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ONPEOENEHUE COOEPXAHUA TAXESbIX U TOKCUYHbLIX METAJTIOB
B NOYBAX C UCIMOJIb3OBAHUMEM ATOMHO-OBMUCCUOHHOIO
CNEKTPOMETPA C MMKPOBOJTHOBOM MNJTIA3MOW

T. XeTtunatupaxa!, M.U. MenbHuk?

tAgilent Technologies, Menvoypn, Ascmpanus
2Agilent Technologies, Mocksa, Poccust

B crarbe mnpecTaBieHbl pe3yNnbTaThl ONpPEAeNICHHs COAEPIKaHUsI METAJJIOB B I0YBaX,
C MCHOJIB30BAaHMEM HOBOTIO, IPOCTOTO B SKCIUTyaraluu M 3((EeKTUBHOrO B aHAIM3E aTOMHO-
9OMUCCHOHHOTO crieKTpomerpa ¢ MUKpoBoiaHOBbIM (CBY) Bo30yxaennem miasmbl (MP-AES,
Microwave Plasma-Atomic Emission Spectrometer). CriekTpoMeTp MO3BOJISIET aHATH3HPOBATH
BOZIHBIE MTPOOBI U MPOOBI B OPraHWYECKUX PACTBOPHUTENSAX M PadOTaTh C KOHLEHTPALMAMH 10
3% oOmiero comep:kaHus cojicit B pacTBope. Pesynbrarel aHamu3 mpo0 TOYB, MOIYYCHHBIC C
MOMOII[BI0 HOBOTO MeToAa M HOBOro crekrpomerpa 4100 MIT-ADC Agilent, moka3siBaroT, 4TO
AQTOMHO-3MHCCHOHHBIN CIIEKTPOMETP ¢ MUKPOBOJIHOBOH IIa3MON NPHUIOJEH ISl aHAIN3a [10YB
Ha cojiepKaHHe METaJUIOB U IacT HaJCKHBIC M aJICKBATHBIC Pe3YIbTaThl. METO/ XapaKTepHu3yeTcst
BBICOKOH 4yBCTBUTENBHOCTBIO, XOPOLICH MPEHU3MOHHOCTBIO M 3KOHOMHUYHOCTBIO U SIBISCTCS
XOpolel aJbTepHaTHBON CyLIeCTBYIOINM METOIaM C HCIIOIb30BaHHEM aTOMHO-a0COPOLIMOHHBIX
CIIEKTPOMETPOB C IJIaMEHHOUM aToMu3aluei.

DETERMINATION OF HEAVY AND TOXIC METALS IN SOILS USING ATOMIC
EMISSION SPECTROMETER WITH MICROWAVE PLASMA

T. Hettipathirana?, M. Melnik?

tAgilent Technologies, Melbourne, Australia
Agilent Technologies, Moscow, Russian Federation

The article presents the results of the determination of metals in soils, using the new Mi-
crowave Plasma-Atomic Emission Spectrometer (MP-AES). 4200 MP-AES is simple to use and
effective in the analysis. The spectrometer allows to analyze aqueous solutions and sample in or-
ganic solvents and to operate with concentrations up to 3% of total dissolved solids content. The
results of analysis of soil samples obtained by the new method and the new spectrometer 4100
MP-AES Agilent, show that atomic emission spectrometer with microwave plasma is suitable for
the analysis of metal content in the soil and provides a reliable and adequate results. The method
is characterized by high sensitivity, good precision and efficiency. This method is the good alter-
native to existing methods with using of atomic absorption spectrometry with flame atomization.

