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MHNPOBONIOATI'OTOBKA B TUT'EJIBHBIX ATOMHU3ATOPAX
NP ATOMHO-ABCOPBIIMOHHOM OITPEJAEJEHUN
KAIMHUA U CBUHIA B IPUPO/IHBIX BOJAX

B.H. Opemxun, I'W. LH{u3un

(kagedpa ananumuueckoul xumuu, e-mail. tsisin@analyt.chem.msu.ru)

B TUreJbHBIX 3JIEKTPOTEPMUYECKUX ATOMHU3ATOPAX NPH ONpe/ieIeHUH CJIe0B YJ1eMEeHTOB
B 00pa3uax NPpUPOIHBIX BOJ ATOMHO-20COPOIHOHHBIM METO0M NEePCIeKTHBHO NPOBOAUTH
JABe MocJie0BaTe/IbHbIe CTAAUH NMPOOONOATOTOBKU: TUHAMHYECKOe KOHIeHTPUPOBaHHE
pacTBOpPeHHBIX ()OPM IJIEeMEHTOB HA TBEPIOM COpOEHTe ¢ OJHOBPEMEHHBIM BbIJeJIeHHeM
B3BeCH U MocJjeaylollee TepMUUYECKOe pa3jiokeHHe KOHLEHTPATa ¢ (PaKuMOHHBIM HC-
napeHneM-KoHeHcauueil ananurta. Takoil moaxoa Mo3BoJisieT CHU3UTH PUCKH BHECEHMS
3arpsi3HeHHil M MoTephb jaeMeHTOB. [lepBasi ctagusi NPodONMOATOTOBKH MOKeT ObITh BbI-
MOJIHEHA BHe JIa00paToOpHu, B MOJIeBbIX YCJIOBHUAX.

KuaroueBble ciioBa: IIEKTPOTEPMUUECKUIT aTOMHO-a0COPOLIMOHHBIH aHaJH3, TPOOOIIOIrOTOBKA
00pa3moB MPUPOTHBIX BOJI, TUTEIBHBIM aTOMU3ATOP.

OnpezneneHue B MPUPOAHBIX BOJaX (HOHOBOTO yib-
TpaMajoro KOJHWYECTBAa PACTBOPEHHBIX (B‘HpaCTB.) u
B3BelIeHHBIX (D, ) Gopm Tshxenbix meramios (Cd,
Pb, Hg u 1p.) ocTaercss HEMpOCTOH 3aa4eit mpu Hc-
MOJIb30BAaHUU JIFOOBIX BBICOKOUYBCTBUTEIBHBIX Me-
To70B aHanu3a. OIEHKH CPEIHEro COoAep KaHus dlie-
MEHTOB B BOJaX (peuHbIE, MOPCKHE U JAp.) MPOTUBO-
pednBHI (MOTYT OTIIMYATHCS HA MOPSIOK BEINYUHBI U
oonee) [1, 2]. [Ipu ompeneneHuun Cien0B AIEMEHTOB
CYIIECTBEHHOE BIUSHUE HA KAYECTBO aHAIUTHYECKIX
pe3ynbTaToB, Kak M3BECTHO, OKA3bIBAET ATAIl Mpo0o-
MOTOTOBKH [3—5], 4TO, BEPOATHO, HEOOIIEHUBACTCS
B MPAKTUYECKOM aHaju3e. IMEHHO Ha cTaiusix mpo-
OornoarotoBku (¢ ymeTpaduiabTpanmen, mnpeaBapu-
TEJIbHBIM KOHLIEHTPUPOBAHUEM) BEJIMK PHUCK IOSBIIE-
HUS TPYITHOKOHTPOJIMPYEMBIX 3arps3HEHH 00pa3oB
WIH TIOTEPb ONpEACsiEMbIX JIEMEHTOB (Tlocyaa, UH-
CTPYMEHTBI, (DUIBTPALIMOHHBIE YCTAHOBKH, 000PYIO-
BaHME U BO3YyX JIAOOPATOPHOTO MOMEILIEHUS U Ap.).
[TosTOMY BakHO Kak yMIpOUIaTh MPOOOMOATOTOBKY,
TaK 1 COBEpPIICHCTBOBATH TEXHOJIOIMU Ha OIpE/eICH-
HBIX CTQJIUSIX KOHIICHTPUPOBAHUS 3JIEMEHTOB.

B skoaHanmMTHYECKOM KOHTPOJE M T€OXUMHHU IS
OIIpEIEIICHNS JIEMEHTOB B BOJIE M B3BECH YacTO MpPHU-
MEHSIIOT BJIEKTPOTEPMHUUECKHI aTOMHO-abcopOIu-
OoHHBI (AA) ananu3. B smekTpoTepmMuyveckue aro-
MH3aTOPBl MTOMEINAIOT OOBIYHO PACTBOPHI (TBEpIbIE
KOHIICHTPATBI, B3BECH PACTBOPSIOT MIIH JIECOPOUPYIOT
JIIEMEHTBHI).

*NHCTUTYT QyHIaMEHTaIbHBIX pobiem 6uosorun PAH.

