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ATOMHO-ABCOPBIIMOHHOE OINPEJAEJEHUE MbIIIIBAKA
B BUJAE JIETYUYUX N'NIPUT0OB B IPOMBILIJIEHHBIX
N NNPUPOAHBIX MATEPUAJIAX

E. B. CmupHoBa, E. K. Cugopenko, T. H. EpmosiaeBa

Jluneyxuii 2ocyoapcmeentvill mexHu4ecKuil YyHUGepCumem

IMoctynmna B pemakmmro 31.01.12 1

AnnoTtanus. Pa3paboraHbl METOIUKH THIPUIHOTO aToMHO-abcopoumonHoro onpeneneHus As (I11) B
00pasiax co CIIOKHON MaTPUIICH, BKIIFOYAOIIHE YIBTPA3ByKOBYIO MPOOONOATOTOBKY. [Ipenessl oOHapyKe-
HUs MBIIIBSIKA B IMOYBE, Bojiocax, cranu cocrasisiror 0.07, 0.09, 0.18 Mr/Kr cooTBeTCTBEHHO. METOAUKH
XapaKTEePU3YIOTCs BBICOKOH BOCTIPOM3BOIMMOCTBIO U TIPABUILHOCTHIO.

KiiroueBble ci10Ba: yITpa3ByKOBOE Pa3IOKEHUE, THIPUAIHAS aTOMHO-a0COPOIMOHHAS CIIEKTPO CKOIIHSA,
aHaIN3 CTaJl|, aHAJIN3 BOJIOC, AHAJIN3 TI0YBBI, BOCCTAHOBUTEIb, THAPHPOBAHUE.

Abstract. Procedures of arsenic determination in complex matrix samples by hydride generation
atomic absorption spectrometry (HG-AAS) method with ultrasound sample preparation were developed.
The detection limit of arsenic in soil, hair, steel are equal 0.07, 0.09, 0.18, mg/kg respectively. New proce-
dures are characterized with high precision and accuracy of the results.

Keywords: ultrasound acidic-type digestion, hydride generation atomic absorption spectrometry (HG-
AAS), steel analysis, waste of metallurgical manufacture analysis, hair analysis, soil analysis, deoxidizing

agent, hydrogenation.

BBEJIEHUE

CoenuHeHHs MBILIbSIKA IIMPOKO PACIPOCTPAHEHBI
B TIPUPOJIE U ABJISAIOTCS IPHOPUTETHBIMU 3arpsi3HUTE-
JSIMH KaK TPOMBIIUICHHBIX, TaK U OMOJIOTHYECKUX
00bexToB. He3HaunTenbHbIe IPUMECH MBIIIbSIKA He-
raTUBHO BIHUSIOT HA Ka4€CTBO METAJUIONPOAYKIIHH,
COCTOSIHUE OKpY>Katolieu cpensl [ 1], a Takxe Ha Opo-
TeKaHWe OOMEHHBIX TPOIIECCOB B OPraHU3Me KHBOT-
HBIX U 4enoBeka. [loaTomy copep:kaHue MBIIIbsSKA B
pa3IuYHBIX MaTepHUasax HOPMUPYETCS Ha HU3KOM
ypoBHe. Hanpumep, kauecTBEeHHas CTaJIb J0JIKHA CO-
nepxarb He 0onee 0.02 % MpIIbSKa, HHAYE 3aMETHO
CHIDKAETCS €€ IUIACTUYHOCTh, BOSHUKAET KPACHOJIOM-
KOCTh MeTajuia [2]. B Bonocax gomyckaeTcst MpucyT-
CTBHE MBIIIbsKA HIDKEe | MI/KT y neredt u 3 MI/Kr y
B3pocibix [3]. BanoBoe coaepkanue seMeHTa B 1Mo-
4Be, ycTaHOBJIeHHOEe PocrioTpeOHan30poM, cocTasis-
et He Oonee 10 mr/kr cyxoro BemecTBa. Kpome Toro,
TBEpAbIE TKaHU (BOJOCHI, HOI'TH, KOCTHAsI TKaHb) SIB-
JISIOTCS Ype3BbIYaiiHO MH(OPMATUBHBIMH OHOCpea-
MH, HEIOCPEICTBEHHO BOBJIECYEHHBIMH B IPOLIECCHI
JETIOHUPOBAaHUSI U KOHLEHTPUPOBAHUS XUMHUECKUX
aneMeHToB. OnpeeneHre MBIIIbSIKa B BOJIOCaX MOXKET
Croco0CTBOBaTh CBOCBPEMEHHON JUArHOCTHKE 3200-
JIEBAHUH JKEITYIOYHO-KUIIEYHOTO TPAKTa, KOXKH, JIeT-
KHUX, MMOYEK, KOCTHOrO Mo3ra [3].

