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PASPEINIEHUA C HCTOYHHUKOM CIIJIOIIHOI'O CIIERTPA
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Ompenenenue cepedpa B Mequ, HUKENE U CIUIaBaX Ha MX OCHOBE PErVIAMEHTHPOBAHO HOPMATHUB-
HBIMU JOKYMEHTaMHU HA P IPOLYKIMH [IBETHOM MeTauryprun. PaspaboraHbl yciaoBus ompese-
seHus Ag B MeIHM W HUKeJe METOJOM 3JIEeKTPOTEPMHIYIECKOH aTOMHO-a0COPOIIMOHHON CIIEKTPO-
METPHH BHICOKOTO PA3PEIIeHHs ¢ ICTOUHUKOM HEITPEePhIBHOTO CIIeKTpa Ha yposHe 106 — 10-5 %,
Ilo pesymbraTam aroMHO-abCOPOIIMOHHOTO ompenenenus cepebpa B pactsopax Cu u Ni ¢ koH-
nentpanued 10 /1 KamI0oro HaWJeHbI ONTHMAJIBHBIE TEMIIEPATYPHBIE PEKHUMbBI IIPOrPaMMBbI
aTOMH3aTOPa U KOJIMYECTBO BBOJMMOM HHKEIEBOH OCHOBBI B CTAHAAPTHBIE PACTBOPHI cepedpa.
Jl1a mocTpoeHus rpayHpPOBOYHBIX 3aBUCUMOCTEHN UCITOIb30BaHbI BOAHBIE CTAHAPTHBIE PACTBO-
pbl aHanwta (OmpemeseHue B MeIu) W BOOHBIE CTAHAAPTHBIE PACTBOPHI aHAIHUTA C JH00ABKOM
10 mr/n HuTpaTa HuKens (OmpeseneHre B HuKese). BriOpaHHas TeMepaTypa aTOME3AIUH CO-
crasuia 1600 °C, o6beM [103upoBaHuUsa pacTBOPOB B rpaduToByio neub — Beerga 20 mii. [Ipu
olpeneseHun cepebpa B BHICOKOUHCTON MeIy WCIIOIb30BAIA PAsINIHbIE TEMIEPATYPhI CTAINN
HUPONIK3a IJIs1 K3MEPEHUH ¢ I03UPOBAHIMEM CTaHIAPTHBIX pactBopoB anamuta — 600 °C, ¢ mo3u-
poBanuem anamusupyemoro pacrsopa meau — 800 °C. IIpu ompenesnenuun cepebpa B pacTBopax
HUKeJIs TemMreparypa craavu muposnsa cocrasisiia 800 °C. Paspaborannbie ycioBus ompeere-
HuA cepebpa arrpoOUpPOBAHBI IIPU aHAIN3€e BHICOKOYUCTHIX 00pa3IioB MeIH U HUKeNs (CTaHgapT-
Hble pacTBopsb! Inorganic Ventures (CIITA) ¢ xonuenTtparueit 10 1/1) MeToqoM «BBeJEHO — HAU-
neHo». MakcumanrbHOe 3HAYeHHe OTHOCUTEIBHOU IIOTPEIHOCTH OIPEIeIeHUH He IPEeBBIIIaeT
13 %. TIpemens! oGHapyxenus cepedpa cocrapwm: 1,8 - 106 % B menm u 3,2 - 106 % B HuKemne.
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A need to control the silver content in high-purity copper and nickel samples is attributed to the deteriora-
tion of the technical characteristics of materials when the presence of such impurities exceeds the permis-
sible levels. In this study, modes for the determination of Ag in copper and nickel by high-resolution
electrothermal atomic absorption spectrometry with a continuum source at a content of 10-6 — 10-5 % have
been developed. The optimal temperature regimes of the atomizer program and the amount of chemical
modifier introduced were developed proceeding from the results of studying the regularities of atomic ab-
sorption measurements of silver in matrix solutions of Cu and Ni (with a concentration of 10 g/liter each).
To construct calibration dependences, aqueous standard solutions of the analyte (determination in cop-
per) and aqueous standard solutions of the analyte with the addition of nickel nitrate 10 mg/liter (determi-
nation in nickel) were used. The atomization temperature was chosen to be 1600°C. The dosing volume of
the solutions in the graphite furnace was always 20 pl. When determining Ag in high-purity copper, differ-
ent temperatures of the pyrolysis stage were used for measurements with dosing of standard analyte solu-
tions (600°C) and for measurements with dosing of the analyzed copper solution (800°C). In the determi-
nation of silver in nickel solutions, the temperature of the pyrolysis stage was 800°C. The developed condi-
tions for the determination of silver were tested in the analysis of high-purity samples of copper and nickel
(standard solutions of Inorganic Ventures, USA with a concentration of 10 g/liter) using spiked tests. The
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maximum value of the relative error of determinations does not exceed 13%. The detection limits for silver
were: 1.8 x 106 % in copper and 3.2 x 10-¢ % in nickel.

Keywords: silver; copper; nickel; high-purity materials; high-resolution electrothermal atomic absorp-

tion spectrometry; continuous source.

