AxandTema » konTgone. 2002, TE, Me 2

YOK 543.42

CIIEKTPOMETPBI TJIEIOLIETO PASPAIIA - HOBOE
NEPCIIEKTHBHOE HAITPABJIEHHE B TIPHBOPOCTPOEHHH

K.B.Mpuroposwy, E.B. Aiiuesa
HucrutyT Merannyprin u marapuanoseneqHins um.A. Abaikosa PAH
117334, Mocksa, fleHwHcknid np., 49
grigorov@uitra.imet.ac.ru

Moctynuna & pegasuo 22 Aveapa 2002 r,

PaccsoTpEHsl NPMHLWNE, METOAONOTMA, OCOOBHHOCT W annapaTypHoe odopMNeHUe MeToga on-
THHECKDA 3MWCCHOHHOR CNEKTROMETEWW C TReuwWM paapragowm (GD-0ES), MNpooeMoHcTpUpoBaHGL
AHANUTUYECKAE M METDONOMWYECKNE BOMOXHOCTH METOAR, B TOM YHCIE NPY NPOBEASHMK NOCROAHD-
ro ananuaa. Chopmynuposarel AOCTOWHCTEA METOAA, NO CPABHEHMIO C KOHKYDUDYIOWMMK UCTONHA-
kamia BoaByxaesna cnektpa, O6oanaversl NEPCHNKTHEL DAIBUTAR JAHHOMD METOAA, OCHOBHLIE TEX-
HWYECKWME TPYOHOCTW B 06NacTw WCCNeOosaHvin HENPOBEOOALMY METEPWANDE M NOKPRITHA Ha HWX.
MpoeeaeHa OUEHKA HEKDTODLIX METDONOIWYECKWY XaDAKTEDWMCTHE CNEKTROMETDA TNEIOWEro paipaaa
SA-2000 dupme LECO. NpueeagHel NPUMEDE! MCNONEI0BAHWA METOOE ANA aHANKW3A PA3NKHHBEX NO-

KDBITHA.

B koHue 60-x rogos 4nA BoalyHIeHHA aMHCCHOH -
HBIX CEKTPOB KOMIAKTHBIX MeTA/LTHYeCKHX ofipas-
uoB ObUT BIIEPRBIE MPHMMeHEH HOBLIT MCTOYHHE Te-

IUEero paspaaa ¢ rIocKHM KaToA0M, YTO NPHUBETo K
BO3HMKHOBEHHIO METOA, HABCCTHON KAk ONTHYEC-
KaA CMIeKTPOMETPHA © Telouy paapagom GD-0ES
(Glow Discharge Optical Emission Spectrometry) [1].
ATOMHIALMA MPOoHkl B MCTOYMHNEKES, HASBAHHOM B YECTh
ee paobpeTarend JaMnoi [pUMMa. NpoucxoIMT B pe-
BYNETATE BOZHHKHOBEHHA TICIOLLETO PA3PAIA B [010-
C©TH aHOJA rasopaspAafHoi tamMnbl, KaTogoM B iasMne
ABIAETCH aHATHaHpyeMblil ofpazew. Hoxet pabouero
ra3a M3 [1a3Mbl TISHOLHEero padpaia, YCKOPAACH a/Tek-
TPUHECKHAM MoJIeM, NajalT c Goasiliof aHeprueft Ha
nopepxHocTs 06pasua 1 BLIGHBAKOT M3 HEE ATOMBL
HaTtomHoe pacnibLieHHe Kak cnocod aToMM3aLHH Ipo-

Onl ofinagaeT pALoM ocobeHHOCTEN. YTO AeIAeT ITpPH-
MEeHeHHe METOIA BEChMA MEPCTIERTHBHbLIM B pAe of-
nacteil Hayke ¥ TEXHHMEM LA aHATH3A Pa3THYHBIX
OOKPLITIH U MATEPHANOR BRICOKIX TeXHOIorHil. Boi-
MyCcH KOMMepYecKHX crniekTpometpor GD-OES Gsin
Hauat suayane B0-x rogos B fepmanim (pupma RSV)
a aatesm Bo PpaHwH. B HACTOALLEE BpeMA aTOMHO-
IMHCCHOHHBIE CTIEKTPOMET DI, MCTIOTB3YIOLHE B Ha-
YECTBE MCTOUHHKOR BOADYHUIEHHSA CIEKTPOB TNeIOLLIEH
PaspAa B BHIE NaMITkl [PUMMA, MPOH3BOAT HECKOb-
ko hupm. Dupma LECO Corporation crnietmamHanpy-
eTcA Ha mporasoacTee OES cnekTpoMeTpos IVIA aHa-
JIN3a MAaTePHANIOB BBICOKHX TEXHO/IOTHIL, MCIIO/b3Y-
LMK B KAMeCTBE HCTOYHHKA BOaGyHIeHIA CIIeKTpa
TONMBKD TIeHIRTH pazpan. CrekTpoMeTphl, IPOM3Bo/-
ersa LECO Corporation, uMeroT sHeluHuit nepco-
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HATLHLIH KOMMBIOTEDR, KOTOPLIA MO3BOJIHET JOCTHY L
MaKCHMATLHOH NPocTOTh ¥ yaobcTea paboTel A1A
onepatopa. [Nporpammioe ofecriedeHne HAMMCAHD
anacpems Windows, 4To nossofiaeT WHpoKo HeTosTh-
30BATH padiH4YHble nporpaMmmel 11A obpaboTen u
ochopyaenna gauHex. Camo no cefe nporpaMMHoOe
obecneydedie MMeeT GONbILINE BOIMOMHOCTH LTA
MeTponoruueckoil o6paboTin M HAMTAIHOrO Mpes-
CTABIEHHA MOJYYEHHLIX peayabraTos. [TpH npope-
JeHHH KOJHYEeCTREHHOIO XMMHYECKOro AHANMEA
pesVILTATEl BRIBOAATCA HA IKPAaH KOMIIBIOTEPA B
chopme TabnML peaynsTaToR [eJMHHULE] HAMEReHHA
o BeIGOpY). CTATHCTHEH M CNEKTpaibHOro rpadgm-
Ka. [TpH NocaoitHOM aHATM3e JaHHbIE MOMHO MOy -
YUTh B (popme peaynsTHRYIOLEro rpadHEa 3a8HcH -
MOCTH HHTEHCHBHOCTH WM KOHIICHTPALIMM (SQpHH-
L[kl HAMEPEHUA M0 BLIGOpY onepatopa) ot tayiHmbL,
HIH 0T BpeMeHH. HpoMe Toro, MmeeTcA JoCTYN ©
BHEUIHETO MEPCOHATEHOID KOMITBIOTEPA KO BCEM [1a-
paMeTpaM CIEKTPOMETPA, B TOM YHCE M JHATHOC-
THEA COCTOAHMA MpHbopa. Bee 3o BIrOAHO 0TI -
yaeT npubopsl nporasogcTea LECO Corporation ot
npuBopoB IPYTHX MPoH3Bo U Tenefl,

