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CopOunOHHO-peHTreHodryopecueHTHoe
onpeaenexHue Pb(ll) Ha )xenaTHOBLIX NfeHKax,
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HccnenoBana BO3MOXHOCTh NPUMEHEHUS! COPOCHTOB Ha OCHOBE IPOMBIIUICHHBIX JKEIaTHHOBBIX
TUICHOK /ISt O)CETHOM IeyaT, MOAM(pHUIMPOBaHHBIX OpommrporauionoBsiM kpacHbM (BITIK), nist onpesne-
nenust Pb (II) B MHOTOKOMITOHEHTHBIX CHCTEMax B NMPHUCYTCTBUU Tspkenbix Metayuo — Cu (II), Cd (II) u Fe
(III). PaccumTaHbl CTENIEHN M3BJICYCHUS METAIUIOB COPOCHTOM Ha OCHOBE MOTU(DHIIMPOBAHHBIX JKEITaTHHO-
BBIX IUIEHOK M KOd((WUMEHTH PAaCIpENENeHns METAUIOB B TETEPOTEHHON cucTeMe Me™ (uermopy/Me-
BIII'K (nenxa). OLieHEHBI IOrpelHocTy onpeaenenus ceuHua (1) u nokasana BO3MOXKHOCTb IIPUMEHEHUSI JKe-
JATHHOBBIX IUICHOK, Moau¢uimpoBanubix BIIT'K, nis copOLuoHHO-pEeHTIeHO(IYOPECEHTHOTO Onpeaee-
Hus Pb(II) B MHOTOKOMIIOHEHTHBIX CUCTEMAX.

KiroueBble c10Ba: peHTTE€HO(ITyOPECIICHTHBIN aHAN3, COPOLHs, OPOMIMPOTAIIIONOBEINA KPACHBIH,
JKeJIaTUHOBBIN renb, ceuHel (II).

Sorption-XRF determination OF Pb (ll) on a gelatin film
modified bromopyrogallol red

Pochinok T.B.!, Anisimovich P.V.", Vasilyeva LV..,
Shinkarenko O.Yu.!, Reshetniak E.A.>
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Features of the structure of gelatine make this polymer useful environment for analytical reactions
involving immobilized in a gelatin matrix organic reagents and allow the use of modified gelatin films for
sorption-spectroscopic determination of analytes.

The aim of study was to investigate the possibility of a combination of pre-concentration of heavy
metals using sorbents based on modified gelatin films, followed by X-ray fluorescence detection elements in
concentrates. The study was conducted on the example of determination of Pb (II) in multicomponent mix-
tures, with the presence of Cu (II), Fe (IIT) and Cd (II), using as the sorbent gelatin films modified bromopy-
rogallol red (BPGK).

Photographic film AGFA for offset printing with 20 microns of the gelatin layer was used in this
work. Assessment of the metal extraction by modified gelatin film sample was performed using the atomic
absorbtion spectroscopy. Analysis of gelatin film surfaces with immobilized reagents and their complexes
with metals carried out using a scanning electron microscope JEOL JSM-7500F and wavelength dispersive
X-ray fluorescence spectrometric analyser ARL-Perfom'X 4200. The method was tested on model solutions
containing different amounts of Cu (I1I), Pb (II), Cd (II) and Fe (III). In solutions with an equimolar ratio of
the components of each metal concentration was varied in the range of 1.0-10° to 1.0-10™* M. Solutions with
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different ratios of metal concentrations were prepared for investigation of isomolar mixtures; total metal con-
centrations were 1.0-10* and 5.0-10* M.

The degree of metal extraction with sorbent based on modified gelatin films and metal distribution
ratios in a heterogeneous system Me" (solution)/Me-BPGK(film) were calculated. It is found that the reagent
and its complexes with metals uniformly distributed in the surface layer of a gelatin film. Analytical signal
dependences on the concentration of Pb (II) and Cu (II), obtained by XRD, are linear in studied concentration
ranges. Fe (III) and Cd (II) characterized by the presence of two or three sensitivity ranges, respectively. Er-
rors in the determination of Pb (II) in the presence of other metals in the investigated concentration range do
not exceed 15%. By the example of the modified BPGK gelatin films the possibility of application of this
sorbent for sorption-XRF determination of lead (II) in the multi-component mixtures was demonstrated.

Keywords: X-ray fluorescence analysis method, sorption, bromopyrogallol red, gelatin gel, 1
ead (II).

BBepeHue

Jlnst mosryueHusi COpOEHTOB OOBIYHO MCHONB3YIOT pa3iMyHble MMOJUMEpPHbIE MaTe-
pHabl: MOJIUCTUPOJI, MOJUATUIICH, TOJTUBUHIWIXJIOPH, LIEJUTIOJIO3HYI0 OyMary, KpeMHe3e-
MBI U JIp. [1-5], MOBEpXHOCTh KOTOPHIX YaCTO MOIU(PHULIUPYIOT PA3IUUYHBIMU BEIlECTBAMU
Jutst oBBIIeHUs 3 hekTHBHOCTH KOHIIEHTpHpoBaHus. Hanbomee mpocTeiM criocoboM Mo-
TUQUIMPOBAHUS TMOBEPXHOCTU SBISAETCS HEKOBAJEHTHAs WMMOOWIM3ALUS PEareHTOB,
B3aUMO/ICHCTBYIOMINX C PA3IMYHBIMU (hopMamu 1eMeHTOB [1,6].

