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(54) METHOD OF DETERMINING LEAD

(57) Abstract:

FIELD: chemistry.

SUBSTANCE: method of determining lead
involves potentiometric titration of a complexon
(III) sample with an indicator electrode of bismuth
metal with a buffer solution at pH 3.5-9.0. The
invention enables to determine lead (III) with
content of 0.14-2.3 mg/ml of a solution in an
electrochemical cell with unit determination error of
not more than 1%.

EFFECT: easy analysis using nontoxic materials.
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M306peTeHre OTHOCUTCS K aHAJIMTUUECKOM XUMHUH, & UMEHHO JIJISI OTIpe/IeSIeHHUS
IIMPOKOT0 Juarna3oHa KoHueHTpauui cBuHia(ll) B TeXHUYECKUX 0OBEKTaX, B YACTHOCTH
CIJIaBax M pacTBOpax JJisl TaJIbBAHUYECKOTO MOKPBITHUSI.

H3BecTeH criocob (aHaIor) KOMIUIEKCOHOMETPUUECKOTO OMPEIe/ICHUsT CBUHIIA B pACTBOPE
nyTeM ero TuTpoBaHus koMmruiekcoHOM(III) ¢ ucrmob30BaHUEM METAJNIOUHINKATOPOB,
MPEICTABICHHBIN PSIIOM METOJIMK, UCIIOJIb3YIOIIMX B KAYECTBE OPraHUYECKOr0 UHANKATOPA
pa3IMYHBIE BEIIECTBA U CMECH, TAKME KaK IPUOXPOM YEpHBIN T, METUIITUMOJIOBBIN CUHMA,
cmeck CuY-TTAH u npouee. [Flaschka H. Uber mikrotitrationen mit
dthylendiamintetraessigsdure. I // Mikrochem, 1952. - Vol.39. - P.38-50; Cheng K.L. Analysis of
lead telluride with an accuracy to better than 0.1% // Anal. Chem., 1961 - Vol.33 - P.761-764;
Flashka H., Abdine H. Mikrotitrationen mit dthylendiamintetraessigsidure. XV 1-(2 Pyridyl-azo)-
2-naphthol als komplexometrischer indikator // Microchimica Acta, 1956. - Vol.44. - P.770-777].
JlanHbIE CITOCOOBI MO3BOJISIOT ompenensaTh 10 6 mr ceuHna(ll) B mpobe.

K HenmocTaTkaMm mpeAacTaBiICHHBIX METOJIMK C BU3YAJIbHBIM KOHTPOJIEM KOHEUHOM TOUYKHU
TUTPOBAHUS SBJISIETCS CJIO)KHOCTh PETUCTPALIMU TTOCIIEITHEN B MYTHBIX MJIM OKPAIIEHHBIX
IMOCTOPOHHUMH MOHAMM PACTBOPAaX U MOOOUHBIC peaKIUi METAJNIOUHIUKATOPa, B TOM
yucite 0JIOKMPOBAHUE.

M3 3BECTHBIX TEXHUYECKUX pellleHnH Hanboee OJIU3KUM (IIPOTOTUIIOM) TTO Ha3HAUCHUIO
Y TEXHUYECKOM CYIITHOCTH K 3asBISIEMOMY OOBEKTY SIBIISICTCS IMTIOTCHIMOMETPUIECKHI CITOCO0
OIpeNeSIeHUs] CBUHIIA HA pTyTHOM MUKpoaJiekTpoae [Reilley, C.N.; Schmid, R.W.; Lamson,
D.W. Chelometric titrations of metal ions with potentiometric end point detection // Anal.
Chem., 1958. Vol.30, p.953-957.]. ;11 mpyUMeHeHUs peKOMEHIyeTCsl 0OpaTHOE TUTPOBAHHUE
HutpaToM pTyTU(Il) mpu 100aBIeHUU B STUEHKY COOTBETCTBYIOIIEI0 KOMILJIEKCOHATA
prytu(ll).