© Cmupnaosa E. B., Cunopenxo E. K., Epmonaesa T. H., 2012

Pexomenayemble oumanbHBIMU TOKYMEHTaMHU
METOHbI ompeneneHust As (rpaBUMETpPHUs, TUTPUMe-
TpHsi, CIIEKTPO(HOTOMETPHSI, UHBEPCUOHHASI BOJIBTaM-
MIEpPOMETPHSI) B MPOMBILIJICHHBIX U IPUPOIHBIX MaTe-
pHaax 10CTaTOYHO AJIUTENIBbHBI U TpyaoeMKu. [1oaTo-
My HeoOxoquMa pa3paboTKa CEIEKTUBHBIX, BBICOKO-
YYBCTBHUTENbHBIX M SKCIIPECCHBIX METOAMK OIpeieIe-
HUS AS B METaJUTypTH4eCKUX, OMOJIOTUYECKUX U
NPUPOIHBIX 00bEKTaX.

B nacrosiee Bpems A5 OTIpeieIeHNAS MBIIIbIKA
NPUMEHSIETCSI TAKOKE M aTOMHO-a0COPOLIMOHHBII METOA
ananusa. Ho, BciieicTBre 3HAUNTENBHOTO HECETIEKTUB-
HOTO (pOHOBOTO MOITIOUICHHS, BOCIPOU3BOIAUMOCTD
PE3yNIBTaTOB P IIAMEHHOM M 3JIEKTPOTEPMHUUYECKOM
aTroMm3anuu cHrkaeTcs [4]. CylecTBeHHO YITyUIlnTh
YyBCTBHUTEJILHOCTh M CEJIEKTUBHOCTH aHAJIHM3a METO-
JIOM aTOMHO-20COPOITHOHHON CTICKTPOCKOITHH IT03BO-
JISIeT TeHepanyst TUIPHUIOB.

Pesynprarer aTOMHO-20COPOIIMOHHOTO OTIpeene-
HUSI MBIIIBSIKA B BHJIE JIETYYUX THIPUIOB BO MHOTOM
3aBHUCAT OT KadecTBa mpodomoxnrorosku. [Ipu mepe-
BEZICHUU MTPOOBI B pacTBOP TpebyeTcsi COKPATUTh MPO-
JOJDKUTENBHOCTD Pas3JIoKeHHus oOpasna M OJHOBpE-
MEHHO HCKJIIOUUTH NOTEPU aHAJIUTA B BUIAC JIETYUHX
COEIMHEHUH. DTO BO3MOYKHO NPHU HCIOJIB30BaHUHU B
poOOIOAr0TOBKE YIBTPa3BYKOBOTO H3JIyUCHHUS.

Taxum 00pa3om, IebI0 HACTOAIIETO HCCIeI0Ba-
HUS SBJSUIaCh pa3pabOTKa METOIMKH ONpEACICHUS
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MBILIbsIKA B 00pa3lax CTaju, TOYBbI, BOJIOC METOAOM
aTOMHO-a0COPOLMOHHON CIIEKTPOCKOINH C TeHEPaLH-
et runpunos (I'T-AAC), Bkitouaromiei ynsTpa3Byko-
BYIO IIPOOOINOATOTOBKY.

METOAUKA SKCIHIEPUMEHTA

Peaxmueul: a30THasI, cepHas, consHasi, pTopucTO-
BOJIOPOJIHAsI KUCJIOThI, HATPUS THIPOOKHUCH (X.U.,
«Peaxum», Poccus); ackopbunoBast xuciora («Bek-
ToH», Poccus); xamms fogun (4.1.a., «Peaxumy, Poc-
cust); Hatpust 6oporunpug («MERCK», I'epmanns).

