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AHHOTanusi. Pabora mocBsiiieHa UCCIIEIOBAaHUIO XapaKTEPUCTHK TPpa(UTOBBIX TMEYEH Pa3IMIHbBIX
npousBoauTeneil. bbuin uccaenoBaHbl CKOPOCTH HarpeBa rpaUTOBBIX NEuel, U OLIEHEH XapakTep
MI0JIy4a€MbIX B HUX aHAJIMTUYECKUX CUTHAJIOB MOTJIOLIEHUSI XUMUYECKHX 31eMeHTOB. HecMoTps Ha
HEKOTOpO€ OTIMYUE B KUHETUKE CUTHAJIOB MOIJIOLUIEHNS B IpaUTOBBIX Me€Yax pa3HbIX MPOU3BOIU-
TEJEH, 10 pe3yabTaTaM padoThl MOKHO TOBOPUTH 00 X MIPUTOIHOCTH JIJIsl KOJIMYECTBEHHOTO aHAIN3a
IIPYU YCJIIOBUU KOPPEKTUPOBKHU TEMIIEPATYPHO-BPEMEHHOM IIPOrpaMMBbl HarpeBa aTOMHU3aTopa.
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Abstract. The work is devoted to the study of characteristics of graphite furnaces of various manu-
facturers. The heating rates of graphite furnaces were studied and the nature of the analytical signals
of absorption obtained for chemical elements was evaluated. Despite some differences in the kinetics
of absorption signals in graphite furnaces of different manufacturers, the results of the work suggest
that they are suitable enough for quantitative analysis, provided that the heating program for the at-
omizer is corrected.

Keywords: atomic absorption spectrometry (AAS), electrothermal atomizer, graphite furnace, temper-
ature-time program, heating rate, analytical signal

Beeoenue

ATtomHo0-a0copOnmonHas cekrpometrpus (AAC) ¢ AIEKTPOTEPMUIECKOIN aTOMU-
3anuei SBISETCS OJHUM M3 Hanbosiee YyBCTBHTEIBHBIX METOJOB JIEMEHTHOTO aHa-
nu3a [1-5]. Haubonee pacnpocTpaHeHHbIM aTOMHU3aTOPOM SIBJISIETCSL TpyOUaTas nedb
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U3 BBICOKOIUTOTHOTO AJIEKTpOrpaduTa, CBONCTBA KOTOPOTO (IIEKTPUUECKOE COMTPOTHUB-
JeHue  Kod(QPUIIMEHT YepHOTHI MOBEPXHOCTH) BIUSAIOT HA aHAIUTUYECKUE CUTHAIBI,
YTO 0COOEHHO aKTyaJbHO B MHOT03JIeMeHTHOM aHanuze [6—10]. Bce aTo npenbsiBisier
BBICOKHE TPeOOBaHUS, KaK K KBATM(DHUKAIINN aHATUTHKA-0TIEpPaTOpa, TaK U K KA4eCTBY
UCITOJIb3YEMOI0 aTOMHU3aTOpa.

B nacTosiiee BpeMs u3-3a CJI0KHOCTH B MPUOOPETEHUU UMIIOPTHBIX PACXOHBIX
MaTepuasoB JJid aHaliu3a, B TOM YKCIIe U TpaUTOBBIX Nedel, BO3HUKAET HE0OXOu-
MOCTb UCKaTh UM 3aME€HY CPEeJN OTEYECTBEHHBIX U JOCTYITHBIX 3apyOCKHBIX aHAJIOTOB.
[Ipu sTOM BCTaeT BOMpOC 00 UX MPUTOJHOCTH.

Takum o0pazoM, LIeNbI0 JaHHOUW pabOoThI ABISETCA UCCIIEI0BAHUE XaPAKTEPUCTUK
HarpeBa JOCTYIHBIX TPaUTOBBIX TEYEH I AJIECKTPOTEPMUUYECKUX aTOMU3ATOPOB
MPOAOJIBHOTO HarpeBa M CPaBHEHUE XapaKTepa MoJIy4yaeMbIX ¢ UX HOMOIIbIO AHAJTUTH-
YECKUX CUTHAJIOB MOTJIOLICHMUS.