B nocnennee Bpemst yBEIMUMIIOCHh KOJIMYECTBO MyOIMKALMH, OCBAIIEHHBIX U3yYe-
HUIO COPOLIMOHHBIX CBOMCTB MPUPOJHOTO MOJMMEPHOIO MaTepuaa )ejlaTUHa U ero Mpu-
MEHEHHUIO B Ka4eCTBE Cpe/bl JUIsl IPOBEACHUS aHAJMTUYECKUX peakiuil. Beicokas ruapo-
(UIBHOCTH, Pa3BUTAs MOBEPXHOCTh M HAINYUE (DYHKUMOHAIBHBIX IPYII KUCIOTHOM U OC-
HOBHOM NMPHUPOJIBI B CTPYKTYpE JKeJaTHHA CO3Jat0T OJaronpHsTHEIE YCIOBHS JUIsl POBEIe-
HUSl aHAJIMTUYECKUX PEAKIHUM B Cpe/ie OTBEPHKACHHOIO JKEJTaTHHOBOI'O Tejisl ¢ UMMOOUIIH-
30BaHHBIMH peareHTaMu. Psgom aBropos [7-11] nokazano, 4To MOJU(PHUIMPOBAHHBIE aHA-
JUTUYECKUMHU peareHTaMu KeJIaTUHOBbIE IUIEHKH MOTYT OBbITh YCHEIIHO MPUMEHEHBI AJIs
TBep10(a3HO-CNIEKTPO(HOTOMETPHUECKOTO U BU3YaIbHOTO TECT-ONpPEAEICHUs psaa aHaAIU-
TOB B Pa3JIMYHBIX 00BEKTax OKpy»Xkarouie cpenapl. B wacTHocTH, paspaboTaHa MeToAMKa
TBepaodazHo-cnekTpoporomerpuueckoro ompeaeneHus Pb (II) B BogubIx cpemax ¢ wuc-
M0JIb30BaHNEM MOAU(UIIMPOBaHHBIX OpoMnuporamionoBeiM kpacHbIM (BIII'K) sxenatuno-
BBIX IUIEHOK. [12]. OnTHueckas INIOTHOCTh IUIEHOK 3aKOHOMEPHO BO3pAcTaeT C yBelIuye-
HueM koureHTpanuu Pb (I) B pacTBope 3a cueT 00pa3oBaHUS KOMIDICKCHOTO COCTUHEHUS
HEMOCPEACTBEHHO B CJIO€  JKeJaTMHOBOro  reis.  Mertoauka — TBepAodasHo-
criektpodoTomeTpuueckoro onpeneneHus ceuHna (Il) ycrnemno anmpoOupoBaHa npu aHa-
au3e Bo3Ayxa paboueil 30HBI psaa mpennpusaTaii [12]. OgHako ompeneneHuio CBHHIA C
UCTIOJIb30BaHUEM YKa3aHHOTO COPOCHTA MEIIAET Psi METAIJIOB, TO3TOMY BO3SHHKAET HEOO-
XOJMMOCTb YCTPAHEHUS! MEUIAIOIUX KOMIIOHEHTOB, YTO YCJIOKHSAET aHAJIN3 U BHOCHUT JO-
MOJIHUTEIIbHBIE MIOIPEIIHOCTH B €70 PE3YJIbTaTHI.

[Ipu aHanmm3e TakuUX CIOXKHBIX CHCTEM BeCbMa MPUBJIEKATEIBHO BBITJISIIUT PEHTTe-
HO(ITyOpEeCIIeHTHBI METOJ, KOTOPBIH anmapaTHO W METOJAWYECKH TMO3BOJSET YYUTHIBATDH
9T B3aUMHbIE BIUSAHUSA 371eMeHTOB. COpOLIMOHHO-PEHTIeHO(IIyOPECLIEHTHBII METO]1 aHa-
JM3a MO3BOJISIET COBMECTUTh KOHLIEHTPUPOBAHHUE IEMEHTOB U3 PACTBOPOB C HCIOJIb30Ba-
HUEM pa3JIUYHBIX COPOCHTOB U ONpEAETICHHE 3JIEMEHTOB HEMOCPEACTBEHHO B TBEPIOM
koHueHntpare [3,14,15]. HeoOXoaumMo y4YHTHIBaTh, 9TO HA METPOJIOTHYECKHE XapaKTepH-
CTHKH METOJHMK COPOIIMOHHO-PEHTTeHO(IYOPECIIEHTHOIO ONPENeIeHUs 3JIEMEHTOB MOTYT
CYILIECTBEHHO BIUSATh CBOMCTBAa COpPOEHTOB, B YAaCTHOCTH, COCTaB, TOJIIIMHA M KaueCTBO
MOBEPXHOCTH 00pa3LOB-U3Iyyarenei, paBHOMEPHOCTb pacHpeeseHUs KOHILIEHTpaTa Io
MOBEPXHOCTH M 00beMy 00pasIia.
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Lenpto paboOThl ABISIIOCH U3YYEHHE BO3MOXKHOCTH COUYETaHUS IMPEIBAPUTEILHOTO
KOHIICHTPUPOBAHUS TSIKENIBIX METAJUIOB C HCIIOJIb30BAHUEM COPOSHTOB Ha OCHOBE MO/IH-
(GUIMPOBAaHHBIX KEJATHHOBBIX IUICHOK C MOCIEIYIOINIMM PEHTTeHO(IyOPECIIEHTHBIM Jie-
TEKTUPOBAHMEM 3JIEMEHTOB B KOHIIEHTpaTax. McciaegoBaHue npoBOIMWIM Ha MpUMEpPE OI-
penenenus Pb (II) B MHOTOKOMITOHEHTHBIX CMECSX C UCIIOJIh30BAHUEM B Ka4eCTBE COpOCH-
Ta KeTATHHOBBIX MJICHOK, MoaudunupoBannbix BIITK.