B nacrosiiiee Bpemsi yCIIEIIHO HCHOJB3YIOTCS H
Jpyrue ToAxonbl. B aTtomuzarop MOXHO BHOCHTH
TBepJible 00pa3ilbl B3BECEH WM KOHIICHTpaToB [6—8].
Haubonee nepcnekTUBHBIM SIBISIETCS CHOCOO IOITY-
YeHMs KOHLEHTPATOB B CAMOM aroMm3arope: B Jalo-
PaTOPHBIX YCIOBHSX DIIEMEHTHI KOHIEHTPUPYIOT Ha
tBepioM JIDTATA-copOeHTe U BBIJCISIOT B3BECH B
TUTEIILHOM aTOMU3aTOPEe-MUKPOKOJIOHKE U3 00pa3LoB
BOJIBI M paCTBOPOB. 3aTeM MPOOOTIOATOTOBKY POJIOJI-
KAIOT C IPUMEHEHHEM HECKOIBKUX CIOCO0O0B Moja-
BJICHUS BIMSIHUS MAaTPUYHBIX KOMIOHEHTOB [9, 10].

B nacrosimieii pabote orieHeHa BO3SMOXXHOCTh TIPH-
MEHEHHsSI B aHAIUTUYECKOM IMKJIE IBYX MOCIEI0Ba-
TEJIbHBIX CTaIUH MPOOOMIOTOTOBKY B TUTEIHHOM aTo-
MH3aTOpe C KOHLIEHTPUPOBAHUEM KaJMHUS M CBHHLA
HEIOCPEICTBEHHO MpU 0TOOpE 00pas3IoB Ml HKOIO-
TUYECKOTO KOHTPOJIS PEYHON BOADI.

IKCNepUMEHTAJNBLHAS YaCTh

Dnexkmpomepmuueckue  amomMuzaAmMOpPvI-UCna-
pumenu. Qbopyoosanue. ] TOCIEIOBATEIHHOTO
MPUMEHEHHUS ABYX CTaIuil MPOOOMOATOTOBKH MPH-
TOJIHBI TUTETIbHBIE aTOMU3aTOPBI-UCTIAPUTEIH C TOTIe-
peunbiM HarpeBoMm (puc. 1) [10, 11]. Junamudeckoe
KOHIICHTPUPOBAHHE JIEMEHTOB W BBIJICIICHHE B3BECH
MPOBOJMIIM B TPAaQUTOBBIX TUIVISIX-MHKPOKOIOHKAX
(BbIicOoTa 7,5-12 MM, BHYTpeHHUN quameTp 2—-3 MM)
C MHUKPOOTBEPCTHSIMU B JHE WM rpaduroBbIM (WK
rpauTOBBIM+MeMOpaHHbIM) (HUIETpOM (puc. 1).
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Puc. 1. I'paduToBBIC TUTEIBHBIC ICKTPOTCPMUICCKHE aTOMU3ATOPBI-UCTIAPUTEIH ISl IIPO-
0OMOATOTOBKH 00PAa3IIOB BOJI, TBEPBIX KOHIIEHTPATOB M B3BECEH: ¢ — TUTEIIb-MUKPOKOJIOHKA
JUTS THHAMHYECKOTO KOHIICHTPHPOBAHUS AIEMEHTOB U3 BOA W PACTBOPOB U BBIICICHHS B3BE-
CH; 0, 8 — CHCTEMBI «TUTEIb—CTEPKEHb C TPAUTOBBIM (QIITETPOMY JJISI TEPMUIECKOTO pas-
JIOXKEHUS TBEPIBIX KOHIIEHTPATOB, B3BECEH M (PPAKIIMOHHOTO NCIAPEHHUS-KOHACHCAIIH 3JIe-
MEHTOB; & — TPEXKaMEPHBII dMEKTPOTEPMUUYECKUN aTOMU3ATOP «TUTENIb—TUeHKa—CTEPIKEHBY
C IBYyMsI 30HAMH HCIIAPCHUS U 00IIEH aHATUTHYCCKON 30HOI; 0 — TPEXKAMEPHBIH 3IEKTPOTEp-
MUYECKHIA aTOMU3ATOP «CTEPIKCHb—TICHKA—CTEPIKCHB) C IBYMsI 30HAMU UCTIAPCHHUS M 00IIECH
AHATUTHYECKOH 30HOH (/ — TUTETh-MUKPOKOIOHKA; 2 — JIDTATA-kouIIeHTpaT i JJOTATA-
KOHIICHTPAT + B3BECh; 3 — MOPHUCTHIN TPaUTOBBIN WIH TPAdUTOBEIH  MEMOPAHHBIN (DHIIBTPHI;
4 — rpadUTOBBI THUIEIb-UCIIAPUTEND; J — TPA(QUTOBBIN CTEPIKEHb — MPUEMHHUK-UCITAPUTEID
KOHJIeHcaTa; 6 — rpaduroBas nopuctas nuadparma-puistp; 7 — tBepabiii IO TATA-KkoHIIEH-
Tpar (mociic KOHICHTPUPOBAHUS B CTATUYCCKOM PEXKHMME) WM B3BECh (IIOCIIC MEMOpaHHOM
yapTpaduIBTpanum); 8§ — KOHJCHCAT (KOHIICHTPAT); 9 — TepPMOMOIU(PUIIMPOBAHHEIN TBEPIBII
KOHIICHTPAT WIIN B3BeCh; /() — siueiika (30Ha aToMH3anun); // — mpocBednBaeMasi aHAIATHYIC-