K HenocTtaTkaMm gaHHOTO crioco0a (MpOTOTUIA) MOKHO OTHECTH:

- HECOOTBETCTBHE TPEOOBAHUSIM «3€JICHON XUMUU» B CBSI3U C UCIIOJIb30BAHUEM
METAJUIMYECKOM PTYTH U €€ COJIEN;

- HE0OOXOIMMOCTD BBEJICHUS JOMOJIHUTEILHOTO peareHTa (komiiekcoHata ptyTtu(ll);

- YBeJIMYEHHUE OMMOKH M BPEMEHHU aHaJIn3a U3-3a IPUMEHEHHUSI 0OpaTHOTO TUTPOBAHMS;

- UCTIOJIb30BAHUE PA3IMUHBIX CTOCOOOB OMPEIEICHUS] TOUYKU SKBUBAJIGHTHOCTU Ha
MOTEHLMOMETPUYECKON KPUBOH B 3aBUCUMOCTH OT OIPEIEIISIEMOr 0 HOHA

CymHOCTb U300pETEHUS:

Crioco0 ompeeneHust CBUHIA 3aKJII0YAETCS B IPSIMOM MOTEHIMOMETPUUECKOM
tutpoBaHuu 1ipu pH ot 3,5 10 9,0, B KOTOPpOM B Ka4eCTBE MHAUKATOPHOT'O UCITOJIb3YETCS
3JIEKTPOJ U3 METAJUIMYECKOTO BUCMYTA. TOUYKa 3KBUBAJICHTHOCTH BCEr1a HAXOUTCS HA
ke quddepeHnManTbHON KPUBONM TUTPOBAHUS.

IIpemaraemslit cmocod ycTpaHsieT HEAOCTATKU MPOTOTHUITA

- MpsIMOE TUTPOBAHHUE CBUHIIA B alleTaTHOM Oy(epHOM pacTBope,

- 9JIEKTPO/I U3 METAJJIMYECKOTO BUCMYTA, HEe TPEOYIOIIMI BBEJICHUSI PTYTU U €€
COCIUHCHUM,

- TOYKA SKBUBAJICHTHOCTH HaXOUTCS Ha MHKe auddepeHnrarIbHOM KPUBOM TUTPOBAHUSI.

OcyiecTBieHue crocooda.

OnpeneneHnIo CBUHIA 1O 3asIBIIIEMOMY CIIOCOOY HE MENIaeT HaJIMuue B pacTBOpe
TasusA(l), MeTOUYHbIX U IIEIOYHO3EMENIbHBIX METAJUIOB, COAEPKAHUE KOTOPBIX MOXKET
MPEBBIIIATH COAEPKaHUE CBUHIIA B paCTBOPE Ha Mopsaok u 6oree. [1pucyrcrBue rammmsi(II)
B KOJIMYECTBAX, MEHBIIIMX KOJIMYECTBA CBUHIIA, onpeaesieHuto He Memaet. Monsr meau(Il),
maka(Il), omosa(Il), kobansra(ll), Hukensa(Il), kaamus(Il), BucmyTta(Ill), xpoma(Ill) u
amroMuHMSI(II) TUTPYIOTCS COBMECTHO CO CBMHIIOM U JOJKHBI OBITh yIaJICHBI JIFOOBIM M3
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U3BECTHBIX crtoco6oB. Hanmuuue B pactBopax xene3a(lll) u cepedpa B HEOOIBITHX
KOJIMYECTBAX JIEJIAI0T aHAJIU3 HEBO3MOXHBIM BCIIEICTBUE OKUCIIEHUS IOBEPXHOCTH
WHJIUKATOPHOIO 3JIEKTpoa. ['aIoreHnibl B aHAJIM3UPYEMOM PACTBOPE MOTYT IIPUBECTH K
00pa30BaHUIO HEXKEATeNIbHBIX COSTMHEHUI C MaTepUasioM 3JIEKTPO/Ia U JTOJKHBI ObITh
yIaJIEHBI.