BBenenune

HeobxomumocTs KOHTPOAA cepebpa B Meau, HU-
Kejle W CIIABAaX HA WX OCHOBE periiaMeHTHPOBaHA
panom nokymenToB 2. IIpeBblieHne HOPM comep:Ka-
HUAS cepebpa yXy[allaeT TeXHUYECKHEe XapaKTepH-
CTHUKM IIOJy4aeMbIX MATEPUAIIOB, TAKHE KAK DIIEK-
TPOIIPOBOHOCTh, KOPPO3UOHHAS CTOMKOCTb U IIPOU-
HocTh [1, 2]. Illmpoko mpuUMeHsAEMBIMH Ha CEro-
THAITHUN [eHb METOJaMU KOHTPOJII IIPUMEceH B
MeTaiaX MU CIlJiIaBaX ABJIAAITCA ATOMHO-OMUCCHOH-
Hast (A9C) u macc-cnexrpomerpusa (MC) ¢ uHayK-
TuBHO-cBsi3aHuoM 1rasmon (MCII), a Taxxe snex-
TpoTepMUYIECKAA aTOMHO-a0COPOIIMOHHAA CIEKTPO-
merpus (ATAAC) c rpaduroBoit meunio [3]. s
ydera BIUSHHUS MATPUIBI B METOJUKAX C MCIIOIH30-
pauueM AJC [4] u MC [5] ucmonbsyoTr cranmapT-
HbIe 00pasipl cocraBa criaBoB, a aaa OTAAC
OIIpe/IeIeHusa® IpeyCMOTPEHO BBOAUTD B TPALYyHPO-
BOYHBIE PACTBOPBI HIIEMEHTHI OCHOBBI B KOJIHYECT-
BaX, COOTBETCTBYIOIIUX COJEPIKAHUIO B AaHATU3UPYe-
MBIX MPO0aX WM KCIIONb30BATh CTAHIAPTHBIE 00-
pasipl cocTaBa CIIaBoB. TaKoM MMOIXOM MMeeT P
HEJIOCTATKOB: JIOMOIHUTEIBHBIN PACXO]] BEICOKOUHC-
TBIX PEAKTHBOB; BBICOKHE TPeOOBAHUA K HX YHCTOTE,
yMeHbIleHue pabouero pecypca rpaduToBOH TPYOKH
3a cueT paspylleHus rpadura GOILIIHMA MAaCCAMU
MEeTALITMIECKON MaTPHUI(bl, BHOCHMOH MPH KaMKIOM
usmepennu (mopsaka 100 mkr). Kpome aroro, ussec-
TEH MpHeM TPEeIBAPUTENHHOTO OTIEIeHHUs JIeTKOJIe-
Tydel MaTPHUILBI OT TYTOIJIaBKUX aHAJIUTOB, KaK, Ha-
mpuMep, STO OBLIO CHEIAHO IPHU OIpPeNeIeHUH B
Tpuokcuae mMoaubaeHa cebimie 30 IPHMECHBIX dire-
MeHTOB [6]. [Ipyroii moaxo mpeamnoiaraeT HUCIOIb-
30BaHME [BYXCTAMUUHOMN B30HIOBOU AaTOMU3AIINH,
YTO MMO3BOJISIET OTOTHATH HEKOHIEHCHPYIOIIHECT Ta-
3000pasHble MPOAYKTHI PA3IOKEHUSI OPTaHHIECKUX
(MosTouHbIE IPOAYKTHI) [7] U Heopranudeckux (rop-
HbIe IIOPOALI U pyasl) mpob [8]. K comxanenuro, mpu-
MEHHTH JlaHHbIE CIOCOObI HE TIPEJICTABIAETCI BO3-
MOSKHBIM, TaK KaK paccMaTpPUBaeMbId B HACTOAIIEH
pabore amanaut (Ag) He ABIAETCH JETKOJETYIHUM II0

1 T'OCT 859-2014. Menb. Mapku: mam. craagapt Poc. ®ene-
pauuu: Jlara Beemenus 2015-06-01. — M.: Crangapr-
undopm, 2015. C. 1 - 7.

T'OCT 849-2018. Hukens nepsuunsii. Texuuueckue ycio-
usa. — M.: Craugaprunadopwm, 2018. C. 1 - 11.

T'OCTP HCO 7523-2016. Huxenn. Ompepenenue co-
nepskaHua cepebpa, MBIIIbAKA, BUCMYTa, KAJIMHUA, CBUHIIA,
CYpBbMBI, CejleHa, O0JI0Ba, Terypa u Tamua. Crexrpo-
METPUYECKUU METOJ aTOMHO-a0COPOIIMOHHON CIIEKTPOMET-
pum ¢ sIeKTpoTepMuuUecKor aromusarmeii. — M.: Cran-
napruudgopm, 2016. — 15 c.

Do

o

oTHOLIeHHI0 K MarpudHbiM snementam Cu u Ni.
Kpome Toro, ¢ 060bIIION BEpPOATHOCTBIO CIELYET
OKHIATh KOHJEHCAITUI0 METAJLIMIYECKOH MAaTPHIIbI
Ha BOJIb(PAMOBOM 30HJIE.

IIpu ucmonbszoBauuu meroga AJC ¢ myroi ro-
CTOSHHOTO TOKA IUAaIla30H OIpeesieMbIX Colep:Ka-
HUH cepebpa B HUKENIEBBIX CIJIABAX COCTABIISIET OT
0,00001 mo 0,001 %, mpu sTOM JOITyCTUMAA ITOTPEIII-
HOCTh aHAJIU3a MOYKET COCTaBIATH mopsagka 30 %*.
Huna meroma MICII-MC ycraHOBIEHHBIN AHANAa30H
OTpefieNiieMbIX COJEP:KAHUN aHAIUTA B TEX IKe
crtasax — 0,00001 - 0,00035 % c¢ morycTUMORH 110-
IPEIIHOCThIO Ha ypoBHE 20 %°.