Jna soabywIeHHA CEKTPa B CACKTPOMETpax
TISOUIETO Pa3pPAAa HCTIOLIVETCH LTa3IMa OTpHLA-
TENLHOTO TAeUero ceedenun. [oyTH Bee nageHme
HAMPAMKEHHOCTH AEKTPHYECKOTO MOJIA [IPOHCXOIUT
B TEMHOM MPUKATOIHOM MPOCTPAHCTHEE, PACOno-
AREHHOM MEAIY MIIAIMOIT M BHYTpe HHEeIT MoBepXHO-
CTBI KATOJA. SMEKTPOHBL, 3MUTTHPVEMBIE KATOLO0M,
MpioGpeTAIDT B 3TOM MPOCTPAHCTRE JHE PrHio BILVIOTE
o 100 3B. Monaaas B naasMy paspana 31eKTPOHL,
B peayIkTaTe MHOPMOKPATHEIX COVIAPEHHH. MpoM3apo-
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oAt aipekTHBHOE BO36yHIeHHE M HOHHIALIMIO ATO-
MOB. ¥e/IOBHEM BO3HHKHOBEHWA PAIPAIA V IT0CKOH
MOBEPXHOCTH ABMAETCA BECHMA MAIOE pACCTOAHUE
MERAY KpaeM LHIHHAPHYECKOTO aHOAAa H MoBe pX-
HocThio ofpa3ua - katoga nopaaka 0. 1 - 0.5 Mm. 310
YCIoEUE MPElBLABTAET oNpeJeieHHble TpefoBaHMA
K yicToTe obpadoTr mosepxHocTH. LA aHanuaa
Tpebvercd ofpaseu MATEPHANA ¢ POBHOM MOBEPXHO-
CThIO, JIHHEAHELIA pasMep KOTOPOH olpele/IAeTCA
BHYTPEHHHM IHAMET oM aHoda Aamisl. Hopmans-
Hble YCIOBHA BOIHUKHOBEHHA TNEKLLIEro pa3paia
AnA namnel [pUMMa onpedeAITCA JaBACHHEM
uHepTHOoro rasa 130 - 650 lNa. paspaaHeIM TOKOM
25- 100 MA u Hanprmernesm 600- 1000 B,
OCHOBHEIM TPEMMYTLIECTBOM TIEKLLETD PA3PAAA
nepes IpyrHMH HCTOMHHEAMU BO30Y IS HWSA CTIeK-
TPOB ABRIAIOTCA Y3KHE CTIEKTPATBHBIC THHHH. VMEHb-
LIAKIHE B3AHMOBIHAHHE M MOBLILLIAIOIIME pa3pe-
wakiyo cnocofiocTe cnekTpomeTpoe | 2], Benea-
CTBHE HU3KOH TEMTEPATYPLI LTA3Mbl OTCYTCTBYET
peabcopbiLiHa cHekTpATBHBIX AHHMA. HalmwaaeTen
CTABMIBHOCTE HAMVYEHUA. 3TO NO3BOIALT HoMob-
A0BATE JUIA NOCTPOSHHUA KAMTHOPOBKI BO BCEM dia-
MA30HE KOHLEHTPaLMI OJHY CIeRTPAIBHYIO THHHID,
Chneacranem ocofeHHOCTEN TILI0UIErD pa3paAta fAs-
AAETCA CTAOMIBHOCTE W THHETHOCTE KaTHOpoOBOY-
HBIX XA PDAKTEPHOTHE N0 CPaBHEH D C XaPAKTEPHC-
THHAMH, OO 43eMBIMH TPAIHLHOHHBIMI MeTo1a-
MH BO3OY#IEHMA CIIEKTPOB - IyToil 1 Herpoil,
MpenMyiiecTeOM TNEDUIET0 PA3pPsia ARTAETCH
BO3AMOMHOCTh H3MEPEHHA KAK HU3KIX. TAK M BLICO-
KHX HoHUeHTpauuii atemedtos (107 - 100 %) opu
HCIbIDBAHKK 0HOA KaauGposrn (pic, 1).
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: thaxTopa pacneinedua. Maron onpege-
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Ha arom pUCYHEKE NMPeAcTaBAeH rpad K 3aBUCH -
MOCTH MHTEHCHBHOCTH CTICKTPATBHO THHHH 010~
BA OT €ro KOHLUEHTpaLHK (MeTod orpege e A Xi-
MHYECKOr0 COCTABA ONIOBAHHO-CBHHLOBLIX CILTABOB),
B Auanasoxe ot 0.005 %.mac. 1o 98,9 % mac. ¢ yue-
ToMm hakTopa pacnbiicHiuA. [1py 3ToM TaelOmMii
pazpAL [M03BONAET NOIVHHTE Pe3YILTaThL ¢ Tpedve-
Moii ToynocTsio. Ha pire.2 i s afn. | npuseteH npu-
MEpP THHEWHOCTH M TOYHOCTH KAUTHG POBOYMHBIX Fpa-
(PHEOB B LIMPOKOM IHANAIOHE KOHLIEHT PaLHil.
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Puc.2. Mapravey B ctans. Novsep MAHERMOCTA TREgyTROBOK B
WHPOKDM SHANAI0HE KOHUEHTPALWA
a) Kanwipopoduibii rpadive JaBHCAMOCTH WHTEHCHBRDCTY
EAEKTRANLHMONA MAKKE OT KOHLEHTDALMA Maprasua B OWanaioHe
soHuUaHTpauwi oT 0,022 %, macc 00.16,28 % wacc;
£) DfnacTe rpaduka IABHCHMOCTH WHTEHCHBHOCTY CREKTPans-
HOM MR, 08 HAIKAX KOMUEHTDALWA MADTaHUa [MaKs, IHaye-
HHe 1,26 Yo, Mac.)

