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HccrepoBana BO3MOKHOCTh IPUMEHEHHS IMHPOTALIONOBOIO KPACHOTO BOJOPACTBOPHMOIO
(IIT'KB) B kauecTBe hOTOMETPUIECKOTO PEAreHTa [IJIS OIIPENe/IeHHs] CyPhbMbI B PEAIbHBIX 00BEK-
Tax. ObpasoBaHue OKpAIIEHHOr0 IPOAyKTa HabmofaeTcsa B KUCIbIX pactBopax (pH = 3,8 —4,5)
B IIPUCYTCTBUHU CIA00T0 OKHMCauTeNsa (Hoxa), Heo6X0qUMOro IS IPEIBAPUTEIHHOIO OKUCICHUS
SbH; mo comeit Sb (III). F36bIToK #oma ycTpaHAIOT BBEJEHHEM PAcTBOPa THOCYIb(haTa HATPH,
nocste mosydenus poromerprupyemoi opmbl. MakcuManbHbIN aHAIUTHYECKHA CHTHAI OKpa-
menHo# hopMbl HaGmogaeres mpu 378 um (¢ = 5,936 - 103). IToBbIen#e KACIOTHOCTH PACTEO-
pa (pH > 7) compoBo:kmaercs 00pasoBaHrEM HATPUEBBIX COJIEH PeareHTa, 4To IPEeIATCTBYeT 1a-
JIbHEHIIeMy IIPOTEKAHUIO PEaKIIH, a HATIHIHE OHOT0 MaKCUMyMa OIITHIECKOH IUIOTHOCTH B Pe-
KOMEH/[yeMOM HHTepBasie 3Ha4YeHuil pH saBisercda HemocpencTBeHHBIM [TOTBEPIKAEHIEM 00pa-
3oBanwus noHHOTO accormara (MA) ogmoro cocrasa. MccnemoBanre ycroiuunBocTu ganuoro A
BO BPEMEHU BBIABIJIO €r0 HU3KYIO CTAOMIBHOCTD. K COKATIEHNI0, M3MEHEHHe [HIeKTPHUIECKOM
IIPOHUIIAEMOCTH PACTBOPA He [AJI0 IOJIOKUTEIHHOTO 3(P(PeKTa, B CBA3U C UeM BO3ZHUKAET HEOOXO-
JIUMOCTb U3MEPEHMUS OIITHYIECKOH IJIOTHOCTH OKPAIIIEHHOTO COeIUHEHNUS B TeUeHHe 3 MUH. ¥ CTa-
HOBJIEHIE COCTABa, a CIeI0BaTeIbHO, M BO3MOKHOTO MexanusMa obpaszosanus A, ocyrecTsis-
JIM HA OCHOBAHHUH METOIOB MOJIIPHBIX OTHOIIIEHUH U U30MOJIAPHBIX cepuii. B pesynbrare otrona
cTHOMHA B IIOIVIOTUTENLHYIO cucTeMy obpasyerca MA cocrasa M:R = 1:1, ¢ paccunrannoi KoH-
cranroi ycrorausoctr 4,01 - 105, Taxkum o6pasom, HA OCHOBAHUY MIPOBEIEHHBIX UCCICIOBAHMIA
paspaborana criekrpooromerprueckas (CP) meTonnka ompeneseHus CypbMBI ¢ IIpefeIamu 00-
Hapysxenus u onpenenenus 1,30 u 4,32 Mmxr/mn coorBercrBenHO. Pazpaborannas MeToquKa Ba-
JIUHA 110 IO0KA3aTeNsaM: CIeU(UIHOCTD, JTHHEHHOCTb, IPUIEH3HOHHOCTD, IIPABIIBHOCTD U,
CJIeI0BATEIHHO, MOKET ObITh PEKOMEH/[0BAHA K IIPUMEHEHUIO B JIF000U KOHTPOJIHHO-aHAIUTHYE-
CKO¥ J1a60paTOpHH I OIPENeIeHUs CyPbMBbL.

KaroueBslie caoBa: CTHOMH; MUPOTALUIONIOBBIM KPACHBIA BOJOPACTBOPUMBIiL; HOHHBIH acCOIH-
ar; oIpesieleHue; ClIeKTPoOTOMETPHS.