Mertos aToMHO-a6COPOIMOHHON CIIEKTPOMETPHH
IIAPOKO KCHOIB3YIOT B JIa00paTOPHUAX, 3aHUMAIO-
[UXCA UCIIBITAHUIMHU TPOAYKITUY IIBETHOM W 4ep-
HOM Metasuryprun. OH MO3BOJAET ompeneniaTh Ag,
As, Bi, Cd, Pb, Sbh, Se, Sn, Te u Tl na yposHe comep-
skauui ot 1 - 10 % u BeIIE?, 0HAKO TaKKe BKIIIO-
yaeT B ce0s1 He0OXO0UMOCTh IIPUMEHEHUS TPaLyHpPo-
BOYHBIX PAaCTBOPOB C [100aBIEHWEM BBICOKOKOH-
IIeHTPUPOBAHHOM MAaTpPHUIbI (HUKeIb). M3BecTHO
npumenenne mMetoga OTAAC mna mpsamoro anamrusa
TBepAbix mpob (solid-sampling) cyabdunHo# pyasbI,
[MOYBBI, TTOJUMEPHOTO ¥ GHOJIOTMYECKOTO MaTepua-
0B [9]. Bmecro Tepmocrabunusanumu cepebpa mai-
JIANEeBbIM XHUMHUYECKUM MOIU(PUKATOPOM IIPEIJIo-
SKEHO MOHUBUTH TEMIIEPATyPy aTOMHU3AIHNU. JTO MO-
3BOJIUJIO IIPOBECTH ATOMHU3AIUI Ag OTHEIbHO OT
TPYIHOJIIETYYeH MeTaINIeCKONH MaTpPHUIlbl Ha OCHO-
Be Menu W HuKeA (CyabpumHas pyna). B xauecrse
XUMHUYECKOTo Mopuduraropa wucrnoib3oBana 1,4 M
asoruas kuciaora (10 MKJI HA HO3HpPyeMyIo IIpo6y).
I'pagyupoBka mocTpoeHa IO CTAHAAPTHBIM PACTBO-
paM aHaJIHUTOB C JO3UPOBAHHWEM HA IIAT(OPMY I
TBepAbIX mpob. MuHuMaIbHO ompenenseMoe coaep-
sKaHue cepebpa B CyIb(PUIHON Pye COCTABUIO IIPH-
mepuo 1076 %.

B mensax ycoBepiiileHCTBOBAHHUS METOJA ATOMHO-
abCcopOIIHMOHHON crieKTpoMeTpuu ObLIHM paspabora-
HbBI CIIEKTPOMETPHI BHICOKOTO Pa3pelieHus ¢ UCTOY-
HHUKOM HEIIPEPHIBHOTO CIIEKTPA, KOTOPBIE OCHAIIEHbI
Haubosee d(PPEKTUBHON CHCTEMOW KOPPEKIUU He-
CeJIeKTUBHOTO Toriomienus. [Ipu sTom wuckiIoueHa
HEOOXO0IUMOCTh TIPUMEHEHUs JOTOJIHUTEIHLHOTO HC-
TOYHHUKA CBETA, a TaKKe BO3MOJKHA OJHOBPEMEHHAA

4 T'OCT 6012-98. Huxrenb. MeTogbl XUMHUKO-aTOMHO-DMUC-
cuonuoro amamusa. — M.: Usg-Bo crammapros, 1998. —
20 c.

5 ASTM E2823-17. Standard Test Method for Analysis of
Nickel Alloes by Inductively Coupled Plasma Mass Spect-
rometry. USA, 2017. P 1-8.
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perucrpamnys AHAJIUTHIECKOTO CHIHAJIA aTOMHOTO
rorJyiomieHuss U (pora. Perucrpamus curHaios ocy-
I[ECTBJISAETCA TBEPAOTEIbHBIMHU ITOIYIIPOBOHUKO-
BBIMH JETEKTOPAMH C paspelleHneM HOpPAAKa 2 1M,
9TO0 M00aBISeT TPEThbI0 KOOPAWHATY K aHAIHTHYE-
CKOMY CUTHAJIy IIPH DIEKTPOTEPMHUYECKONU aTOMH3a-
nuu (IJIMHA BOJIHBI) M TO3BOJSIET IONYYUTH Oosiee
IeTanbHy0 mHpopMamuoo o mpupoge goua. Orme-
YEeHO TaKKe CHUKEHHE IIPeIeOoB OOHApy:KeHus 3a
CUeT yIydIIeHHS COOTHOIIEHHs curHau/mym [10,
11]. HemamoBa:kHOW sBIS€TCI KOHCTPYKIIUA KC-
MOJIb3YEMOT0 JJIEKTPOTEPMUYECKOTO aTOMH3aTopa
[12] — GOKOBOE OTHOCHUTEIBHO IPauTOBON TPYOKH
pacmoIokeHne HarpeBaTeIbHBIX BIEKTPOIOB.

Omnyb6aukoBaHa pabora 0 IPUMEHEHHUU CIIEKTPO-
MEeTPOB BBICOKOTO pasperieHus ais onpenenerud Al
B obpasriax sxenmesa [13], B KOTOpoil BIMSHHE MATPH-
IIbI yIAJI0Ch YCTPAHUTD 38 CUET PETUCTPAIIUH TOJIBKO
IEHTPAJIHHOTO THKCEId HAa MeHee UyBCTBUTEIbHOU
TUHWN ajaoMuHua. B pabore [14] 30/0T0 B reoyioru-
YecKHX 00pasiiax OIpeessiu C MpeIBAPUTEeTbHBIM
KOHIIEHTPUPOBAHUEM HA YTJIEPOIHBIX HAHOTPYOKAX.
IIpu ompenenenun Cd B yriie HCIONIB30BATHA HPH-
JIHMEBBIN TePMAHEHTHBIA XUMUYECKUH MOIU(UEATOP
[15]. ABTopbI paboTh! [16] MpuMeHUIH TEXHUKY I0-
3UPOBAHUA TBEPABIX MPOO I aHAIMU3A TEOJIOTH-
yeckux 06bekToB Metomom O TAAC BbIcOKOTO paspe-
mrerus. M3-3a OHOBOTO MOTIIONIEHHUSA C IPKO BhIpa-
JKEHHOM TOHKOM CTPYKTYPOH cIieKTpa, 00yCIOBJIEH-
HOH COJIepIKaHUEM MOJEKYJ CepPbI, TPaayHuPOBOYHbIE
rpadMKy TTOCTPOEHBI C MCIOJbh30BAHUEM CTAHIAPT-
HBIX 00pastioB pyx. [Ipemenr obHapy:xeuus cepedbpa B
nauHo# pa6ore cocrasuia 2 - 1077 %.