Memoowt ucciredosanus
IKcnepumenmanvbHas yCMaHoeKa

HccnenoBanrie mpoBOIUIOCH HA aTOMHO-20COPOIIMOHHOM CIIEKTPOMETPE C HC-
TOYHUKOM HEMPEPHIBHOTO CIIEKTPA U IIEKTPOTEPMUUYECKUM aTOMHU3ATOPOM IMPOJI0b-
Horo HarpeBa «I'pana-AACy [11-12]. B nannoM npubope npuMeHstoTcs rpa@uToBbIC
ne4yr 0co00N YUCTOTHI C MUPOTUTHYECKUM MOKphITHEM [13]. X HarpeB ocyiiecTBiis-
eTcs pe3ucTUBHBIM crtocoooM (50-2700°C) B armocdepe aprona. YupasjeHUe Harpe-
BOM MPOUCXOIUT MOCPEACTBOM MUPOTHO-UMITYILCHON Moysiiu (IIIMM) nHanpsixke-
HUS Ha aToMu3aTope ¢ ooparHoit cBa3bi0 (OC) o Temmeparype, JJisl 4ero UCIoIb3y-
eTCsl ONTUYECKUH TupomMeTp Ha ocHoBe doToauoaa (nmupomerp OC).

Mamepuanw

B paGote uccrnenoBanuck HOBbI€ rpadUTOBBIE MEUU TPEX MPOU3BoaUTENEH (110 2
sx3eMiuisapa): Hitech Ceramics (Poccus) [14], Aolantec (Kurait) [15] u Schunk (I'ep-
manHus) [16]. st cpaBHEHUS! aHAIMTUYECKUX CUTHAJIOB MOTJIONIEHUS KCTIOIB30BaIach
CMECh MHOTOAJIEMEHTHBIX CTaHAapTHBIX 00pasnoB (MOC-1, MOC-2, MOC-3 u MOC-
4) mpousoactea OO0 HIIIT «Cxkar» [17]. O6bem no3upoBanus 20 MKII.

Onucanue IKCnepumenma

Jlo Hadana W3MEPEHHUI TPOBOJIUIICS MPEABAPUTEIBHBIN JECATUKPATHBIN 00KUT
BCEX Ie4ed mo TemMmeparypHo-BpeMeHHou mnporpamme (TBII), mpencraBieHHoil B
Tabs. 1. D10 HE0OXOAMMO JJIS BHIXOJIa B CTAIMOHAPHBIN PEKUM MTapaMeTPOB HArPeBa,
KOTOPBIE 3aBUCAT OT CONMPOTHBICHUS U KOIPPUIIMEHTA YEPHOTHI ITOBEPXHOCTH TICUH.
Ha sTane atomuzanuu npou3BOAUTCS PETUCTPALIAS TEMIIEPATYPhI IEYN U aHATIUTHYE-
CKMX CUTHAJIOB MOTJIONIEHHUS] XUMHUYECKUX 3JIEMEHTOB.
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TBII st IepBUYHOTO OTKUTA

Tabnuua 1

Sran Temneparypa, Bpewms, ¢ Ckopoctb Pacxon BHyTpeHHero 3a-
°C Harpesa, °C/c LIATHOIO rasa, JI/MUH
Cymika 90 60 0 1
[Tuposn3 500 30 100 |
ATtomuzanus 2400 3000 0
YucTka 2500 | 3000 |
OxnaxaeHue — 20 — 1

Peszynvmamot u 0ocysrcoenue

H3menenue ckopocmeil nazpeea no mepe omiycuza HOGblx nevei
u koppekmupoeka TBII

M3MeHeHne CKOpOCTH HarpeBa HOBBIX TpauTOBBIX Neuel 3a nepBbie 10 oTxu-
r'OB [TOKa3aHo B Ta0. 2. BUugHO, 4TO 10 Mepe OTKUTa CKOPOCTh HAarpeBa CUIIbHEE BCETO
BO3pacTaeT y POCCUNUCKHUX MEUeH, YTO CBA3aHO JIUOO C CYIIECTBEHHBIM YMEHBIICHUEM
UX 3JIEKTPUYECKOTO COMPOTUBIICHHUS, JIUOO C 3aMETHBIM M3MEHEHHEM KO3 puIreHTa
YEPHOTHI MOBEPXHOCTH.