FORMATION OF IONIC ASSOCIATES WITH PYROGALLOL COMPLEXES
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The possibility of using water soluble pyrogallol red (PRWS) as a photometric reagent for the quantitative
determination of antimony (III) in real objects has been studied. Formation of a colored product is ob-
served in acidic solutions (pH 3.8 — 4.5) with a weak oxidizing agent (iodine) present for preliminary oxida-
tion of SbHj to salts of Sb (III). The excess iodine is eliminated through introduction of sodium thiosulfate
solution after obtaining the photometric form. The maximum analytical signal of the colored form is ob-
served at 378 nm (e = 5.936 x 103). A decrease in the acidity of the solution (pH > 7) is accompanied by
the formation of sodium salts of the reagent which prevents further complexation, whereas the only one
maximum in the absorbance within the recommended pH range directly indicates to the formation of the
the only one ionic associate (AI). The ionic associate thus formed appeared low stability in time. Unfortu-
nately, change in the dielectric constant of the solution failed to give a positive effect and measurements of
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the absorbance of the colored compound were limited to 3 minutes. Determination of the composition and
possible mechanism of the ionic associate formation was carried out on using the methods of molar ratios
and isomolar series. After stripping of stibine into the absorption system, an ionic associate of the compo-
sition M:R = 1:1 is formed with a calculated stability constant of 4.01 x 10°. The obtained results are used
to develop a spectrophotometric (SP) method for antimony determination with the limits of detection and
quantitative determination of the element 1.30 and 4.32 pg/ml, respectively. The developed method is
valid in terms of the specificity, linearity, precision and accuracy, and, therefore, can be recommended for
determination of the antimony content in any control and analytical laboratory.

Keywords: stibine; water soluble pyrogallol red; ionic associate; determination; spectophotometry.

BBenenune

Meronn!r ompenenenus cypbmbl (III, V), ocuo-
BaHHbBIE HA (POTOMETPUPOBAHUH MPOAYKTOB €€ KOM-
IJIEKCO00Pa30BaHud C OPTaHUIECKUMU peareHTaMu
[1-11], BBI3BIBAIOT HECOMHEHHBIA WHTEpeC KAk B
TEOPETUYECKOM, TAK U IIPAKTHUIECKOM OTHOIIEHUU
[12].

K cosxkanenuio, B omyO6anKOBaHHOHN B HACTOAIIEE
BpeMs JIUTepaType MeXaHu3M, COCTaB U yCI0BUs 00-
pasoBaHUsd KOMILIEKCHBIX COEIUHEHWH, a WMEHHO,
HA cypobmer (ITI) ¢ kaTnoHaMu OCHOBHBIX U TpHQe-
HUJIMETAHOBBIX Kpacutesei [13], ommcaHbl manexo
He T0HOCTHI0. KpoMe Toro, roBops 0 mpakTHIecKoiH
obiacTy IPUMEHEHUs TaHHBIX PeakI(uil, Helb3sd 3a-
ObIBaTh O BIUSHUM MATPHUIlbI Ha oOpasoBanme WA,
a CIemoBATENbHO, M HA PE3yNbTAThl OIPEeeIeHHU .
Jlns  TIOBBINIEHUS CEIEKTUBHOCTH OIPEIeeHHUs
CypbMBI aBTOPHI psia pabor [14 — 18] pekomMeHIyIOT
mepeBos; Bcex opM sieMeHTa B THAPH (CTHOWH) C
ero mocaeayoiuM onpeaenenueM. OnHaKO nU3MeHe-
HHe aHAJUTHIECKOH (pOpMBI 3JIeMEHTa MOKET IIPH-
BECTH K MPOTEKAHUIO PSAa MOOOYHBIX IIPOIECCOB,
YTO B IIE€JIOM MOJKET CKa3aThCAd HA MeXaHH3Me obpa-
soBanusd UA.

ens paboTsl — wuccremoBaHHe peariuu obpa-
soBanus A cTubuHa ¢ MHPOraaIoJ0BbhIM KPACHBIM
BOZIOPACTBOPUMBIM H pas3paboTKa METOIUKU CIIeK-
TpodOTOMETPHUUECKOTO OIIPeIeIEHUS CyPhMbI B IIPHU-
POIHBIX ¥ TEXHOTEHHBIX 00pasIax.

