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N300pereHne OTHOCUTCS K aHATMTUYECKON XMMHUM, & UMEHHO 7151 ONIpeAeTICHUS
IIMPOKOT0 Auarna3oHa KoHueHTpauui meau(Il) B TeXHUUECKUX 00bEKTaX, B YaCTHOCTHU
CIJIAaBAX W PACTBOPAX JJIs TAJIbBAHUUECKOTO MTOKPBITHSL.

H3BecteH criocob (aHaor) KOMIUIEKCOHOMETpUUecKoro onpeaeneHus meau(ll) B
pactBope myTeM ero TuTpoBaHus koMruiekcoHoM(III) ¢ ucnonp3oBannem
METAJUIOMHAUKATOPOB, MPEACTABIECHHBIN PSIOM METOJIMK, UCIIOJIb3YIOIINX B KAUECTBE
OPraHUYEeCKOr0 MHIMKATOPA pa3JIMYHbIE BEIIECTBA U CMECH, TAKUE KAK MUPOKATEXUHOBBIN
(bMOJIETOBBIM, IPUOXPOMIIMAHUH, XPOMA3ypoJl S, KCUIIEHOJIOBBIN opaHkeBbid, I[TAH, cmech
OATACwu u ITAH u npouee. [Schwarzenbach G. Komplexon-Methoden. - Zofingen, 1948; Suk
V., Malat M., Jenickova A. // Coll Czech. Chem. Comm., 1955 - Vol.20 - P.158; Manoliu C. //
Reviste Chim., 1957 - Vol.16 - P.716; Pande C.S., Srivastava T.S. Complexometric titration of
copper(Il) using nitrosochromotropic asid as a new metal indicator // Z. Anal. Chem., 1961. -
Vol.184. P.248-251; Theis M. Die komplexometrische bestimmung des kupfers in saurer und
ammoniakalischer Losung unter verwenaung von chromazurol S als indicator // Z. Anal. Chem.,
1955. - Vol.144. - P.275; Cheng K.L. Bray R.H. 1-(2-Pyridylazo)-2-naphthol as possible
analytical reagent // Anal. Chem., 1955. - Vol.27. - P.782-7851. JlanHbIe cTOCOOBI MO3BOJISIOT
onpenensatb Meab(1l) B pactBopax npu ee comepxxkannu 10 200-300 MKI/miL.

K HenocTaTkaMm NMpeacTaBiIEHHBIX METOJIMK C BU3YAJIbHBIM KOHTPOJIEM KOHEUHOU TOUKU
TATPOBAHUS OTHOCSTCS CIIOXKHOCTh PECUCTPALMU MOCIEIHEN B MyTHBIX WIM OKPAIIEHHBIX
IIOCTOPOHHUMH MOHAMM PacTBOpaX, HOOOUYHBIE pEAKIUM CAMOr0 METANIOMHANKATOPA, a
TaKKe HEPEKO Pa3MBITOCTh NIEPEX0a OKPACKH.

W3 u3BECTHBIX TEXHUYECKUX peIlIeHUI Hanboee OJIM3KUM (IPOTOTUIIOM) IO HA3HAUEHUIO
U TEXHUYECKOM CYIIHOCTHU K 3asIBISIEMOMY OOBEKTY SIBISETCS TUTPUMETPUUECKUI CITOCO0
OTpeNeIeHUs] MeIM C MypPEKCUIOM B ammuauyHoM OydepHoM pactBope ¢ pH 8 [Flaschka H.
// Mikrochem, 1952 - Vol.39 - P.38]. K HegocTaTkam maHHOTO crioco0a (IMpOTOTUITA) MOKHO
OTHECTHU:

- UCTI0JIb30BAHUE BU3YAJIbHOTO CI1OCO0a, KOTOPBIA BHOCUT OIITMOKY OT CYyOBEKTUBHOTO
BOCITPUSITUS AaHAJIMTUKOM MOMEHTA MEePeX0/ia OKPACKHU;

