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KOMIMMIEKCOHOMETPUYECKOE TUTPOBAHUE C BUCMYTOBbIM
SNEKTPOAOM

P.A. TepeHTbes, B.K. HUeboTapes, A.E. lNMaceka, E.[". UnbuHa, K.B. LLanopeHko

PaspabomaH criocob nomeHyuomempudeckozo mumposarus sucmyma(lll), yurka(ll), medu(ll),
ceuHua(ll) c ucronb3oeaHUeM WUPOKO pacrpocmpaHeHHoU OuHampuegol conu amusneHouamuH-
mempaykcycHol Kucromsl. B kadvecmee uHOuKkamopHo20 3riekmpoda UcCronb3yemcsi Memarniude-
ckuli sucmym. Paboyue Ouana3oHb! pH yka3aHHbIX MemoOuk eopaldo wupe, Y4em Orsi 8u3yarsibHbIX.
Huana3soHsi onpedensembix KoHUeHmpayul cocmaensom 13 - 420 mxe/mn sucmyma(lll) ¢ owubkamu
00 1%, 4 - 13 mxe/mn ¢ owubkamu 00 3%, 14 - 708 mka/mn yuHka(ll) ¢ owubkol eOuHUYHbIX ornpede-
nexuti He bonee 1%, 0,14 — 2,3 me/mn ceurya(ll) ¢ owubkoli He bonee 1%; 32 - 660 mke/mn medu(ll) ¢
owubkol He 6onee 1%.

Bucmym, yuHk, me0Ob, ceUHeU, mumpuMempusi, MIOMeHUUoOMempusi, KOMrsIeKcoHomempus, 3/-

TA Hampusi, sucMymo8hbil 311eKmMpoo.

BBEOEHUE

KomnnekcoHomeTpuyeckoe onpegerneHue
sucmyta (Ill), uuHka(ll), mean(ll), ceuHua(ll) B
pacTBope MnyTeM ero TUTPOBaHUS KOMMIMEKCO-
Hom (lll) ¢ ncnonb3oBaHMem meTanmnoVMHAUKa-
TOPOB, NPEeACTaBneHo OBLWMPHBIM PAgOM Me-
TOOMK, UCMOMNb3YKLINX B Ka4ecTBe OpraHunye-
CKOTO MHOMKaTOpa pasnuyHble BellecTBa U
CMecCH, Takne Kak 3puoxXpoM YepHbIn T, Mypek-
cug, nNUpokKaTeXMHOBLIM (PUOMETOBLIN, KCune-
HOMNOBbIA OpPaHXeBbIN, LMHKOH, CMECb KOM-
nnekcoHata meau(ll) u NMAH n npoyne [1-7].
HaHHble cnocobbl NO3BONAT ONpPeaensaTb
BucmyT (lll) B pacTBOpax npu ero cogepxaHuu
ot 5 mkr/mn go 900 mr/mn (B pasnuyHbIX Bapu-
aHTax), uwmHk(ll) npm cogepxanmm po 250
Mkr/mn, go 240 mkr/mn ceuHua (1), meab (Il)
npu ee copepxaHun B pacteopax o 200-300
MKI/MIT  TUTPOBAHWEM [OUHATPUEBOW COJSbHO
aTMNeHanaMmHTeTpaykcycHon kucnotbl (3[-
TA).

K Hepoctatkam npeacTaBrieHHbIX MeTo-
AWK C BM3yarbHbIM KOHTPOIEM KOHEYHON TOUKM
TUTPOBaAHUS SBNAETCH CINOXHOCTb perucrpa-
UMn nocnegHem B MYTHbIX WMAW OKpaLLEHHbIX
NOCTOPOHHMMM MOHaMu pacTBopax M nobouy-
Hble peakuun meTannonHgmkaTopa.