[MpH onpeaeteHHH XUMHHECHOTO COCTaBa MapraH-
LOBHCTON CTATH kamuipoBoqHBIT rpadiy saprcHMo-
CTH HHTEHCHBHOCTH CIICKTPATBHBIX JTHHWI OT KOH-
LEHTPALIMH MAPTaHIE METOAA MOCTPOEH B AHANA30-
He KoHLeHTpanuit ot 0,022 %Mmac, go 16,28 % mac.
Hanubpopra NpoBoIHIACE 0 KOMIUIEKTaM CTaHIap-
THRX 0Gpasuos coctasa ctanei NCO 4 165-9111. 2489-
911 - 2497-91[1 (komnnert CO ¥YI'0g - ¥I'9a).

OCO 113-97 [kommuiext ¥T 1 1B, ¥T 138. ¥T'148). NIST
(CILIA) cepum 1700 (kommurert NIST 1761-1767) u
COITB376-89 - 8380-89 [komnaext COI 179-181,
195) OAO «¥Ypaneckuii HHCTHTYT MeTaoBs, Eka-
repuHbypr g 1 1 2 pUcyHKOB HaMe DEHHA MPOBO-
OUAHCE HA ATOMHO-3IMUCCHOHHOM CIIEKTPOMETpe
Tiewuero paapaga SA-2000 gupust LECO,

Tabnwua 1

MHTEHCHBHOCTE CREKTRENBHLI NWHWA, PACCHWTAHHLIE W

ATTECTOBAHHBIE IHAYSHWA KOHUSHTRAUWA Mmaprasua 8 CO
ctank Maprgnsoa

WHpeke |Wnrenoue-| PacocuvmanHoe | ATTecTosadHoa
co HOCTE, B | 3HaqsHMe KDHUEH-| 3HIHEHNE KOHLIEH,
TpawM, % mac. | Tpauun, % mac.

con179 | 2,721 13,65 13.62
COM180 | 3,282 16,47 16,28
con1a1 | 2,527 12,68 12,62
COMn19s | 2816 14,13 14,28
MNIST\1761| 0,1433 0,7078 0,678
MISTVI7ES| 0,03262 0,1519 0,144
NISTVI766| 0,01596 0,06819 0,067
MISTVITET| 0006309 0.01973 0,022
COM1429 2483 12,46 12,5
COM 1460 1,86 9,327 9,65
con1er (2.1 10,59 10,5
UGoD 0.05471 0,2628 02
UG3D 0,2071 1,028 0,98
uG4aD 0.2482 1,235 1,26
UGsD 0.1168 05747 0,52
UGED 0,0835 0,4074 0,39
uGsaD 0,05552 0,2669 0,25

XOpoLo KoHTPOJIHPYEMBIE 3IeKTPHYECKHE Majpa-
METPBI paspAna (HANpPAMEeHHe H TOK) MO3BONAKT
MOSIVHATH PEIVIBTATE AHATHIA 3NeKTPOMpPOBOLA-
LMY MATERITATOR C XOPOLWIHMEH MOKA3IATETHMM CX0-
AHMOCTH. BOCTTPOHIBOIMMOCTH M TOHHOCTH. [Tprmep
DLEHELN fMokazaTensii cXoIUMocTH MeToaa npHBe-
gen B tabn. 2. lpueegessl IHAYSHHUA PeayILTATOR
onpeicne HII HEROTOPBIX JMEMEHTOB ILTA CTAHIAD-
THoro ofpaaua npouasogactea NIST(CLUA) cepuu
1700, puaewe CO - NIST 1763, Hamepenuna nposo-
AHAMCH HE ATOMHO-3MHCCHOHHOM CHOEKTpOMETDE
Thewiuero paspsaaa SA-2000. meTof onpejeieHuA
KXHMHYECKOMD COCTaBd HHIKOICTHROBAHHBIX CcTasei.
Kanufposka MeToAa 0CYLLIECTRIANACS N0 KOMITICK-
TAM CTAHAAPTHBIX 00 pastos ctaneit FCO 4165-9111.
2489-9111-2497-9111 (romMmaexT COYTO0R - ¥T91) 1
HH3KOAErHpoBaHKLIX cTaneit NIST|CLLUA) cepun
1700 (kommaexkT NIST 1761-1767).
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Kak ¥ OpyTHE COEKTPOMETPHYECKHE METOIkI,
GD-0ES asnaeTcA 0THOCHTENBHEIM MeToaoM. [lna

KATHOPOBKH HCTIONB3YIOTCA O0BIYHBIE CTAHJAPTHEIE
ofipasikl CNEKTPATBHOTO AHATHAA. '
Tabnwua 2

MokasaTenw CXOAMMOCTH METoaa.
MpuBeOeHsl 3HaYEHWA COABDMAHWE HEXKOTODLIX 3nemenTos (%, Mac.) AnA craHgapTHoro ofpasua MIST1763