JKCNEepUMEHT

B pabote ucnonp3oBanu OpOMIMPOTAIIONOBEI KPACHBIA KBATU(PHUKALMH «U/1a»
dbupmbel «HeBa PeaktuBy», menp (II) cepHokuciyto 5-BOIHYIO, KaAMUN a30THOKHUCIBIA 4-
BOJHBIA «X.4», CBUHEI] a30THOKHUCIBIN «X.4», xjopun xkenesa (III) dupmbr «Mercky,
purum > 99%; conp auHaTpueByro >TwieHIUaMUH-N,N,N',N' — TeTpayKkcycHOI KHUCIOTHI,
2-poanyto (DATA) «x.4.».

JUig perynupoBaHUsT KUCJIOTHOCTH MCIIONb30BAIN XJIOPOBOJOPOJIHYIO KHUCIIOTY
«X.4»; HATpUS TUAPOOKUCH «X.U»; alleTaT HATPUS «X.U»; YKCYCHYIO KHCIOTY «X.4»; a30T-
HYIO0 KHCIJIOTY «OCY».

PactBop BIII'K ¢ koHnenTpauueii 8.5 10* M rorosuiu pacTBOPEHUEM TOYHOM Ha-
BECKM BEIIECTBA B JUCTHWILIMPOBaHHOUN Boje. [Ipu OosbLIMX KOHUEHTpALUsAX KPACHUTENb
HauMHAaeT BhINAJaTh B OCAIOK.

Ucxonnsie pactBopsl metaiioB Pb (II), Cu (II), Cd (II) u Fe (III) xoHmeHTpanum
0.IM roToBWJIM pacTBOPEHHEM TOYHBIX HABECOK MX COJIed B JUCTUIUIMPOBAHHOH BOJE.
CrangapTu3anyio MOJIyYeHHbIX PacTBOPOB MPOBOIWINM TUTpuMeTpuuecku [16]. Pabouune
pacTBOPBI METANIOB C MEHbIIIEH KOHLIEHTpAIMel TOTOBUIIM HEMOCPEICTBEHHO B JIEHb aHa-
Jau3a MyTEM IOCIE0BATEIBHOIO pa30aBiIeHUs] UCXOJHOTO pacTBOpa AUCTUIUIMPOBAHHON
BOJIOM.

B kauecTBe TBEpIOT0 HOCHUTESI HCIIONB30BAN (POTOTPAPHUECKYIO IICHKY JUIsT O-
ceTHO nedatn pupmbl AGFA ¢ TonmuHON jxenatuHoBOro ciost 20 MKM, U3 KOTOpOH 3a-
paHee OBLIM MOJHOCTHIO yIaJICHBI TAIOTCHU LI cepedpa. OOpa3Ilbl MIICHOK OBLTH OCCIBET-
HBIMH, NIPO3pAauYHBIMU U MEXaHUYEeCKH NMpoYHbIMU. Moauduunposanue mieHok bIIIK u ux
MOATOTOBKA K aHAJIU3Y BBIMOIHSIIACHK IO MeToauke [17].

Onenky creneHu u3BiedeHus MeTauioB (R,%) onHuMM 00pa3noM HMHAMKATOPHON
TICHKH MIOMmansio ~1.4 cM” H3 5 ¢M’ pacTBOpa MPOBOIMIM 110 PA3HOCTH KOHIIEHTPALHi
MeTajula J10 U 1OcCJie BBIACP)KUBAaHUS B PAaCTBOPE MOAUDUIIMPOBAHHON IIEHKH, IS OIpe-
JIEJIEHNs] KOHIIEHTPaIMi METaJIOB ucnoib3oBainu Meron AAC, usmepeHus: NpoBOIMIN Ha
cnektpomerpe AA-6800 (Shimadzu).

Koadduuument pactipenenenust D u cTeneHb U3BICYCHUS R PacCUNUTHIBAIH TIO CIie-
JYIOLMM BBIPXKECHUAM (3apsi HOHA METaslla OIMyIIEeH):

C
D=—Me R = 100? 100% » (1)

Me D+ =
r

rae Cy — KOHIISHTpAIHS METalIa B pacTBOPE MOCIIE BBIICPKUBAHUS OJTHOM TUICHKH C pea-
TeHTOM, 7 — OTHOIIIEHHUE 00bEMOB JKEJATHHOBOTO Teisi B 00pas3iie JKeJTaTHHOBOU IJICHKU K

00beMy BOAHOTrO pacTBopa Meramia; C,, — oOllas KOHIEHTpalus MeTauia B (ase elna-

TUHOBOI'O I'CJId, KOTOPYIO HAXOUJIU U3 COOTHOIICHUA

- (ClMe - CZMe ) Vp—pa
Me — V b (2)

HC

"
rae Ciye U Coye — KOHIEHTpanuu Me"™ B pacTBOpe 10 M IOCJIE BBIIAEPKUBAHUS B HEM
TUICHKU C PEarcHTOM.
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Kucnotnocts pabounx Oy(QepHBIX pacTBOPOB KOHTPOJIUPOBAIM HAa HOHOMEpE
«Qxcnept-001» ¢ MOMOIIBI0 OTKATMOPOBAHHOTO KOMOWHUPOBAHHOTO CTEKJISIHHOTO 3JIEK-
tpoaa CK-10601/7.