IIpoBenmenunie mamu wucciaemoBanua [17] mom-
TBEPAUIN TOJABJIAOIIEE BIUAHUE METAIIUIECKUX
marpui Cu u Ni nmpu usmepenuu atromuoi abcopo-
umu As, Bi, Pb, Sb u Sn ¢ simekrporepmudeckoi aTo-
Muzanued. OT0 0COOEHHO 3aMEeTHO IIpu H30BITKE
MacChl MATPHUYHBIX HJIEMEHTOB 110 CPABHEHUIO C Mac-
caMu aHAMUTOB, HaunHas ot 10* u 6onee. ITpu orru-
MHBHPOBAHHBIX YCJIOBUAX H3MEPEHHH OKa3ajoch
BO3MOJKHBIM OIIPEJEIUTh aHAIUTHI B MEJHON U HU-
KeleBOM MaTpuIax Ha yposHe n - 10° % meromom
ITAAC BBICOKOTO paspeleHus C UCTOYHHUKOM He-
MPEPBIBHOTO cHeKTpa. ['paiyrpoBOYHbIe 3aBUCHMO-
CTH TIOCTPOEHBI C HCIIOJH30BAaHUEM CTAHIAPTHBIX
pacTBopoB ompeaensgeMbix dmemeHToB. aa OTAAC
HHBKOTO paspelleHus C JUHeHIaThbIMH HCTOYHHMKA-
MM HM3JIy4eHHUs 3TOT II0Ka3aTeslb OKA3aJICAd Ha IIOpPs-
IIOK XYKe.

Ilenr Hacrosiero ucciemoBaHus — paspabo-
TaTh YCIOBHS OIpejeleHus cepebpa B pacTBOopax
BBICOKOYHCTBHIX 00Pa3I[oB MeI U HUKEJS C KOHIIeH-
Tpalred Ka:kI0ro MaTpudHoro siaementa 10 r/m me-
togom JDTAAC BBICOKOTO paspelieHus ¢ UCTOUHH-
KOM HEIIPepPBIBHOTO CIIEKTPA.

JKCIIEepHMEHTATBLHAS 9aCTh

B pa6ore ucronb3oBan aToMHO-a0COPOIIHOHHbBIH
CIIEKTPOMETP BBICOKOTO PA3PEeIIeHUsI ¢ HCTOUHUKOM
crronraoro crrekrpa ContraAA800 ¢ smerTporepmu-
YEeCKHM aTOMH3aTOPOM IIOIIEPEeYHOT0 HATPeBa, aBTo-
nosaropom AS-GF u rpadurossiMu TpybKamu ¢ mu-
POJUTHYECKMM TOKPBITHEM. HICTOUYHMKOM wu3Iyde-
HHS CIIy:KHJIA KCEHOHOBAas JaMIIa BBICOKOTO IABJIe-
uus (Bce Analytic Jena, 'epmanus). McmnonbsoBana
Haubosiee uyBcTBHTeNnbHAs auHud Ag 328,068 mm.
IIpu 5TOM NWHUM ATOMHOTO TIOTJIONIEHHWSI MATPUY-
HbIX syieMenToB Cu u Ni He cOBHAIAIOT C AHAIUTH-
YECKVMHU JIMHUSIMHU OIPEeIIeMOro dJIeMeHTa: TakK,
JIMHWY IIOTJIONIeHUsT Meau (HM/OTH. 4yBCTB., %) —
324,754/100; 327,396/45; 217,894/18; 216,509/13;
222 570/5; 249,215/1; 224,426/0,4; 244,161/0,3;
JIWHWAM TIOIJIolleHWsa Hurkemrs — 232,003/100;
231,096/59; 341,477/21; 352,454/19; 305,082/13;
351,505/8;  346,165/5; 303,793/5; 336,356/4;
323,293/2; 294,361/1,5. Perucrpamuioo aHaIHTH-
YEeCKHX CHUTHAJIOB IPOBOMHWJIN C TOMOIINbI0 Habopa
nukceneir CP + 2 (CP — neHTpanbHbIA MHKCEIb).
Hauubrit mapamerp O6bLT BRIOPAH B COOTBETCTBUU C
peromenmanmsamvu [10, 18] u mo pesymbraram cober-
BEHHBIX HcciaenoBaHui [19] Kak moxasaBiiuil HaH-
JIy4Ilyl0 YyBCTBUTENBHOCTH OIPEENICHUs W Hau-
OoJbIlivie JTUHEWHBbIE TUAMA30HBI TPAXYyUPOBOYHBIX
rpaduKOB IIPH JAHHONH KOMOWHAIIUKM PETrHCTPUPY-
IOIUX TOJIYIIPOBOTHUKOBBIX IETEKTOPOB. Bo Becex
CIy4asxX U3MepPSIH HHTEeTPAIbLHYI0 a0COopPOITHIO.