JlJ11 KOHTPOIIS TIPAaBUIIBHOCTH OTIPE/ICTICHHUS MBI-
IIbsIKA M TPAJyUPOBKH UCTIONB30Baiu [0cynapcTBeH-
Hble cranaapTHeie 00pasis! (I'CO) — cranu yrepo-
mucteie C21 mapku Ct0 u Y3k mapku 20.

CrannapTHbIC PaCTBOPHI JJIs1 TOCTPOCHUS TPalyH-
poBouHOTO Tpaduka roroBuIH Ha ocHOBE ['CO 7976-
2001 («DKPOC», Poccust), mpeacTaBIisitoniero coooi
pactBop Meimibsika (I11) ¢ konnentpanmeit 0.101 r/am?.
OT00p MPoO MPOBOAMIIN B COOTBETCTBUU C HOPMATHB-
HOU nokymeHTanuei [5—7].

O06pa3ie! ctamu Maccoit 0.25 1 (1mouB, BOJIOC Mac-
cot 1.00 r) pasnaranu B 20 M HCI (10 M HNO,) B
YABTPa3ByKoBOi BaHHE «Carihupy» ¢ pabodeii yacToTon
35 k[ mpu emnieparype 60°C B Teuenue 30 (15) mumn.
PacTBopHs! 1ouB, BosOC BhIMapuBanu gocyxa. Cyxue
ocrtarku niepepacteopsuin B 10 M HCI, paz6asiieHHON
B cooTHomeHuu 1:1.

MpIbsK B ipo6ax 1moyB, BOJIOC BOCCTaHABINBAIIN
HWOJIUIOM Kajiusi ¢ JOOaBJICHUEM acCKOPOMHOBOW KHC-
sotel ipu 60°C B Teuenue 10 MUH B yIbTpa3ByKOBOH
cpere.

Omnpenenenue As MPOBOJAHMIN Ha aTOMHO-
abcopommonnom criekrpomeTpe (AAC) «SpectrAA
220» ¢ ruapunHoi mpuctaBkoil «VGA-77» ¢upmer
«Varian» (ABcTpayns) mpy THHE BOJHBI 193.7 HM

METOJIOM I'pagyupoBouHoro rpaduka. s 3aganus u
KOHTPOJISI TapaMeTPOB NPUMEHSIN NEPCOHAIbHBIH
KOMITBIOTED C oreparnonHoi cucremord Windows 2000
Y IPOrpaMMHBIM 00ecTiedeHHEM «SpectrAA».

ApcuH reHepupoBalid B KUCJION cpelie IeUCTBUEM
Ha pacTBOp MpooObl Oopruapugom Hatpus NaBH4
(0.3 %), crabmmmsupoBaraeiM NaOH (0.5 %). Jlns
aHaJIM3a UCIOIb30BaJIN CBEKEIPUTOTOBICHHBIN pac-
tBop NaBH,.

OBCYXJIEHUE PE3VYJIBTATOB

IIpu pa3paboTke METOAMKH OBLIO HEOOXOTUMO
ONTHMH3UPOBATH YCJOBHSI TPOOOIMOITOTOBKH U TIO-
JYYCHUS TUAPHUJIOB JUTS TIOCIIC/YIOIIETO ONPE/ICIICHHS
aTOMHO-20COPOIIMOHHBIM METO/IOM.

