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AJIEKTPOTEPMUYECKOE ATOMHO-
ABCOPBLUMWOHHOE ONPEQOEJNIEHUE CBUHLUA
N KAAMUSA B PA3JINYHbLIX CIMTUPTAX

OcBelLeHbl BOMPOCH!I ONTUMM3aL M 1 060CHOBaHUS YCIIOBUI NPSIMOr0 91EKTPOTEPMU-
4eckoro aToMHO-abcopOUMOHHOIo onpeneneHns MMKPOKOIMYECTB CBUHLA U KaaMUs B pas-
JINYHBIX @JIKOTOJIbHbIX HANMUTKaX C MOMOLLbIO FPadUTOBOM BTYSIKN-DUbTPA C UCMNONb30BaHM-
eM MoandurkaTopoB MaTpuubl: HuTpata nannagusa PA(NO3)2, Hutpata marHua Mg(NO3)2,
MoHoruapodocdarta ammonunsa (NH4)2HPO4, aurnapodpocdata ammonHna NH4aH2PO4, n nx
cMmecen.

KntoueBble c/10Ba: CBUHELL, KaAMUIA, MUKPOKOMYECTBO, MOAMDUKATOPLI MATPULLbI.

Bu1CBITNEHO NMTaHHSA WOA0 onNTUMI3aLii Ta 06rpyHTYBaHHS YMOB MPSIMOro enekTpoTep-
MiYHOro aTOMHO-abCopPOLUiiHOrO BM3HAYEHHS MIKPOKINIbKOCTI CBUHLIO i KaaMilo y Pi3HUX
a/IKOroJIbHMX HaNosx 3a ONOMOroto rpadiToBoi BTYNKN-OinbTpa 3 BUKOPUCTAHHAM MOaMdi-
kaTopiB MaTpuui HiTpaty nanagito Pd(NO3)2, HiTpaty marHito Mg(NO3)2, moHorigpodocda-
Ty amoHito (NH4)2HPO4, pirinpodocdaty amoHito NH4H2PO4, Ta ix cymilien.

The paper studies the problems of optimization of the conditions of the direct elec-
trothermal atomic absorption determination of the trace amounts of lead and cadmium in
alcoholic beverages with graphite filter bush and matrix modifying additives: palladium
nitrate Pd(NO3)2, magnesium nitrate Mg(NO3)2, ammonium monohydrophosphate
(NH4)2HPO4, ammonium dihydrophosphate NH4H2PO4 and their compounds.

OnekTpoTepmmyeckoe aToMHo-abcopobuynoHHoe (nanee — 3T AAC) onpeneneHue
cBuHUA (ganee — Pb) n kagmusa (nanee — Cd) npoBoannv Ha aTOMHO-abCopPOLMOHHOM
cnekTpodoTomeTpe «CatypH-3M» C KOMMIEKCOM AS19 3/IEKTPOTEPMNYECKON aTOMKU3a-
umn «pacdput-7» (Nnpomsesoactesa COKBA HIMO «XumasTtomartuka», r. CeBepoaoHeLK).
AHanusupyemble pacteopsbl (10 mkn), cogepxawme 2x 10°rPbun 1 x 10" r Cd, ncna-
PSAY C HTErpmypoBaHHOM nnatdopMbl JIbBOBa 1 rpadunToBOM BTYNKU-dUIbTpa nado-
paTopHOro M3roToBneHus n3 rpaduta mapku «MMr-4» (puc. 1). HecenektmBHoE
nornoLleHne ceeTa KOMMNEHCUPOBaM C NOMOLLbIO AeTepmneBoro kKoppekrtopa GoHa, a
MCTOYHMKAMM MEPBUYHOINO W3NYYEHUS CAYXWUAN COOTBETCTBYKOLLME CHEKTPasbHbIE
namnbl ¢ nonbiM katogom Tuna JICI. VMinTerpanbHblie abcontoTHble (Q) 1 OTHOCUTENb-
Hble (Q/Q0) 3Ha4YeHMs nornowatenbHon cnocodbHocT atomoB Pb n Cd (rae Q n Qo —
rnornowiaTtesnbHas CrNocoOHOCTb B NMPUCYTCTBUN U OTCYTCTBUM MELLAIOLLLErO0 KOMMOHEH-
Ta n/nnn moamdukaTopa matpuubl (aanee — MM) COOTBETCTBEHHO) PErMCTPUPOBaNM
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MO UX PE3OHAHCHbIM crekTpanbHbIM NMHMAM 283,3 HM 1 228,8 HM COOTBETCTBEHHO NMpU
LWIMpUHE Wwenn MmoHoxpomartopa 0,2 mm.

