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Te3uncol

B coBpeMeHHON aHAJIMTUYECKOW MPAKTUKE CaMbIM PACHPOCTPAHEHHBIM CEJIEKTHBHBIM
MCTOOM OIMPCACIICHUS 3JICMCHTOB SABJIACTCA aTOMHO-36C0p6HHOHHBIﬁ aHaJIn3. COBpeMeHHI:IG
aTOMHO-a0COpPOIIMOHHBIE CHEKTPOMETPHl OCHAIIEHHbIE JBYMsI METOJlaMH, B COUYETAaHUU
MJIAMEHHOTO U 3JEKTPOTEPMUUYECKOTO METO/Ia, TO3BOJISIOT OIPEACNIATh COJAEPKAHUE U CIIEIbI
3JIEMEHTOB B 00pasiax. [2]

Haubonee BBICOKOH UyBCTBUTEIBHOCTBIO OTJIMYACTCS aTOMHO-aOCOpOLMOHHAS
CIIEKTpOMETpHsST ¢ dJekTporepmudeckoil aromusanuet (OTAAC), koTopas TMO3BOJSET
onpenensath d1ementsl Ha ypoHe (10° — 107?) r. 3HaunTensHOE ynydIneHHe IIpenesioB
oOHapyXeHHsT B TpadUTOBON KIOBETE II0 CPAaBHCHHIO C IIJaMEeHEeM 00ecreunBaeTCs
COBMECTHBIM JICHCTBHEM CIIEAYIOIIMX OCHOBHBIX (PaKTOPOB:

e Jlokanu3zaius aTOMHBIX apOB B OTPAaHUYEHHOM MPOCTPAHCTBE IpaUTOBOM TPYOKH;

e Bech no3upyembiii B AJIEKTPOTEPMUUYECKUM aToMu3aTop 00BEeM MpoOBI ydacTBYeT B
(GhOpMHpPOBaHUH CUTHAJIA,;

e lueptHas armocdepa aromMmu3aTopa, MNPEAOTBpAIAONIAs CBS3BIBAHUE AaHAUTA B
TPYAHOPA3TI0KUMBIE OKCUJIHBIE COETUHEHUS; [ 1]

[Ipu pa3paboTke aHAIUTHYECKOTO METOJa OINPEACICHUS aHAINTa B KOHKPETHOU
MaTpHulile HEOOXOOMMO MpPEeXJe BCEro BhIOpPAaTh ONTHMAJbHBIC anmapaTypHbIC MapaMeTphl
ATOMHO-a0COPOIIMOHHOTO CHEKTPOMETpa. DJIEKTPOTepMUYECKass rpaduToBas IMEYb MOXKET
TeHepHpOBATh TEMIIEpaTypy 1 aTomu3anun cebimre 2600 °C (AAnalyst 800). [3]

CoBpeMeHHbIE  TpadUTOBBIE  JJICKTPOTCPMHYECKHE  aTOMHU3ATOPBI  MMEIOT
BO3MOXXHOCTh IPOTPaMMHUPOBAHHs psifa IapaMeTpoB, BKIIOYAs TEMIIEPaTypy, BpeMms,
CKOPOCTB TIOBBILICHUS TEMIIEpaTyphl. B ncmonb3yeMoM HaMu puOope BO BpeMst paboThI eUn
Ha JIMCIICe MOYKHO BUJICTh BBIOPAHHBIC TAPAMETPBI, 8 TAKXKe B TpaUueCKOM MPEICTABICHUN
U3MCHEHHE TMOIJIOIICHHUS CO BpPEMEHEM B TEUEHHHM JIOOOr0 BBHIOPAHHOTO —y4acTkKa
TeMIlepaTypHOro 1ukia. [1].

B mporpamMHOM oOecrieueHHH aTOMHO-aOCOPOIMOHHBIX TPHOOPOB (B HAIIeM
npumepe mnpubop AAnalyst 800) oOs3aTenbHO 3anokeHa MpOIEAypa MPOBEPKU
XapaKTEePUCTHUECKONW MacChl OMPEAEIIEMOT0 3JIEeMEHTA.