[ToaroroBka mpoOBl K XMMUUYECKOMY aHATU3Y
OTIpe/IeNiIeT HAJICHKHOCTh PE3yJIbTATOB M JJINTEIb-
HOCTb, TPYJOEMKOCTb aHAJTMTUYECKOTO IIUKJIA B LIEJIOM.
CoBpeMeHHbIE CIOCOOBI TIPOOOIOJTOTOBKYA aKTHBHO
HCIIOJIB3YIOT Pa3HOTO THIA U3JyYeHHUs, Halpumep,
MHUKPOBOJIHOBOE WM YIBTPa3BYKOBOE. YIIBTPa3BYKO-
BOC M3JIy4YCHHUE, CIIOCOOCTBYIONIEE YMEHBILICHHUIO TH-
HAMHYECKOH BSI3KOCTH KUCIIOT, YBEJIIMYCHUIO Pa3MEPOB
Y TITyOMHBI MUKPOTPEIIHH TBEPJON (ha3bl, BOSHUKHO-
BEHUI0 OBICTPOro KOHBEKTUBHOTO MaccoriepeHoca [8],
MOJIOKUTEIHLHO 3aPEKOMEH TOBAIIO ce0s MPH ISCTPYK-
MY TI0YB U Omojyornyecknx marepuaioB [9]. Hamu
OBLIH UCCIICIOBAHBI pa3IMYHBIC 00pa3Ibl CTAIH, TI0YB,
BOJIOC; COIMOCTABIICHBI YCIIOBUSI UX PA3JIOKCHUS B
YABTPA3BYKOBOMW CpeJie U TPAIUIIMOHHBIMU METOIAMU
(tabm. 1). CocTaB KHCIOTHON CMECH JIJIS Pa3IOKEHUS
3aBHCHUT OT IIPUPOJIBI MaTepuaa. BeipaskeHHbIC OKHC-
JUTEIbHBIC CBOMCTBA a30THOM KUCIIOTHI OOYCIIaBIIH-
BalOT €€ MPUMEHEHHE ITPH ICCTPYKIIUU BOJIOC U [TOUB,
CIIOCOOCTBYIOT TIEPEBEJICHUIO B PAaCTBOP MHUKPOAJIC-
MEHTOB IP00. XJIOPHUCTOBOIOPOIHAS KUCIIOTA XOPOIIIO

Tabmuna 1
Cpasnenue cnocobo6 npobonoo2omoeku 06pazyos CMmaiu, No4ebl OUOLOSUYECKUX NPOO
Oopaszen ¢, MUH m,T OGbem n coctas pactso- OcoOeHHOCTH pa3oKeHHs Ccpuika
POB PEAKIIMOHHON CMeCH
Crais 120 1.0 10 mx HNO, + HCI (1:3) Tepmuueckuil HarpeB [10]
yrepoauctTas 30 0.25 20 M HCI T .. 60°C; yrbtpassyKoBoe H3itydeHue —
180 2.0 10 mx HNO, (5 M) TepMmudeckuii HarpeB [11]
Ilousa
20 1.0 10 mx HNO, (10 M) T o, 60°C; ynpTpa3ByKOBOE U3IyUEHUE —
60 0.1 1 M HNO, TepMmuueckuii HarpeB [7]
Bomnocsr
20 1.0 10 mn HNO, T... 60°C; ynpTpa3ByKOBOE H3ITyUCHHE —

Ilpumeuanue: t — Bpemsi pasioxeHus oOpasua; m — Macca HaBeckn obpasua; T

pasa.

— TeMmIieparypa pasJoKeHus 00-

1.
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pacTBOPSIET OKCUABI METAJIOB U METAJUIbI, OKUCIISIO-
IFecs Jierde BOIOpo/a, U4To JIeaeT ee He3aMEeHUMBIM
KOMITOHEHTOM CMECH JUIsI pa3JIoKeHHUsI cTaiu (Tadi. 1).

CorocraBieHue dKCIEPUMEHTAIBHBIX JTAHHBIX
[IOKa3aJ10, 9TO YABTPA3BYKOBOE N3ITydeHHE TTO3BOJISET
COKPAaTHUTh POJIOJKUTEIBHOCTh IECTPYKIIUU B 3, 4 1
6 pa3 1y mpob BOJIOC, CTAJH, IOYB COOTBETCTBEHHO
(tabm. 1). [Tockonbky HCHONIb3yeMas B JAalibHEHIIIEM
TeHepalus THIPHJIOB CITOCOOCTBYET CYIIIECTBEHHOMY
YBEITUYCHUIO YYBCTBUTECIHHOCTH aHAN3a B IIEJIOM,
yJaeTcsi yMEHBIIUTh MacCy HABECKH B 2 U 4 paza s
00pasIoB MOYBH U cTanu (Tabm. 1).