Puc. 1. 06wuit BUA 31eKTPOTEPMUYECKOI rpadrUTOBOI
TpybyaToi neyn c rpaduUTOBOI BTYNKON-DUNBTPOM:
1 — oTBepcTve Ans LO3MPOBaHUA, 2 — BTyNKa-QuAbTp, 3 — TpybyaTtas neyb

B kasectBe MM uccnegosanu pacteopbl (10 Mkn) HuTpata nannagus Pd(NOs)z2,
HuTpata marHms Mg(NO3)2, moHorugpodocohata ammonHus (NH4)2HPO4, ourngpodoc-
data ammoHunsa NH4H2PO4 (Bce nponsBoacTtea pupmbl «Merck», mapkn «Suprapure»), a
TakXe MX CMEeCu C KOHLEHTpaumen oCcHOBHOro Bewectea 1—2 r/om=. CtanHoapTHble
pacTteopsbl, cogepxawme ot 0,0001 mr/am2 no 0,05 mr/am=2 Pb n Cd, rotoBunu nytem
rnocnegoBaTenbHOro pastasneHus (B 5—10 pa3) 4enoHU3NPOBAHHOM N OUONCTUNNNPO-
BaHHOM BOOOW, noaxkmcneHHon oo 0,3 % 06. a30THOM KncnoTton (Npon3soacTea GUpMbl
«Merck», mapkm «Suprapure»), COOTBETCTBYIOLLMX FOCYAAPCTBEHHbIX CTAaHOAPTHbIX
06pasuoB pacTtBopa MmeTanna (npomseoactea CKTb ®XW HAH YkpauHsbl, r. Ogecca).

Mpn onTuMU3auMM ONepaLMOHHbIX NapaMeTPoB NPOrpPaMMMPOBAHHOIO Harpesa
3NeKTPOoTEPMUYECKON rpadnUTOBOM TPydHaTON Neyn atommaaTtopa «padpuTt-7» Bapbu-
poBanu ee TeMnepaTypy Ha cTagusix NMponu3a (030/1eHNS1) U aTOMU3aLMK, BKIOYasi B
COOTBETCTBYIOLLYIO MPOrpamMmy LMK NpegaToMm3anmnm B PeXMME «ra3-cTomn», TO eCTb
npu OTK/IOYEHHOM 0064yBe Mneyn 3alMTHbIM ra3oM — aproHom (Ar) mapku ocoboii
YUCTOTHI (OCU).

Mockonbky ycnosusa 9T AAC onpeneneHuni B 3Ha4YMTENbHOM CTEMEHN 3aBUCAT OT
KOHCTPYKLIMOHHBIX OCOOEHHOCTEN aTOMU3MPYIOLLErO YCTPOMNCTBA, KavyecTBa rpadpuTo-
BOV MeYun 1 ee NMPONTUYECKOrO MOKPbITUS, a TakXke OT COCTaBa UCCNeayeMbiX pacTBO-
pOB, paccMaTpuBanu BANSIHME TEMMEepPaTypbl HA BEAUYMHY aTOMHOIO nornoweHnsa Pb n
Cd Ha cTaguuv 030neHus u atoMmmnsauum (puc. 2).

Bbino ycTaHOBMEHO, YTO rpaduToBas BTyKa-GUALTP NO3BONSET NPUONN3UTENBHO
B 1,5—2,5 pasa no cpaBHeHutO ¢ nnatdopmori JIbBOBa NOBLICUTbL YYBCTBUTENLHOCTb
onpenenernus Pb n Cd. Mpu aToM TemnepaTypa neyr Ha ctagum 030/1eHUS He O0JIKHA
npesbiwaTtek 600 °C gna Pb 1 450 °C gna Cd.