BBEOEHME

O611en3BeCcTHO, YTO NPUCYTCTBME NOBbIWEHHbIX YPOBHEN COAEPKAaHUA MEeTaNN0B (Hanpu-
mep, As, Cr, Cu, Pb, Ni 1 Zn) npeacraBnseTt coboi 3HauUMUTENbHbIN PUCK A5 340P0BbA Ye/oBeKa
W ANA 0eATeNIbHOCTU Ce/IbCKOXO35IMCTBEHHDIX U })KMBOTHOBOAYECKUX XO35MCTB M KOMMNAHWUI, ANA
OTKPbITbIX BOAOEMOB M MCTOYHUKOB NUTbEBOM BOAbl. KpOMe TOro, HeKOTopble MeTaN/bl, HaNpu-
mep, Cu n Zn, B onpeaeneHHbIX KOAMYecTBax ABAAKTCA UCKAKUYNTENIbHO BaXKHbIMU MUKpPO3e-
MEHTaMU /1A 300P0BbA YE/I0BEKA N BUONOTMUYECKON KU3HKU. [103TOMY CyLLEeCTBYHOT 3pPeKTMB-
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Hbleé NoporoBble 3Ha4YeHUA, KaK anA ,D,ed)VILI,VITa AaHHbIX 91€MEHTOB, TaK U ON1A NX Ype3smMepHOoro
COZepKaHWA, NPUBOAALLENO K TOKCUUYHOCTU. MPUCYTCTBME STUX META/IIOB B OKPYXKatoLLen cpeae
Yalle BCero CTaHOBUTCA pe3ynbTaTom cbpoca CTOUHbIX BOA NPeAnpUATUAMM, BbIXIONOB aBTO-
mobunei, cnmea 6bITOBbIX CTOKOB, HecnopAA0YHOr0 NPUMEHEHUA Ya0bpeHnit 1 copeprRaLmnx
MeTaNNbl NeCcTULMAO0B, @ TaKKe YTUAM3aLMM TBEPAbIX OTXOA0B B He3alMLWEHHbIX MecTax. ITu
WCTOYHWMKM 3arpA3HEHUA MOTYT MNOTEHLMANbHO 3aCOPUTb HE TOJ/IbKO Ce/IbCKOXO3ANCTBEHHbIE U
ropoAcKne TeppuUTOPUM, HO U NMOBEPXHOCTHbIE U FPYHTOBbIE BOAbI, UCNONb3yemble ANA 6bITo-
BOro notpebseHnsa 1 B ceNibCKOM Xxo3AaicTBe. [103TOMy O04YEBMAHO, YTO KOHTPO/b 3arpA3HeHNA
TAXEeNbIMN MeTaN/laMM NOYB UMeET KPUTUYECKOE 3HavYeHne anAa sKO/10rm4eCkoro MOHUTOPUHra
W onpeaeneHna Bo3LencTBMA STUX MeTaIZIOB Ha 340POBbe YeN0BEeKa.

B paHHON cTaTbe npeacTaB/ieHbl pe3ynbTaTbl ONpefeneHUs COAEpPMKaHWA MeTans1oB
B MOYBaX, C UCMONb30BAHMEM HOBOTO, NPOCTOrO B 3KCMAyaTauuun n 3bdEKTUBHOroO B aHanuse
aTOMHO-3MWCCUMOHHOTO CNEKTPOMETPa C MUKPOBOIHOBbIM (CBY) Bo36YyKaeHWem nnasmbl (MP-
AES, Microwave Plasma-Atomic Emission Spectrometer). Cnektpometp MM-A3C Agilent reHe-
pupyeT nia3my Ha a3oTe C NMOMOLLbO MUKPOBOIHOBOTO BO36YXAEHMA, CNOb3yA crneunanb-
HO CKOHCTPYMpOBaHHYyO ropesky. Beog npob B8 MM-A3C ocylecTBaAsETCs C UCMO/Ib30BaHUEM
CTaHAAPTHOM CMUCTEMbI BBOAA NPO6 - KOHLUEHTPMYECKOrO pacnbliNTeNs, Kamepbl pacnblieHns
LMKIOHHOIO TUNAa. ATOMHO-3MWUCCUOHHbBIN CNEKTPOMETP C MMKPOBOJIHOBOM N1a3MOl 3TO noce-
[0BaTe/IbHbIN CNEKTPOMETP, SMUCCUOHHbIE IMHUW PETUCTPUPYIOTCA C MOMOLLLIO MOHOXPOMATO-
pa YepHu-TepHepa n CCD (N3C) petektopa. CNeKTpomeTp No3BOAAET aHAIM3UMPOBATh BOAHbIE
npobbl U NPObbl B OPraHNUYECKUX PacTBOPUTENAX U PaboTaTb C KOHLEHTpaumamu 4o 3% obLuiero
cofepkaHua coner B pactsope. MHGOpMaumna o TEXHUYECKMX XapaKTepUCcTUKax aTOMHO-3MMC-
CMOHHOTO CMEeKTPOMETPa C MMKPOBO/IHOBOM MN1a3MOW NpeacTas/ieHa B cTaTbe [1].