YcTpaHuTb yKasaHHble HedocTaTku npu-
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3BaHbl UHCTPYMEHTanbHble METOAbI perncTpa-

LUM aHanutuyeckoro curHana. NoreHuyuomer-

puyeckui crnocob onpegeneHvs  LUMPOKOro

Kpyra kaTnoHoB TutpoBaHuem OOTA Ha pTyT-

HOM MWKPOSMEKTPOAEe U3yyancs pasfnyHbIMK

Konnektmeamn astopoB ¢ 1950-x rr [8-12]. B

OONbLUMHCTBE BapuaHTOB MNpPeACTaBIEeHHbIX

MEeTOAMK UCMONb3yeTcs NOTEHUMoOMeTpuYe-

ckoe obpaTHOe TUTPOBaHWE HWUTPATOM PTYTU

(1) npu pobaBneHMn B A4ENKY COOTBETCTBYHO-

wero komnnekcoHata ptyTu (ll).

K oCcHOBHbIM HegocTaTkaM AAHHOro Cro-
coba MOXHO OTHeCTK:

—  HecooTBeTCTBMe TpeboBaHusSM «3ere-
HOW XUMUU» B CBSI3M C UCMOMb30BaHMEM
MeTannmMyeckon pTyTu U ee conewu;

—  HeoOXoouMMOCTb BBEAEHUS  OOMNOSHK-
TENbHOTO  peareHTa  (KOMMMeKcoHaTa
pryTh (II);

—  yBenuyeHve owubKkn u BpeMeHun aHanu-
3a U3-3a NpUMMEHEeHUs obpaTHOro TUTPO-
BaHus;

— obpaTHoe TUTpoBaHWe MNPUBOAMUT K YC-
NOXHeHWo AnddepeHLMpPOBaHHOIO TUT-
poOBaHNWS MHOFOKOMMOHEHTHBIX CMecew
n3-3a HeobxoaAMMOoCTM cMmeHbl BydepHon
CMEecu nocne KaXxaon TOYKM SKBUBa-
NEHTHOCTW;
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—  MCMNOoMb30BaHME pasnuyHbIX cnocobos on-
peferneHna TOYKM 3SKBUBANEHTHOCTM Ha
NOTEHLNOMETPUYECKOW KPUBON B 3aBUCU-
MOCTU OT ONpeaeniiemMoro NoHa.

Bonee coBpemeHHbIM BapuaHTOM cregyeT
cynTaTb WMOHOCENEKTUBHBIE 3MEKTPOAbl, KOTO-
pble TaKkke MOryT UMeTb HegocTaTKu, 3akmio-
yalLlmecs B MNPaKTU4ECKON HEBO3MOXHOCTU
andepeHLnpoBaHHOTO TUTPOBaHMA U HeObXxo-
ONMOCTU cofepXaHUsi KOMMMeKTa Takux anek-
TPOLOB.

OKCMEPUMEHTAJIbHAA YACTb

Cnocob TuTpoBaHWsi COCTOMT B OTOOpe
anvKBOTHOM 4acTuM uccrnegyemMoro pactBopa,
cofepxallero HeobxoAMMoOe KONMMYECTBO aHa-
nn3npyemoro KatuoHa, YCTaHOBIEHUN 3aJaHHO-
ro pH wnn BBoge GydepHoro pactsopa W no-
cnegywowem nNpsMOM  MOTEHLMOMETPUYECKOM
TUTPOBaHMM OO MONYyYEHUs] CKayka NoTeHumana
Ha MHTerpanbHON KPUMBOW TUTPOBAHUSA MMM NMKa
Ha audhepeHumnansHON.