OOHOBPEMEHHO C 3TUM ONTUMN3NPOBaAN TeMMepaTypy Neyn Ha cTtagum aToMmusa-
UMM, KoTopylo npu pabote ¢ rpaduUTOBON BTYNKOA-DUALTPOM MOXHO MOAHATb A0
T =2100—2150 °C (puc. 3). B oTnnyme oT TEXHUKM UCnapeHns MUKpokonmn4ects Pb un
Cd c nnatdopmbl JlbBOBa, Npu paboTe ¢ rpadUTOBON BTYNKOW-DUNLTPOM BPEMS UX
MOJIHOIO UCMapeHUsl, a TakkKe aMnanTyaa NMKOBbIX 3HAYeHss abCopPOLUMOHHOCTI aTo-
MOB BO3pacTaloT. MoBbIeHVe aMMANTYAbl MOXHO OObACHUTbL CHUXEHMEM Headdek-
TMBHbIX NoTepb Pb 1 Cd Ha HavanbHbIX 3Tanax atToMmM3aunn BCcreacTeme 60nbLIero, no
cpaBHeHMO ¢ nnardopmon JIbBoBa, 3anasgbiBaHUA HarpeBa rpaduToBON BTYIIKU-
dunbTpa M nonagaHusa napoB aHanmTa B M30TEPMUYHYIO aHaJIMTUYECKYIO 30HY.
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YBenunyeHne BpeMeH NOHOro UcnapeHns, BEPOATHO, BbI3BAHO YBETMYEHMEM BPEME-
HM NepeHoca NapoB afieMeHTa nNpu nx anudaoysum 4epes HarpeTbi MOPUCTLIN rpaduT.
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Puc. 2. Bausxue temnepatypel neun (T °C) Ha cTapum 0301eHMsA
Ha BennyuHy atomHoro nornoweHus (Qo) Pb u Cd npu ux ucnapenun:
1) — c rpaduToBON BTYNKU-PUNBLTPa; 2) — ¢ nnatdopmsl JlbBoBa
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Puc. 3. Bausnue temnepatypsl neyn (T °C) Ha cTaguu aToMu3aLmu
Ha BennYKHy atomHoro nornoueHus (Qo) Pb u Cd npu ux ucnapexuu:
1) — c rpaduToBON BTYNKU-PUNBLTPA; 2) — ¢ nnatdopmsl JlbBoBa

Kak n3BecTHO, ncrnonb3oBaHne aHanutudeckon npaktmku 3T AAC, B TOM 4ucne
npu onpeaenexHnn Pb n Cd, MM Ha ocHoBe nannaamsa n ¢ocdaTtoB aMMOHMs, NO3BO-
N9€eT CYLLECTBEHHO NOHM3UTb, a B PSIAE C/ly4aeB U YyCTPaHUTb Pa3aNYHOro poaa nome-
xu [1]. B cBA3M C 3TUM NPeACTaBNAANOCh MHTEPECHBLIM UCCIEN0BaThb ClieyloLlme cocTa-
Bbl: Pd(NO3)2/Mg(NO3)2, Pd(NO3)2/NH4H2PO4, a Takke Pd(NO3)2/(NH4)2H2PO4 B
pasnuyHbiX COOTHOLWEHMaxX (2:1, 1:1, 1:2) yka3aHHbIX KOMMOHEHTOB MPU UCNapeHnn
aHanuTa ¢ rpaduUTOBON BTYNKM-OUABTPA U YCTAHOBUTb €€ COOTBETCTBYIOLLME aHANUTN-
Yeckune XxapakTepucTuKku.

B pesynbtarte npoBeneHNs UCCNENOBAHUS YCTAHOBIEHO, YTO N3 NEPEYMNCIEHHbIX
Bbilue MM Hambonee adpdpektnBHbiMU aBnsioTca NHaH2PO4 n/vnmu cmecb Pd(NO3)2 ¢
Mg(NO3)2 ¢ cogepxxaHrem Pd(NO3)2 2 x 105, Mg(NO3)2 1 x 10° r u NH4H2PO4 2 x 10°r.

Tak, wncnapeHue Pb c rpadutoBoin BTyNKu-GUNbLTPA C UCMNOJIb30OBAHUEM
Pd(NO3)2/Mg(NO3)2 no3BonisieT 6e3 3aMeTHbIX MOTepPb 3/IEMEHTA NMOAHATL TeMnepaTy-

192



Kpuminanicmuyarud sicHuk ® Ne 2 (22), 2014

py neum Ha ctagmm o3onenma go 1000 °C, a NH4H2PO4, kpome aToro, ewle v roe-1o B
1,3 pasa noBbICUTbL YYBCTBUTEILHOCTb €ro onpeaenenus (puc. 4).