Pexumbl HarpeBa rpad)uTOBOM I1€YH TIPEICTaB-
smensl B Tabm. 1. Jlosupyemblii 00beM PacTBOPOB B
rpadutoByio neus cocrasua 20 Mri. B kauectse 3a-
II[ATHOTO Ta3a WCIIOJIb30BATH APTOH MOBBIIMIEHHOH
qyuCcTOThI (0OBEMHAs [O0JA aproHa — He MeHee
99,99 %).

Pabouwnii pacrsop Ag rorosBwiu pasbaBieHreM
cragmaptHbix pactBopoB Ag (1 r/m) (Inorganic
Ventures, CIIIA) OuauCTH/UIMPOBAHHOM BOIOH B
IeHb WX HCIO0Jb30BaHuA. [[0CKOIBKY ITPUTOTOBIIE-
HUE PACTBOPOB U3 BHICOKOYUCTHIX METAJIIOB TPehyeT
CIIEIIUAJIbHBIX YCIOBUM (YHCTAas KOMHATA, BBICOKO-
YUCThIE KUCJIOTHI JJI1 PACTBOPEHUA U T.1.), B pabore
KCIIOJIb30BAHBI TOTOBBIE «MATPUYHBIE PACTBOPHI»
Cu u Ni — crangapTHbIe pacTBOPBI MU U HUKEJIST
¢ rxommeHrpamusamu 10 r/n xamxmoro (Inorganic
Ventures, CIITA). Yucrora HCHOAB3yeMbIX MeTa-
a0B Cu m Ni 11 mpuroToBjeHHWs PACTBOPOB, yKa-
3aHHAs MPOM3BOIUTENIEM, COCTABJISIET HE MeHee
99,9996 %, a comep:xanne Ag B pacTBopax — He 60-
jee 2 MKT/JL.

Memodura uccaedosanuti. Jlns omruMusanuu
pexuMa HarpeBa TpadyUTOBOM IeYM MpPH OIpejese-
HUY cepebpa UCIOIb30BAIN METO] IIOCTPOEHUA KPH-
BBIX IIHPOJAN3a U ATOMH3AIUKA C JO03UPOBAHUEM
CTAHAAPTHOIO pacTBOpa cepebpa ¢ KOHIIEHTpAIHueH
2 MKr/n1 u maTpuaHbix pactBopoB Cu u Ni ¢ KoHIeH-
tparment 10 r/n u mobaBKoii cepedpa 2 MKI/JI.
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Puc. 1. 3aBucumocTs WHTETPATIBHOM abcopbiinu cepebpa 0T TeMIEpaTyp CTAAHN MUPOIN3a U ATOMU3ALNH: @ — CTAHJAPTHBIN
pacrBop Ag 2 mxir/m; 6 — marpuna Cu 10 r/n ¢ nobaskoit Ag 2 mir/i; 6 — marpwuna Ni 10 r/n ¢ gobaBkoit Ag 2 MKr/n

Fig. 1. Dependence of the atomic absorption of silver on the temperatures of the pyrolysis and atomization stages: a — stan-
dard solution, b — matrix Cu 10 g/liter with addition of Ag 2 pg/liter; ¢ — Ni matrix 10 g/liter with addition of Ag 2 pg/liter

Ilanee o pesynbraTraMm H3MepeHui adbcopOruu
NP O3UPOBAHWM TOJBKO MATPUYHBIX PACTBO-
poB Cu u Ni o60cHOBaHBI TeMIIEPATypPhI MMHPOIHU3A
M aToOMH3aIlud, 00eCreuYrBamIie MHUHUMAILHOE
BIUAHNE (DOHOBOTO CUTHA/IA M PETHUCTPAIHIO HyJe-
BBIX 3HAYEHU abcoplOmuu cepebpa.

3areM MpoBemeHO wu3MepeHue abcopbimu Ag
C [03MPOBAHWEM €r0 CTaHAAPTHBIX pPaCTBOPOB
(0,25 mir/m) u marpuunbsix pacrBopoB Cu u Ni ¢
anajgoruuyHbIMu pobaBkamMu Ag. IIpumenen kpure-
pHUii ONTHMU3AIAN PEKUMOB MIPOTPAMMBI aTOMHU3a-
TOpa — COBIIAJeHHEe 3HAYEeHUH abcopOIivu mpu MI0-
3UPOBAHUM CTAHIAPTHBIX PACTBOPOB M PACTBOPOB
Ha OCHOBE METAJINYECKOH MaTpuilbl. s BBITOI-
HEHWSI TAKOT0 KPWUTEpPHs IOMyCTHIN NPUMEHEHUE
PAasHBIX TEMITEPATYPHBIX PEKUMOB HA CTAIHUIX IIPO-
rpaMMbl aTOMH3aTOpPa MPH HU3MepeHuu abcopbiruu
Ag B TpamyWpoOBOYHBIX PACTBOpPAX U B PACTBOPAX
pob MeTaioB, Kak 9To OBLIO caerano pamee [19].

Jaa obocHOBaHuA criocoba IOCTPOEHHUS TPALyH-
POBOYHBIX 3aBHCHMOCTEH COIOCTABUIN 3HAYEHUS
K03(p(pUITHEHTOB pPerpeccuu, IMOJIyIEeHHBIE II0 pe-
3yJNbTaTaM aHAIN3a CEPHH CTAHAAPTHHIX PACTBOPOB
¥ 1o mob6aBKaM cepebpa K MATPUIHBIM PacTBOPAM
Cu u Ni.