JKCIIepHMEHTATBLHAS 9aCTh

Peazenmuvt u pacmeopwi. Vcxomublit pacTBoOp
(1,60 mr/mm) Sb  (III) roroBuam pacTBOpeHHEM
0,3000 r xmopuga cypsmbt (III) (uma) B 5,0 ma HCI
(p = 1,19 r/mn, x4) B MepHOi# Koabe Ha 100 M1 ¢ mo-
CIEeYIOUINM JI0BeleHrneM o0heMa pPacTBopa Ji0 MeT-
KU JIEMOHU3UPOBAHHOM Bojo#. PacTBop crangapru-
3upoBaan OpomMaroMeTpuuecKu. Pabouuii pacTBOp
Sb (ITII) (0,16 MKr/mMiy1) TOTOBHJIM HEIIOCPEICTBEHHO
mepe; BHITOJTHEHHEM HCCIe0OBAHUA.

B pabore ucmonbsoBanu Homu Kaaus, acKopou-
HoByI0 Kuciory, [I'KB, tnocynbdar marpus u ruz-
pOKcu HATPHUA KBATU(UKAIUY Y4, IIUHK U YKCYC-
HYIO0 KUCJIOTY KBATHU(PUKAIINN XY, 8 TAKIKE STHIOBBIH
cuupt (95 % 006.). KucnorHocTs, HEOOXOIUMYIO JIJIsS
obpasosanua WA, cosmaBanmu BBeIeHHEM B IIOTJIO-

TUTENIbHYIO crucTeMy O0ydepHoro pactsopa ¢ pH 2,5 —
9,1.

Annapamypa. HWccnemoBauusi  OKpallleHHBIX
(hopM mpoBOAMIN C UCTIOAB30BAHUEM CIIEKTPOQOTO-
merpa CP-2000. 3uauenue pH usmepsiu ¢ momo-
mbio noHomerpa pX-150MHU co cTeknIHHBIM UHIH-
KaTOPHBIM 3JIEKTPOIOM.

Memooduxa onpedenenus. ¥cTraHOBKA IS TOIY-
YeHHsA U ePeroHKu cTuOuHa omucana B pabore [19].
B kpyrimonouuyo rombdy, cogep:xaniyio 1,5 mu 40 %-
HOoro pacrtBopa Hoxmma kamuda, 1,0 max 10 %-Horo
pacTBopa AacKopOWHOBOM EKucaoThl u 10 — 15 mu
4,0 M pacreopa HCI (peakinoHHy0 cMech), BBOIH-
JIW CTAHAAPTHOE KOJIUIECTBO cypbMbl. Uepes 15 MuH
B K00y momernanu 4,00 r MUHKA ¥ IPUCOETUHSIIN
ee K IIOTJIOTUTEIbHOU d49eiKe, COlepsKallell pacTBoO-
pot #iomga, III'KB u coorBercrByrommii OydepHbIil
pacTBop.

Ileperouky npoBoxwmiu B Teuenue 35 muH. Co-
JIepPIKUMOe IIOTJIOTUTEIBHON dU4elKN KOIUIeCTBeHHO
TIEPEHOCUIIN B MEPHYIO KOOy Ha 25 M, paspyanu
MU30BITOK OKHUCTUTENST THOCYAb(ATOM HATPUI H JO0-
BOAMIH 00BEM PACTBOPA IO METKHU [eMOHHU3UPOBAH-
HOM Bomo#. ONTHYECKYIO IIOTHOCTh PACTBOPOB H3-
MepAIHd OTHOCUTEIHFHO KOHTPOJIBHOTO OIbITA.

Cocrae ob6pasymomerocas HMA ycranmasausamu
MEeTOZaMH MOJIIPHBIX OTHOIIEHUN W W30MOJIAPHBIX
cepuii.