OKCMEPUMEHTANBHAS YACTb

lMogroToBkA nPob

B KauecTBe 06bEKTOB aHa/IM3a UCMONb30BAIM CTaHAAPTHbIE 06pa3sLLbl MOYB:
CTaHAapTHbIN 3TanoHHbINM matepuan NIST Standard Reference Material 2710 — Montana Soil

(noBbIWEHHbIE KOHLEHTPAUMM MUKPONIPUMECEN).
CTaHAapTHbIN 3TanoHHbIM maTepmnan NIST Standard Reference Material 2711 — Montana Soil

(cpegHMe KoHUEHTPaALMM MUKPONPUMECE).

[ns noarotoBku npob ncnosbsosanm metoauky US EPA Method 200.2, KoTopas nosso-
NAET U3B/eYb 3NEMEHTbI U3 AOHHbIX OCAAKOB, WIAMOB M IPYHTOB. KpaTKoe onucaHue 3Ton npo-
Leaypbl NPUBELEHO HUMKeE.

B KBapueBble Npobupke nomectman no 1,0 r ob6pasuos Noys, 415 Pa3N0KEHUA 06pa3LOB
B NPo6upku f06aBnsAM nNo 10 M KOHUEHTPMPOBAHHOM a3oTHOM kucnotbl HNO,, pasbasneH-
HoM BoAol B cooTHoweHun 1:1. NMpobupKku ¢ obpasuamm Harpesanm npu Temnepatype 95 + 10
°C B TeueHue 15 muHyT. MNocne oxnaxaeHusa B NpobupKku gobasuam 5 mn HNO, 1 HarpeBanu B
TeyeHune 30 MUHYT. Nocne oxnaxaeHua K Noay4eHHOMY pacTBopy A06aBAAAM NO 2 M BOAbI U
3 mn 30% pacrteopa H,0,, nocne yero 0b6pasupl Harpesann ao 95 + 5 °C. Mpoueaypy NoBTOPANMN
HeCKo/IbKO pas. MonyyeHHble pacTBOPbI NEPEHOCUAN B MepPHble Konbbl Ha 50 ma 1 goBoamaun
[0 MeTKM Bofol. MNepen npoBeAeHUEM 31EMEHTHOTO aHa/IM3a NOArOTOBAEHHbIE NPOObI MOYBbI
6b111 pas3basieHbl B AecATb Pas. B KOHEYHbIX pacyeTax yu4uTblBaIMCh 2% MAcCOBOM A0AMN BaAru
B CTAHAAPTHbIX 06pa3Lax, ykasaHHble B cepTuduKkatax ana NIST 2710a n NIST 2711a [2].

ATMNAPATYPA

[na aHanmsa npob Noys MCMoNb30BaAIM aTOMHO-3IMUCCUOHHbIW CMEKTPOMETP C MUKPO-
BO/IHOBOW Naa3moit. B Tabauue 1 npuseaeHbl napameTpbl HacTpoek MIM-A3C, KoTopble UCMONb-
30Ba/IUCb NPU 3/IEMEHTHOM aHanuse npob.
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Tabnuua 1.
I'Iapa:e'rpbl HacTpoek 4100 MM-A3C Agilent npu npoBeaeHUM XMMUYECKOro aHann3a 06pasLoB nous
AHanusupyemblit [uHa BonHb! (HMm) Bpema [asneHue rasa Ha Monpaska Ha $oH
a1eMeHT cumnTbiBaHUA (c) | pacnbiauTene (kMa)