Ampobanusas  ONTUMUBUPOBAHHBIX  YCIOBUM
ITAAC-onpenenenus Ag mpoBeieHa C UCIOIb30Ba-
HUEM CTAaHAapPTHBIX PACTBOPOB HA OCHOBE MEIH U
Hukens (10 r/n Kamooro) MeTomoM «BBeLeHO — Hali-
neHo». Takas KOHIIEHTpAIMs PACTBOPOB METAJLIH-

Ta6auma 1. ITporpamMma sIeKTpOTEPMUYIECKOTO aTOMH3ATOPA

Table 1. Electrothermal atomizer program

YECKOM OCHOBBI COOTBETCTBYET COCTABY AHAIM3UPY-
eMOr0 pacTBopa IOCIe IOATOTOBKH HPOOBLI II0
MeTOIUKeS.

O6cy:xneHune pe3yabTaTOB

Kpusble mwponmsa u aromwmsaruu (puc. 1, a),
TIOCTPOEHHBIE 10 Pe3yiabTaTaM H3MepeHus abcopo-
UM cepebpa ¢ M03MPOBAHWEM CTAHAAPTHOTO pac-
TBOpa daeMeHTa (2 MKI/JI), MIOKa3aanu: MAKCUMAIbHO
JOTIyCTHMAs TeMIIepaTypa CTaIuu MHUPOJIU3a COCTa-
Buna 600 °C, a onTuManbHas TeMIeparypa aToMu-
sarun — 1600 °C. B mpucyrcrsun 10 /1 Meau Max-
CHUMAJIBbHO JIOMYCTUMAS TEMIIEpaTypa CTAIuU ITHUPO-
nm3a nosbicuaack 10 800 °C, a muamazoH onTEMAIb-
HBIX TEMIIepATyp ATOMH3AINU He H3MeHuICT (CM.
puc. 1, 6). UyBCcTBUTEIBHOCTh aTOMHO-a0COPOITHOH-
HOTO OIIpefe/eHUs TaKKe He M3MEHUIAch. SHade-
HHST XapaKTePHUCTUIECKUX MAacC cepebpa COCTaBUIN
2,1 u 1,9 nr A714 cTaHAAPTHOTO PACTBOPA aHAIUTA U
IS MATPUYHOTO PACTBOpA MeIu ¢ J00aBKOM cepeb-
pa cooTBeTCTBEHHO. PesynbraTsl nsMepeHus aHajIu-
THYECKOTO CHUTHAJA cepebpa C J03MPOBaHHUEM Mart-
puunoro pacrsopa Cu moxasanu HyJeBble 3HaYe-
Husg. HamoskeHus mMOCTOPOHHUX JUHWHA U MOJIOC II0-
[VIOII[EHHUS BO BCEM HCCJIEAyeMOM AUAaIla3oHe He Ha-
omomaerca (puc. 2,a). Tarkum ob6pasom, mis
YCTpaHEeHUs BIWIHHUSI MATPUILI MEIU TIPU OIpee-
meauu Ag meromom ITAAC mocrarouno 3amaBaThb
pasIuYHbBIE TeMIepaTypbl CTaAWN MHUPOIU3a MIPHU
I03UpoBaHuMM craHzapTHoro pacrsopa (600 °C) u

Cragus Bpewms, ¢ Temmeparypa, °C Cropoctb Harpesa, °C/c CropocTh 3aIIUTHOTO Ta3a, JI/MAH
Cymika 30 105 5 max
ITupomnus 22 OnTuMH3HPOBAHbI 100 max
Aromuzanmsa® 5 OnTuMusHpPOBaHbI 1500 stop
Ouncrra 4 2700 500 max

* lsMepeHue aHATMTUIECKOTO CUTHAJIA: HHTerpaIbHas abCcopOIus.
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Puc. 2. Ananutnyeckne curHaabl Ag OpU T03UPOBAHHIH
MefHOM (a) u HuKenesol (6) matput (10 r/m Kammow); ¢, =
= 800 °C; ¢,,,, = 1600 °C

Fig. 2. Analytical signals of Ag during dosing of copper (a)
and nickel (b) matrices (10 g/liter each); ¢, = 800°C; ¢,,,, =
= 1600°C

at™m

aHAJIU3UPYEMOTO PACTBOPA BBICOKOYHCTOH Menu
(800 °C), mpurorosieHHOr0o mo mertoxuke’, ¢ kom-
nenTpamuei megu 10 /7.

B npucyrereun 10 1/1 HUKeIS MaKCHUMAIBHO J10-
MycTUMas TeMIleparypa CTaauu MHUpOoau3a cepedbpa
Takxe noswicunach 70 800 °C. [luama3oH onTUMab-
HBIX TEMIIEPATYP ATOMH3AIUY He U3MEHUJICT (CM.
puc. 1, 6). A BOT 4yBCTBUTEIBHOCTb ATOMHO-a6c0OP06-
IIMOHHOTO OIpeJeNeHNu yXyAIUINIACh [IOYTH B TPU
pasa. 3HaueHHEe XapaKTEePHUCTUIECKOH MacChl ceped-
pa TIpu J03UPOBAHUH MATPUYHOTO PACTBOPA HUKEJIST
¢ nobaskoi cepebpa cocrasuio 5,7 ur. ITo-Bumumo-
My, 9TO CBSI32HO C BIMSIHHUEM GOJIBIIIOTO KOJIMYECTBA
HUKEeJIs B TPadUTOBOM IMeYHM HA CTAIUHM ATOMHU3a-
1Y, KOTOPBIM CIOCOOCTBYET 3aTPYAHEHUIO0 BHIXOIA
aHAJIUTA U, KaK CIeICTBUE, IAJeHUI0 1yBCTBUTEIh-
HocTH. Takoi spperT HAOMIOIAETCS TOIBKO B IIPH-
CyTCcTBUH HUKeA. BeposaTHee Bcero, 310 00ycIoBIIe-
HO T€M, YTO HHUKEJIb 60jiee TEePMUYECKH YCTONIUB
(tgmas = 1455 °C) mo cpaBHEHHUIO ¢ MEIBIO ({5, =
= 1083 °C) [20]. Pesyabrarsl orpeneieHus 3aBUCH-
Moctu abcopbiuu Ag OT KOHIIEHTPAIIUN HUKEISI B
pactBope (puc. 3) moKaszanmu BhIpABHUBAHWE Mapa-
MEeTPOB MHUKOB abcopbIiny B MPUCYTCTBUH HUKEIA B
aHATIM3UPYEMOM PacTBOpe B copep:xkamuu oT 10 10
10* mr/a (10 r/m). PesynbraTel n3MepeHns aHATWTH-
YeCKOro CUrHajaa cepedpa ¢ [03UpPOBaHHEM MaTpPUU-
Horo pactreopa Ni (10 r/n) mokasanu HyJeBbIe 3Ha-
yenus. [[oCTOPOHHUX JTUHUH U TOJIOC MOTJIOINEHUS
BO BCEM HCCIEAyeMOM [Uala3oHe He HaOI0IaeTcs
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Puc. 3. 3aBucuMOoCTh aHAIUTUYIECKOTO CUTHaia cepebpa
(2 MKI/II) OT KOHI[EHTPAIIVMH HUKEJIT