Bnuanue nob6asok NHaH2PO4 nnm Pd(NO3)2/Mg(NO3)2 Ha Tepmmyeckyto ctabunm-
3aumio Cd Ha cTagum 030J1eHMS HE3HAYUTENbHO (MPY 3TOM TemrnepaTypa ne4ym ¢ rpa-
bUTOBO BTYNKON-OUABTPOM He AomkHa npeBbiwaTth T = 500—550 °C).
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Puc. 4. Bnusanue Temnepatypsbl neun Ha ctaguu ozonenus (T °C) Ha BennymnHy
atomHoro nornoueHus (Qo) Pb u Cd npu ux ucnapenuu c nnatcopmsl JIbBOBa € UCNONb30BAHUEM
Pd(N03)2/Mg(N03)2 (3) u NH4H2PO4 (4), a Takxe c rpaduToBOM BTYNKU-DUALTPA
c ucnons3osaruem Pd(N03)2/Mg(N03)2 (2) u NH4H2PO4 (1)

(Temnepatypa neuu Ha cTaguu atommsauum — 2100 °C)

Takum o06pasom, Obit 060CHOBAHbLI U OMTUMKU3UPOBaHLI ycnosus npsamoro 3T AAC
onpegenerHnsa Pb n Cd ¢ rpadutoBon BTYNKON-GUALTPOM C MCNOMAb30BaHMEM MM

(Tabn. 1).

Tabnuua 1
Ycnosua 3T AAC onpeagenenua Pb n Cd c rpadputoBoii
BTYJIKO-PUNbTPOM C ucnosnb3osaHmem MM
Craaus Temneparypa neun, T°C | Ckopocrs narpesa, | Bpems, | ITotok Ar,
IIar 0 -1 -1
Harpesa Ineyu Pb cd T°C/cex c MJI/MHH
1 | BeicymuBanue 80 80 10 20 200
2 | O3sosenne 250 250 20 15 200
3 | Ozomenmne 1000 550 50 25 200
4 | TIpepaToMusarust 1000 550 - 3 0
5 | Atommsarust 2200 2100 ~2000 2—5 0
6 | Ouncrka 2400 2400 ~2000 2 200

B npuBeneHHbIX yCNOBUAX BPEMS XU3HU rpaduUTOBON BTYNKU-GUIBTPA COCTaB-
nsaet 300—350 anemeHTOONPEAENEHNA.

[MprMeHeHne rpadnUTOBON BTYNKN-OUIILTPA U YKa3aHHbIX Bbille MM no3sonwuso oT-
DennTb perncTpupyemoe atomMHoe rornoueHne Pb OT HecenekTMBHOro MnorsjoLeHus
CBETa, BbI3BAHHOI0 NMPUCYTCTBMEM B aJIKOr0JIbHbIX HANUTKax O0MbLIOr0 KOJIMYEeCTBa pas-
JINYHBIX (CUBYLLIHBIX) MAacen, a TakKe YMEHbLLUUTL (MO CPaBHEHMIO C TEXHUKOW MCNapeHnst
¢ nnatdopmebl JIbBOBa) €ro Ben4mHy (puc. 5). [ng ycTpaHeHns cuctemMaTtmyeckumx no-
rpeLHocTen, 06yCcNoBNEHHbIX HEMOJIHLIM pa3aeneHmemM npodunen aToMHOro n Hece-
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JIEKTUBHOIO MOrJIOLLEHUS, Y4UTbIBANU Tak Ha3bliBAEMbIi XOJIOCTOM CUrHa, KOTOPOMY
COOTBETCTBOBA/IO PErMCTPMPYEMOE MHTErpasibHoe 3HaveHre aGCcopOLUMOHHOCTM aTo-
MoB Pb npu aToMm3aumm MoaesfibHOro pacTesopa MOPCKOM BOApbI.