[lanbBaHW4yeckas uenb COCTOUT U3 BbICOKO-
OMHOro noTeHUuMoMeTpa, XxnopuacepebpsHoro
3MNeKTpoa CpaBHEHUS, 3amnofiHEHHOro Hacbl-
LEeHHbIM pacTBOPOM Xropuaa Kanuvs U norpy-
XXEHHOro B COCYAd C HAacCbIWEHHbIM pPacTBOPOM
Xnopuga kKanusi, UHOUKaTOPHOro anekTpoja u3
MEeTarnnMyeckoro BUCMyTa B f4elke Ans TUTpo-
BaHWS U COEOUHUTENBHOIO 3NEKTPONIUTUYECKOTO
MOCTMKa (Knto4a), 3anofIHEHHOro HacCbIWEHHbIM
pacTBOpOM HuTpaTa kanus. Hutpat kanusa B
AaHHOM cny4ae 3aMeHsieT Xropug kanus Bo 13-
fOexaHvne ocaxgeHus okcoxnopuga BuUCMYyTa
(1. MHankaTopHbIN 9neKkTpod AOMKEH WMeTb
Oonbllylo nnowagb NOBEPXHOCTUM ANS nonyye-
HWS1 MakCUmarnbHOro OTKMMKa U ObITb TLATENbHO
3a4MLLEH OT OKMCMOB (hunbTpoBarnbHOW Oyma-
rown.

OnpegeneHne NpoBOAAT criegyrowmm o6-
pasoM. TutpytoT npoby nu3 mukpobropeTkn 0,001-
0,05 wmomnb/n  pactBopom komnnekcoHa (llI)
OonbWMMKU NMOPUUAMK, OXMAAS YCTAHOBIIEHMUS
noTeHumana B Kaxgon Todke He MeHee 1 MUHY-
Tol. O6beEM MpUNMBaEMbIX MOPUUA OOIMKEH CO-
OTBETCTBOBAaTb rPagueHTy (MHKPEMEHTY) npunu-
BaHus TUTpaHTa 5-10%.

To4yHOe TUTpoBaHWE MPOBOAAT MOPUUAMMU,
COOTBETCTBYIOLLMMN rpagueHTy (MHKPEeMEHTY)
npunueaHusa TutpaHta 1%. Touka akBMBANEHT-
HOCTW BCerga CooTBEeTCTBYeT MoTeHuunany cepe-
OVHbl CKayka Ha WHTerpanbHOW KPUMBOW MNOTEH-
umana vnu nuky Ha AauvddepeHumnansHOn Kpu-
Bon. Ckaykm noteHumana coctaesnsoT ot 10 go
60 mMB, HO npocnexuBalTCa OYeHb YEeTKO, Tak
Kak BONIM3M TOYKM 9KBMBANEHTHOCTU B Mpouecce

T10JI3VHOBCKHH BECTHHUK Ne 1 2013

TUTPOBaHMSA MNOTEHUMan npakTUYeckn He mame-
HsieTCs.

AHanu3NpylT HEe MeHee TpeX pPasfUYHbIX
anuKBOT, PacCYUTLIBAOT COAEPXKaHWE TUTpYye-
Moro MeTanna B obpasue 1 NpoBoasAT CTaTUCTK-
Yyeckyto 06paboTKy AaHHbIX.

PE3YJIIbTATbI U OBCYXAEHUE

B Tabnuue 1 npuBedeHbl 9SKCNEepUMEH-
TanbHble Pe3ynbTaTbl KOHTPOMbHbLIX OMNbLITOB MPU
pasnuyHbIX 3HadYeHusix pH pacTBopoB onpepe-
nAeMbIX MeTansos.

Tabnuua 1 — BnuaHue pH Ha onpegenexve
sBucmyTta (Il1), umnka(ll), megu(ll), ceunua(ll)
(obbem pacTtBopa 25 mn, Temnepatypa 25°C,
BpeMsl 5-7 MUH, YiCNo napannenbHblX onpeae-