Tabnuya 2
V3MeHeHne CKOpOCTH HarpeBa HOBBIX TpadUTOBBIX MEUEH MPH MEPBUYHOM OTKHUTE

CKOpOCTh Harpena
npu 1 omxure, °C/c

CKOpOCTh Harpesa
npu 10 orxure, °C/c

N3MeHeHne CKOPOCTH

I'padutoBas neun
pac Harpesa, %

Schunk, I'epmanus 3644 3835 5%
Aolantec, Kurait 4653 4950 6%
Hitech Ceramics, Poccust 4679 5118 9%

[Tocne 10-T1 OTKUTOB CKOPOCTH HarpeBa HOBBIX Teuel Schunk u Hitech Ceram-
ICS TIepecTaeT CyIIeCTBEHHO M3MEHATHCA, OJJHAKO y nedyeil Aolantec TemnepaTypHbie
KpPUBBIE MPOJOJIKAIOT cMeaTbest npumepHo 110 15—17 orxkura. Koppexkruposka TBIIT
IPOU3BOIMIIACH TIOCTIE TOTrO, KaK TEMIIEPATyPHbIE KPUBbIE CTAOUIN3UPOBAIIUCH.

W3 puc. la BugHO, yTO npy Harpese npu oauHakoBbIX IIIMM u 3agaHHbBIX Temmne-
patypax, rpaduKd Ui POCCUNCKUX M KUTANCKUX IpaUTOBBIX Medel MMEIOT CyIile-
CTBEHHO OOJIBIINIA yTOJI HAKIIOHA, T.€. OOJBIIYIO0 CKOPOCTh Harpena. [loaToMy ux cko-
pOCTh HarpeBa ObUIa YMEHbILIEHA TAKUM 00pa30M, 4TOObI rpauKu TeMIepaTypbl s
nevei Bcex Tpex Mpou3BOAUTENEH ¢ O0IBIION TOYHOCTHIO cOBNaNIM. B urore ynanoch
NOOUTBHCS OTJIIMYUS B CKOPOCTSAX Harpesa B npezenax 1% (puc. 10).
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TemnepaTypa : : : : TEMH!:EpﬁTypﬁ'
2400 2400 |

2200 2200

2000, 2000

1800 : 1800

1600 ° 1600

1400 1400

1200 ¢ 1200

1000 : 1000
800 o0 |

600 o0

Puc. 1. ®parmenT rpadmkoB HarpeBa neveil pa3HbIX MPOU3BOAUTEICH (CHHMMN —
Aolantec, kpacubiii — Hitech Ceramics, uepHblii — Schunk): a — nmociie nepBuyHOro
OTKWTa MPHU UCToNb30BaHuu oarHakoBoil TBII; 6 — nocne koppexkuun TBII

Cpagnenue anaiumuyeckux CUZHAI08 NO2TIOWCHUS I]1IEMEHMOE PA3TUYHOU
Jlemy4yecmu nocjie IKcnepumenmanvhou noozonku TBIT