HccnenoBanne MOBEPXHOCTH KETATHHOBBIX IJICHOK ¢ MMMOOHMIIM30BaHHBIMH pea-
TeHTaMH U MX KOMIUIEKCAMH C METaJUIaMH MPOBOAMIIN C IMOMOIIBI0 CKaHUPYIOLIETrO dJIeK-
TpoHHoro Mukpockomna JEOL JSM-7500F u BOTHOIMCHIEPCHOHHOTO pPEHTreHO(MIyopec-
nenTHoro ananuzaropa ARL-Perfom'X 4200 (xkaptupoBanwue ¢ marom 500 mxm, Rh- anop,
BpEMSI 3KCIIO3ULIMH 2 C).

Jlyig mosrydeHus: TpaAydpOBOYHBIX 3aBUCUMOCTEN TOTOBUIIU PSAJl pAaCTBOPOB C KOH-
LHEHTpalusIMU METAJIOB OT 5.0-107 o 1.0-10° M. KuciaoTHocTs pacTBOPOB MOJAIEPKUBA-
mu Ha ypoBHe pH 4.5 mobaBnenuem ameratHoro OydepHoro pactBopa. Panee Obiio ycra-
HOBJICHO, YTO 3TO 3HaueHue pH pacTBopa obecrieunBaeT ONTUMAaJIbHBIE YCIOBHS COPOIIUN
MeTtayioB [13]. B momydeHHbIE pacTBOPHI MOMEIIANH TUICHKH, MOJU(PUITMIPOBAHHBIC pea-
reutoM BIII'K, u BeigepxkuBamu npu nepemerinBaiuy 60 MUHYT. TO BpeMsl JOCTATOYHO
JUIE HACTYIUIEHUS COpPOLIMOHHOTO paBHOBECHS B JAaHHOW TreTeporeHHoil cucreme [13].
[TneHky BBICYIIMBAIN M U3MEPSAIM 3HaUeHUE aHanutudeckoro curnana K, munuii Cu (II),
Cd (II) u Fe (IIT) u Lg; nmuaun Pb (II) B monyuyeHHBIX MJIEHKaX Ha 3HEPrOJHCIEPCUOHHOM
pentrenoquiyopecueHTHoM crnektpomerpe EDX-800HS (Shimadzu), ocHameHHbIM mpo-
rpaMMHbIM oOecnieuenreM DXP-700E, Bepcus 1.0. YcnoBust cbeMKH MPUBEAEHBI B Ta0JIN-
e 1.

Tabnuua 1. YcaoBus CbeMKH PEHTI€HOBCKHX (IyOpPECLIEHTHBIX CIEKTPOB

[Tapametp 3HaueHue
AHoOp TpyOKH Rh
Hanpsoxenne, kB 50
Tok, MKA 100
Konnumarop, Mmm 10
Atmocdepa Bozmyx
Bpewms unTerparmu, c 100
JIunns Fe K, k3B / Ananurndueckuii quamnas3od Fe, koB 6.4/62-6.6
Juaua Cu K, k3B / Axanutnueckuii guamnason Cu, k3B 8.04 /7.84- 8.24
JInaua Cd K, k3B / Ananutnueckuii guamnason Cd, k3B 23.12/22.72-23.52
Jluaus Pb Lg; k9B / Ananutndaecknii auamnaszo Pb, kB 12.62/12.38-12.88

[Ipn msmepenun anamutudeckoro curHama Cd (II) mist ycrpaHeHus: Memaromero
paccemBaroero U3MyYeHUs] PEHTTCHOBCKOW POJIMEBOM TPYyOKH MCTIOIB30BAIM IIUPKOHHE-
BBIN (OUIBTD.

JIJiss OIICHKU BO3MOKHOCTH HCITIOJIb30BaHUS COPOCHTOB HAa OCHOBE MOIUMUIIUPO-
BaHHBIX JKEJIATHMHOBBIX IUIEHOK JuIsi ompenenenuss Pb (II) B pacTtBopax B mpHCYTCTBUH
Cd (1), Fe (IIT) u Cu (II) ucnonp3oBanu MOJCIbHBIE PACTBOPHI, B KOTOPBIX COJEpIKAHUE
KOMIIOHEHTOB BapbHUPOBAJIM B COOTBETCTBUU C UX MPUMEPHONU KOHIIEHTpAIHEl B CTOYHBIX
Bomax OAO «3aBon [arnmsens» [18]. B pacTBopax ¢ SKBUMOJISIPHBIM COOTHOLIEHHEM
KOMIIOHEHTOB KOHIIEHTpalrs KaXJ0ro MeTajia BapbupoBajach OT 1.0-10° bie} 1.0-107* M.
Jlis uccrenoBaHusi U30MOJIIPHBIX CMECel TOTOBHMIIM PACTBOPHI C CYMMAapHBIMU KOHIICH-
tpaumsivu Metaiwios 1.0-10™ 1 5.0-10™* M, comeprxamme Cu (II), Pb (IT), Cd (II) u Fe (I1I) ¢
pPa3IUYHBIM COOTHOIIICGHHEM KOHIICHTpalii. B TpPUrOTOBICHHBIE MOAEIHHBIE PACTBOPHI
onyckanu MmoaudunmpoBanusie BIIT'K mnenku u mocne BeiaepkuBaHus B TeueHue 60 mMu-
HYT U3MEPSUTH 3HAUYCHUS aHATMTUIECKUX CUTHAJIOB.
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O6cyxaeHue pe3ynbTaToB