Fig. 3. Dependence of the analytical signal of silver (2 pg/li-
ter) on the concentration of nickel

(cM. puc. 2, 6). Temmeparypbl CTagUu THPOIH3A I
BCEX AHATHU3UPYEMBIX HUKEIHCOAEPIKAIUX PACTBO-
pos cienyet yBeauuntb 10 800 °C. Taxkum obpasom,
IOCTHYh PABHOM YyBCTBHUTEIHHOCTH aTOMHO-a6cop06-
IIMOHHOTO OmpeeeHus Ag B ero cTaHAapTHBIX pac-
TBOPAX ¥ AHATU3UPYEMBIX PACTBOPAX BHICOKOYHCTO-
ro uukensa (¢ kounenrpanuenn 10 r/i) MoKHO m00aB-
KOM B CTaHgapTHbIe pacTBOpbl Ag He MeHee 10 mr/i
HUKeJIEBOU OCHOBBI.

ITo pesymnbraTam u3yYeHWs 3aKOHOMEPHOCTEH
aToMHO-a0COPOIIMOHHOTO OIpeneaeHus cepebpa B
MarpudHbIX pacrBopax Cu u Ni (¢ koHIeHTpanuei
10 r/n xaxmoro) meromom DTAAC BbICOKOTO paspe-
IIeHus paspaboTaHbl ONTHMAJIbHBIE TEMIIepaTyp-
HbIE PESKUMBI ITPOTPAMMbI ATOMH3ATOPA U KOJIHIECT-
BO BBOJIMMOU HHUKEJIEBOH OCHOBEI (Tabi. 2).

Ins obGocHoBauwms cmocoba TPALyHPOBKH IIO-
CTPOEHBI 3aBHUCHUMOCTH abCOpOLMH OT KOHIIEH-
Tpanouu aHaJduTa C HCIIOJIb30BaHHEM CTaHIaPTHBIX
pactBopoB Ag u marpudnbix pactBopoB Cu u Ni c
nobasnenneM cepebpa. Mcmonb3oBaHHBIE PEKHUMBI
YKas3aHsel B TabI. 2.

CpaBuenre K03((UIIMEHTOB PErpPeCcCHil II0JLy-
YEeHHBIX TPAAYHPOBOYHBIX 3aBrucHMOCTeH (Tabi. 3)
MMOKA3aJI0 uX pasiauuue He 6osee yem Ha 15 % OTH.
Takum 06pasoM, MOKHO CIejJaThb BBIBOJ O BO3MOIK-
HOCTH KCITOJb30BAHUS CEPUU CTAHIAPTHBIX PACTBO-
POB 9JIEMEHTOB JIJIS TPAyUPOBKH.

Ta6maua 2. Pexumbr OTAAC onpenenenns Ag B pacTBope BbicokourcThix 06pasiio Cu u Ni ¢ kornentparueit 10 r/in Kasmoro
Table 2. ETAAS modes for the determination of Ag in a solution of high-purity Cu and Ni samples with a concentration of

10 g/liter each

SHaJyeHMe IapameTpa

ITapamerp

Pacrsop Cu

Pacreop Ni

Temneparypa nuponusa, °C

600 — ms1 cTaHAAPTHOTO pacTBopa Ag

800 — 1 Bcex pacTBOPOB

800 — s o6pasiia pacTBopa MeTasuia

Temneparypa aromuszanuu, °C
Jlosupyembrii 06beM, MK

Huxenesas ocaoBa

1600
20
Ni(NOjy)y, C = 10 mr/n
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Ta6mauma 3. [Tapamerpsl TPaLyHPOBOUHBIX 3aBHCHUMOCTEH
pu onpeneneHun Ag

Table 3. Parameters of calibration dependences in the de-
termination of Ag

Ta6auna 4. Pesynbrars! onpenenenus Ag B 00pasiax Mean
¥ HHUKEJISI METOIOM «BBeIeHOo — Halmeno» (n = 5; P = 0,95)

Table 4. Results of Ag determination in copper and nickel
samples by the recovery test (n = 5; P = 0.95)