[Nokasateny Onpedensemsié INeMEHTE
Fe c Si Min Ni F 5 Cu Al Cr Nb \i B

94,90 |0,203 | 0,819 |1,61 0,523 |ﬂ.0124 0,0225 |0.0438 (0,0428 |0,503 |0,104 |0,301 |0,00565
9490 (0,203 | 0,617 |1,59 0,522 !0.0125 0,0241 |0,0436 |0,0430 (0,504 |0.104 (0,299 |0,00562
94,90 (0,202 (0617 |1.60 0,521 [0,0126(0,0231|0,0437 |0,0436 (0,503 (0,104 (0,300 (0,00581

Copepwa- (94,90 (0,201 | 0616 [1,59 0,523 [0,0126(0,0229 |0,0436 |0,0428 (0,502 |0,102 0,299 |0,00556

Hae, % (94,80 (0,202 | 0,618 [1,60 0,523 (0,0125)|0,0221 |0,0438 (0,0422 0,503 |0,102 0,300 0.00558|
94,90 0,200 |0620 (1,59 |[0.519 |0,0123/0,0224 |0,0438 |0,0431]0.506 [0,102 |0.299 0,00552|
8490 (0,202 | 0620 |1,60 0,521 |0,012610,0220 | 0,044 |0.0430 [0.504 (0,101 |0,300 |0.00556
8490 (0,203 |(0.621 (1,860 0,524 10,0127 /0,0219 (0,0442 |0,0438 (0,506 (0,102 |0,301 |0,00565
94,90 |0,203 |0619 [1,60 (0,523 |0,01280,0231 [0,0439 00457 (0,508 |0,102 (0,301 |0,00564
94,90 (0,203 |0.618 |1,59 0,524 10,01260,0227 |0,0438 |0,0453 (0,502 (0,102 |0.299 |0,00556

ATTECTOBIN-

HOB 3HaYe- (9501 (0,203 | 0.630 |1,58 0,510 (0,0120(0,0230 | 0,0430 (0,0430 (0,500 - 0,300 |[0,00540

Hee, B

Cpagnes

Inaqenda, (94 90 (0,202 | 0,619 (1,60 0,522 |(0,0126)|0,0227 |0.0438 [0,0436 (0,504 (0,103 |0,300 |0.00560

%Iﬂ

STD 0.01510 0,00109 000162 0.0067 3 0.00166|0,00014 0.00085; 0,00018(0,00107, 0,001980.00115| 0,00076|0,00004

IRSD 0,016 |0539 |0,262 |0.422 [0.317 |1.140 |2.BBD |0,427 (2450 (0,395 |1,120 [0.,256 |D,782

AbBcomoTHeIR npegen obHapywenns (I10) onpe-
NEeTAEMOro 3TeEMEHTA ABTAETCA BamHbIM hakTopoM.
KAK LTA o0 beMHOMo aHANHEA, Tak M 418 aHaTHaa
MOKPLITHIA. 3a npegen ofHapyHeHIA B aHATHTHYEC -
KO ClIeKTpoMeTPrH 06BIMHO TPHHUMAIDT 3HAYEHIE
MHUHHMATBHON KOHLUEHTPaUHN. aHATHTHYEeCKHIT
CHIHA KOTOPOHA MOMKHO YBEPEHHO OTIHYHATE OT CHI-
Hana posa. MUHMMaNEHBIE TIPE 1B 00HA DY e HMA
M3 TEepALIX Npol MOCTHIAKTCA pH ONpeien1eHn
npuMecei 8 YMCThIX MeTawiax. [pu aHanmae MHO-
rOROMIOHEHTHBLX CILTABOB Mpeae/sl obHapyReHHA
BO3PACTAKOT HA O0HH - TPH NOPAJKA. MMaBHbIM 0b-
pPA30M. M3-33 HANOKEHUI CICKTPANBHLIX TMHUIHA.
[MpiMeHeHMe TACIOMErD PAIPALa B KaYecTBe HeToY-
HHKA BO3GVKASHHA COEKTPOB NO3BOJAET. B CHIV
ocofeHHOCTEH METOOA. 3HAYMHUTEILHO YMEHBLIMTE
BAHAHHE HANOHEHHA CIIEKTPAThITRIX JHHHA, MOBRI-
LafA YYBCTBUTEILHOCTE CEKTpoMeTpa. KoHeuHo,
meTon GD-0OES noka He MO#EeT KOHKYpHpoBaThL ¢ [CP-
crnexkTpoMeTpHe, rae N0 oneHBAIOTCA HA YPODBHE
I ppb. HO 3TOT METOL HMEET PAL APVIHX MPeHMy-
WecTs VA BECEMA TOYHOrO H SHCNMTPECCHOMO aHaTH -
3a MHOTOKOMIIOHEHTHEIX CILTABOB.

CormacHo kpuTepiio Kafizepa 1 peKoMeHIALHAM
[UPAC npe e o0GHAPYKeHHA OITPeIeIAeTCA KAK KOH-
UEHTPALMA, LTH KOTOPOH YMCTHIE AHANHTHYCCHHE
CHUIHAN B TPH pa3a NPeBblilasT CTAHAAPTHOE OTHI10-

146

Henua curnana goua, Te. C= 3y, C. 3HaveHne
OTHOCHTEIRHOTO CTAHAAPTHOIO oTiIoHeHHA [RSD)
ONpefenaoT NpH MHOTOKPATHOIN perHeTpalmi roHa
xos1ocToii Mpolbl. B KOTOPOIl oTCY TCTBVET AHATHAMPY -
eMblil 1eMeHT. SHAYCHNE SKBUBANEHTHON (hOHY KOH-
ueHTpalm C, ( axm. BEC) HaxoaaTt kak cBoOOaHbII
HeH YPABHEHHA 3aBHCHMOCTH CYMMAPHOTO AHATH-
THULCKOTO CHTHATA X, 0T KOHLIEHTPALIHK, NOCTPo-
EHHOTO N0 HECHOABKHM CTAHAAPTHLIM ofpasiuan
BOMHAN Tpeaena OBHAPYHEHHA B IHHEHBIX KOOPIH-
HaTaxX -C. HactosHadeHue sksnsaneHTHOH oHy
HOHUEHTPAaUMH MPUMEHAETCA KAK CAMOCTOATETLHAR
XapakTepnoTHra npubopa IH MeTOTHKH.