OnvH U3 BaXHEWIIMX MpeacTaBUTENed rpynmbl 3,4,5-TpUTHIPOKCU(IYyOPOHOB —
OpOMIMPOTaUIONOBbIM KpacHbIN 00pa3yeT B pacTBOpax KOMIUIEKCHBIE COEIUHEHUS C psi-
JIOM TSDKEIIBIX METAJUIOB U MCIIONIB3YETCs ISl CHEKTPO(POTOMETPUUECKOTO U COPOIIMOHHO-
CIIEKTPOCKOITMYECKOTO OIPEACIICHUS HEKOTOPHIX METAJIJIOB B Pa3Iu4HbIX o0BbekTax [19]. B
pabote [13] moka3zaHa BO3MOXHOCTh CO3JJaHHsI ONITUYECKHU MTPO3PAYHOrO CEHCOpa Ha OCHO-
Be MoaudummpoBanHbiX BIITK sxenatnHoBBIX muieHOK miist onpeaenienus ceuHna (II) TBep-
noda3Ho-crieKTpo(POTOMETPUIECKIM METOJOM, M OBbLIO YCTaHOBIEHO, YTO Hamboyee 3a-
METHOE BJIMSIHHE Ha ONTUYECKYIO IJIOTHOCTH IUICHOK, coepxamux koMiieke csunna (1I)
¢ BIIT'K, oka3siBatotr Cu (II), Fe (IIT) u Cd (II). Pe3ynbpTarsl uccnenoBanus MOKa3bIBAIOT,
YTO BCE YKa3aHHBIC METAJIbl H3BIeKatoTcss MoauduirpoBanabiMu BIITK xenatnHOBBEIME
IUIEHKaM#, TIPU 3TOM CTeTeHb u3BJeueHus R u koadunuenTs! pacnpenenenus D meran-
JIOB 3aBUCSAT OT MPUPOBI METaJJIa U KUCIOTHOCTH cpefbl. B Tabnuiie 2 npuBeieHbl 3Haue-
Hus R 1 D, nonmydeHHbIe ¢ UCMONB30BAHUEM JKETTATHHOBBIX TUIEHOK, MOAU(PUIIMPOBAHHBIX
u3 8:10°M pacrBopa BITT'K.

Tabnuna 2. Crenenu usBiaedeHUs: U KOA(Q(ULIUEHTH! paclpeneeH!s] METANIOB B CUCTEME
n+
Me (DaCTBOD)/Me_EHFK(HJ'ICHKa)

MeTtann pH R, % D
3.5 6.0+0.8 112+14
Pb(1II) 45 8.3+1.0 159+17
cu : oo i
35 8.4+0.9 328+13
Cddn 4.5 12.2+1.1 500417
Fe(IIl) I =K ERE

Bcenencreue manoro o6beMa sxkenatuHoBoro refst (Vo ~ 2.8-10° ,I[M3) KOHLICHTpaLUs
MeTajljla B CJI0€ JKEeJaTHHA B HECKOJIBKO COTEH pa3 BbIIIE IO CPAaBHEHUIO C MCXOJHBIMHU
KOHLICHTPALUsAMHU B pacTBOPE. JTO MO3BOJIET MPENIIOI0KATE BOZMOKHOCTh IIPUMEHEHUS
COpOEHTOB Ha OCHOBE MOJM(HUIIMPOBAHHBIX JKEIATHHOBBIX IUICHOK JJIsi COPOLIMOHHO-
PEHTIeHO(ITyOPECLEHTHOTO ONpeAETICHUs TSUKENbIX METANIOB B BOJHBIX Cpeaax, HECMOT-
ps Ha (popMabHO HEBBICOKYIO CTENIEHb U3BJICUEHHSI METAJIIOB MOAU(PHUIIMPOBAHHON Kema-
TUHOBOH IUIeHKOH. C yBennueHneM KoHueHTpauuu pactBopoB BIIT'K, ucnons3yemsix ams
MOIU(PHUIIMPOBAHUS TICHOK, BO3PACTAET KOHIIEHTPAIHS peareHTa B IUNIEHKE, YTO TO3BOJISIET
YBEJIUYUTh CTENEHb U3BJIeUeHUs1 MeTalIoB 110 40-45%.

Jpyrum Ba)KHEWITNM yCIIOBHEM NMPUMEHUMOCTH COpOCHTa JUIsl Lesiell peHTTeHO(-
JIyOPECLIEHTHOT'O ONPEIEIICHUS aHAJINTOB SABJIAECTCS OJHOPOJHOCTb ITOBEPXHOCTH U YCTOM-
YUBOCTH COPOIIMOHHOTO MaTepuaia K peHTT€HOBCKOMY H3JTyYEHHUIO.