nexun 3)
WoH | pH Bee- Han- BennunHa | Owwu6
p-pa | OeHo, | OeHo, ckayka Ka, %
Mr Mmr NnoTeH-
umana, mB
1,70 | 1,029 | - - -*
1,92 | 1,029 | 1,024 15 -0,48
2,18 | 1,027 | 1,024 35 -0,29
2,90 | 1,027 | 1,029 35 0,19
Bi | 3,22 |1,027 | 1,024 20 -0,29
3,78 | 1,027 | 1,029 15 0,19
4,19 | 1,027 | 1,029 25 0,19
4,69 | 1,027 | 1,050 10 2,25
508 | 1,027 | - - - *
3,6 17,71 - - -*
41 17,71 17,90 20 -1,07
4,4 17,71 17,74 35 -0,17
Zn | 4,7 17,71 17,74 35 -0,17
5,0 17,71 17,74 40 -0,17
7,2 17,71 17,81 40 -0,56
9,0 17,71 17,74 45 -0,17
3,5 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
Pb 51 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
3,6 7,999 8,399 35 5,0
41 7,999 8,051 20 0,65
4,7 7,999 8,011 30 0,15
Cu |50 7,999 8,011 35 0,15
6,0 5,730 5,745 40 0,26
7,2 16,02 15,94 35 -0,50
9,0 16,02 15,94 40 -0,50

- * — Ckayka noteHuUpana B TO4Ke 3KBUBANEHTHOCTU
He Habntogaetcs. Mpu pH Hwxe 1,9 anekTpon TepsieT
CBOI (OYHKLIMIO
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Kak BugHo n3 Tabnuubl 1, Hambonblume
CKaykuM noTeHumana B TOYKE IKBMBANEHTHOCTH,
cnepoBaTtenbHO, Havbonblias  YyBCTBUTENb-
HOCTb W TOYHOCTb OnpefeneHus gocTuraeTcs
npu 3HadeHunax pH: 2,2+3,2 gna BuUcmyTa,
5,0+9,0 ana umHka n meaun, 4,7+9,0 ansa cBuHLUA.

B T1abnvue 2 npuBedeHbl 3IKCNEpPUMEH-
TanbHble pe3ynbTaTbl KOHTPOSbHbLIX OMbITOB NpY
pasnuyHbIX COAEpXaHusX OnpedensiemMbix Me-
TannoB B pacTBoOpax.

Tabnuua 2 no3BonsieT caenaTtb BbIBOAbI O
rpaHyLax onpegensemMbix KOHLEHTpauuin Katmo-
HoB. OnpegeneHve BucmyTa (l11) BO3MOXHO npu
ero cogepxaHmm 13 - 420 mkr/mn pacteBopa B
SMNEeKTPOXMMUYECKON sf4venke c owwnbkon egu-

HUYHBIX onpefeneHun He 6onee 1%, v npu co-
aepxaHun 4 - 13 mkr/mn pacTeBopa B pacTBope C
ownbKkon eanHUYHbIX onpefeneHun He 6Gonee
3%. UwuHk(ll) BO3MOXHO onpegensatb npu ero
cogepxaHum 14 - 708 mkr/mn pactBopa B 35ek-
TPOXMMUYECKON AYEeNKe C OLIMOKON eONHUYHBIX
onpegeneHnn He 6onee 1%. KonudecTtBeHHoe
onpegerneHne cauHua(ll) BO3MOXHO npu ero co-
aepxannn 0,14 — 2,3 mr/mn pactBopa B anek-
TPOXMMUYECKON AYEeNKe C OLUMOKON eOUHUYHBIX
onpepeneHni He 6onee 1%. Mepgp(ll) moxHO
onpegenuTb C OWMBOKON eanHUYHBIX onpeerne-
HU He Bonee 1% npu ee cogepxaHum 32 - 660
MKr/Mn pacTeopa.