- HEOOXOIUMOCTHh TOYHO J103UPOBATH OY(epHBIN PACTBOP U MOCTOSHHO KOHTPOJIUPOBATH
3HaueHue pH BciiecTBYE ero HU3KOM KOHIEHTPALMM U HEOCTATOYHOM Oy(depHOl eMKOCTH;

- peaxkuusi Mypekcuaa sIBIISIeTCS KOHKYPUPYIOLIEH ¢ peakuuern 00pa30BaHUsl KOMILIEKCa C
TUTPAHTOM, YTO CHUKAET YYBCTBUTEIIbHOCTh METO/Ia U CKOPOCTh IPOTEKAHUS
AHAJIIMTUYECKON peaKLUy;

Henocratku nporoTtuma ycTpaHser:

IIpemtaraemslit cmocod MPsIMOTO TUTPOBAHUS B alleTATHOM Oy(depHOM pacTBOpe, IpH
pH ot 4,1 10 9,0, B KOTOPOM HCIOJIb3YETCs MOTEHIMOMETpHUecKast (PUKCaLysi TOUKU
9KBUBAJIEHTHOCTU C MHAUKATOPHBIM 3JIEKTPOAOM U3 MeTallIMueckoro sucMmyTa. [1pu atom
He TpedyeTcsi ToUHOTo KOHTpouisi pH. Touka 5KBUBAJIEGHTHOCTH BCErAa HAXOAUTCS HA MUKE
middepeHImaIbHON KPUBOM TUTPOBAHUS, PABHOBECUE YCTAHABIIMBAETCS 32 1-2 MUH B
KaXXJIOM TOUKeE, 3asiBIsIEMbIl Croco0 omnpenenseT coaepxanuu meau(Il) B ucxoanom
pacTtBope 32-660 MKr/mi1 ¢ ommbko 10 1%.

OcyuiecTBieHue crnocoda.

AHaJM3bI U3BECTHBIX MTPOO MOKA3BIBAIOT KOPPEKTHYIO pAa0OTY 3JIEKTPOJA: Pe3YIbTAThI,
MOJTyUYE€HHbIE METO/IOM «BBEIEHO-HANIEHO», UMEIOT OTKJIOHEHUE PE3yJIbTATOB OT UCTUHHBIX
3HaueHul He OoJjiee 1% B IMama3zoHe KOHUEHTpaluii Meau 32-660 MKI/MI1 pacTBopa B
NEKTPOXUMHUUECKOH suelike, U He Oonee 3% npu coaepkanuu 19-32 MKr/mMi pactBopa.

OrnpeneneHuio MeIu Mo 3asiBJIIEMOMY CIOCOOy HE MeIllaeT HaJIMuue B PacTBOPE
Ttasums (1), EeTOYHBIX U IET0YHO3EMENTbHBIX METAIOB, COAECPKAHUE KOTOPBIX MOKET
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MPEBBIIIATE COAEPKAaHUE MEIM B pacTBOpPE Ha Mopsaok U 6osiee. Monsl uaka (I1),
ceunua (II), omosa (I1), kobaneta (I1), Hukens (II), kaamus (I1), rammus (1), xpoma (I1I)
amroMunms (I11) THTPYIOTCS COBMECTHO C MEIBIO M IOJDKHBI OBITH yAaJIE€HBI TI00BIM U3
U3BECTHBIX CIIOCOOOB.

Hamuuue B pactBopax xenesa (III) u cepebpa maxe B HEOOIBIIMX KOTUYECTBAX JEIAIOT
AHAJIM3 HEBO3MOKHBIM BCJIEICTBUE OKUCIIEHUS TOBEPXHOCTU UHIMKATOPHOIO 3JIEKTPOAA.
lanorenuapl B aHATM3UPYEMOM pACTBOPE MPUBOAST K 0Opa30BAHUIO HEXKETATETbHBIX
COEIMHEHUI C MaTePUAIIOM 3JIEKTPOIA U TOJKHBI ObITh YIaJIEHBI.