Mpegen ofHapyseHna MokeT OuITE OnpeaeneH
CYMMIPOBAHHEM PAIHHULBI MEHUTY NAPLTIETEHBIMH
onpejeleHHAMH KOHUEHTPaUHH HHTEpecyotera
HAC AMEMEHTA. HATIPHMEP HAMILLHA B KAHIOM 13 5
CTAHAAPTHBLX 0DPa3los B HEKOTOPOM AHANA30HE
HOHLUEHTpaUHi. B Hames caydae ot 0.001 1 %6 mac.
40 0,.0087 % Mac.: pesynesTarTsl onpeaeneHlil cogep-
#aHua Ca (% mac.) 8 ctanpapTHeix ofipasuax mpu-
BeaeHbl B Tabn. 3. MamepeHHA DpoBogiIHCh Ha aToM-
HO-3MHACCHOHHOM CTIEKTPOMETPE TEILIETO paspAla
SA-2000. meToa onpeie e HHA XUMUHeCKOro COCTABA
HH3KOIErHpoBaHHLIX ctaneil. Kanubposra Merona
MPOBOANIACE 110 KOMIUIEKTAM CTaHAapTHRIX ofpas-
unscocTasactaneii NCO 4165-9111, 2489-91[1-2497-
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9 111 (kommrexct CO YT'0z - YT'9a). NIST(CLLIA) cepun
1700 (komrutexT NIST 1761-1767) u COIT 1154-82 -

1158-82 (kommurext COIl 52, 54. 56, 57, 58). QAD
*YPATBCKHIA HHCTMTYT METALTOBs, I. EkaTe puHOYpr.

TaBnwmua 3

PeayneTatel onpefeneqid copepsanva Ca (% mac.) 8 ctaHnapTHex ofpajuax cocraea
OAD «YpansckMi MHCTUTYT MeTannoes, r.ExarepuwHGypr

Xapakrepucruka, % Mac. Mupexc crasaapTHoro obpasua

52 54 56 57 58
ATTECTOBaHHOE JHa4EHWe 0,00630 0,00240 0.00110 0,00310 0,00870
Wamepenme 1 0,00621 0,00250 0,00121 0,00323 0,00882
Wameperve 2 0,00632 0,00248 0,00127 | 000327 0,00867
CxoguMOoCTs pe3ynsTarcs 0,00011 0,00002 0,00006 | 0,00004 0,00025

Cpeanas cXoMMOCTE PE3VIABTATOR NapaLies-
HblxX onpegeneHuii coctapiaa 0.0001 % mac. T.e.
npegen ofHapYHeHHA MPHOTHINTENLHO OLeHHMBAET-
cA senuynHoil 0.0001 %. ToyHoe 3naueHHe Npeje-
na ofHapyHeHMA ~ S, paccYUThIBATH Mo MpUBEeH-

Hoi#t hopmyne:

d* |sp02.107®
P > .J =8,95-107° %mac.. (1)
2N 10

rae d - CXOAMMOCTE Pe3ybTATOB MapaTelbHbIX Ofl-
pefenedHii: N - 4Heno npoasHaaTH3HpoBaHHbIX CTaH-
AapTHBIX 0fpasLos,

Ecau npegen ofHapy#eHHUA OLEHHBATE COMIac-
HO kpuTepHio Kaiaepa [ 1] kak 3y, C, . 10 ero Be-
JUMHHA A KATBLHA B JAHHOM METOIEe COCTABUT
8.689 10" % mac,

Bo3aMOMHOCTH MEeTOa TNCIOLIEro pa3paaa
1A MPOBEAEHMNA KOMIMYEeCTEEHHOIrO NOCHOHHOro
AHATH3A

BoapactaHie MPHMEHEHNA PARTHYHBIX MOKPbLI-
THI1 B NPOMBILLTEHHOCTH H BBICOKHX TEXHONOMMAX
CTHMYTHPVET DAIBHTHE METOI0B KOHTPOIH Ka4ecTsa
MOKPEITHI 1 BLIABTEHHA 1 niaeHTithikamn geder-
TOR.

KatoaHoe pacnbineHHe Kak crmocol a ToMH3aLnm
npobsl (sputtering) ofinagaet BecbMa BaAHBIM CBOI-
CTBOM MOCAEI0BATENBHOTD NEPEXOIA MOBEPXHOCT-
HBIX C/1I0€B BELECTBA B IUTA3MY B 0Y€PETHOCTH FX
pacnonoxenns s obpazue. [TpH aToM, perucTpipys
cHrHaa Ha poToyMHOKHTENAX, KAk BpeMeHHYo
thyHELMIO, MBI TOTy4aeM HH(pOpPMaLio o pacnpe-
AeJEHHH 3EMEHTOB Mo TollMHe oGpasua. HHade
roBOpA. NOCHOHHBIA TpoduLTs KOHIEHT PALH 3/1e-
MEHTOB. MPHUCYTCTBYIOMMX B o6paane. HMeHHO 3TO
cBoficTBO AENAST MEeTO] KaToJAHOro pacrblieHHA
HALATBHBIM 718 AHATH3A PA3THYHLIX MOKPLITHIH B
MATEPHATAX BHICOKHX TEXHO/OIMIT, BIUTIOMAA [OKPhI-
THA, TACTEL MaTe PHATEI MOCAE TEPMOXMMHAMECKOI
obpaboTrH. [TpHMeHEHHE TIEHLIErD PA3PALA O3B0~

JAET MPOBOAMTE AHAMHA MOKPLITHH OT JECATHOB
HAHOMETPOB [0 COTEH MHEpPOMeTpoB BriTy0b ofpaa-
ua. KatogHoe pacnsuieHHe o BoageiicTamem Gom-
fapaMpoBKH NOBEPXHOCTH aHATHaMpyemoro ofpai-
LA MON0HKUTENLHBIMH HOHAMM pabodyero rasa (apro-
HA) OTHOCHTCH K KIACCY MOBEPXHOCTHBIX TPOLIeCCoB,
TaK kak nTyDHHA BeIX0JA pacnbUTeHHBIX ATOMOB LA
aHepruit noxos 100-300 aB. xapakTepHbIX UTA N0-
Joro katoga. He npessiitaet 1 oM. [Mpo anammae
MOCNOAHOro pacnpeieneHHa HEOCHOBHBIX KOMITO-
HEHTOB 3HAYEHKE [TOCToHHOro paspeIle HHA o0bIY -
Ho cocTapafeT okoao 0,1 mem[1].