TemnepaTypa aToMu3allMM M CKOpPOCTb HarpeBa aTOMH3aToOpa OT TEMIIEpaTyphl
030JIEHUSI JI0 TemIepaTypbl AaTOMHU3allMM BIMSIOT HA YYBCTBUTEIBHOCTH aHalU3a.
OntumanbHas TemmepaTypa OOBIYHO, JIJIsl 3JIEMEHTOB B BOJHON MaTpulle J0JDKHA OBITh
MUHHUMAJIbHOW TEMITepaTypoH, Jaroiield MakCHMalIbHY0 abcopOnuo. Bpemst u Temneparypa
aTOMHU3ALMK JI1 HEKOTOPBIX TPYAHOJIETYYHMX 3JEMEHTOB, TAKMX KaK CTPOHIMM, BaHAAWM,
TUTaH U MOJIMO/ICH SIBIISIIOTCSI BXKHBIMU MTapaMeTpamMu JJii MUHUMHU3AIUK 3D PEeKTOB MaMsTH.
[2]. B cayuae, ecnu ompenensieMblid JIEMEHT HE MOJHOCTBIO HCHAPSIETCS M yIAISETCS B
TEYEHUM CTaJuM aTOMHU3allid, B peE3yJIbTaTe BO3MOXKHO YBEIMUYEHUE CHUTHajda Ipu
nociueaywomeil aromuzauuu. IloBpllleHHE TeMIepaTypbl aTOMH3AallMM BIHAET Ha IIHMK
abcopOIMK HO TEM BPEMEHEM YMEHBILACT )KU3Hb TPa(UTOBBIX KbIOBET.[4]
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BeIo mccnenoBaHo BIMSHHME TEMIEpaTypbl aTOMH3AIMHM Ha aOCOpOLMIO 3JIEeMEHTa
MONHMOIEHa W MEAW DJICKTPOTepMHYECKMM MeToioM Ha mnpubope AAnalyst 800. B
IPOrpaMMHOM OOecIieueHHH MPHOOopa 3al0KeHa MpoLeaypa MPOBEPKU XapaKTEPHCTHUECKON
Macchl M PEKOMEHIyeMbIe MapaMeTphl TeMmepaTyp Aias MoJuOeHa, MeIu U APYrux
HJIEMEHTOB.

Tabéauna 1
Jdauna Temneparypsi °C Mo Pg YyBCTBUTEJIBLHOCTH Rollover,
BOJIHBI, A Adc.
HM
UPOIU3 aTOMHU3AIIHS MKT/J A-c
313.3 1500 2450 12 20 0.15 1.80

B Tabnune ykazaHo, 4TO IpHU peKOMEHyeMbIX TapaMeTpax MporpamMMbl aHalM3a Ha
rpaduToBOM Meun st KoHIeHTpauu 20 MKr/im goimxHO moxyduTcs 0,15 A6copomuu. Tak kak
YCIIOBUS MCIIOJIb30BaHUS MIPUOOPA HE BE3/I€ OAMHAKOBBI a0COPOIIMS MOXKET OTKJIOHUTHCS Ha *
20% OT peKOMEHAYEMBIX 3HAYEHUN. DTO MOYKHO BBIYHMCIIUTH CAMOMY HJIM BOCIIOJIb30BATHCS
KaJIbKyJISTOpOM BioxkeHHOU B MeHro [10 WinLab32 w3 mporpammsr: Analys > Characteristic
Mass ¥ B MOSBUBIIEMCS] OKHE YKa3aTh KOHIIEHTPAILIUIO MPOBEPSIEMOTO PacTBOPA.

B pesynbrare mpoBepku craHgapTHOro pactBopa konueHtparuerdr Mo 100 mxr/m ¢
WCITOJIh30BaHUEM PEKOMEHIOBAaHHOM IIporpamMmoii reun (Tabi. 1) momydeHa AGcopOus:

Pucynox 1 ITuk Ha 100 MK/ 10 M3MEHEHHs NPOTPaMMBI [IEYH Ha METOJIe

Mo 313.3 Rep:
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Pk Ht - AA: 0Bb637 A BG: 00287 A
Pk Area - AAZ 05315 A-s BG:0.0071 A-s

[Mocne sToro ¢ momomkto Bkianku Analys > Characteristic mass (mporpaMmHoro ooecrieueHus
WinLab32 V7.0) Obu1a mpoBepeHa XxapakTepucTHdecKasl Macca.

BuaHo, 4YTO OTKJIOHEHHE OT pPEKOMEHAYEMbIX 3HAUeHUHl HE YAOBIIETBOPSET
BBIIIIECKAa3aHHBIM ycToBHAM (Abs £+ 20%); 16.6 pg-12pg=4.6; 4.6/12pg = 0,38 0
ecTh OTKJIOHeHHe cocTaBisier 38 %. Kpome Toro, kak BuAHO Ha puc. 1 rpaduk B KOHIE
aTOMM3AINK HE TepecekaeT alIucCy, 9TO O3HAYaeT YTO HE BECh AHAIUT aTOMHU3UPYETCS U