CKast 30Ha; /2 — CMEHHbIC HE3aBUCHMBIE TPA(UTOBBIE ACPKATEIH-ITEKTPOKOHTAKTHI

Ha BTOpo#i cTamum nmpoOGOMOATOTOBKHA TBEPIBIX
KOHLIEHTPAaTOB U B3BeCeil (TepMUUEcKoe paslioxke-
HUe U PpaKIMOHHOE HCTIapeHUe-KOHSHCAIUs dIie-
MEHTOB) MPHUMEHSIIA U3BECTHYIO CUCTEMY: rpadu-
TOBBIH THTENIb ¢ 00pa3nom (Mcmapurens) — rpadu-
TOBBIH CTEPIKEHB-IIIEKTPOJ (MPUEMHUK KOHJIEHCa-
ta) [4, 12] ¢ mopucToit rpadpuToBOi nUadparmoii-
GuIBTPOM MEXJy HCHapuTeleM U NPUEMHHKOM
(tonmuuoi 0,3-0,5 MM).

Jns  atomMu3anuu  TepMOMOAU(PUIUPOBAHHBIX
00pa3loB M KOHJICHCATOB B THUTIIE M Ha TOpLE
CTEpXKHsI HCIOJb30BaJU TpPEXKaMEpHbIE aTOMH3a-
TOPBl TUIIA «TUrEJIb—AYEHKa—CTEPKEHb» U «CTEp-
KEHb—AUEeHKa—CTEePKEHb» C JABYMsI 30HAMH HCIa-
peHuss U 00Ied H30TePMUYHON aHAIUTHYECKON
30HO# B stueiike [10, 11] (puc. 1).

TUurIM, CTEPKHU, TUCHKH PUKCHPOBAIH MEKIY
2-3 mapaMu JepiKaTesneii-3JIeKTPOKOHTAKTOB 0JIoKa
aromusanuu. ba3zoBas monens Oioka paccMoTpe-
Ha panee [13]. brok aToMu3anuu ObUT yCTAHOBIEH
Ha AA-cnektpodoromerpe «CarypH-2» U IPyTHX
npubopax ¢ AeHTepueBsM KoppekTopom (ona [7,
9, 13]. Ilepen skcnepuMeHTaMHu TPaQuUTOBBIE aTO-
MHU3aTOPbI-UCHAPUTENIN 00KUTaIu IPU TeMIepary-
pe ~2500°C miist ynaneHus 3arpsi3HEHUM.

B kadyecTBe HMCTOUYHMKOB H3JIYYEHHS] HUCIIONb-
30Bajy JIAMIIBl C TOJIBIM KAaTOJIOM HIIM BBICOKO-
YaCTOTHbIE O€3IEKTPOAHbIE HIAPUKOBBIE JIAMIIBI.

IIpuMeHsIM UHTErpaJbHbIA U UMITYJIbCHBIA CIIOCO-
OBl M3MEpPEHUSI aHAJUTUYECKUX CUTHAJIOB (aHAJIH-
trnaeckue yuHun: Cd 228,8 am; Pb 283,3 uMm).

Pe3yabTaTrhl 1 ux o0cy:xkaeHHne

Ilpobonoozomoexka HehunomposaHHvlX 00pa3n06
U punompamos 6 muzebHOM AMOMUIANIOPE

DOneMeHThl OIpeAe/suln B He(UIBTPOBAHHBIX
o0pa3uax pedyHoi BOJbI, a Takke B (uibTparax
u B3Becax (p. Oka, MockoBckas 00i1., [Iprokcko-
TeppacHblii 3anoBeaHuK, 2013 1.). MeMOpaHHYIO
yaeTpaduibTpanuio mo meroguke [14] (bumbrpsr
¢ auametpom mop 0,45 MkM) mpoBoauiu B J1a00-
paTtopHbIX ycioBusax yepe3 30—60 muH mocie oT-
Oopa oOpasma. DieMEHTHl KOHIEHTPUPOBAIU U
BBIJCIISJIM B3BECH B THUIJIE-MUKPOKOJIOHKE M3 He-
(bunbpTpOBaHHBIX 00Pa3lOB B CHELHAIBHO MOATO-
TOBJIEHHOM MOMeNIeHnU Ha Oepery peku (~0,5 M oT
Oepera) cpasy ke mociie 0oToopa oOpasia, a Takxke
B CTAallMOHAPHOM Ja00paTopuu. YUUTHIBAIH OIBIT
JUHAMHUYECKOTO KOHIICHTPUPOBAHHUS B TUTIISIX-MH-
kpokosoHkax [9, 10]. Ha cTonuke ycraHaBiuBaiu
HITaTHB U3 Oprcrexiia. B rue3ma mraTtuBa momenna-
v tury, HanonHeHHble J[9TATA-copbenTom (5—
10 mr). XKuagkocTHyr0 Maructpainb (UKCHPOBAIU
KOJIbLIaMU M3 Te(JIOHA M C MOMOILbIO MEePUCTATIb-
THYECKOTO Hacoca mponyckanu 3—20 mu oOpasma
co ckopocThio 1-2 mu/muH. 3Hauenune pH oOpas-
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I1a yCTaHaBIMBalu B MHTepBane 4-5 nmobGaBieHu-
eM ountieHHoro 1 M pacTBopa anerara aMMOHHUS.
Mukpokoiaonky npomeiBaiu 0,5 miu Toro xe Oy-
¢dbepHoro pactBopa. IIpu Takux ycioBUSX TOCTHTa-
€TCsl KOJIMYECTBEHHOE U3BJIEUEHHUE KaJMHUsl U CBUH-
112 U3 PEYHBIX BOJ B IPUCYTCTBUU HEOPTaHUYECKUX
U OpraHWYECKUX MPUPOAHBIX KOMIIJIEKCOOOpa3oBa-
tenet [15, 16]. Turnu ¢ KOHIEHTPATOM MOMeIIaau
B repMeTHYHbIE TE€()IOHOBBIE KANCYIbl U XPAaHUIU
1o ananusa. [loqoOHyI0 mpouenypy NpUMEHSIN U
JUIS KOHLEHTPUPOBAHUS 3JIEMEHTOB U3 QuibTpara
cpasy ke mociie OTJeJeHUs] B3BECH B CTalMOHAp-
HOH jaboparopuu. OO6pasibl CpaBHEHUS TTOTYYCHBI
Ha OCHOBE peajbHOr0 00pasia BOJbl, OUYUIIEHHOTO
JDOTATA-copbeHnTOM, C mocheayromuM ao0aBie-
HUEM DJIEMEHTOB.

