero a¢pdekra K Ha curnan Ca.

[To HeKOTOPBIM JMTEPATYPHBIM AAHHBIM TAKOro poia 3(P(eKThl MOTyT UMeTb He TOJbKO Tep-
Mudeckyio npupony [5]. Bo3amoxkHO, OHM cBsi3aHbl C U3MeHEHHeM (PU3NYECKHUX CBOHCTB pacTBO-
pOB, a, CJel0oBaTe/bHO, C IMpolleccaMH, MPOUCXOASAUIMMH Ha CTagusiXx (POPMHUPOBAHMUS U TPaHC-
nopTa a’spo3oJisi B MJIa3My.
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Puc.2. Bausgaue KoHIileHTpanu K* Ha anaantudeckue curaansl Al, Ca, Cu, Ni u Pb.
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Puc.3. Bauagnue KoHIileHTpalnu dgpoccaT-uoHOB Ha aHasuTudeckue curaaasbl Al, Ca, Cu, Ni u
Pb.
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Puc.4. Baugnue xkoureuTpaimu KDP Ha aHaantnueckue curtaabl Al, Ca, Cu, Ni u Pb.

HecymectBennoe nagenue curxajnos Ca, Al, Cu, Ni u Pb npu yBenuueHMH KOHLEHTpaLUH
KDP mpHBOAMT K eCTeCTBEHHOMY 3aKJIIOUEHHUIO: TIPOBOAWUTH OTpefiesieHHe MHKPOTIPUMeCceH cie-
IyeT W3 PacTBOPOB C MaKCHMa/JbHO BO3MOXHBIM COLEP>KAHHEM OCHOBBI. JKCIEPHMEHTaJbHO
YCTAHOBJIEHO, YTO ONTHMAJbHBIM SBJSIETCS PacTBOp, comepxamui 5 mac. % KDP, T.k. npu
6osiee BBICOKMX KOHLEHTPAUHMSX MPOUCXOAUT OBICTPOe OJOKHPOBAHHE WHXKEKTOPHOH TPYOKH
TOpesIKM COMSIMH. DTa peKOMeHAalMs CIpaBefauBa U ro otHomeHuio Kk CZT.

OCHOBHBIMM TapaMeTpaMHM, ONpelessiOlMMH 3HauyeHHe aHAJIUTHUeCKUX CHUTHA/IOB M CHIHa-
JI0B (DOHA, SIBJSIIOTCS MOIIHOCTb ITJIa3Mbl, JaBJeHHe HecyIlero MoTokKa rasa U CKOPOCTb MOJauH
pacTBopa B pacIblaHTe/b. Dbl1a M3ydeHa 3aBUCHMOCTb BEJMUHHbBI OTHOLIEHHUS] cHTHaA/ (oH A
mukpornpumeced Al, Ca, Cu, Ni, Pb, Fe, Si, Mg, Cr, Ba, Mn oT MOIIHOCTH MJ1a3Mbl U JaBJIEHHS
Hecyllero MoToka rasa npu (PUKCHPOBAHHOM CKOPOCTH MOJAUM pacTBoOpa B pacmbliuTesnb. Hail-
JleHHble ONTHMaJ/bHble yCJIOBUS U3MepeHUH NpHUBeleHbl B Tabs. 1.

Tabsnna 1. YcnoBus U3MePEeHUH W HEKOTOPble MeTpPOJIOTHYeCKHe XapaKTePHUCTHKH OMNpeaeneHus]
npuMeced B KDP

YcnoBust BO30yKaeHHUS Husknsis rpa- s
de- .| wHuma ompene- (comepxa-
MEeHT Tt Mowrocrs cyﬁaeige:gfosj JSIEMBIX COfiep- | HHe 3JeMeHTa -

niasmel, Bt rasa, psi XKauu#, Mac. % | 2:10% mac. %)
Al 396.152 1150 32 510° 0.04
Ca 393.366 1150 30 1-10° 0.02
Cu 324.754 1350 32 1-10° 0.03
Ni 231.604 1350 32 1-10° 0.02
Pb 220.353 1150 30 1-10 0.1
Mg 279.553 1350 30 510 0.02
Ba 493.409 1150 30 510 0.01
Mn 257.610 1150 30 1-10° 0.02
Fe 259.940 1350 30 1-10° 0.03
Cr 283.258 1150 32 510~ 0.03
Si 212.412 950 30 510~ 0.04