MUHHMANTBHAA TOMLUMHA AHATHIHPYEMOTO CIOA
3aBHCHT OT MHOTHX PaKTOPOB, BAXHeILLIHMI 13 KO-
TOPBIX ARAKTCA: aGCOTIOTHBIN npenen oGHa Py HeHHA
OIPEETACMOro MEMEHTA. KAYECTRO MOBEPXHOCTH
AHATHAHPYeMoro obpasLa, reoMeTpHYecKie Xxapak-
TEPHCTHEN AHOAA B CKOPOCTE 3aNo/HeHna ofbemMa
JTEAMITBI AHLTH3HPYEMBIM 37eMEHTOM . O THMHM3ALIUA
ATHX NapaMeTpos HeobxoauMa JUTA VIVHMILEeHHA [10-
Ka3aTe/eil TOUHOCTH JAHHOIO METOIA AHATHAA.

[pouece KATOAHOrO PACTILUTEHMA MMEEST PRI 0C0-
feHHOCTeR, KOTOPBIE MOTYT BHOCHTE HCHAMEHMA B
PeaynbTaThl AHANH3A NOCA0HHOTO pACTIpeleneH A
anemeHToB. OaHoH 3 Hanbonee BaxkHBIX ocobeHHO-
cTeili ARIAeTCA H3GH PATENEHOCTh PACTLLUTEHMA KOM-
nmoHeHTos ob paiua. CBA3AHHAR © pasIHYHeM HX
HHANBHAYATBHBIX KoadpuUuHeHTOR pacnbLLeHHA.
Heaenue nalupaTeILHOTO HOHHOTO PAacCBUIEHHA
MHOMOKOMOOHEHTHBIX MATEPHANIOB MOMKET NMPpUBEC-
TH K 06pa3nBaH U0 [I0BePXHOCTHOTO C/I0A C U3MEHEH-
HBIM COAE PHAHHEM 3MEMEHTOB, UTO. SCTECTBEHHO,
CTABUT BOMPOC 0 COOTBETCTRHH PEayILTATOR MOCI0-
HOMO aHANHM3a MCXOAHOMY NMOCToHHOMY pacrpene-
JAeHMIo 3nemMeHTOB B ofpaaue, B Havane 90-X rogos
Ok11a paspadoTada MeToauKa o6paloTEH JaHHBIX,
MO3BOIAKILAA BLITTOMHATE KOTHYECTBEHHBIR aHa-
JIH3 [POBOIALIMX MOKPLITHA Ha NpoBoAALLEl OCHO-
pe. Cyulectayet Go/bLUOE KOMHYECTBO MyGIHKALMIT,
OMUChiBaloMX GasoBsie NpUHLMNL! MeToga GD-
OES [2-9], B cospeMeHHBIX TpHbopax QYHKLMA ne-

147




Axanutesa i xoHTpons. 2002. T8, Ne 2

pecyeTa KoadpHIHeHTa PACTBLICHHA PasTHYHbBIX
AMEMEHTOB. B 38BMCHMOCTH OT MaTpPHILIBI, apToMa-
THIMPOBAHA M HE BLIZLIBAET OCODEHHEIX 3ATPYIHE-
HHiH. B xoxe aHanmnaa nokpeiTHA HIET pacnblUieHHe
Kak MHHHMYM ABYX MATEPHANMOB C PA3NTHYHBIMH
MaTpHLAMH [MOKpLITHE H ocHoBa). [TpHHUHNHATE-
HBIM YCJI0BHEM 1A NIYYEHHUA [TPABHILHBIX PEAVITh-
TATOB ABMASTCA BRIGOP ATA BoeX MaMepeHHl "oau-
HAKOBLIX" VCAOBHIA BO3DYHIEHHUA. ITO 03HAYAET. 4TO
HeolX0AMMO NOUIE PHHBATE MOCTOAHCTEO 3EKTPH-
YeCKUX MapaMeTpoB - HAMPAKEHNA U TOKA pa3ps-
na, mpH uaMeHeHHn paboyero JaBieHHA aproda B
3aBHCHMOCTH OT aHaIH3IHupyveMoil MaTpuusl. Bee
COBPEMEHHBIE KOMMEDYECKHE CIEKTpoMeTphl GD-
OES noasonawT paGoraTh B TAKOM pewume, JLna
nposejeHun o6paboTEH NOAYyYaeMBIX PEIYILTATOR
H3MepEHHIT HOTTONB3YIOT MOTENE AMMPOKCHMALIMH
BLIXOJA MO SMHCCHH. HE3ABMCHMOrO OT MATPHLEI
[matrix-independent emission yields) [2] paapaGo-
TAHHYH LA ONMHCAHHA PEAKLHK CIIeKTROMEeTpa Ha
HM3MEHEHHE AHATH3HPYEMOI MaTPHLILI