@unbTpaThl aHAJIIU3UPOBAIH TAKXKE C IIpeaBapU-
TEJbHBIM KOHLEHTPUPOBAHUEM 3JIEMEHTOB B CTaTH-
YeCKUX yclIoBUAX. MeTonuka nmpuBeaeHa B pabore
[7]. IpomomxkutenbHOCTh copbOruu (50 M1 oOpasia
n 50 Mr copOeHTa) P MEpeMeIINBAaHUU COCTAB-
nsuta 60 muH. KoHnleHTpaT 0THUIBTPOBHIBANH, TIPO-
MBIBAJIM U TIOCJIE€ BBICYIIMBaHUs HaBecKy (3—10 mr)
nomeniany B turenb. [lopomku B3Becei, BbIJIEICH-
HbIe Ha MEMOpaHHBIX (UIBTPaX, CMEIIMBAIN C Ipa-
¢utoBeM mopomkoM (1:1, 1:5) m HaBecky 3—10 mr
moMeujajid B TUTeJdb. Majoe KOJIMYEeCTBO B3BECH
(B BHJIe TOHKOTO IUIOTHOTO CJIOSI) HE OTHAEISIH OT
¢buiabTpa, a BeIpe3anu KPyKKHU AUAMETPOM 3—5 MM
U TOMEMIAJIA B aTOMU3ATOP «CTepKeHb ¢ Auadpar-
MoO# — cTepkeHb» [10] u ananu3upoBay.

[Ipu Takom monaxoje Mpu ONpEeNETCHUH CIEI0B
3JIEMEHTOB B aTOMHU3aTOpPE BO3pacTaeT poib Ipo-
0OMOArOTOBKU TBEPIbIX KOHLIEHTPATOB U B3BECEH,
KOTOpasi HeoOXoauMa Jisi YMEHBIICHHS HeceJeK-
TUBHBIX TOMEX U MATPUYHBIX BIUSHUN B aHAJIUTH-
YECKOH 30HE.

Iloozomoeka meepovix KOHYEHMPAmoe u 636eceil
6 Mu2ebHOM amomu3zamope

Ha mpoTsKeHUW IIUTEIHbHOTO BPEMEHH 3ajia-
Ya IMOJIaBIICHUS BIUSIHUST OCHOBHBIX KOMITOHEHTOB
TBEpAOro o0pasna Mpu ONpeAeNeHuN CIEIO0B dIie-
MEHTOB B AA-aHaiun3e pemaercs mno-pazHomy [17,
18]. IlpuMeHsIOT pa3Hble MOAXOJbl: ONTUMU3UPY-
0T PEXKUM MPEJBAPUTEIBHON TepMUuueckoi oopa-
00TKH (030J1eHHUS) 00pasiia, UCIAPSIIOT HIIEMCHTHI B
M30TEPMHUYHYIO0 aHAJUTUYCCKYIO 30HY aTOMH3ATO-
pa, YBEIUYHMBAIOT CKOPOCTh HArpena, 100aBIsIOT B
aTOMH3aTOp PEareHThI-MOJIUPUKATOPBI, (QUIBTPY-
IOT TIapbl JIEMEHTOB Yepe3 TpaduToBbIe QHIBTPHI,
CEJICKTUBHO UCHAPSIOT U KOHACHCUPYIOT 3JIEMEHTHI
B aromu3artope. Iloka3zaHa 3(¢deKTHBHOCTh aHa-