CoOuparoT rabBaHUYECKYIO LEMb, COCTOSIIYIO U3 BBICOKOOMHOTO MMOTEHIIMOMETPA,
XJIOPUACEPEOPSHOTO AIIEKTPOAA CPABHEHUS, MHIUKATOPHOTO AJIEKTPOJA U3 METATNINYECKOT O
BUCMYTA B slYCHKE [IJIsI TATPOBAHUS U COEAUHUTEILHOTO 3JIEKTPOJIMTUYECKOTO MOCTHKA
(kJIr04a), 3aMOJIHEHHOT'O HACBIIIEHHBIM pacTBOPOM HUTpaTa Kayius. Hutpat kanus B
JAHHOM criocobe 3aMeHsIeT coOo XJIOpU Kaausl BO U30EKaHUE OCAKICHUS OKCOXIJIOpUAA
BucMyTa (II1). UHAMKATOPHBIN 3JIEKTPO TOTKEH UMETh OOJIBIIYIO IJIOIIAAb TOBEPXHOCTH
JUTSL TIOJTYYEHUS] MAKCUMAIbHOTO OTKJIMKA U OBITh TIIATEIBHO 3AUYUIIEH OT OKUCIIOB.
3auncTka adpa3vBaMU WIM CUHTETUYECKUMU MaTepUaTaMU HE PEKOMEHTy€eTCsl.

A30THOKUCIIBIN aHAJM3UPYEMBIN PACTBOP, cojiepKaluii 1,4-23 Mr cBUHIA Ha Kaxabie 10
MJI, TOMEIIAOT B STYEHKY [IJIsI TATPOBAHMUSI, HEUTPATIU3YIOT IIEJIOUbIO UJIM ALETATOM HATPHUS,
BHOCAT 0,1 M1 1 M anerarnoro 6ydepHoro pacrsopa ¢ pH 3,5-7,2 unu 0,1 M 1 M pactBopa
aneraTta HaTpus. IS mOTydYeHUs] MAKCUMAJIbHBIX CKAYKOB MMOTEHIMAJIA B TOUKE
skBUBajieHTHOCTU pH pacTtBopa umeer 3Hauenue 4,7-9,0.

Ornpenenenue mpoBOIAT CIEAYIOIIMM 0O6pa3oM. Turpyrot npody u3 Mmukpoodropetku 0,005-
0,05 monb/1 pactBopom KoMmiuiekcoHa(Ill), oxuaast ycTaHOBJIEHMS TOTEHIMAJIA B KAXK/IOM
TOUKe He MeHee | MUHYTBI. TOuKa 3KBUBAJIEHTHOCTU COOTBETCTBYET IIOTEHLMAILY CEPEAUHBI
CKa4Ka Ha MHTErpaJIbHOM KPUBOM MOTEHIMAIA WK TUKY Ha nuddepeHnuanbHON KPUBOL.
Ckauku noteHnuanza coctasystoT oT 10 1o 80 MB, HO MpoCIEKUBAIOTCSI OYEHb YETKO, TaK
KaK BOJIM3U TOUYKM SKBUBAJIEHTHOCTU B MPOLIECCE TUTPOBAHUS MOTEHIMA TPAKTUYECKU HE
u3MeHsieTcs. Bua nnrerpanpHoi u quddepeHnMaaTbHON KPUBOM TOTEHIIMOMETPUUYECKOTO
tutpoBanusa cBuHUa(Il) kommnexkconom(IIl) mpu pH 7,2 noka3seiBaer (Pwur.1).