Ha puc. 2-3 npencraBnensl rpaduku 3aBUCUMOCTH a0COpOLIMK OT BpEeMEHH IS
cepeOpa (koHueHTpamus 9,76 MKr/in) u Mmaprania (KoHieHTpanus 48,8 MKI/J) 11 BceX
nevye. AMIUTUTY1a MAaKCUMYMOB TOTJIOIICHUS, TTOJIOKEHUE MUKOB IMOTJIOMICHUS BO
BPEMEHU U UX JJIUTEILHOCTh HECKOIBKO OTINYAIOTCA JIJIS TIeUeil pa3HbIX MPOU3BOIH-
tenei. [Ipu 3tom OCKO uHTErpana aHaIuTHYECKOr0 CUTHANA 10 BPEMEHU COCTABJISIET
8% nuis cepebpa u 7% miis mapraniia, 9yTo ykinanbiBaercs B 10% u cauraercs Xopoumm
nokasaresieM. [1oaToMy Bce mpeAcTaBICHHBIC TIEYH MOKHO HCITOJIB30BATh IS KOJIH-
YEeCTBEHHOT'O aHaJIN3A.

3axknwuenue

B xo1e paboTsl 00HapY’KEHO OTIMYHE B CKOPOCTAX HarpeBa rpaUToOBbIX Meyeit
Pa3HbIX MPOU3BOAUTENEH, UTO TpeOyeT KoppekTupoBku TBII. [Tomumo paznuuus B ux
ANEKTPUUYECKOM COMPOTUBICHUU MPEIONAraeTcs Takke oTiandue KoddduimeHra
YEPHOTHI, TPUBOIALIEE K CYHIECTBEHHOMY HECOOTBETCTBUIO MEXIY AOCTHUTAEMBIMU
(pea’bHBIMM) U 33IaHHBIMU TEMIIEpPATypamMu (IIPU UCTIOIB30BaHUU OJTHOM KaIMOPOBKU
nupometpa OC). Jlnsa nanpHeieit paboThl ¢ POCCUICKUMU M KUTAWCKUMU TpaduTo-
BBIMH [T€4aMH HEOOXOJIMMO YUUTHIBaTh 3TOT ()aKT U UMETh BO3ZMOXXHOCTH BBIOMPATH
KaK COOTBETCTBYIOINMUI BapuaHT KanmuOposku nupomerpa OC (Boime 400 ©C), tak u
aJIeKBaTHBIA HU3KOTEMIIEPATYPHBIM KanuOpoBounklii nonuaoM (1o 400 °C, no Bximo-
YeHUs1 0OpaTHOM CBSI3N).

HoBele neun pekomeHnayercss oTkurate He MeHee 10 pa3 (Aolantec He meHee
15-20 pa3), MOCKOIBKY B TEUCHUE MEPBHIX IIUKIOB HarpeBa ux rpaduKu HarpeBa Cy-
[IECTBEHHO CMEIAIOTCSI B CTOPOHY YBEIMYEHHSI CKOPOCTH Harpena.

AHanu3 KHHETUKHU CUTHAJIOB MOTJIONICHUS MOKa3aJl HE3HAYUTENIbHbIE Pa3Inyus
JUTSL OAHUX U T€X %KE 3JIEMEHTOB IIPH UCIIOIb30BAHUHU NEYEH pa3HbIX MPOU3BOIUTENEH,
pa30poc 3HAYECHUI BBIYMCICHHOM MHTETPAIbHON a0COPOIMHU TIPU 3TOM YKJIaIbIBAETCS
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B 10%. JlanHbIil (pakT CBHUIAETEIBLCTBYET O BO3MOXKHOCTH IPUMCHEHHS MEUeH Ipe-
CTaBJICHHBIX MPOU3BOJMUTEIICH I KOJTMYSCTBEHHOTO aTOMHO-a0COpOIIMOHHOTO aHa-
Jau3a.
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Puc. 2. 3aBucumoctps abcopOuum ot Puc. 3. 3aBucumocTts abcopOuuu ot
BPEMEHU JJI1 AaHATMTUYECKOMN JIMHUU BPEMEHU ISl AHATTUTUYECKOMN JIMHUU
Ag 328,068 um u rpadutoBoit meun:  Mn 279,4817 Hm u rpaduTOoBOM NIEeUu:
cunuil — Aolantec, kpacusiii — Hitech ~ cunnii — Aolantec, kpachsbliit — Hitech
Ceramics, yepnbiii — Schunk Ceramics, yepnbiii — Schunk
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