JU3a CIOXKHBIX M0 COCTaBy OpPraHOMHHEPAJIbHBIX
KOHLIEHTPATOB U B3BECEH C MPEIBAPUTEIbHBIM TEP-
MHUYECKHM pa3JIO)KCHUEM M CEIEeKTUBHBIM (pak-
IIUOHHBIM HCHAapEHUEeM-KOHJICHCAIIMEH AIEeMEHTOB
B arommuzarope [10, 11]. Cmocob® cenekTUBHOTO
(bpakIrOHHOTO OTJEeICHUA-KOHIICHTPUPOBAHUS
3JIEMEHTOB, JABHO MPEJIOKEHHBIH B aTOMHO-IMHUC-
CHOHHOM Metoje [4, 12], B mociaeaHue rofsl npu-
MeHsieTcsl U B AA-aHanu3e 00pasIoB CI0XKHOTO CO-
CTaBa.

['paduToBbIil TUrETh UMEET MPOCTYIO («HUACATb-
HYI0») (hOPMY H JIsl JTUHAMHYECKOIO COPOIIMOHHO-
ro KOHIICHTPUPOBAHMS 3JIEMEHTOB, W s (ppakuu-
OHHOTO HCIIApEHUSI TBEPIBIX 00pa3IOB-KOHIEHCA-
TOB AJIEMEHTOB, T.€. JJIsl IPOBEICHUS JIByX MOCIEI0-
BaTENbHBIX CTAJAMI MPOOOMOATOTOBKY MPU aHAIN3E
Boa. Tepmuueckyro 00paboTKy © (pakiIuOHHOE
HCIIapeHHe TBEPAbIX KOHLIEHTPATOB U B3BECEH Mpo-
BOJIMJIM B U3BECTHOM CHCTEME «UCHAPHUTENb — MPH-
€MHHK — TUTEJb — CTepkeHb (dnexTpon)» [4, 12]
JOTIOTHEHHOH MOPUCTOH rpaduToBON nuadparmoi
JUTSl IPEOTBPAILEHHS] TOCTYIIJICHUS YaCTHUL] U a3PO-
30J1ei B 30HY KOHACHCALUHU U YBEJIIMYEHHs CTere-
HHM aTOMHU3allMM KOMIIOHCHTOB oOpa3ma (puc. 1).
DKCIepUMEHTHI MTOKa3alH, 4TO MPU TAaKOM MOIXO-
Je cienyeT yMEeHbIIHUTHh Au((y3noHHBIE TOTEPH
yepe3 MHUKPOOTBEPCTUS JIHA THUIIISI-MHUKPOKOJIOH-
ku. [ToaTOMy MHUKpPOKOJIOHKY C KOHIIEHTPATOM TIO-
Memanu B apyroil rpaduToBeiii Turens (T.e. aHa-
TU3UpOBaTN Kak obOpaser). Takke moctynaiu u ¢
MHUKPOKOJIOHKAMH, B KOTOPBIX HaXOAMJIHCH 00pas-
bl cpaBHeHUs. B pe3ynbraTre (ppakiMOHHOIO HC-
MapeHusl Ha TOPIe CTEP KHs MOJy4asd KOHJEHCAT
GUIBTPOBAaHHEIX TapoB 3yeMeHToB. OpHAKO Ha
CTaluu TepMOOOpaOOTKH U MCHApPEHUs OpraHuye-
CKMX M OpraHOMHUHEpalbHBIX 00pa3loB (B3BECH
MOTYT cozaepxatb 10 50% u 6ojee opraHuYecKoro
BelecTBa) npu temieparype >1500°C BO3MOXKHBI
MOTEpHU JEeTyYUX KaJMHS M CBHHIA M3-3a Harpena
30HbI KOHJeHcamuu (0,5-2,0 MM OT HCHApUTEIs)
[11]. ITosTOMYy cTagus TEPMUUYECKOTO Pa3I0KEHUS
n (QpaKIMOHHOTO WCHAPEHHUSA-KOH/ICHCAIIMH pa3-
JeJeHa Ha JIBEe MociieoBaTeIbHbIE C ABYMS He3a-
BHUCUMBIMHU MPUEMHUKaMH KOHJCHCATa: HU3KOTEM-
neparypuyo (700-1000°C) u BrIcOKOTEMITEpATY -
Hyto (>1500°C). Takoil moaxoj HPUMEHSUIH IS
aHalr3a MaTPULbl KOHIEHTPaT+B3BECh U B3BECEH.
Omnpezenenne KaAMUsl U CBUHIA B OJTHOPOJHON Ma-
tpune IO TATA-KoHIIEHTPATOB ¥ CBUHIIA B TIOPOIII-
Kax B3Becel (IpU comepKaHUU >5 MKI/T) BO3MOXK-
HO C NPUMEHEHHWEM OJHOW HU3KOTEMIIepaTypHOU
CTaJlUM TEPMHUYECKOTO Pa3jOKeHHS U (PpaKIHOH-
HOTO HcnapeHus. TakuM o0pa3oM, B IPAKTUYECKOM
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Puc. 2. Cxembl MpOOOMOATOTOBKH TBEP/IBIX 00PA3IIOB KOHIICHTPATOB U B3BECEH B THUTEIBHBIX DIEKTPOTEPMUUYECKUX aTOMH-
3aropax-ucrnaputeiisix (/ — mpoOOMoaroToBKa ¢ MPUMEHEHUEM HU3KOTEMIICPATyPHOU CTaIMK TSPMUUICCKOTO PA3JIOKCHUS U
(hpaKIMOHHOTO UCTIAPCHHUS-KOHICHCAIMH DJICMEHTOB B CHCTEME «TUT€IIb—CTEPIKEHBY C MOCIIEAYIOIICH OTHOBPEMCHHOI aTo-
MHU3aIUeH TepMOMOAH(DUITUPOBAHHOTO 00pa3iia U KOHICHCATa B TPEXKAMEPHOM aTOMHU3aTOPE «THUTEIb-I9eHKa-CTCPIKCHDY);
2 — mpoOOIIOATOTOBKA C IPUMEHEHUEM JIBYX MOCIICIOBATSIFHBIX CTAIH HIU3KOTEMIICPATYPHOTO U BEICOKOTEMITEPATYPHOTO
TEPMUYECKOTO Pa3JIOKEeHUI U (HPAKIIMOHHOTO NCTIAPSHUS-KOHACHCAIIH YJIEMEHTOB B CHCTEME «THTEIIb-CTEPIKEHBY C MOCIIe-
JIyIOIIEH OJIHOBPEMEHHON aTOMHU3al[Mell KOH/IEHCATOB B TPEXKAMEPHOM aTOMHU3ATOPE «CTEPKEHb-sIUeHKa-CTEPIKEHb)