Al 396,152 3 240 ABTOMaTMYeECKaA
As 234,984 3 120 FLIC
Cr 425,433 3 240 ABTOMaTMYeECKas
Cu 510,554 3 220 ABTOMaTUYeECKaA
Fe 259,940 3 120 ABTOMaTMYeCKas
Mn 259,372 3 120 ABTOMaTUYeCKas
Ni 341,476 3 200 ABTOMaTMYECKas
Pb 405,781 3 120 ABTOMaTUYeECKaA
Zn 472,215 3 120 ABTOMATMYECKasA

CUCTEMbI KOPPEKLIMN ®OHA M YCTPAHEHMNSI UHTEP®EPEHLMM

Ons Koppekumn poHa MCnoib3oBasack GyHKLMA aBTOMATUYECKON MOMNPaBKKU, KoTopas
BXOAMT B COCTaB Nporpammuoro obecneveHunsa MP Expert. Mpu aHanmse As Mcnoab3oBaan aMmuc-
CUOHHYIO NHUIO 234,984 HM, AN1A YCTPAHEHUA MOMEX ¥Kejie3a UCMOo/b30Ba/iM NaTeHTOBaHHbIN
METO/, KOPPEKLMM CNEKTPASIbHBIX MHTEpdEpPEHUUI — BbICTpas IMHEeHan KOPPEKTUPOBKA WH-
TepdepeHumii (FLIC, Fast Linear Interference Correction).

Kak nokasaHo Ha puc. 1, TaKol TMN MOMEX MOMKHO JIEFTKO CKOPPEKTUPOBATb, UCMO/b3yA
CNEeKTP XO/I0CTOro PacTBOpPA, CMEKTP aHANMU3MPYEMOrO 31IEMEHTA U CNEKTP MOMEXM.

TMoCTPOEHME rPAQYUPOBOYHLIX 3ABUCUMOCTENA

[na KonnyecTBeHHOro aHanAnsa 6bina caenaHa KaiMbpoBKa C UCMOIb30BaHMEM MHOTO-
3N1EeMEHTHbIX CTaHAAPTHbIX PAacTBOPOB, 33 UCKAtoYeHnem As. [na As ncnonb3oBannch OTaeNb-
Hble KaIMBPOBOYHbIE PACTBOPbI N3-3a CMEKTPasIbHbIX NOMeX OT Fe Ha nMHUK As 234,984 Hm. B

Puc. 1. UnntocTpauma nonpaskKM Ha cnekTpasibHble nomexun ¢ nomoLubio FLIC.
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Tabnnua 3.
NapameTpbl KaNM6POBKMK, YCTaHOB/IEHHblE B pabouem ancte MMN-A3C
npu anemeHTHOM aHaau3se nNpob nous
AHanmsnpyembliit Twun B3BeLleHHbIl Mcnonb3osaTtb
[nvHa BoNHbI (HM)
a1eMeHT annpokcMmauum nopb6op 61aHK

Al 396,152 PauyMoHanbHbIM BkA. BkA.

As 234,984 JINHEeMHbIN Bkn. Bkn.

Cr 425,433 PauunoHanbHbIM Bkn. Bkn.

Cu 510,554 JIMHeHbIN Bka. Bka.

Fe 259,940 PaunoHanbHbIM Bkn. Bkn.

Mn 259,372 PaumoHanbHbIl Bkn. Bkn.

Ni 341,476 JINHENHbIN Bkn. Bkn.

Pb 405,781 PaumoHanbHbIM Bka. BkA.

Zn 472,215 PaumoHanbHbIM Bkn. Bka.

Tabnvue 2 npuBeaeHbl NapameTpbl KaIMBPOBKK, YyCTaHOB/EHHbIE B paboyem nucte MI-ASC.
PaunoHanbHaa annpokcMmaumsa npeactasaset cobov nofbop HeNMHEMHOro ypaBHeHMA AAs
OMWUCAHUA TPAAYMPOBOYHON 33aBUCMMOCTM, YTO MO3BOASAET PaACWMPUTL Paboumii AManasoH.
Kak pesynbTat, Ana aHanm3a npob 4OCTaTOYHO MCNOb30BaATb OAHY AJIMHY BOJIHbI /1A KaXA0ro
3/1eMeHTa, NPU 3TOM HeT HeobxoAMMOCTM pa3baBneHuna Npobbl. Ha puc. 2 NoKasaHa TMNUYHan
HeNMHeHaA rpasynpoBoYHas 3aBUCMMOCTb NMPU UCMNOb30BAHUMN PaLMOHAIbHOM annpoKCcMMa-
umun. Kputeprem npuemnemocTv gas rpafyupoBOYHON 3aBUCMMOCTU ABNAOCH 3HaYEHME KO3b-
duumeHTa Koppensaumnm 0,999.