Tabnuua 2 — KoHTponbHble onpegenexmns sucmyrta (l11), umnka(ll), megn(ll), cenHua(ll) (o6bem pac-
TBOpa 25 mn, Temnepartypa 25°C, Bpems 5-7 MUH, YACNO napannenbHbiX onpeaeneHni 3)

WoH, pH p- | BeeaeHo, HanpeHo, Onp. KoHU,, Onp. KoHU,, Cka4yok noTeH- Owmwmbka, %
pa Mmr Mmr Monb/n MKr/Mn umana, mB
15,43 - 2,994x107 625,8 - -
10,43 10,38 1,996x107 4172 45 -0,44
1,043 1,045 1,996x10™ 41,72 35 0,18
0,5215 0,5198 9,982x10.5 20,86 15 0,33
Bi 0,4172 0,4180 7,9856x107 16,69 15 0,18
0,3107 0,3081 5,0472x107 12,43 20 -0,84
0,2071 0,2011 3,9648x10° 8,286 30 -2,9
0,1036 0,1035 1,9824%10° 4,143 10 0,02
0,0518 - 0,9912x10° 2,072 - - w
17,70 17,65 1,083x10~ 708,0 60 0,28
8,851 8,864 5,417x107 359,0 35 -0,15
7n 2,655 2,660 1,625X10'2 106,2 35 -0,19
1,770 1,765 1,083x10° 70,80 35 0,28
0,8851 0,8866 5,420x10™ 35,90 35 -0,17
0,3541 0,3522 2,170x10™ 14,16 20 0,54
57,07 57,24 1,102x10~ 2283 85 0,30
20,59 20,55 3,966x107 823,6 50 -0,19
10,27 10,30 1,983x107 410,8 45 0,45
Pb 5,137 5,096 9,920x10™ 205,5 30 -0,80
4,566 4,574 8,810x10™ 182,6 10 0,16
3,424 3,399 6,610x10™ 137,0 10 -0,74
3,424 - 4,410%x10™ 19,26 - *
16,46 16,42 1,036x10~ 658,4 65 -0,24
9,863 9,875 6,218x10™ 3945 65 0,12
6,576 6,544 4,145%x107 263,0 50 -0,49
Cu 1,926 1,923 1,214x10° 77,04 45 -0,16
1,605 1,597 1,012x107 64,20 40 -0,50
0,8024 0, 8085 5,058x10™ 32,10 30 0,76
0,4814 0,4947 3,035x10™ 19,26 20 2,76

- * — TNpoucxoamT ocaxaeHue sucmyTa(lll) n3 pacrtesopa.

Onpepgenenuio Bucmyta(lll) He Mewaet
Hanunyune B pacteope onosa (Il), kobansTa (I1),
kagmus (I1), Weno4YHbIX U WenoYyHo3eMenNbHbIX
MeTanmnoB, COAepXaHMe KOTOPbIX MOXeT npe-
BbllLaTb COAepXaHne BMCMyTa B pacTBope Ha
nopsigok n 6onee. MewaeT onpegenexHuto
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BMCMyTa B pactBopax Hanuuue cauHua (ll),
rannus (Ill) v naama (Il1) npn maccoBbix coOT-
HolweHusx B npobe Bi:Pb = 1:2; Bi:Ga = 1:0,3;
Bi:In = 1:0,06.

OnpegeneHuto uuHka(ll), mean(ll), cBuH-
ua(ll) He MelaeT HanuumMe B pacTBope Tarn-
nus(l), WenoyHbIX N LWEeno4YHo3eMenbHbIX Me
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TannoB, cogepxaHue KOTOpbIX MOXET MpeBbl-
waTb CoAepxaHue onpeaensiemMoro WMoHa B
pacTtBope Ha nopsgok n 6onee. Ho ux 3Haum-
TenbHbIW U3BBLITOK MOXET YyBenuuMBaTb WOH-
Hyl0 Cuny pacTBopa, W, Kak crneacTtBue, CHU-
XaTb YCMOBHYIO KOHCTaHTY peakuuMu KOMMMek-
coobpa3oBaHNst U HUMBENUPOBATb CKa4KW Mo-
TeHumnana.