Oaro ma Hanbonee MaccoBbIX BUIOB MOKPLITHIA.
UIHPOKO MTPHMEHAIDILEECA B PAXIHYHBIX OTPACIAX
MPOMBILILTEHHOCTH (ABTOMOGHAE M CYAOCTROSHNH,
npuBopocTpoeHHM M T.10. ). ARMASTCA MOKPLITHE LIHH-
Ka ¥ LIHHKOBLIX CTABOBR HA cTanAx, CocTas nokpel -
THIT Ha OCHOBE CILTABOB LHHKA. KAK TPaBIIo, 0TAH-
HAETCH 0T COCTABA M ThIX LHHKOBLIX CIUTABOE M Tpe-
Gyver paspaboTri HOBBIX CTAHAAPTHBIX 06pasLos WA
HaMUbpoBKN METOA0B aHATH3A MOKPRITHIH. HHCTH-
TYT METAMLAYPTHH U MATEPHATOBEAEHHA HM. AA.
Bafikopa PAH npHHumMan yHacTHe B aTTeCTALM
cTaHAapTHBLIX o0pasuos 118 NoAIeHKEN METOL08
HOJIMYECTBEHHOMD CHeKTPAThHOTO AHATHIA UHHKO-
BbIX MOKPBITHI. B 1aHHOM KOMIUIERTE IPHESICHBI
TAKHE HAMEPEHHBIE IHAYEHWA CKOPOCTH pacnsLie-
HiA [ 15].

Ha pitc.3 npencrapie NpUMep aHATH3A HA CNEeK-
TpoMerpe SA-2000 ofpasia UMHKOBOTO NOKPLITHA
Ha CTAIH, HAHECEHHOro METOA0M FopAYero HHHKO-
BaHMA. [TOKPBITHE NOTYHEHD C TOMOILBIO KIACCHYEC-
KO TEXHOIOTHH FTOPAYEro LHMHKOBAHWA 0 YEM CBI-
JeTeNLCTBYET COAePHAHNE AMOMHHHAA B IMHKOBOM
NopeITHH nopAaka 0.3 %, KoHuneHTpauma MapraH-
LA B MaTepHaie ocHOBbI cocTasadeT 0.3 1%, uTo xa-
PaKTEPHOD ATA AAHHOI Mapki cTanH. [MopepaHoCTh
UHHKOBOIO MOKPRITHA oforalneHa cBHHLIOM M cepoil.
ClaeqyeT OTMETHTE Takiie aHauMTeNbHoe oforatie-
HHe MPOMEKYTOHHOT0 C/10A CBHHLIOM. JaHHbIN aHa-
3 NoRasan J.'I:I!'d!ltlt't‘ TEXHOMOTHH MOKPLITHHA. N0-
CKOMBKY MPakTHHYECKH OTCYTeTBEYeT Bapbe pHBIH c1oi
HHTepMEeTAUIMAA, TIPENATCTEVIOmero audubyanm
WENe3a B MATEPHA MOKPBITHA M. COOTBETCTBEHHO,
MOBBIIIEHO COAE PHAHNE HETe3A B MOKPBITHH.
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Pic.3. PeayneTathl KONWUSCTRSHHOND NOCNDAMOTD SHANKIA
0fpaiua UMHKDBOTD NOKDTHA HE CTAMK, HAHECEHHOND METOHOM
FOPAYETD OUMHKOBAHA

Ha puc.4 npueeer npumMep npUMeHEHWA TOTD e
npufopa AnA aHATHAA MOKPLITHA HATPHIA THTAHA
Ha HeprkaBefolLel CTaa HaHeCeHHOMo MeTogom POV
B 1989 r. [Mocne 10 16T BLIIEPHKN NOKPLITHE COAED-
#HT 3B % Trrana n 62 % aaora. Paamep mudubyaron-
HOM 30Hb] THTAHA MPH 3TOM NPeBbilaeT 25 MEM.
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Prc.4. PeayniTaTel KONWLECTBEHHOID NOCHORHOID SHANWIA
NOKDBITAR HATPWMOA THTAHA HE MECMABEIOLSA CTANKM HAHBCEHHOM
meatagom POV 8 1989 r (nocne 10 NeT BuygepHee)
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Cogepmanne THTana B guddyanonsoit aoe co-
CTABAACT 2 %, 9T0 3HAYMTEILHO MPeBLILLAET COAER-
WWaHKe TUTAHA B MaTpuue. [lnA cpasHeHHA NpHBe-
JeH rmpusMep (puc. 5) aHamaa obpasta MoKPLITHA HIT-
Pi/Ia THTAHA Ha Hepiiapeloleli CTATH HAHECeHHOTO
B 1999 . Moo BHAETE, 9TO COOEKAHHE THTAHA HA
ryGuae 6 mrMm. He npessiuaeTt 0,12 % u guddwann
THTaHa M3 NOKPLITHA B MaTPHILY HE3HAMHTEIbHA.
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PHC.5. PeiynoTalk! KONWHECTEEHHOTD NOCNORKOND AHEMWIA
NOKPEITHA HATOWE THTAHS 43 HERWABCIIWIEA CTANK HAHECEHHD-
ro smeTagos POV B 1999

Ha pue.6 npuseled peayneTaT aHATHIA MHOTO-
CADHHOTD MOKPBRITHA HUTPHIA THTAHA HA CTAMM.
OTYeTIHRO BILIeH HAHeCeHHBI crieunansHo fapk-
ePHEIT CI0iT THTAHA HA NOBEPXHOCTH HE prRaBeoLLedT
CTAMM. HAHECEHHbII UTA NpeioTepalieHua anddy-
MM THTAHA U3 HETPIIA B CTaNE,