ITpumep

CoOuparoT rabBaHUYECKYIO LEMb, COCTOSIIIYIO U3 BBICOKOOMHOTO MMOTEHIIMOMETPA,
XJIOpUACEPEOPSHOTO AIIEKTPOJAA CPABHEHUS, MHIMKATOPHOT'O AJIEKTPOJA U3 METATNIMYECKOTO
BUCMYTA B STYEHKE JISI TATPOBAHUS U COEAUHUTEIILHOTO JIEKTPOJIMTHUECKOTO MOCTHKA
(KJTr04a), 3aMOJTHEHHOT'O HACBIIIEHHBIM pacTBOPOM HUTpaTa Kayms. Hutpat kanus B
JTAHHOM Croco0e 3aMeHsIeT COOOM XJTOpHU/ Kaausl BO U30eKaHUe OCAKIECHUS OKCOXJIOpHUIa
BucmyTa (III) Ha MOBEPXHOCTH UHAUKATOPHOTO AMeKTpoaa. MHIMKATOPHBIN 3JEKTPOL
JTIOJKEH UMETH OOJIBIIIYIO IIOIIA/1b TOBEPXHOCTHU IS TTOTYYSHUSI MAKCUMATbHOTO OTKJIMKA
U OBITH THIATEIBHO 3aUMIIEH OT OKUCIIOB (DWIHTPOBATILHOM Oymaroi. 3aunucTka abpa3uBamMu
WIN CHHTETUUECKUMU MaTEpUalaMy HE PEKOMEHIYETCS.

A30THOKUCIIBIN WITM CEPHOKHUCITBIN aHAIM3UPYEMbIil pacTBOP, coaepxaruii 0,32-6,6 Mmr
MeIu Ha Kaxzaple 10 MiI, TOMEIIAOT B STYEUKY ISl TATPOBAHMSI, HEUTPATIM3YIOT LIEIOUbIO U
BBOAT 0,1 M1 1 M aneratHoro O0ydepHoro pacreopa ¢ pH 4,1-7,0 uiu 0,1 M1 1 M pactBopa
aneraTta HaTpus. IS MOIydYeHUs] MAKCUMAJIbHBIX CKAYKOB MMOTEHLMAJIA B TOUKE
skBUBaJIeHTHOCTU pPH pacrBopa gomkHO uMeTh 3HaueHue 5,0-9,0.

OrnpeneneHue MpoBOIAT CIeAYIOIIMM ob6pa3oM. Turpyrot npody u3 Mmukpoodioperku 0,001-
0,05 momb/1 pactBopom KoMiuiekcoHa (II1), oxuaast ycTaHOBJIEHUS TOTEHIMATIA B KaXK/IOM
TOUKe He MeHee | MUHYTBL. TOuKa 3KBUBAJIEHTHOCTU COOTBETCTBYET IIOTEHLMAIY CEPEAUHBI
CKaYKa Ha MHTErpaIbHOM KPUBOM MOTEHIMAIA WM TTUKY Ha TuddepeHMabHON KPUBO
(Pur.1). Ckauku noteHuana coctasistor ot 20 10 40 MB, HO TpoCIEKUBAIOTCS OYEHD
YEeTKO, TaK KaK BOJIM3U TOYKU SKBUBAJIGHTHOCTH B MPOLIECCE TUTPOBAHUS MOTEHIUAIT
MIPAKTUYECKU HE U3MEHSIETCHS.

AHanU3UpPYIOT HE MEHEE TPEX PA3IMUHBIX AJIMKBOT, PACCUMTHIBAIOT COIEPKAHUE MEIU B
o0pa3slie ¥ MPOBOJISIT CTATUCTUUECKYIO 00pabOTKy MaHHBIX. B Ta6:1.1 mpuBeneHbl
9KCIIEPUMEHTAJIbHBIE PE3YJIbTATHI 3aBUCUMOCTH BEJIMUMHBI CKauKa rmoreHyuana ot pH
pactBopa. Kak BumHO U3 Ta6:1.1, HAMOOJIBIIIME CKAYKHY TTOTEHIMAIA B TOUKE
9KBUBAJIEHTHOCTH, CIIEA0BATEIbHO, HAMOOJIbIIASI YyBCTBUTEIBHOCTh U TOYHOCTD
3asBIIsIEMOT O crocoba gocturaercs npu 3HaueHusx pH ot 4,7 no 9,0.