[IpuMeHeHre METO/0B CKAaHUPYIOUIEH 3JIEKTPOHHON MUKPOCKOMHMU M PEHTICHO)-
JTYOPECIICHTHOTO aHAJIN3a JIJIsl UCCIIEIOBAaHHS TIOBEPXHOCTHOTO CJIOS XKeJlaTHHA ¢ MIMMOOU-
mn3oBaHHbIM BIII'K m ero xommuiekcamu ¢ MeTajylaMu TO3BOJWIO YCTaHOBHUTb, YTO HU
peareHt, HU €ro KOMIUIEKCHbIE COEIMHEHUS! C METajllaMU HE NMPOHMKAIOT B CJIOHM Tpuarlle-
THJILIEJITIONO3HON 1MoI10KKH. KoMiuiekcooOpa3oBaHe NPOUCXOANUT B OOJIbILIEH CTENEHH B
IIOBEPXHOCTHOM CJIO€ M TNPAKTUYECKH HE 3aTparuBaeT BHYTPEHHMH CIIOM KejlaTuHA
(puc.l). PeareHT u ero KOMIUIEKCHI ¢ METaLIaMH PACIpeesIeHbl PABHOMEPHO I10 MOBEPX-
HOCTH TUIEHKHU (puc.2). DTO BBIBOJ MOATBEPKIACTCS U pE3yJIbTaTaMU CTATUCTHYECKOM 00-
pabOTKKM pe3yJbTATOB HM3MEPEHUs AHATUTUYECKMX CHUIHAJIOB METAJUIOB, MOJYUYEHHBIX C
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MOMOIIbIO SHEPTrOAUCIIEPCHOHHOTO PEHTTeHO(IIyOPECIIEHTHOTO criekTpomerpa. [lns uc-
CJIEIOBAHMSI XapaKTepa paclpeeieH!s] KOMIUIEKCOB peareHTa ¢ MeTajulaMi Ha MOBEPXHO-
CTH >KEJIaTMHOBBIX IJICHOK aHAJIUTUYECKUI CUTHAlI H3MEpsUId IOCIEOBATEIbHO B TPEX
TOYKAaX C Y4acTKOB auameTpoM 10 MM, B KaKAOH TOUKE M3MEPEHHE MPOBOIWINA TPHIKIBI,
M0JIO’KEHHE YYaCTKOB CKAaHMPOBAHUS U3MEHSIN MPOU3BOJIbHO. [loyueHHble cUrHaibl cTa-
TUCTHUYCCKHU 06pa6aTBIBaJII/I. OTHOCHUTENLHOE CTaHAAPTHOC OTKJIIOHCHUC IOJYYCHHBIX PC-
3yJIbTaTOB JIJI1 BCEX HUCCIENYEMbIX METaI0B HEe mpeBbimano 0.050, 4To CBUAECTENBCTBYET
0 J0CTaTOYHO PAaBHOMEPHOM pacCIpeeNieHUH METAJIOKOMIUIEKCOB Ha MOBEPXHOCTH ILIe-
HOK.

S0pm . ¥
Puc. 1. Mukpodortorpaduu mornepeqyHoro ce4eHus KeITATHHOBOH TUICHKU C UMMO-
onnmzoBanHbIM KomIiekcoM Pb — BIII'K (A — cioii oTBep>KACHHOTO XKeTaTHHOBOTO TeJIs,

B — Tpuanermienitono3xnas 0OCHOBA)
Pb L% Br Ka 1,2

Puc. 2. ®ororpadun xeTaTHHOBOM IJIEHKH C KMMOOUITN30BaHHBIM KOMILIEKCOM

Pb — BIIT'K npu ckaHMpOBaHUHU BOJTHOAUCIIEPCHOHHBIM PEHTI€HO(DIYOPECIICHTHBIM aHa-

nu3zatopoMm ARL-Perfom'X (kaptupoBanue: mar 500 MkM; KomuecTBO Touek 60; maTe-
puan anona Rh; Bpems skcnosunmu 2 ¢; LaPb — 10.552 k3B; KaBr — 11.908 k3B)

CrouT OTMETHTb, YTO MOCJIE€ U3MEPEHHUH Ha BOJHOAMCIIEPCHOHHOM aHaJIM3aTope
Ha0JII01aJI0Ch pa3pyLIEHHE CTPYKTYPhl MOBEPXHOCTHOI'O KEJIATHUHOBOTO CIIOSs, YTO, BEPO-
STHO, CBSI3aHO C Pa30rpeBOM MOBEPXHOCTH oOpasla Moja ASUCTBUEM OOJbIION MOLTHOCTH
NEPBUYHOTO U3ITYUYCHHUSI PEHTI€HOBCKOU TpyOKH (2.5 kBT mpu cuie Toka 50 MA). Omnpene-
JIeHWEe Ha 3HEProJUCIepPCUOHHOM aHAJIW3aTope MPOUCXOIUT MPU 3HAUUTENILHO MEHbIIEH
MOIIIHOCTH NepBUYHOro u3nydeHus (5 Bt npu cune Toka 100 MxA). Yka3zaHHbIE yCIOBHS
U3MEPEHUs] MPAKTUYECKHU HCKIIOYAIOT HarpeB MOBEPXHOCTH 0OpaslLoB, U MOCJe MpoBe/e-
HUSI I3MEPEHHUI Ha YHEPTOAMCIIEPCHOHHOM CIIEKTPOMETPE TUIEHKU HE AECTPYKTYPUPYIOT H
COXPAHSIOT aHATUTHYECKHE CBOWCTBA, YTO CIIOCOOCTBYET TOCTHIKEHHUIO JIyUIIeld CXOAUMO-
CTH Pe3yJIbTaTOB U IO3BOJIIET COXPAHATh IUIEHKU B TEUCHHE JUIMTEIBHOTO BPEMEHHU U B
cilydae HeOOXOJUMOCTH IIPOBOJIUTH TOBTOPHBIE N3MEPEHUSI.

3aBHCHMOCTH aHAIUTUYECKOro curHana ot koHuentpauuu Pb (1) u Cu (II), momy-
YyeHHble MeToIoM P®DA, NUHENHBI B HCCIENyEeMbIX auana3zoHax KoHmeHTpauuiud. s Fe
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(ITT) m Cd (II) xapakTepHO HaIM4YUE OBYX U TPEX JAMAMA30HOB YYBCTBUTEIHLHOCTH COOTBET-
CTBEHHO. J[Mana3oHbl TMHEWHOCTH, YpPaBHEHUS 3aBUCUMOCTH aHAIIUTUYECKOTO CUTHAJNA OT
KOHIICHTPAIlMM METAJJIOB M PACCUUTAHHBIE MO 3S-KpUTEpHUIO TpeAeisl OOHAPYKEHHS
MpeICTaBICHBI B Ta0IHIIE 3.