KoaddunmenT perpeccun
IPaZyHUPOBOYHBIX 3aBHCUMOCTEN

Mar-
puna Jlma mocTpoenus s mocrpoenusn

HCIIONb30BaIH HCIIOJIb30BAIN MATPHYHBIE
CTaHAapTHBIE pACTBOPBI Ag  pacTBOpHI ¢ 06aBKON Ag

Cu 0,0191 0,0168
Ni 0,0086 0,0093

Paspaborannnie ycmoBusa ompeznenenus Ag arm-
POOUMpPOBAHBLI MPHU AHATH3E PACTBOPOB BBICOKOUWC-
ThIX 00Pa3I[0B MeIW ¥ HUKeId (CTaHJapTHBIE pac-
TBOpBI Inorganic Ventures, CIIIA, ¢ kKounenTpamuei
10 r/n  KasKmOro) MeTOJOM «BBEIEHO — HAWTEeHO»
(Tabi. 4). MakcumanbHOE 3HAYEHHE OTHOCUTEIBHOM
IIOTPENTHOCTH OIIpefiesIeHns He IIpeBbimaet 13 %.

[Ipu ompenenennu npumecu cepebpa B pacTBo-
pax BBICOKOYMCTOM MeAu U HUKed (B IepecyeTe Ha
mpo0y Mmerayia maccoi 1 r 8 100 mur pacTBopa) 1pe-
nenbl o0HapyskeHus cepebpa cocrapuaum: 1,8 - 1076 %
B Menu u 3,2 - 10°% % B uukeme. YyBCTBUTEIHHOCTD
ompesienieHus cepedpa B HHUKEJIE 0KA3ajach MOYTH B
IBa pasa Xyke II0 CPaBHEHUI0 C 00pas3IoM Meau
HU3-3a IIOAABJIAIOIIET0 JeHCTBUA MeTaJIMIeCKOU
OCHOBBI aHaTuU3uUpyeMmou Mmpobbl. MemHas marpu-
11a mpu KoureHTpamnuu 10 r/1 MeTasia mpakTHIYecKH
He OKa3bIBAeT BIHUAHUA HA WHTETPATbHBIN CHUTHAI
cepebpa. Ilosromy nuHelHble AUAIIA30HBI TPALYH-
POBOYHBIX 3aBHUCHMOCTEH TaK:Ke pasiIuJaioTcsi Hu
ocraswiu 0,5 — 4 MKr/;1 pu onpeneneHun cepedpa B
MeIHBIX pacTBopax u 1 — 4 MKI/JI — B HHKEJIeBBIX.

3axarogeHue

Paspaboraub! ycmoBus ompesenenus cepebpa B
pactBopax BbICOKOUHCTBIX MeTasnoB Cu u Ni mero-
mom OTAAC BBICOKOTrO paspelieHus ¢ HCTOYHUKOM
HenpepbIiBHOTO crekrpa. C HMCIONb30BAHHEM IIPO-
Ielyphl IIPOBGOIIOATOTOBKN® KOHIIEHTPAITUSA MATPHY-
HBIX META/LIOB B AHAIU3UPYEMBIX PACTBOpPaX CO-
craBnsger 10 r/1. OTO COOTBETCTBYET COOTHOIIIEHUIO
MacC MeTATHIYEeCKOH MATPHUITHI U aHAIUTA B Tpadu-
TOBOM Iedn aToMu3aropa Ha yposHe 108, HMcnonbso-
BaJTH pAasIUYHbIE TeMIepaTypHbIe YCIOBHUS IIPO-
rpaMMbl aTOMH3ATOPA IIPU U3MEPEHUAX C JO3UPOBa-
HHEM CTaHJAPTHBIX PACTBOPOB Ag 1 rpaiyupOBKH
¥ aHamu3upyeMbix mpob. J[ns aHamusa pacTBOpoB
HUKeJIs He00XO4UMO BBeIeHNe HUKEIeBOM OCHOBEI C
KourenTparuei 10 M1/ B rpafiyipoOBOYHbBIE PACTBO-
pol cepebpa. Tarkue mMerommyeckre IpUEMBbI IO3BO-
JIWIY YPABHATH YYBCTBHUTEIBHOCTH aTOMHO-a0cop0-
IIMOHHOTO OIIpefiefieHus cepebpa MpU aToOMHU3AIUN
€r0 CTaHZAPTHOTO PACTBOPA ¥ PACTBOPOB AHATIH3U-
pyeMbIX Tpo0 Memu W HUKEIS C KOHIIEHTpaIuei
10 r/;, 9TO ITO3BOJIMIIO MOCTHYL MPENEeI0B OOHAPY-
#eHusa cepebpa Ha yposHe n - 1076 %. I1pu srom yna-

Marpurma Bsepneno, Mkr/a Haiineno, Mxr/n
Cu 1,0 1,1 +0,1
3,0 3,2 0,2
Ni 1,0 1,1 +0,2
3,0 3,3 0,4

JIOCh HCKJIIOYUTH UCIIOIb30BaHUE BBICOKOUMCTBIX
MaTPUYHBIX PACTBOPOB MeIU U HUKENId IJId TOCTH-
SKeHUs TIOJTHOTO COBIANEHUA COCTaBa TPagyUpoOBOY-
HBIX PAcTBOPOB U PACTBOPOB IIP00, a KOJIHUIECTBO
BBOJUMOM HHUKEJIEeBOM OCHOBBI COCTABUJIO HA TPH IIO-
pAOKa BeIUIUHBI MEHbIIIe.

dunaHcupoBaHUE

HcenemoBanusa IpoOBOAMINCH B PAMKAX BBIIOJ-
umenws rpanta PH® (Ne 23-23-00019) ¢ ucnonb3osa-
uueM HayuHoro obopymosanua [IKII «9xomoro-ana-
JINTHYECKHH IeHTP» KybaHcKoro rocyHuBepcuTera.
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