OO0Opa3oBaHKe TUIPHJIA MBIIIbSIKA MPOBOIUIH B
KHCIION Cpefie IeMCTBIEM CHIIBHOTO BOCCTAHOBUTEIIS
NaBH, na As (III) mo peaxruu:

AsO,+BH,+H"=AsH,t + BO, + H,1.

BBenenne MpIbsKka B aTOMHU3aTOp B BUJE TAa300-
Opasznoro AsH, npuBOAMT K 3HAYUTEIHLHOMY TOBbI-
[ICHNIO aHATMTHYECKOTO CUTHAJI, 32 CYET NCKITFOUCHUS
MOTEePh B PACHIBUIUTEILHONU KamMepe U OTCYTCTBHS
CTaJMii JiecoyNbBaTaluu U ucnapenus. Kpome Toro,
BEIMYMHA ¥ CTAOMILHOCTh aHATUTHYECKOTO CUTHAJA
3aBUCST OT BPEMCHH 3aJICP’KKH, BKIFOUAIOIIEM JIJTH-
TENBHOCTh (POPMHUPOBAHUS APCHUHA, CKOPOCTH €r0
BBIJICJICHUSI ¥ TIOCTYIUICHUSI U3 MAaTPUYHOTO PacTBOpa
B aTOMHU3aTOP. DKCIIEPUMEHTAILHO YCTAHOBJICHO, YTO
pe3yNIbTaThl aHaIM3a PAcTBOPOB MPOO IOYB, BOJIOC,
BOCCTAHOBJICHHBIX HOIUOM KaJIUs U, CIICIOBATEIIBHO,
COZIEpIKaIIMX MBIIIBSIK B HU3IIEH CTETIEHN OKHUCIICHNS,
ipu Bpemenu 3aaepkku 100 ¢ B cpeaneM Ha 6 % BblIIe
Pe3yNbTaToB, MONYYEHHBIX 0e3 MpeaBapUTeIbHOTO
BOCCTAHOBJICHUS aHAJINTA.

Ha ¢opmupoBanue 1 ycTOWYMBOCTE apCHUHA BIIHS-
FOT: KOHIICHTPAIUS BOCCTAHOBUTENS W KHUCIIOTH B
AHAIM3UPYEMOM PACTBOPE, MPUCYTCTBUE MEILIAOIIIX
HMOHOB B TIP00€, 3arpsi3HeHNE PEaKIIMOHHON STICHKH.

OnTuMaabHbIe KOHIICHTPAIMH COTSTHOM KUCIOTHI
u Ooporuapuaa HATpUs, CTAOUIU3HUPOBAHHOTO
0.5 %-bmm pactBopoM NaOH, cocrtaBmsor 7.5 M u
0.3 % coorBeTcTBeHHO. CHMXKEHUE KOHIICHTPALUU
NaBH, npuBouT K yXy/IIIEHAIO 9yBCTBUTEILHOCTH
OTIPEICIICHNS] ¥ BOCIIPOM3BOAMMOCTH CUTHAJA U3-3a
HEIOJIHOTO MpeBpalieHust As B JieTyuuii apcud. Kpome
TOTO, aTOMHYI0 a0COPOIIMIO TTOAABIISIOT YBEINYCHHUE
koHIeHTpauuu NaBH , 110 1.5 % u ymeHbllIeHUE KOH-
LIEHTPAITUHU COJITHON KUCIIOTBI, UTO CBS3aHO C BOCCTa-
nosienueM Fe?* u Fe¥* 10 Metannndyeckoro cocTosHSE
1, KaK CIIeACTBHUE, COPOIHEH METRIalIINMK YacTHIIA-
mu Metaiia AsH, [12].

KoHIeHTpanuio MBIIIbsIKa B TPOOax OMpenesiin
METOJIOM T'PaJlydupOBOYHOT0 TpaduKa UM METOIOM
n00aBoK mipu JutHE BOJIHEI 193.7 M. [{namas3on iu-

HeitHocTH rpaduka cocrapnser 0.005—0.350 mxr/mut.

Brnusinue hona Ha rHAPUA000PA30BAHUE YUUTHI-
BaJIM TP MTPOBEACHUN KOHTPOJIBHOTO OTIBITA, & TAKKE
MIPH IOCTPOCHUU TPATYUPOBOYHBIX TPAPUKOB C HC-
nonbs3oBaareM ['CO.