W3 tabauupl BUAHO, YTO, 32 MCKJ/IOUEHHEM CBHHIA, HUXKHSS TPaHULA ONpefe/sieMblX COolep-
KaHMH BCceX 3/JeMeHTOB HaXomuTcs Ha ypoBHe 1076-1075 mac.%, a ciyudaiiHas MOTpeIIHOCTb
onpeneseHud He npeBbiiaeT 10 oTH.%.
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3aBUCHMOCTb CJY4alHOU MOTPELIHOCTH OINpefe/eHHs] HauaJbHOIO CONepXKaHUsl aHaauTa MpU
ucronb3oBanu MCJL or 3HaueHUH N006aBOK M3yualu Ha mpuMepe MoHokpuctanioB CZT. Kpu-
cranisel CdZnTe, BblpallleHHble MeTonoM DBpumxmeHa [2], cogepKaT NpUMeCH MeTaJll0B Ha
yposHe 1072-1074 mac. %, T.e. Ha ypoBHe, OJM3KOM K HHXKHe rpaHHIle ONpee/sieMbIX Cojep-
XaHWH Tpu ucrnosb3oBanuk |ICP-AES. MccnenoBaHHblll 06beKT cofepxkan 5-10° mac. % Mg,
Cau 1-10% mac. % Cu, Fe u Ti. CpaBHeHHe TPaAMLMOHHOTO MOAXOAA, MCIOIb3YeMOrO B aTOM-
HO-9MHCCHOHHOH CNEKTPOMeTpHUH (Koraa no0aBKa 3/eMeHTa CpPaBHHMa C ero HayajbHBIM CO-
Iep>KaHHeM B Mpobe), W TMOAXOAA C HCIOJNb30BAHHEM «OOJBIIMX» N00aBOK, TOATBEPAHUIO Tpe-
UMYIIECTBO MocJaenHero (TabJ. 2).

Tabsrna 2. PedyabTaThl onpenesieHUs: ConepKaHusi MUKporipuMeced B cucteme CdZnTe ¢
ucnoabzoBanneM MCJI (n=10; P=0,95)

DJIeMEHT Wcnonb3yeMble no6aBku, Mac. % Hatineno, mac. %
Mg 5.10°; 1-10%4 (4 £ 1)-10°