0.6
05 r

04

Puc. 5. Mpocunn atomHoro (CriowWHas AMHUA) U HECENEKTUBHOTO (MPepbIBUCTAS NNHUA)
nornoueHus 2 x 10™ r Pb npu ero ncnapeHuun u3 obpasua pas6asneHHoii (1:3)
Opaxku ¢ ucnonszosaHnem MM Pd(NO3)2/Mg(NOs)2 :

1) c nnatdopmsl JbBoBa; 2) ¢ rpaduToBOI BTYAKU-DUNLTPA

Mo MHEHMIO HEKOTOPLIX nccneagoBaTenen, abdpekT pa3geneHmns NMKOB N YMEHb-
LUeHUS HEeCesNieKTMBHOro curHana oOycnioBfieH pPasfindyHOW CKOPOCTbo Anddy3nn
aTOMHBbIX N MOJIEKYSISPHbIX NApPOB Yepesd HarpeTbiri NMOPUCTbIN rpaduT BTYIKKU, 4TO, NO
MX MHEHMIO, MOXET ObITb CBSAI32HO C 0O6pa30BaHMEM COEANHEHNI BKITIOYEHUS LLLENOY-
HbIX U LLIENIOYHO3EMESIbHbIX METaNoB ¢ rpadutom [2; 3; 4].

YCTaHOBMEHHbIE B XOAE NCCNEA0BAHNS COOTBETCTBYIOLLUME aHANUTMYECKME Xapak-
TepucTtukn npsamoro 3T AAC onpeneneHus Pb u Cd ¢ rpadpuntoBoi BTYNKOK-PUILTPOM
¢ ucnonb3oBaHMem MM npeacTasneHbl B Tabnvue 2 (Npy 3ToM npeaenbl 06HapyXeHus
1 ONpeaeneHns 3IEMEHTOB OLLeHMBaIM N0 METOAMKE PYKOBOACTBA [5] No Kputepusam
3 01 10 o, cooTBeTCTBEHHO, nMpu n = 10).

Tabnvuya 2
AHanutnyeckme xapakrepuctuku 3T AAC onpepnenenua Pb n Cd ¢ rpadputoBoi
BTYNKO-dpunbTpoM n nnatdopmoi JibBoBa ¢ ucnosibsosaHnem MM

AT T
AHauTHYeCKast (ucnapenmue c wiatgopmsi JIbBosa) | (ucnapenue ¢ TBMD)
XapaKTepHCTHKA b cd
XapakTepucTuyeckas KOHIEHTPaIus
ootenerTa®, MKr/ 0,09 0,04 0,06 0,0015
ITpepen obHapysKeHust, MKI/am > 1,1 0,06 0,5 0,02
ITpenen onpenesenmst, MKr/am* 3 0,15 1,5 0,05
CxomumMocThb, % 3,4 3,1 3,6 3,0

*Xapaktepuctudeckasi KOHLEHTpaumns — KOHLEHTpauus 3/1eMEHTa, COOTBET-
ctBytoulas 0,00434 eanHuiam acb6opbLMOHHOCTM €ro aToMOB.
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Pe3ynbTathl NPOBEAEHHbBIX UCCNEA0BaHMN OblIM MCNOIb30BAHbLI MPY aHaNn3e pas-
JINYHBIX @NKOTr0JIbHbIX HAMUTKOB (MPW 3TOM 006pasubl He NoABEPrany NPenBapUTENLHON
npobonoaroToBke, a HEMNOCPEACTBEHHO BBOAWIM B aToMu3aTop). OHM Takke neram B
OCHOBY [0OCTaTOYHO MPOCTON, ObICTPON (5—7 MWH) 1 YYBCTBUTENBHOWN METOANKU Npsi-
moro 9T AAC onpegeneHuns Pb n Cd B pa3nunyHbIX ankOrosbHbIX HanMTkax. TOYHOCTb
onpeneneHns aTnx aIEMEHTOB NPOBEPEHA B COOTBETCTBUM C OCHOBHbIMU NpPaBuiamMu
MaTemMaTMyeckom CTaTUCTUMKM Npu 06paboTke pel3ynbTaTOB XMMWYECKOrO aHanuaa.
PesynbTathl NpeacrasneHsl B Tabnuue 3.