AHanM3MpPYIOT HE MEHEE TPEX PA3IMUYHBIX AIMKBOT, PACCUMTHIBAIOT COJIEPKAHNE CBUHLA B
o0pa3sle U MPOBOJISIT CTATUCTUUECKYIO 00pabOTKy NaHHBIX. KOHTPOJIbHBIE ONpeIeIeHus
CBUHIIA TTPOBOJIST B PA3JIMYHBIX AllETATHBIX OyQEepHBIX CMECSX, UCCIeAOBaHUs BenyT mpu pH
oT 3,5 10 9,0. B Ta6:1.1 npuBeneHbI KCIIEpUMEHTANIbHBIE PE3YJIbTAThl 3ABUCUMOCTH
BEJIMUMHBI CKauka noreHuuana ot pH pacrsopa. Kak BuaHO u3 Tabm1.1, mpu 3HaUEHUSX
pH 3,5-9,0 ommubku onpeaenieHust CBUHIA He TIPeBhIIAOT 1%. Haubonpiye ckauku
MOTEHLMAaNla B TOUKE 3KBUBAJIEHTHOCTHU IIPY ONPEIEIEHUM CBUHIA, HAUOOIbIIAS
YyBCTBUTEJILHOCTh U TOYHOCTb JOCTUIrAEeTCA Mpu 3HaYeHusx pH ot 4,7 no 9,0.
KoHTpoabHbIe onpeneneHus MpOBOIST MIPU Pa3IMYHbIX KoHIeHTpauusax ceuHua(Il) B mpooe.
Tab:1. 2 mokasbIBaeT, 4YTO CIOCOO MO3BOJISIET ONPEEUTh coaepkanue cBunua(ll) B
rucxoHoM pactBope 0,14-2,3 mr/mit ¢ ommokoi 10 1%.

Tab6muna 1

Bmusnune pH Ha mpaBuibHOCTH onpeesnenuit cBunna (II)

pH p-pa Bseneno, mr Haiineno, mr Bemnuuna ckauka nmoreHnuana, MB Ommbka, %
35 20,55 20,59 15 0,20
4,1 20,55 20,59 25 0,20
4,7 20,55 20,59 60 0,20
5,1 20,55 20,59 35 0,20
55 20,55 20,59 35 0,20
6,7 20,55 20,59 35 0,20
7,5 20,55 20,59 35 0,20
9,0 20,55 20,59 40 0,20
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O061bem pactBopa 25 mit, Temneparypa 25°C, BpeMst 2,5-5 MUH, YUCIIO TTapalIeIbHBIX
ompeneneHuii 3, aneraTHast OydepHas cMech

onpezeseHuit 3)

Tabmuna 2

Konrposbhble onpeznenenus cunia (II) (06beM pactBopa 25 mii, remniepatypa 25°C, Bpems 2,5-5 MuH, pH 7,2, 4nucio napaienbHbIX

BBeneno, mr Haiineno, mr Orp. KOHLI., MOJIB/I Orp. koHI., MKI/Mi1 | Cka4ok noTeHnwia, MB Ommubka, %
57,07 57,24 1,102x1072 2283 85 0,30

20,59 20,55 3,966x1073 823,6 50 -0,19

10,27 10,30 1,983x1073 410,8 45 0,45

5,137 5,096 9,920x10™% 205,5 30 -0,80

4,566 4,574 8,810x107 182,6 10 0,16

3,424 3,398551 6,610x1074 137,0 10 -0,74

3,424 - 4,410x10 19,26 - i

* - cKkauyka MoTeHUuaia He H36H}OH36TC$I

dopwmyia u300peTeHus

Cniocob ompesieieHrst CBUHIIA, BKITFOYAFOIIHIA TTOTEHIMOMETPHUECKOE TUTPOBAHUE,
OTJIMYAFOIIUICS TEM, YTO B ITPOIIECCE MPSMOTO TUTPOBAHUS B alleTaTHOM OydepHOM
pactBope mpu pH ot 3,5-9,0 UCITOTB3YIOT UHAMKATOPHBIN 3IEKTPO U3 METAJUTMUECKOT O

BUCMYTA.

Crtp.: 6
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