aHanu3e peanu3oBaHa cxema (puc. 2), MO3BOJSIO-
mas CHU3UTh W BIHMSHHE MATPHUYHBIX KOMITOHEH-
TOB, W MOTepH aHaNUTOB. KOHKpeTHas mpoueaypa
TEPMUUYECKOM TOJITOTOBKM 0O0pa3loB BKJIOYaIa
ClIelyIOLINe CTaINu:

nporpes (cymka) mpu 105-120°C, 30-60 c;

030JICHUE — HM3KOTEeMIIeparypHoe (pakIHOH-
Hoe wucnapenue, konaencauus npu 700-1000°C,
20-60 c;

TEPMHYECKOE pa3lIoKEHHE — BBICOKOTEMIEpa-
TypHOe (paKIMOHHOE HCMapeHue-KOHICHC A
npu 1600-2000°C, 10-30 ¢ (c mocTeneHHbIM TO-
BBIIIEHUEM TEMIIepaTyphbl Ha KaXA0W CTalnN).

BeposTHO, Takyio mpoOOMOArOTOBKY TBEPIBIX
MaTpHI] B aTOMH3aTOPaX-HCIIAPUTEIAX CIENYeT OT-
HECTH K KaTerOPUHU YUCTHIX», MOCKOIbKY HCKIIO-
YeHO NPUMEHEHHE peareHTOB-MOAU(PHUKATOPOB, a
TaK)kKe yMEHBIICHBI PUCKHU TIOTEPH JIETYIEeTO aHAJIN-
Ta. Ba)XHO W TO, 4TO OYMCTKA TPAPHUTOBBIX ATOMH-
3aTOpOB-UCTIApUTEIEH U MPUEMHUKOB KOHJEHcara
JIETKO JJOCTUTAeTCsl 00KUTOM.

Amomu3zayus npooyKkmoe mepmuieckozo
PA3n0Mcenun U PPaKyuoOHH020 UCnAPeHUA

Turmu u crepxkHU (T.e. OJOKH CHCTEM IS
(paKIMOHHOTO HCTApPEHUsI) HCIOJNb30BaAIN IS

COOpKHM TpeXKaMEepHBIX THUTENIbHBIX U CTEepiKHe-
BBIX AaTOMH3ATOPOB «THTeIb—SYeHKa—CTEPIKEHb»
U «CTepXKeHb—sUelKa—cTepkeHb» (puc. 1). DTum
aTOMH3aTOPhl UMEIOT JIB€ HE3aBHCHMO HarpeBae-
MBbI€ 30HBI UCHAPEHUS U PACIOIOKEHHYIO MEXITY
HUMU 30HY aTOMH3aIuu (aHATUTHYECKYIO), TaKKe
HE3aBUCHMMO HarpeBaemylo. B atomwu3zarope «Tu-
reab—siueiKa—CTePKeHb)» BO3MOXKEH aHaJIu3 Tep-
MOMOJIUPUIMPOBAHHBIX O0pasiia U KOHJAEHCAaTa, B
aTOMHU3aTOPE «CTEPKEHb—AUEHKa—CTEPIKEHb» MOXK-
HO aHaJlM3UpOBaTh JBa KOHJEHCAaTa C UCIAapEHUEM
9JIEMEHTOB B OOIIYI0 M30TEPMUUYHYIO aHAJIUTHYE-
CKYIO 30HY B siueiike, HarpeBaeMoi C ONepeKeHHU-
em. Temmeparypa aromuzanuu coctaBisiia 1800—
2100°C (3-6 c).