[penenst ooHapyxkenus As cocrasisitor 0.07, 0.09,
0.18 Mr/kr mms 0OpasmoB IMOYB, BOJIOC, CTAIH COOT-
BETCTBEHHO.

IIpoBepKy NpaBUIILHOCTH ONpe/eicHus AS B CTa-
JISIX TTPOBOJIMIIM MTyTEM aHalln3a CTaHIapPTHBIX 00pas3-
1IOB; B 00pasiiax MoYBbI, BOJIOC — METOJIOM «BBEJIC-
HO — HaitneHo» (tabm. 2). Craructuuaeckast 00padboT-
Ka pe3yJIbTaTOB HE BBISBHJIA CHCTEMaTHYECCKUX I10-
rpeurHocrei (Tadm. 3).

Meronuka anpoOUpoBaHa MPU aHAIHM3E CTAIU
08I1C, mous, Bosoc (Tabdm. 3). PesynsraTsl onpenerne-

Tabmura 2
IIposepra npasunvrnocmu onpedenenust As
(P=095n=10)

Baene- Haiineno, %
Ob6pazen o s,
HO, % Mmacc. macc. !
Cramb yriepo- | 5056 | 0.0026£0.0001 | 0.07
mucras C21
Cras ymepo- | 1058 | 0.0033£0.0004 | 0.20
nucrast Y3x
Bomnocer 0.30" 0.32+0.01* 0.04
ITousa 10.0° 10.1£0.1%* 0.01
* — KOHIIEHTpAIMS B MI/KT.
Tabmma 3
Pesynemamut onpedenenus As 6 peanbHbix 06vekmax
(P=095n=3)
Oopasery Meron XA, % Macc. s
aHanmM3a r
IT —
CraJb KOHCTPYK- AAC 0.002140.0005 | 0.09
IIMOHHAS YIIIepO-
muctas 08TIC AdC | 0.0018+0.0005 | 0.09
Bomoce! T — 1 0.140£0.007" | 0.02
0J10C AAC . . .
O6paser 1 9.43+0.07* | 0.003
IT — .
ITousa | Obpa3zer 2 AAC 8.40+0.20 0.01
O6paszerr 3 8.78+0.09" 0.004

¥ — 3HaueHue MpeaACTaBJICHO B MI/KT.
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HUS MBIIIbSIKA B CTAJU COMOCTABJIEHB! C JJAHHBIMH,
MTOJIY4YEHHBIMHU JKCTPAKIIMOHHO-(DOTOMETPUUIECKUM
metonoM (DCD).

[Ipumenenue xputepust Gumiepa u moguduIHpo-
BaHHOTO TecTa CThIOZIEHTA TIOKA3aJIl PABHOTOYHOCTD
METOJUK M OTCYTCTBHE CHUCTEMAaTHYECKHMX IOTperI-
Hocrteit ipu ananuze ctanu 08IIC. ConeprkaHue Mbl-
LIbSIKa B OMOJIOTHUECKUX, TPUPOAHBIX ¥ MPOMBIIIIICH-
HBIX O0BEKTaX HE ITPEBHINIAI0 HOPMUPYEMBIX YPOBHEH
(3, 10 1 200 MI/KT COOTBETCTBEHHO).

3AK/IIOYEHUE

[IpuMeHeHne yapTpa3ByKOBOH MPOOOTIOATOTOBKH
CYIIECTBEHHO MHTEHCH(PHULUPYET MPOILECC pa3iokKe-
HUA 11Po0, a onpenienieHne As B BUJIE JIETy4ero THApH-
J1a TIO3BOJISIET YMEHBLIUTE 00bEM MPOOBI M COKPATUTh
00beM KHCIIOT.

Meroauka anpoOHpoBaHa MpHU aHaJU3e MPHUPOJ-
HBIX ¥ IPOMBIIIIIICHHBIX 00Pa310B U XapaKTepU3yeTCs
XOpouIed BOCIPOU3BOJUMOCTBIO, IPABUIIBHOCTBIO,
BBICOKOH PEeHTa0ENbHOCTEIO.
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