1-104: 1-103 (5.3 + 0.5)-10°

ca 5.10° 1-10* (4.3 £ 0.7)-10°

1104 1-10°3 (4.9 + 0.3)-10°

1-10%; 2104 (9.4 £ 0.9)-10°

Cu 2104 1-10°3 (1.2 + 0.4)-10*

1-1073; 11072 (9.0 + 0.4)-10%

1104 2-104 (9.4 + 0.8)-10°

Fe 2:10%: 1.1073 (9.7 + 0.4)-107

1-1073; 1.102 (9.5 + 0.5)-10%

1104 2.10% (1.3 £ 0.9)-10%

Ti 2:10%: 1.10°3 (1.1 + 0.6)-10%

1-1073; 1.102 (9.5 + 0.4)-10*

Kak BupHO 13 TabJ. 2, Py HCIOJB30BaHUM BTOPOW cepuH nob6aBok aas Mg u Ca ynajoch B
IIBa pasa CHM3UTb CJIyuaHHYI0 MOTPELIHOCTb OmpenesneHHs 3TUX 3aeMeHToB. Ing Cu, Fe u Ti
MCIO/b30BaHHE BTOPOH CepuU N00aBOK TaKKe MO3BOJISET CHU3UTh CJAyUYalHYI0 MOTPEIIHOCThb
anannsa. Crenyer o6paTUTb BHUMaHHe Ha TO, UTO MPHU UCMOJb30BaHUH TpPeTbel cepur N100aBOK,
IJISE 3THX 3JIeMEeHTOB CTAHOBHUTCS 3aMEeTHBIM BKJAJ CHCTEMATHUECKOH MOTPELIHOCTH B OOILyI0
MOrpelHoCTb onpenenenus. Jemo B ToM, 4yto ¢opmyna (5) crnpaBemsuBa TONbKO MPU MOCTOSH-
HBIX NapaMeTpax paboTbl CHCTeMbl perrcTpauud. M3mepeHue GOMBLIMX COAEPXKAHUH 3JeMeHTOB
MPOBOIST MPU MOHHKEHHOM HamnpsiKeHUH nuTaHus PAY. ITo NpUBOAUT K TOMY, YTO perucrpa-
LMS MasblX COJAepXKaHWH aHasuTa (ero HayalbHOTO COAEpXKaHHs) MPOU3BOAUTCS C OGOJBIIOH
MOTPELIHOCTBIO, 4 B psille CAy4yaeB MUK 3JeMeHTa BooOlle He oOHapyxKuBaeTcsl. TakuM o6pasoM,
Ha NpaKTHKe ONTHUMasbHOe 3HayeHHe N00aBKH JOJKHO ONPEeNessAThCS Ha YCJIOBUHM KOMIPOMHUCCA
Mexny ypaBHeHHeM (5) u mapametpamu pa6otel PIY.

BbiBOADI

1. Teoperuueckn 060CHOBaHBI yCJ0OBHSI ONTUMHU3ALUHA MU3MEPEHUH U MUHUMM3ALMHU MOTPELIHO-
CTH OIlpefie/IeHHs 3JIeMeHTOB MeTOJOM CTaHAAPTHLIX N00aBok npu nomowu ICP-AES.

2. H3ydeHo BiMsiHMe KOHLeHTpauud sjgeMeHTOB ocHOBbl KDP: kanusi u ¢ocdaT-MOHOB Ha
aHanautudeckue curHanel Al, Ca, Cu, Ni, Pb. YcraHoBieHo, 4TO ¢ yBeJWUYeHHEM KOHILEH-
tpauun K anamurtuueckudl curnas Ca Bospacrtaer, HO B npucyrctBuu KDP na6monaercs
HUBeJUPOBaHHe ycHuanBawolero apgdexrra K.

3. [TlokazaHno, 4yto 6/arogapsi WHPOKOMY OMANa30HY JUHEHHOCTH TPALyHPOBOYHOW 3aBUCHMO-
ctu B ICP-AES, npu ucnosb30BaHUM MeTOAa CTAHAAPTHBIX A00ABOK MOXHO MHHHUMM3HPO-
BaTh MOTPELIHOCTb ONpe/ie/leHHs] Ha4a/ bHOTO COJlepXKaHMs s/eMeHTa. Ha npuMepe crucreMbl
CdZnTe u3yyeHa 3aBUCHMOCTb CJIYYaWHOW IOTPEIIHOCTH OTNpeleseHHsT HauaJbHBIX COMEp-
»KaHUH 3/1eMeHTOB NpH Hcnoab3oBaHud MCJL oT 3HaueHUH 100aBOK.
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Kharkov University Bulletin. 2003. Ne596. Chemical Series. Issue 10(33). K.N. Belikov, L.I.
Mikhailova, N.l. Shevtsov, A.B. Blank. Some peculiarities of trace elements determination in
inorganic materials by ICP-AES.

Using potassium dihydrogen phosphate and cadmium-zinc telluride single crystals as examples, some
ways of optimization of measurements which allow to decrease the detection limits, to improve the
repeatability and accuracy in atomic-emission spectrometry with inductively coupled plasma are de-
scribed. Some peculiarities of standard additions method applied to ICP-AES are discussed.
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