Oo6cy:xkaenne pe3yabTaToB

Ilpu wuccmemoBamum cocraBa, YCTOMUYMBOCTHA U
MexaHusMa obpasoBauusi WA HE0O0XOIUMO yUHUTHI-
BaTb BJIUAHHWE IIPUPOALI pacCTBOpHUTE/IA, KHCJIOT-
HOCTH, & TAK/Ke KOJMIECTBO BBEIEHHOTO OKUCIUTE.

Bausnue pH. CornacHo faHHBIM, IPECTABICH-
HBEIM B pabore [13, c. 57], o6pazosanue A Sb3* ¢
pearenToM mpoTekaer B ciaabokuciaoit cpeme (pH
4,5). JleficTBUTEILHO, AHAIN3 3aBUCHMOCTH OIITHYE-
ckoit wotHoctu oT pH (puc. 1) cBumeTenbCTBYET 0O
KOJTMYEeCTBEHHOM IMPOTEKAHWHU PEAKIU B WHTEpBa-
ne suadenuit pH 3,8 —4,5. IloBbimenue KuciaoT-
HocTu pactBopa (pH > 7) compoBoknaerca nsmene-
HUEM OKpaCKH peareHTa BCIEICTBHE 00pasoBaHUS
HATPUEBBIX COJIEH, YTO, BUAUMO, IIPEIATCTBYeT 006-
pasoBanmio MA. Hanmune ogHOro Makcumyma OmnTu-
YeCKOU MIJIOTHOCTU B JaHHOM HHTepBaje 3HAYEeHUH
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Fig. 1. Dependence of the absorbance on the pH value of
the photometric form

pH moarsep:xkaaer npesmonoxkenne 06 06pazoBaHun
accoraTa oOJJHOTO COCTaBa.

Bauanue spemenu svidepycusanus. Pesynbra-
ThI MCCIIEOBAHMS YCTOMYMBOCTH accoluara, obpa-
syemoro conamu Sb3* ¢ III'KB B mpucyrcreuu oxa
npu pH 4,5, Heoguno3naunsbl. Tak, cornacHo 3aBUCH-
MOCTSAM, TPEICTaBIEeHHBIM HA puc. 2, (oToMeTpu-
pyeMas ¢opma, OIydYeHHAd B PE3yIbTATe B3aHUMO-
neiictBus comeir Sb3*T HemocpencTBEHHO ¢ peareH-
TOM, YCTOHUMBA B TEUEHHE 3 4, B OTIUYUE OT aCCO-
nuara, obpasosanuoro SbHj, KOTOpBI B TeueHue
Jaca paspyuiaerca npakrtudecku Ha 50 %. Bosamox-
HO, CHUKeHHe ycTouuuBoctu MA cBsizaHO ¢ mpoTe-
KaHWeM B IIOTJIOTUTEIBbHON SYelKe KOHKYPHUPYIO-
mux nporeccoB (oxucaenns SbH; u peakiuu snex-
TpocpunbHOro s3amemenus B III'KB). Hsmenenue
IUSIEKTPUIECKOM IPOHUIIAEMOCTH 3a cUeT [o0aBiie-
HHUA K HOTJIOTUTEIbHOMY pacTBopy 10 My m3oamMumiio-
BOI'O CITUPTA, He IIPUBEJIO K CTabuIn3auu ()OTOMET-
pupyemoii dopmbl. OnTuyeckas IIOTHOCTb B 060UX
ClIydasx JOCTUTAeT MaKCHMAIbHOTO 3HAYEHUS B Te-
JeHUe 3 MUH.

Bauanue oxucaumens. [na KOIMIECTBEHHOTO
obpasoBanua MA BosHuKaeT HEOOXOIUMOCTh BBeJie-
HHSA B IIOTJIOTUTENIBHBIH COCY]l PACTBOPA OKUCIUTEIA
(#toma). OmHAKO 9TO MOKET IPUBECTH K M3MEHEHHUIO
cocraBa anamutudeckoi gopmsl III'KB 3a cuer mo-
SABJIEHUA B NAPQ-TIONOKEHUN 3IEKTPOPUIHLHOTO 3a-
MecTUTENA. B eliCTBUTENIBFHOCTH BBEJIEHUE OKUCITIH-
Tejld MPHUBENO JHUIIb K IOSBIEHHI0 MHHUMyMa B
cuekTpe noraoutenus (puc. 3). Bosmoxkwo, sT0 CBA-
3aHO HE TOJIBKO C HAJIOKEHHEM CIIEKTPOB ITOTJIOIIe-
HHA 00pa3yeMoro accoruara u MpoAyKTOB 3JIEKTPO-
(buabHOTO 3aMeleHHWs peareHTa, HO U CO 3HAYH-
TeIbHBIM U30BITKOM OKHCIuTeNA (fioZia) B pacTBope
cpaBHeHwus. Paspyiiienue u30bITKA HOAA THOCYIIh-
daToM HATpUSA COTPOBOKIAETCA BOCCTAHOBIEHUEM
CIIEKTPAIBHBIX XapaKTePUCTUK accoIuara, 4To CBH-
nerenbcrByeT 06 yeroituuBoctu [II'KB k meiicrBuio
OKHCITUTE.