Woubl megu(ll), ceuHua(ll), onosa(ll), ko-
oanbTa(ll), Hukena(ll), kagmusa(ll), rannua(lll),
xpoma(lll) n anomuumnaA(lll) TuTpytotea cosme-
CTHO ¢ umHKoMm(ll).

Mpucytctere rannus(lll) B konmyectsax,
MEHBLUNX KONMUYEeCcTBa CBUHLA, OonpeneneHunto
He mewaeT. WoHbl megu(ll), umHka(ll), ono-
Ba(ll), kobanbta(ll), Hukena(ll), kagmua(ll),
sucmyta(lll), xpoma(lll) v anomunma(lll) Tnr-
pytoTCcs COBMECTHO co cBuHLoM(I1).

Wonbl umHka(ll), cemnHua(ll), onosa(ll), ko-
oanbta(ll), Hukena(ll), kagmua(ll), rannua(ll),
xpoma(lll) v anomuuuaA(lll) TuTpyroTca cym-
MapHO C Me[blo.

3AKINIOYEHUE

YCcTaHOBNEHO, YTO BUCMYTOBLIN MHAMKA-
TOPHBIN 3NEKTPOA MMEeT NWHENHYI 3aBucK-
MOCTb MOTEHuuana OT MoKa3aTens KOHLEH-
Tpauun TakuMx KaTuoHoB, Kak  Bucmyt (llI),
umHk(I), meab(ll), cemHeu(ll). QuanasoH onpe-
AendemMblX KOHLEHTpaLuun fpu 3TOM COCTaB-
nget 1-2 nopsagka. OCHOBHOE NpenmyLLecTBO
NOTEHLMOMETPUYECKOrO TUTPOBAHUS COCTOMUT
B MCKMOYEHUN 13 paboTbl MeTannouvHaMKaTo-
pa, 4YTO NPUBOAUT K CHATUIO OObIYHBbIX Ansi
KOMMMEKCOHOMETPUM XKECTKUX OrpaHMYEHUIA Ha
3HavyeHnsa pH aHanusupyemoro pacrteopa.
Pa3paboTaHHble METOAMKM MO3BOMSAT NPOBO-
ONTb onpefeneHuns B guanasoHax pH 2 eawn-
HUUBI ANg BUcMyTa u 5-5,5 egnHny Ansg meau,
CBMHUA U umHKa. lMpyn 3TOM MeToaMKU BU3Y-
anbHOro TUTPOBaHWUS BUCMYTa [AOMYyCKalT KO-
nebanus pH pactBopa B gunanasoHe 0,5 egu-
HUU, Mean — B 1 eAnHULY, CBUHLA U LUMHKa — B
0,5 eanHny [7]. Ewe ogHUM nnCOM MNOTEH-
LMOMETPUYECKOTO TUTPOBaHUSA OygeTt ycTpa-
HEHWe BNUsIHMA Ha pe3ynbTaT aHanusa Hepea-
KO MPUCYTCTBYHOLLMX MOCTOPOHHEN OKpacku u
B3BeCM B o00Opasuax pearnbHbiX OOBEKTOB.
MpeonoxeHHble MEeToauKM He TpebyrT wuc-
NMoNb30BaHNsT TOKCUYHBIX UM JOPOrMx marte-
puvanoB u MoryT ObiTb peanu3oBaHbl B ftobow
XuMmmnyeckon nabdopartopun. lNMpegnonaraetcs,
YTO AaHHble METOAMKM MOTYT ObITb UCMOMb30-
BaHbl Ans AudepeHUMpoBaHHOro TUTpPOBa-
HUSA HeKoTopbIX cMmecen MmeTtannoB [13]. Pas-
paboTaHHble cnocobbl NpegnaraeTcs UCMOosb-
30BaTh 4J19 aHaNUTMYECKOro KOHTpOns meTarn-
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nypruyeckon NpoAayKUMW, Cbipbs, CTOKOB U
cbpocoB, hapMakonorn4ecknx npenapaTos.
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