HEKOTOPOE KOJIMYECTBO OCTaeTcsi B TrpaduTOBOM meun co3faBas AG(EeKT mamsATH, 4YTO
CKa3bIBAETCS TIPH CICTYIOMUX aOCOPOIMsIX.
Element: Mo
Mass of Analyte Atomized:
Solution Wolume [ulL). ... ... ... 20 £
Solution Concentration (ugsL) . .. [100.000
Mazz of Analte (nal ... 2.00
Instrument Readings:
Test Solution: |0.65315 Elank: | T Met 0.6315
Measured Characteristic Mass . .. 16.6 pg/0.0044 A-z
Comparison Characteristic Mass .. 12 pg/0.0044 A-s
Pucynok 2 IIpoBepka XxapakTepUCTHUECKOH MacChI.
Hcxonst u3 aToro ObUT M3MEHEHa ITporpaMma nedu Ha:
Taéauna 2
JuHa Temnepatypsi °C Mo pg YyBCTBHTEJIbHOCTH Rollover,
BOJIHBI, A Adc.
HM
MIAPOIU3 aTOMU3aLHs MKT/JT A-c
313.3 1500 2580 12 20 0.15 1.80
OHa B MOHUTOPE BBITJISIAUT TAKUM 00pa3oM:
Furnace Program
S;&p Temp (C] | Ramp Time | Hold Time | Intermal Flow | GazTwpe
1 110 1 a0 250 tormal
2 130 15 a0 250 tormal
3 1500 10 20 2A0 Hormal
4 Z580] 0 5 1] Maormal
[ 2530 1 3 280 Harmal
E
7
g

Pucynok 3 IIporpamma rpadutoBoii meyu

[Tocne 6b11 mosryueH rpaduk:




Mo 3i3.3 R
0.800]

Absorbance

_ AN ]

0.000

00 "Time (sec) ' 55
Pk Ht - AA: 0 7468 A BG: 00358 A .
Pk Area - AA: 07630 A-s BG:0.0143 As

Pucynoxk 4 ITuk Ha 100 MK/ nociie U3MEHEHHs IPOrpaMMBI [IEYH Ha IIPOBOANMOM METO/E

Element: Mo

Mass of Analyte Atomized:

Solutionolume [wl] . ....... .. 20 3
Saolution Concentration (ugdL) .. | 100.000
Mass of dnalpte (nal .. ... ... .. 2.00

Instrument Readings:
Test Solution: |0.7630 Blank: |0.0000 Met: 0.7630

teasured Charactenstic Maszz . .. 11.5 po/0.0044 A2

Comparizon Characteristic Massz .. 12 pg/0.0044 A-3

Pucynok 5 IlpoBepka xapakTepuCTUYECKOM MACChI C TOMOIIBIO TPOTPaAMMBI.

ITo pacueram xapaKTEpUCTUYECKOM Macchl yIOBJIETBOPSET PEKOMEHIOBAHHBIM YCIOBUSM:
(Abs £ 20%).

11.5 pg-12pg=-0.5 pg
-0.5pg/12pg = - 0.042

To ectb Abs =-4.2 %, 4To BHIOJIHE COOTBETCTBYET PEKOMEH/I0BAHHBIM YCIIOBHUSIM IS
MIPOBEICHUS KATMOPOBKM W B TIOCICAYIOIIEM BBIMOJHEHUH aHAIM30B O0OPA3IOB MPOO IS
orpenenseMoro 3iaeMenTa Mo. B pesynbrate yaanock nmoay4uTb aOCOpOIUIo IpU U3MEHEHUN
INporpaMMbl TIEYM M3 CO3[aBaeMOro Merojaa. TakuM o0pa3oMm, OBIT TONYy4eH METO[
ompeneneHuss Mo B mpoOax 3JIEKTPOTEPMUYECKHM CIMOCOO HAa aTOMHO-a0COPOIMOHHOM
npubope AAnalyst 800.

[Ipu ompeneneHUu MHUKPOKOIUYECTB MEOUM B PA3IMYHBIX OO0BEKTaX HIMPOKO
npumensiercs meroq DTAAC, Omaromapss HU3KOMY TIPEACITY ONPEEICHUs, TOYHOCTH H
YCKOPEHHOT'O aHaJIn3a.