Pezynvmamul onpedenenus 3j1emMeHmos 6 600e
u é36ecu

O1neHKH METPOJIOTHIECKUX XapaKTePUCTUK aHa-
JAU3a BOJ C NPUMEHEHUEM THUTEIbHBIX aTOMH3ATO-
pPOB TOKa3alu, 4TO AJIEMEHTBI MOTYT OBITh OIpe-
JIeIeHbl B BOZIE HAa YpOBHE (POHOBOTO KJIApKOBOTO
conepkanus U Huxke B naTepBane 0,001-0,1 mkr/n
(Cd) u 0,01-1 mkr/n (Pb), B TBepABIX B3BECSAX B
unrepsaie (0,1-10) 10°% (Cd), (0,05-10) 104 %
(Pb) [10]. OTHOCHUTENBHOE CTAHAAPTHOE OTKIIOHE-
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HUE PEe3yJbTAaTOB ONpPECICHHS HAaX0AUTCSI OOBIYHO
B npexenax 0,1-0,3, 4TO ynOBIETBOPUTEIBHO IS
[eJaedl 9KOJIOTMYEeCKOr0 KOHTPOJSI W TeOXHMHYe-
CKHX HccienoBanuii. Heo0XoqumMo y4uThIBaTh, 4TO
Kak B Hamieil pabore, Tak ¥ B IPEIbIAYIINX UCIIOIb-
30BaHBI JKCIIEPUMEHTANIbHBIE MOJEIN aTOMH3AaTO-
poB u 010K0B aromMu3zanuu. C MPpUMEHEHUEM JBYX
cTaauii mpoOOTIOArOTOBKU 3JIEMEHTBI OINpPEICIICHbI
B PEUHOM BOJIE B pa3Hble Ce30HBI roja (tabm. 1), a
Takke B 00pasie ¢ J00aBKaMH IEMEHTOB (IS TTOI-
TBEP)KJCHHUS OTCYTCTBUS 3HAYMMOW CHCTEMaTh4de-
CKOW TIOTPEIIHOCTH, Ta0J. 2). AHATU3UPOBAIN TAKKE
MOPOIIKK B3Becel mociie MeMOpaHHOH YyibTpaduib-
Tpauuu oOpasua Boabl (tabmn. 3). [lomydyennsie nan-
HbIE MCIIONIB30BaIM I pacuera coxepxkanus Cd
u Pb_ B oObeme BOJbL. DKCIEPUMEHT MOKa3all, 4To
pe3ynbTaThl ONpEeNeHNusl OOLIETo COAEepIKaHMs die-
MEHTOB C KOHIIEHTPUPOBAHUEM B THUIJIE-MUKPOKOJIOH-
Ke cpasy mocie oToopa o0pasia M B CTallMOHAPHOM
naboparopun (depe3 30-60 MuH) OJIU3KH U COTIIACy-

FOTCSI C JAHHBIMU Pa3JeNIbHOTO ONpeAeNneHus I, . 1
On,. (nocne ynerpadunsTpanuu oopasua). [Ipu kon-
[EHTPUPOBAHUU DJIEMEHTOB B JMHAMHYECKOM U CTa-
TUCTUYECKOM PeKUMax U3 QHIbTpaTa TAKKe MoTyde-
HbI COMOCTABHMbIC JaHHBIC 3a HCKIodeHnem Pb
(B 0Opasiie, otoOpanHOM B ceHTI0pe). [To-BupauMomy,
npousomu norepu Pb . Ha cragum KOHUEHTpH-
pOBaHMS B CTaTHYCCKOM DPEXKHMME M BBIJICJIICHHS I10-
pollka KOHIleHTpara Ha MeMOpaHHOM ¢uibTpe. 00
3TOM CBHUJIETEIILCTBYET COMOCTABICHHE PE3YJIBTaTOB
HE3aBUCUMOTO OINpPEACICHUS BHPMB‘—FBHBB‘ u Omn,,
(Tabmn. 1). Takum oOpaszom, TpaUTOBBIA TUTEIIb MO-
KeT OBITh MCIIONBb30BaH Uil MPOBEACHUS B aHAJIH-
THYECKOM IMKJIE JBYX IIOCIIEIOBATENBHBIX CTaIul
MPOOOMOATrOTOBKH 00PAa310B BOABI PU ONPEACICHUN
CJICZIOB JJIEMEHTOB: CHa4ajla JUHAMHUYECKOrO KOH-
LEHTPUPOBAHMS HAa TBEPJOM COPOEHTE U BBIACICHUS
B3BECH, a 3aTE€M TEPMHUYECKOTO PaszJIOKeHHs o0pasia
U CEJIEKTHBHOTO ()PAKIIMOHHOTO UCIIAPECHUS-KOHJICH-
caluy aHanuTa B pabodeM oobeme (0e3 mpuMeHeHus

Tabnuua 1

Pe3yabTaThl onmpeesieHus: KaAMHUS M CBHHIA B peuHoii Boxe p. Oxa (MockoBckast 00.1.)