PE3YNLTATBI M OBCYXAEHUE

CyLLecTByeT HECKOJIbKO METOAOB Pa3/IoKeHWUA, KOTOpble MCMONAb3YIOTCA NPU d/1eMeH-
THOM aHanuse noys. Hanpumep, B metoge US EPA Method 3050B ansa pasnoxeHWsa AOHHbIX

Puc. 2. TunnyHaa HennHeHanA rpagyMpoBOYHan 3aBUCMMOCTb ana MIM-A3C.
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Tabnnua 3.
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Pe3ynbTaTbl 21€MEHTHOr0 aHaAn3a CTaHAAPTHbIX 06pa3LoB Nous
NIST SRM© 2710 n NIST SRM© 2711- Montana Soil

AHann3npyembiin Pe3ynbTaTbl aHanW3a, NONYYEHHbIE C [lManasoH KOHLEHTPALWIA 31eMeHTOB
SN1eMeHT mcnonb3osaHnem MM-A3C, mr/kr ans craHpgaptos NIST, mr/kr [3,4]
NIST SRM 2710
Al 24300 £ 400 12000-26000
As 550+ 20 490-600
Cr 21+1 15-23
Cu 2800 + 20 2400-3400
Fe 28000 + 300 22000-32000
Mn 8500 + 200 6200-9000
Ni 9,5+0,6 8,8-15
Pb 5600 + 300 4300-7000
Zn 6100 + 200 5200-6900
NIST SRM 2711
Al 20000 + 200 12000-23000
As 90+ 15 88-110
Cr 21+3 15-25
Cu 90+1 91-110
Fe 23000 £ 2000 17000-26000
Mn 600 + 10 400-620
Ni 17+3 14-20
Pb 1400 £ 30 930-1500
Zn 300+ 10 290-340

0CaAKOB, W/AMOB M FPYHTOB UCMO/b3YHOTCA CU/IbHBIE KUCNOTbI, HO AAHHbIN METOA, Pa3foKeHne
He MOo3BOJIAET NPOBECTU NOJIHOE BbilenaynBaHue anieMeHToB 13 noys. Metog US EPA Method
200.2 — 370 Npoueaypa NOArOTOBKM NPOb A5 CNEKTPOXMMMUYECKOTO ONpeaeeHUs CoaepKaHnA
BCEX BOCCTaHaBAMBAEMbIX 3/1€MEHTOB. AHaIUTUYECKMe nabopaTopum, 3aHUMAtoOWMecs NoTou-
HbIM 3KOJIOTMYECKMM KOHTPOAEM, 06bIYHO MCNO/b3yT MMeHHO meToa US EPA Method 200.2
M3-3a ero NpocToTbl NPy 6osbwom NpobonoToke. OAHAKO Pe3ybTaTbl TAKOTO XMMUYECKOro aHa-
/IM3a MOTYT OT/IMYATLCA OT LMP, NONYYEHHDbIX C MOMOLLBIO APYrMX METOA0B NPobonoAroTOBKM.