HPHML‘HEHHE HCTOYHHMEOR BRICOROYACTOTHOMD
paspafa oTRPLLIO 4718 METOAa BOIMOMHCCTH aHa-
NTH3a HETTPOBOAALIIN MaTEpPHAIOB, I'[pu ITON 400~
TUTASTCA pacbUleHIe HEMPOBoOQALWENR Mpobil 11 B
ra3opaspaaHoil TaMIe MoARIASTCH CIEKTP HaTVHe-
HHA. HO YHCTEHHAA HHTEpNRpeTAlUMA M0 MHOCHM
NMPHYHHAM [TOKA S1IE Bhl3bIBAET nipobaesil. OO
H3 OPHHLMIHANBHBIX TpofieM, MEILAKLIHX KOTH-
YecTBEHHON MHTePIpeTaLH PE3yILTATOR, ABIAET-
€A OTCYTCTBHE CPEACTR NOJJIEPHAHNA peskiva cTa-
Grnuaanuy paspaja. Bonee cnomHBIA MeXaHH3IM
unMeeT Bo3byRAEHHE PAIPAJA: BLICOKOUYACTOTHAR
JHEPTHA NEepefacTCeA B paspal U3 reHepaTopa no-
CPeACTBOM EMEOCTHOH CBA3H. NPHYEM [OJTHOE 0O~
MPOTHRIEHHE HA BLIXO/1E FEHEPATOPA M MOMHOE CO-

MPOTHREMEHHE IU1A3IME] OTIHYAIOTCH HA MOPAI0K. 3T0
BEIABIBAET HeoBX0AHMOCTE HENONB30BAHMA COMACY -
HIMXCA KOHTYpoB. CYIUECTBYET PALAPYTHX TEXHH-
YecKHX TpyasocTeil. Ho paGoTsl B 2ToM HanpasJje-
HUH MOCTOAHHO BEIYTCH, C HEKOTOPBIMH H3 HHX
MOKHO 03HAKOMHWTBCA B tuTepatype [10-14]. dnsa
aHAIN3e HEKOTOPBIX HEMPOBOAAILMX MaTEPHAIOB
yie paipaboTaHbl METOANKH KOJIMYECTBEHHOID
aHATH3a ¢ noMolkio Metoga GD-0ES.
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PWe.B. PeayneTaTel KONMUECTBEHHDI NOCNORHOM 3HAMMIA
AOXPRITAR HUTPWOA THTAHA Ha CTaNe C CO3QaHWeM NEEnATCTBY-
owero gudey el THTARE W3 HUTRKWAS GApLEpHOND CNOS TUTaNA
Ha NOBEPEHOCTH HEQHABEHOWEAR CTAMNW

Ha npieeieHHbIX BbILLIE TPHMePaX. MPOIILUTIIOCT-
PUPOBAHL] BOAMOMHOCTH CNEKTPOMETPOR TAEHLIe -
ro pasapafa A o6 beMHOTN0 XHMHYeCKOro aHatiaa
TOKOTIPOBCIALLMX BENIECTB M 1A [OCA0IHHOTO KO-
YECTEEHHOrO AHATH3A MOKPBITHI Ha TOKOMPOBO/A-
uHx Matepiatayx. e THBHOE MPHMEHEHHE Me-
TO/1A AHANH3A MOKPEITUH BOIMOMHO LA HCCnea0-
BAHHA NOBEPXHOCTH CTANEN MoC/e a30THPOBAHNA,
KapGOHUTPHPOBAHNA, HAYTICDOKHBAHHA M APYTOI
TepMoxumideckoit ofpabotri. [1pu ycTaHOBKE HA
COERTPOMET] BhICOKOYACTOTHOID HCTOUHHKA BO3-
MOMHHO HCMOIL3OBATE METO TR AHATHIA HENPORG-
JAME MOKPBITHA. C MOMOLLLIO JaHHOMO BRICOKOS)-
PEETHBHOTO METOMAE MOTYT [IPOBOIHTCA HOC/IeA0E:a -
HMA 3ArpPAIHEHHA HA MOBEPXHOCTH METALIA M I'pa-
HHLIAX PAZ/IENA MOKPRITHE-0CHOBA, MHTPALIMM 1 -
thvauH KOMNOHEHTOB NOKPBITHA, HEOAHOPOIHOCTE
MOBEPXHOCTH M MOUTOMHKEN, aAreans, BITIOYEHHA H
B3Iy THA B IOKPLITHAX. C NOMOLILIO TPOTrPAMMHOTO
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obecnedeHus CIIEKTPOMETPA THEIOLLIEro paspaAga SA-
2000 LECO moryT 66T OLeHe Hbl TOMUHHBL CTOEB U
yaeasHaa Macca nokpeiTHA. Eciin Heolxomumo no-
JYYHTE KOMIUIEKCHBIE JAHHBIE O TOMILIMHE CJIOA, ero
WIEMEHTHOM COCTaBe, XapaKTePHCTHKE KOHLIEHTPA -
LM MATPHYHBLX H MPHMECHBIX 3TEMEHTOB, TO JaH-
HBIHA METO/ HE HMEET ATbTEPHATHBLL

B sawmovenne, HeoGX0IHMO OTMETHTS. 4T0 TIe-

HOLHA PaspaAl B aHANHTHYECKOH CHEKTPOMETPHH
HMeeT BoJIbLIME MEPCesTHRLL B HACTOALIEM H Gyiy-
wem. Hoseiume paspaGoTiu MpoMaso M Tenell B cop-

PEMEHHOM AMNMapaTyYPHOM H [IporpaMMHoM odopm-
neHuH Metoga GD-0ES oTkpsiBaioT GonblIHe Bo3-

MOMHOCTH LA MPOMBILLTEHHOTD MTpHMeHeHMA npH-
60poB. MPoBEACHHA HAVYHBIX H MCC/E10BATEIBCKIX
pabor e gaHHOi 061acTH.
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GLOW DISCHARGE SPECTROMETERS - A NEW PROMISING WAY IN INSTRUMENT-MAKING

K.V.Grygorovitch, E.B.Jajizeva

The principles, methodology, specific features and apparatus suport of the method of glow discharge
optic emissive spectroscopy (GD-OES) were considered. Analytical and metrological possibiiities of
the method including layer-by-layer analysis were shown. The mehtod advantages in comparison with
competitive sources of spectrum generation were formulated, The development ways of the given
method, the basic technical difficulties in the sphere of investigation of non-conducted materials and its
coatings were touched, Some metrological features of LECO's 5A-2000 glow discharge spectrometer
were evaluated. The examples of the usage of the method for analysis of various coatings were given.
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