OnHako, TpsSMOE DIEKTPOTEPMHUECKOE AaTOMHO-a0COPOIMOHHOE OIpeesieHHe
MUKPOTrpaMMOBLBIX  KOJIMYCCTB OJJICMCHTOB B IMPUPOJHBIX BOJaX 3aTpyAHCHO HU3-3a
BMEIIAIONIETO BIHMSHHUS COITYTCTBYIOIIMX KOMITOHEHTOB. JIJIsi yCTpaHEHHsI STOTO BIIHSHUS



NPUMEHSIOTCS pa3IMYHbIE TTOAXO0/IbI, TAKHE KaK MOAN(DUKAIIUS MATPHIIBI C TOMOIIBIO HUTpATa
naJIans 1 HUTpaTa Maraus (1Jis onpeaeneHus coaepxxanus mean 5 Mxr/a PA(NO3)2+3mkr/n
(Mg(NO3)2) B 10 M1 1enoOHU3HPOBAHHOK BOBI C MpoBOANMOCThIO 18 MOM). Kpome Toro, ati
MOIU(PUKATOPBI UCTIOTB3YIOTCS JIJIS MOBBIIICHUS TEMIIEPATYPhI 030JICHUS TPOO B rpaUTOBYIO
1eYb aTOMH3aTopa, Nepe/ BBEICHHUEM B HEe AIMKBOTHOW YAacTH IMOATOTOBICHHOH MPOOBHI,
nobaBisieTcsi MOAU(PUKATOpP, TPUTOTOBJICHHBI B COOTBETCTBUHU C PEKOMEHAANUSIMH (DUPMBI-
u3roroputens mnpudopa. Ilpu 3TOM naHHYIO TpoUeAypy NPOBOMSIT W TPU TPATyHPOBKE
npubdopa.

JlomyckaeTcst 100aBIsATh MOAU(PUKATOP MAaTPUIIBI HEOCPEACTBEHHO B aHAIU3UPYEMbIE
poObl, COOTBETCTBYIOIINE IPATyUPOBOYHBIC PACTBOPHI M B XOJIOCTYIO IIpoOy. Hamu nzydeno
INEKTPOTEPMUYECKOE aTOMHO-a0COpOLIMOHHOE orpeiesieHre Meau B peke CrIpaaphs.

OcHoBHoO# pacTtBop Meau 25 MKr/a B 0.5 %-HOM pacTBOpe a30THOM KHUCIOTHI MapKU
OCY OBl TOATOTOBJIEH W3 PACTBOPOB CTaHAAPTHHIX 00pa3ioB kommanuu Fluka c
koHueHnTpanueit 1000 mr/m.

B xauectBe 00BEKTOB wuccienoBaHus Obuia BbIOpaHa Boja peku ChIp - mapbs.
W3mepeHuss mOpoOBOIWIMCH Ha aTOMHO-abcopOmuoHHOM crnektpomerpe AAS-800 ¢
NeiTeprueBbIM KOPPEKTOPOM (OHA U 3IEKTPOTEPMUYECKUM aTOMU3ATOPOM «rpaduToBast Meub
THGA» c¢ aBromo3atopom AS-800. bBeutn ucCmonb30BaHbl TpadUTOBBIE KIOBETH C
MUPOJIUTUYECKUM MOKPHITHEM, CIEKTPAIbHYIO JaMIly C MOJbIM KatoaoM ¢upmsl “Perkin
Elmer”. B kauecTBe 3alIMTHOIO ra3a NPUMEHSUIUCh BBICOKOYHCTBHIM aproH. ATOMHOE
MOTJIOLIEHUE U3MEPSUTUCH 110 PE30HAHCHOM JIMHUU Meu 324.8HM nipu mupuHe menu 0.7 HM.

Ananusupyembie pacTBOpsl B 00bemMe 20 MKI € TIOMOIIBIO aBTOMAaTUYECKOTO
JIO3UPOBAHUS BBOJMJIACH B TPa(UTOBYIO MEUbh M MPOBOAMIACH TepMUUYECKass o0paboTka 1Mo
3a7aHHoOM TIporpamme: BhicymmBanue 30 cex. mpu 110 °C, ozonenme 10 cek. mpu 700 °C,
aTommzarnus 5 cex. mpu 2000-2300 °C.
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PI/ICyHOK 6 Cpezume 3HAUCHUS pC3yJIbTaTOB aHaJIM3a Ha COACPIKAHNC MCIU.

W3mepsieMbie 00pa3iibl BOA MEPe] ONpPEeICICHUEM MOIKUCISUTUCH TyTeM J100aBICHHS
0.5 %- a30THOI1 KHCITOTHI IO 00BEMY 00pas3Ia.

Jiist IpoBEpKHU MPaBUIIBHOCTHU PE3yJIbTaTOB U3MEPEHUS COIEPKaHMsI MEAH B BOJIE PEKU
ChIpapbs KCIIOIB30BAINCH CEPTUPHUIIMPOBAHHBIC CTaHIapTHBIE 00pasiel EnviroMAT .,

CpenHue 3Ha4eHHs pe3yJIbTaTOB aHaIKM3a Ha COJEp>KaHUE KaTHOHOB MeIU B mpodax
BOIbI peku ChIpAaphs IO MECsIaM MPUBEICHBI HA PUCYHKE 6 (3HAYEHUS B MKT/JT)
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