—l———___n2

0,18 - N\

0,14 - s
MQ‘.
0,12 T T T T T T T
0 20 40 60 80 100 120 140 160 180 200
7, MUH

Puc. 2. Bpemennas 3aBUCHMOCTH ONTHYECKOH ILJIOTHOCTH
oromerpupyemoit hopMBL, IIOIYIEHHOH B pe3yabrare KOM-
nnexcoobpasosanusa III'KB: 1 — ¢ SbH; B mpucyrcrBuun
orucnurensd; 2 — Sb3+; 3 — SbHj B mpucyTcTBHU OKUCIUTE-
JI B BOTHO-U30aMIMJIOBOU cpejie

Fig. 2. Time dependence of the absorbance of the photo-
metric form obtained as a result of PRWS complexation
with: I — SbH, (with an oxidizing agent present); 2 — Sb?+,
and 3 — SbH; (in an aqueous isoamyl medium with an oxi-
dizing agent present)
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Puc. 3. Crexrps! norsonieHnsa HOHHOTO acconuara, 06paso-
BAHHOI'O B pe3yJabTaTe IIEPEroHKHu CTI/I6I/IHa B IIOTJIOTHUTEIb-
HBIHA pactsop, copepskamuit: 1 — III'KB; 2 — IIT'KB + I,;
3 — IITKB + I, ¢ mociexymommM ycrpaHeHueM H30BITKA
orucnurens pacrBopom Na,S,04

Fig. 3. The absorption spectra of the ionic associate formed
as a result of the stibane distilling into an absorption solu-
tion, containing: I — PRWS; 2 — PRWS + I,; 3 — PRWS +
+ I, with subsequent elimination of the excess oxidant by
Na,S,0; solution

Cnexmpuvt nozaowenus. MakcuManbHbBIA aHa-
JIUTUIECKUI CUTHAJ (DOTOMETPHUPYyeMOoi hopMbI Ha-
omonaercs mpu 378 um (puc. 4). Biuskue sHaveHus
MAaKCHMyMOB CBETOIIOIJIOIIEHHUS IIPOAYKTOB acco-
nuanuu pearerra ¢ comamu Sb (III) u SbH; cBu-
IeTenbCTBYIOT 06 o6pasoBanuu A ogHOro cocrasa.
K co:xameHuio, KOHTPACTHOCTh PEAKIIMH HHU3KAT
U st 00pasyeMoro IMpPOAYKTA XapaKTePHO JIHIIb
ocnabienne OKpacku co BpemeHeM. MoaapHBIH Ko-
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Puc. 4. Crexrpbl MOIIIONEHUs KOHHOTO acconuara, oopaso-
BAHHOTO B pPe3yJIibTaTe B3auMOeHUCTBUA cTubHuHA (2) U coer
Sb (II1) (3) ¢ peaximonnoi cmecsio I, + III'KB ¢ nocnexyro-
IITUM yCTPaHeHHueM U30bITKa OKUCIUTeN pacTBopoM Na,S,04
¥ XOJIOCTOTO OIbITA (I — CIEKTP KOHTPOJIBHOIO PacTBOpa)

Fig. 4. The absorption spectra of the ion associate formed
as a result of the interaction of the reaction mixture I, +
+ PRWS with stibine (2); and Sb (III) salts (3) with subse-
quent elimination of the excess oxidant with Na,S,04 solu-
tion; blank test (1)

9o pUIHEHT CBETOIOTJIOeHNUI IPH 9TOM COCTABHIII
5,936 - 103.