Tabnuna 3. YpaBHEHHS 3aBUCHUMOCTH aHAIUTUYECKOTO CUTHAJNIA OT KOHIIEHTPALUU METall-
JIOB ¥ TIPEJICIIbI UX OOHAPY KCHHS

Merans | Awmson smelivoern, | YmOR | o gy
Pb(II) 0.1+10.0 0.148 -0.0024 0.995 0.1
Cu(1l) 0.2+10.0 0.128 -0.0042 0.997 0.2
0.2+4.0 0.006 0.0012 0.990

Cd(n 4.0-10.0 0.017 -0.0462 0.993 0.2
10.0+30.0 0.008 0.0466 0.999
0.1+2.0 0.063 0.0353 0.986

Fedl) 2.0+-100.0 0.006 0.2078 0.990 05

JI1st IpoBEpKU BO3MOXKHOCTH COPOITMOHHO-PEHTTEHO(DITyOpPECIIEHTHOTO OIpeesie-
Hus Pb (II) B mpucyTcTBUM Memaromux HOHOB HCIOIb30BAIA MOJIEIbHBIE SKBUMOJISIPHBIC
¥ u3oMoJisipabie cMecH, coaepxkamue Fe (1), Cd (I1), Pb (IT) u Cu(Il). C ucnonszoBanuem
MOJIYYEHHBIX SKCHEPUMEHTAIBHBIX JAHHBIX OLIEHMBAIMCH MOTPEHIHOCTH aHAIMTHYECKHUX
CHUTHAJIOB Y MOTPEIIHOCTH ONPEAECIEHUS KOHIEHTPAUUH CBUHIA B HUCCIEIYEMBIX MHOIO-
KOMITOHEHTHBIX pacTBOpax.

PacueT nmorpemHocTel aHATMTUYECKOTO CUTHAJIA IPOBOIMIIA C YYETOM aHAIUTHYE-
CKOr'0 CUTHaJIa, TOJy4EHHOr0 JUIsl PacTBOPAa MHIAMBUIYAIbHOTO KOMIIOHEHTA C 3aJaHHOU
koHueHTpanuei ceunna (1), u sxcrepuMeHTaIbHBIX 3HAYEHUN aHATUTHYECKUX CUTHAJIOB,
MOJIYYEHHBIX JJI1 CBHHIIA B COOTBETCTBYIOILIEM MHOTOKOMIIOHEHTHOM pactBope. s pac-
YyeTa MOTPEIIHOCTE OMPENESICHUS KOHUEHTPAMM CBUHIA HU3MEPEHHBIN aHATTUTHYECKHI
CUTHaJI CBUHIIA B MHOTOKOMITOHEHTHOM CMECH MEPECUUTHIBAJIA HA KOHIIEHTPALIMIO CBUHIIA,
WCIIOJB3Ys YPABHEHHUE TPATYyUPOBOYHOM 3aBUCUMOCTH, MTOJTYYEHHOE 3HAYCHUE CPABHUBAIIN
C KOHLEHTpAlMEN CBUHLA, BBEICHHOM B MOJEIbHBI MHOTOKOMIIOHEHTHBIA pacTBOp. B
tabnumax 4-5 mpuBeAeHBI MOTPEUTHOCTH I MHOTOKOMITOHEHTHBIX MOJIEJIBHBIX PacTBO-
POB C OJIMHAKOBBIMH KOHIIeHTpauusimu cBunna (I1).

Tabnuna 4. Ananutndeckue curnansl Pb(Il) B muenkax (umm B cek/MA) U MOTPEITHOCTH
U3MEPEHUS AHATTMTUYECKUX CUTHAIOB (n=5-15)

BBe1ero ACp, (umn B cek/MA) maeHok nocse copbunu Pb(Il) u3 pactBopos
C Hl 0’ PactBop nnauBH- S KBHMOIIDHALE V30oMoJIsipHBIE pacTBOPHI
Pb(ﬁ ’ IyaabHOTO KOM- ACTEO pm A, % >Cume= A, 2Cme= A o
MOHEHTA P p 1-110*°M | % 510*M > 70
1.0 0.126 0.147 8.7 0.135 7.1 - -
2.0 0.245 0.260 6.1 0.269 9.8 - -
5.0 0.754 0.679 9.9 - - 0.711 5.7
10.0 1.432 1.589 11.0 - - 1.645 14.8

AHanM3 TOJIy4EHHBIX pe3yJIbTaTOB MOKa3biBaeT, uto omnpezaeneaue Pb (II) B mpu-
CYTCTBHM IPYTHX METAIOB B JManasoHe KoHmeHrtpammii or 1.0-10° 1o 1.0-10* M Bos-
MO>KHO C MOTPEIIHOCTSIMH, HE IPEBBIIAIMNUMU 15%. DTH norpenHocTu BO3pacTaroT, ec-
JU CyMMapHas KOHILIEHTpauus MeTaioB, B3aumozelctByromux c¢ BIII'K, mpesbimaer
5-10"*M. YkazauHoe OTPAaHUYECHUE CBSI3aHO C MPEAEIbHON KOHIEHTpALMEN pearenra, cop-
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OMPOBAHHOIO B CIIOM OTBEP’KAECHHOTO KEIaTHHOBOIO Tejs. DTa MpejaeiabHas KOHLEHTpa-
IIUs1 OTIPEICIIAETCS YCIOBUSAMHU COPOLIMU U CBOMCTBAMH OPraHHUUYECKOTO KPACUTENs U SBJIs-
ercss (akTOpoM, OTpaHUYMBAIOIIUM IPUMEHEHHE MOIU(PULIUPOBAHHBIX >KEIATHHOBBIX
IUIEHOK B KauecTBe copOeHTta /uid neneit POA. B nanHoil paGote ¢ 1enbio JOCTHKEHHS
MakcumanbHOU KoHIeHTpanuu BIII'K B xematuHOBOM ciioe i1t MOAU(PHUITUPOBAHUS TIIC-
HOK MCIIOJIb30BaJIM HacklleHHbIE pacTBOpbI BITT'K.