(Mkr/a,n=4-6, P=10,95)
OnpenensieMble Cd Pb
OPMBI AJIEMEHTOB
bop 1 2 1 2
Mai
O ey TN, 0,05+0,01 0,7+0,1
RRCT S ST I 0,045+0,005 0,53+0,09
ClIN—. 0,040+0,005 0,037+0,005 0,15+0,03 0,20+0,02
REEOm 0,0042 0,36
HIOHb
FOM e T O, 0,032+0,007 0,60+0,10
RRICU N ST I 0,03+0,01 0,75+0,08
Ch . 0,020-+0,003 0,016+0,05 0,43+0,07 0,35+0,08
*EEDI, 0,0095 0,37
CEHTSI0Pb
Oy T O, 0,036+0,009 2,1+0,04
RCT R C ) 0,034+0,005 2,2+0,03
Ch . 0,027+0,006 0,031£0,007 0,62+0,05 0,05+0,01
RaaC) 0,0052 1,45

[Ipumeuanmue 1 — KOHUHEHTpUpOBaHUE B TUINIe-MUKpoKonoHke Ha JIOTATA-copbenre; 2 —
koHIeHTpupoBanue Ha JIOTATA-copOenTe B cTaTndeckoM pexuMe (*B MOJIEBBIX YCIOBHAX ITOCIE 0TOOpa
obpa3sia, **B crannoHapHoil madoparopuu, ***omeHka Mo pe3yabraTaM aHalIn3a B3BECH).
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TabOnuuma 2

Pe3ysibTaThl onpenesieHusi KaAMUsi H CBUHIA B o0pa3ue Boabl, MKI/J (n =4 — 6, P = 0,95)

DJIeMEeHT BBeneno, MK/ Haiineno, Mxr/m * BBemeHo, MKI/J1 Haiigeno, Mxr/i
0 0,05+0,01 0 <0,01
Cd
0,3 0,4+0,1 0,1 0,12+0,03
0 0,61+0,08 0 <0,05
Pb
1,0 1,7£0,2 1,0 0,9+0,2

*[Tocne copOIMOHHOM OYHCTKH 00pasma.

Tabnuma 3

Pe3yabTaThl onpeaesieHHsl KaAMHs M CBUHIIA B pe4Hoii B3BecH (MKI/T, n =4 — 6, P =0,95)

Bpewms otbopa mpobd Cd Pb
p. Oka (MockoBckast 0011.)
Maii 0,38+0,05 3345
Hronb 1,2+0,1 47+8
CeHta0pb 0,17+0,04 40410

pearenToB-Moaudukaropon). CienoBarenbHO, PUCKU
BHECEHUS 3arpsS3HEHUN WM TOTEPh OMpenesieMbIX
3JIEMEHTOB YMEHBIIIEHBI, TOCKOJIBKY 00€ CTaauu OTAe-
JICHUS-KOHLIEHTPUPOBAHUSI OCYIIECTBIISIIOTCS HE B XH-
MUYECKOH MOcyze, a B aToMU3aTope 0e3 M3BICUCHHUS
KOHIIEHTpaTa Tociie epBoi craguu. B aToMm 3akito-
YaeTcsl MPEUMYIIECTBO THUIeJIbHBIX aTOMH3aTOPOB 110

CPaBHEHHUIO C TPAJAUIIMOHHBIMH TpaUTOBBIMH TI€Ya-
mu. BHenaboparopHoe KOHIIEHTPHUPOBAHUE U BBIEIIC-
HUE B3BECH cpa3dy mocie orbopa obpasima emie Oonee
YMEHbIAeT 3TH pUCKH. Kpome Toro, Takoil Mmojxoj
MO3BOJISIET KOHTPOJIHMPOBATH PE3YJBTATHl OIpeaese-
HUSI DI v D5 nocie oOuel IoAroToBKu 00pas-

.pacTs.
I1a B CTaLlMOHAPHOMN JJaOOPaTOPHUH.

Pabora BeimonHeHa npu GpuHaHCOBOH noaepxke Poccuiickoro HayuHoro ¢hoHJa
(rpanT Ne 14-23-00012).
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SAMPLE PREPARATION IN CRUCIBLE ATOMIZERS AT ATOMIC
ABSORPTION DETERMINATION OF CADMIUM AND LEAD
IN NATURAL WATERS

V.N. Oreshkin, G.I. Tsisin
(Division of Analytical Chemistry)

In crucible electrothermal atomizers at determination of trace elements in the samples of
natural waters by atomic absorption it is promising to carry out two consecutive stages of
sample preparation: dynamic preconcentration of the dissolved forms of the elements on
solid sorbent with simultaneous selection of suspended matter and subsequent thermal
decomposition of the concentrate with fractional evaporation-condensation analyte.
Such an approach allows as to reduce risks of introduction of pollution and losses of the
elements. The first stage of sample preparation can be executed out of the laboratory, in
field conditions.

Key words: electrothermal atomic absorption analysis, natural water samples preparation,
crucible atomizers.

Caenennst 00 aBropax: Opewrun Banenmun Huxonaesuy—Ben. Hayd. cotp. MHCTUTYTa QyHIaMEHTaIbHBIX
npobiem Omonorun PAH, xaun. xum. Hayk; [Jusun Ipucopuii Mnouy — riaB. Hayd. cOTp. Kadeapsl
AHAMTHYCCKOW XMMHUHM XUMHUYecKoro ¢pakynsra MI'Y, nokT. XuM. Hayk, mpodeccop (tsisin@analyt.chem.
msu.ru).