B TtaGnuue 2 npencraBieHbl pe3yabTaThl KOHTPOJIbHBIX onpeaeneHuit meau (II) B
pacTBoOpe 1o npeiaraeMomy crnoco0y. Pe3ynbTaTel OnbITOB, MPUBEAEHHbBIE B TA0I1.2
MOKAa3bIBAIOT, YTO 3asIBJIsEMBbIN ClTOCO0 omnpenesser coaepxanuu Meau (II) B ucxoanom
pactBope 32-660 MKr/mi1 ¢ ommbkor 10 1%, a B uCX0JHOM pactBope 19-32 MKr/™mi ¢
omuobkou 10 3%.

Tabmuna 1

Kourponbasie onpenenenus Meau (I) B aneratHoM OydepHOM cMecu

pH p-pa Bseneno, Mr Haiineno, mr Benmunna ckayka noteHuuansa, MB |Oumbka, %
3,6 7,999 8,399 35 5,0

4,1 7,999 8,051 20 0,65

4,7 7,999 8,011 30 0,15

5,0 7,999 8,011 35 0,15

6,0 5,730 5,745 40 0,26

Crtp.: 4



10

15

20

25

30

35

40

45

50

RU 2505810 C1

7.2

16,02

15,94

35

-0,50

9,0

16,02

15,94

40

-0,50

Bmusaue pH Ha npaBunbHOCTH onpenenenuti Mmeau (I1) (060wem pactBopa 25 mil,

temriepatypa 25°C, BpeMs 2,5-5 MUH, YUCIIO NTapasUIeIbHBIX OMpeeeHui 3)

Tabmuna 2
Kontponeusie onpeaenenust meau (1)
BBeneno, mr Haineno, mr Ormp. KOHI., MOJIB/JT Orp. KOHLI., MKI/MJI Ckauok norennuaia, MB|Omubka, %
16,46 16,42 1,036x1072 658,4 65 0,24
9,863 9,875 6,218x1073 394,5 65 0,12
6,576 6,544 4,145><1()’3 263,0 50 -0,49
1,926 1,923 1,214x1073 77,04 45 -0,16
1,605 1,597 1,012x1073 64,20 40 -0,50
0,8024 0,8085 5,058x1074 32,10 30 0,76
0,4814 0,4947 3,035><1()'4 19,26 20 2,76

O06mbeM pactBopa 25 mi, Temmnepatypa 25°C, Bpems 2,5-5 muH, pH=7,2, uncio
MapauleIbHbIX ONpPeaeIeHu 3

BUCMYTA.

dopwmyia u300peTeHus
Crioco0 ompeneneHus Me/Id, BKITIOUAIOIIMH MPSMOE MOTEHIMOMETPUUYECKOE TUTPOBAHUE,

OTJIMYAIOIIHUICS TeM, YTO B IIPOLECCe MPSIMOTO TUTPOBAHUS B alleTATHOM Oy(depHOM

pactBope nmpu pH ot 4,1-9,0 UCIToNb3yI0T MHAUKATOPHBIN JIEKTPO U3 METATUTMUYECKOTO

Ctp.: 5
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Bung  uHTerpanmpHOo M auddepeHnHansHOM

nmoTeHipoMeTpudeckoro tutpoanus meau(Il) komrmexconom(11I).

E, MB dE/dV,
MB/mi
40 - - 1000
-60
- 800
-80 A
- 600
-100 1
- 400
-120 A
- 200
_140 -
'160 T 1 T L T T 0
4,80 4,85 4,90 4,95 5,00 5,05 5,10 5,15
V, Ma
®ur. 1

Crtp.: 6
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