Tabnnuya 3
Peaynbtatbl 3T AAC onpenenexnus Pb n Cd
B Pa3/INYHbIX aJIKOr0JIbHbIX HAMUTKaX C MOMOLLbIO rPacdPUTOBOM
BTYNku-punstpa (n =3; P=0,95%)

Haiinennoe coxep:xaHue ajieMeHTa
(Ccp * Ac) Mkr/am?
. Ananuzupyembie
Omnpenensiemsprit
HIIEMEHT AJIKOTOJIbHbIE 9T AAC crpa- ITAACc
HaNMUTKH ¢uTOoBOI BTYJI- Srt mwiarpopmoit Sr2
KOii-(pUIbTpOM JIbBOBa

Pb Bonxka 1,9£0,2 0,05 22+0,3 0,05
Cd «3ejieHast MapKay 0,21 +£0,03 0,06 0,18+ 0,03 0,07
Pb Komnbsix 21+0,3 0,06 1,8£0,3 0,07
Cd «[lecna» 0,22 + 0,04 0,07 0,21 £ 0,02 0,04
Pb Boaka 2,0+ 0,4 0,08 1,6 £0,4 0,09
Cd «Ilmakyuast uBas 0,19 + 0,04 0,09 0,23 + 0,05 0,10
Pb Boaxa
cd «Hemmpos» 92+23 0,10 11,8 £ 4,6 0,16

*n — obLyee Y1C/I0 BbIMOJIHAEMbIX onpesaesieHnii; P — ypoBeHb JOBEpUTEIbHOM
BEPOSITHOCTH.

Takum obpasom, nccnenoBaHne OCHOBHbIX ocobeHHocTen 3T AAC onpeneneHus
Pb n Cd B ankoronbHbIX Hanutkax C MOMOLLbIO atoMudartopa «[padutoBas BTynKa-
dunbTP» ¢ Ucnonb3oBaHmeM B kadectse MM cmecu (2:1) PA(NO3)2/Mg(NO3)2 n MM
NH4H2PO4 nokasano, 4to TeMnepartypy neyn Ha ctagmm 030J1eHUS MOXHO MOAHATb A0
T=550°C opna CduT=1000°C ona Pb, noytn B 1,5—2,5 pasa rno cpaBHEHUIO C TEXHU-
KO ncnapeHus ¢ naatdopmbl JIbBoOBa NOBbICUB YyBCTBUTENBHOCTE T AAC onpeaene-
HuS. Pasnnumne B ckopocTn andadpy3nm yepes rpadutoByo BTYNKY MUKpPOKonnyecTB Pb
n Cd, a Takke CMBYLLUHbIX Macesl CNoCOOCTBYET CYLLLECTBEHHOMY MOHMXEHUIO HECENEeK-
TUBHOIO CBETa N NPaKTUYECKU MOSIHOCTbIO YCTPAHSAET BEANYNHY HEQTOMHOIO MOraoLe-
HUS CBETA.

B xone nccnenoBaHus 6b110 YCTAHOBNEHO, YTO rpaduToBas BTyNka-punbTp obna-
[aeT fy4lnMMuy nNo cpasBHeHUIO ¢ nnatdopmoin JIbBoBa aHaIMTUYECKUMU 1 METPOJIOIMU-
yecknMu xapaktepuctmkamm npm 3T AAC onpenenenus Pb n Cd, a npoctoTa ee usro-
TOBMIEHUS 1 3KCNyaTaumMm gaeT OCHOBaHME HAAEATbCH HA €€ BHEAPEHME B LUMPOKYIO
aHaNUTUYECKYIO NPaKTUKY XMMUYECKNX nabopaTtopuil.
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PaspaboTtaHHas metoguka npsmoro 3T AAC onpeaeneHns ¢ NoMoLLbio rpadpuTo-
BOV BTynKu-dunbtpa ¢ ucnonb3oBaHneMm NH4H2POs4 n cmecn PA(NO3)2, a Takke
Mg(NO3)2 B kauecTee MM no3BongdeT onpenennTb B ankOorofibHbIX HANMTKaX KOHLEHT-
paunun Pb ot 0,002 mr/gm= 1 Cd ot 0,0001 mr/om=. MNMpn 9TOM BENNYMHA OTHOCUTESb-
HOrO CTaHOaPTHOro OTKNOHEeHUS (Sr) He npeBbiwaeT 10 %.
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