Pe3synbTaTbl aHaM3a cTaHAapPTHbIX 06pasuos NIST 2710 1 2711 BMmecTe co CNpaBoYHbIMM
OAHHbIMKW MO KOHLEHTpauun anemeHToB [3,4] npeactasneHbl B Tabavue 3. Mpu BbINOJAHEHUM
aHanusa c nomoubto MM-A3C Kaxkaasa npoba nmena Tpu napannenn. HeobxoaMmo OTMETUT,
YTO NpuBefeHHbl Ana ctaHaapToB NIST cnpaBoOYHbIM AMANa3’oH KOHLEHTPALMA SN1EMEHTOB,
6bln1 NpeaocTaBfeH HECKO/IbKMMK labopaTopuMaMm B pamMKax paboT no gorosopy gns US EPA
N HEKOTOpPbIEe U3 3TUX S1abOPaATOPUIA UCNONB30BAIM aNbTEPHATUBHbIE UM MOANDULMPOBAHHbIE
npoLeaypbl pasnoxKeHna Npob Noyus, NOSTOMY, KaK MOXKHO BUAETb B Tabuue 3, AMana3oH KOH-
LEHTPALNA SN1eMEHTOB LUMPOKUI. CNpaBoYHbIe pe3ynbTaTbl KOHLEHTPALMMN 31eMEHTOB B CTaH-
paptax noys NIST He aBAAOTCA CEPTUPULMPOBAHHBIMU 3HAYEHUAMM.

Pe3ynbraThl, NonyyeHHble ¢ nomowbio cnekTtpomeTpa MP-AES, xopowo yKknagbiatoTcA
B AiYana3oH CNpPaBOYHbIX AAHHbIX, YTO NO3BOJIAET CAENATb BbIBOA O TOM, YTo MP-AES npurogeH
ONA NpoBeAeHNA aTOMHO-CMEKTPOMETPMUYECKOro 3/IEeMEHTHOMO aHan3a Nnouys.
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3AKMNIOYEHUE

Pe3ynbTathl aHanM3 NPo6 NOYB, NONYYEHHbIE C MOMOLLLbIO HOBOTO METOAa U HOBOTO CMNeK-
TpomeTpa 4100 MIM-A3C Agilent, noka3sbIBatoT, YTO aTOMHO-3MUCCMOHHbIN CMEKTPOMETP C MU-
KPOBO/IHOBOW NNAa3MOM NPUrOLAEH A1 aHAM3a MOYB Ha COAEPKaHMe METaN/I0B U AAeT HafekK-
Hble M afleKBaTHble pe3ybTaTtbl. PazpaboTka meTosa 1 npoueayp, onTMMM3aLmMsa CNEKTPOMETPA,
HenocpeacTBEHHO 3/1EMEHTHbIN aHanu3 Npob n obpaboTKa pe3ynbTaToB /IErko BbINOMHATCA C
NOMOLLbI MHTYUTUBHO MOHATHOrO NporpammuHoro obecneyexHuns MP Expert. Pabouunii anana-
30H aHaIM3MPYEMbIX KOHLEHTPALMIA MOXKHO JIETKO paclMpUTbL MOCPeaCcTBOM noabopa cooTseT-
CTBYHOLLLErO MEeToAa PaLMOHaNbHOM annpoKCMMaL MK rpalyMpoBOYHbIX 3aBUCMMOCTEN MpU U3-
MepeHUM Ha OAHOW ANIMHE BOJHbI, YTO MNO3BONAET M3bekKaTb pasbaBneHuna 60abLLNMHCTBA NPO6.
CnekTpanbHble UHTEPDEPEHLLUN NETKO KOPPEKTUPYIOTCA C MOMOLLLbIO MAaTEHTOBAHHOIO aNrOpUT-
ma Agilent (FLIC). Ype3sBbluyaliHO cTabunbHas, caMonoaepKUBatoLLAncs naa3sma reHepupyercs
Ha a3oTe, 4To obecneymBaeT O4YeHb HU3KME IKCMNYyATALMOHHbIE PACXOAbl A1 KOMMEPUYECKUX
nabopaTtopuii, KOTOpbIe BbIMOMHAIOT 6ONbLIOE KOANMYECTBO aHANM30B. MpoCToTa CnekTpomeTpa
M yoobHoe B MCNONb30BaHMM NporpammHoe obecneveHne MP Expert Nno3BonstoT NPoBoANUTb
aHaNM3 faxke onepaTopam-HOBMYKAM, KOTOPbIe NPOLWIM MUHUMANbHOE 0byyYeHre, Heobxoau-
MOe€ A/ BbINONHEHWA NOBCEAHEBHOIO PYTUHHOIO aHaM3a npob.
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