Tabmumna 5. [lorpentHoctu onpenenenus konneHTpamuu ceunna (1) (n=5-15)

HaiizieHO B MHOTOKOMIOHEHTHBIX pacTBopax Cpyan - 10°,M
Bseneno = v
C 10° N3omosnsipHbIii N3omonspHbIit
pocn “107, OKBUMOJISIpHAS Y A% A,
M CMECE , % paCTBop,_4 , % pacmop,_4 o,
2Chme =110"M 2Cpe =5-10"M
1.0 0.9 10.0 0.9 10.0 - -
2.0 1.8 10.0 1.8 10.0 - -
5.0 4.6 8.0 - - 4.8 4.0
10.0 10.8 8.0 - - 11.1 11.0

[IpoBeeHHBIE aHAJIOTMYHBIM 00pa3oM HCCIENOBaHUS JJSl OCTAJIbHBIX METAJJIOB
MOKa3bIBalOT, 4TO morpemHocTr onpeaeneHus Cu (II) comoctaBUMBI ¢ MOTPEIIHOCTIMHU
onpenenenust Pb (II). [lorpemHoctu onpeaenenus kaamus (1) mpesbimator 25% naxe B
osee Y3KOM uanasoHe KoHertpamuii (5.0+-20.0)-10° M. Onpexneneruto Fe (I11) Bo Bcem
UCCIIC/IOBAHHOM KOHIICHTPALMOHHOM JIMana30He MEIIAeT MPHUCYTCTBUE MOCTOPOHHUX Tsi-
JKEJbIX METayuIoB. BO3MOXKHBIMU MPUUYMHAMU YBEJIWYEHHs] TOTPELIHOCTEH ONpesesieHus
Fe (IIT) u Cd (II) MmoxeT OBbITh pa3nuuue B MEXaHHW3MaxX MPOIECCOB KOMILIEKCOOOpa3oBa-
HUS B TE€TEPOrCHHBIX CHCTEMax B Pa3HbIX KOHIIEHTPAIIMOHHBIX JUANa30HaX, YTO MPUBOJIUT
K CJIO)KHOMY XapakTepy I'payHpOBOYHOM 3aBHCUMOCTH. K XUMHUECKUM NPUYUHAM MOKHO
OTHECTH TaK)K€ KOHKYPEHIMIO KOMILJIEKCOOOpa30BaHMUS B CJIOE€ COpOEHTa C ydyacTHEM
BIIT'K u apyrux meramioB B pactBope. B ciyuae ompenenenuss Cd (II) cnekrtpanbHoe
BJIMSIHUE TPOSBIISETCS TAaKXKE 3@ CYET PAaCCEUBAIOLIETO M3JIYYEHUS POAMEBON PEHTIEHOB-
CKOM TpyOKH, KOTOPOE BBI3BIBACT HEOOXOAMMOCTD YCTAaHOBIICHHS 3aIIUTHOTO IIMPKOHUEBO-
ro GuIbTpa, 4YTO MOXKET MPUBOJUTH K CHUKEHHUIO UyBCTBUTEIBHOCTH.

3aknroueHue

Hanmnume B cTpyKType KelaThuHa pa3lIuyHbIX (DYHKIIMOHAIBHBIX TPYMI, CIIOCOOCT-
BYIOIINX UMMOOUIN3AIUU aHATUTUIECKUX PEareHTOB, OJHOPOTHOCTH MMOBEPXHOCTH, PaB-
HOMEPHOCTb pacHpelie/ieHUus] B KEJIATHHOBOM CJIO€ COpPOMPOBAHHBIX COCIMHEHHM, IPO-
3pavyHOCTh JKEJATUHA JJIi PEHTT€HOBCKOTO U3JIyYEHUsl BCICACTBUE OTCYTCTBUSL B MaTpPHIIE
TSDKEJIBIX AJIEMEHTOB — BCE OTH CBOMCTBA JCIAIOT MOAM(PHUIIMPOBAHHBIC >KEITATHHOBBIC
IUICHKH TIEPCIIEKTUBHBIMU JUISI TIeNiell COpOIMOHHO—PEHTTeHO(IIYyOPECIICHTHOTO Ompe/e-
JICHUSI OTACIIBHBIX AJIEMEHTOB B MHOTOKOMIIOHEHTHBIX pacTBopax. Ha mpumepe moaudu-
uupoBaHHbIX BIIT'K kenaTMHOBBIX MJIEHOK MOKa3aHa BO3MOXKHOCTh MPUMEHEHUS! TaHHOTO
copOeHTa sl copOIMOHHO-peHTreHodryopectienTHoro onpeaenenust ceunna (II) B muo-
TOKOMITOHEHTHBIX CMECSX.

Paboma evinonnena npu gunancosoi nodoepoicke epanma POOU u Aomunucmpayuu
Kpacrooapckozo kpas Ne 16-43-230333p_a.
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