Cocmas u cmpoenue komnaekca. CTexuoMeTpu-
veckue Kosunments accoruaruu SbH; ¢ II'KB
yCTaHaBJIUBaIU METOJaMHu MOJIAPHBIX OTHOILIEHUH
¥ HU30MOJIAPHBIX cepuil (puc.H), COrIAcCHO KOTO-
PBIM 3JIEMEHT B3aUMOIEHCTBYET C PeareHTOM B IIPH-
CYTCTBUM OKHCIWUTENSA B MOJISIPHOM COOTHOIIEHUN
M:R = 1:1. Takum 06paszom, BO3MOKHBIH MEXaHU3M
obpasoBanms MA orpamaercs CIeIyoOIUMUA IIPO-
[leCCAMH:

SbH, + 31, — HSbI, + 2HI,

OH
OH o

H[SbI,] + O
H G

Paccunrannoe 3HaAyeHHWe KOHCTAHTBI YCTONYH-
Boctu MA cocrasumo 4,01 - 105,

Ha ocHoBammm rpagynpoBOYHON 3aBHCHMOCTH
y = 0,2176x + 0,0219, R = 0,9985, KoTopas 1uHEH-
Ha B [uamna3oHe KoOHIeHTpaunuii aHamura 0,16 —
3,00 MKr/MJI, paccuuTaNu Ipenesabl 00HAPY:KEeHUI U
omupenenenus cypbmbl (1,30 u 4,32 MKr/MJI cooTBeT-
crBeHO0). OCHOBHBIE AHAIUTUYECKHE XapPAKTEPH-
crukn C® MeTomuKu OIpe[eeHus CypbMbI IIpPe-
craBiieHbl B TabiI. 1.

Bausnue nocmopornux uonos. syueno Bius-
HHe PAJA KOHOB HA TOYHOCTH OMPeNeIeHU CYPhMBL.
HccnenoBanus mMpoOBOJUIM B COOTBETCTBHU C METO-
IUKOM, II0 KOTOPOU MOJydeHa IpagyHpoBOYHAdA 3a-

Ta6auma 1. Pesynbrars! crieKTpohoTOMETPUIECKOTO OIIpe-
JlelIeHUs CypbMBbI (Mg = 32,5 MKT) B IPHACYTCTBUU IIOCTOPOH-
Hux noHoB (n = 6; P = 0,98)

Table 1. Results of the spectrophotometric determination
of antimony (mg, = 32.5png) with foreign ions present
(n =6; P =0.98)

Haiineno Sb, Mkr

Hon m, MKT Brixon, %
m+ Am S,, %
As (III) 50,0 31,8 + 1,2 3,77 97,85
Cu (I 50,0 30,9 = 0,9 2,91 95,08
Ni D 50,0 31411 3,50 96,62
Co (II) 50,0 30,5 = 0,9 2,95 93,85
Pb (II) 50,0 31,0 = 1,0 3,23 95,39
S ID 100,0 31,9 + 1,2 3,76 98,15
P V) 100,0 32,1 12 3,74 98,77
Se (VD) 100,0 31,9+ 12 3,76 98,15

BUCHUMOCTh, C TOM JIMIIb Pa3HUIlEN, YTO BOCCTAHOB-
JleHHe BcexX (OpM CypbMbI M II€PETOHKY THAPUIA
OCYIIECTBIIAJIN B IIPHUCYTCTBUU IIOCTOPOHHUX HMOHOB
(Tabm. 1).

YeTraHOBIEHO 3aHUIKEHHE PesysIbTATOB OIpeje-
JeHus cypbMbl B npucyrersuu coneir Co?t, Cu?t,
Pb2*, uro, crkopee Bcero, 00yCIOBIEHO IPOCKOKOM
THAPHUIA Yepe3 MOTVIOTUTEIbHBIN PacTBOP BCIEICT-
BHE YBEJIWYEHUSI CKOPOCTH BBIZEIEHUI BOAOPOIA.

B ycnoBusax monydenus cTHOMHA 10 THAPHUIOB
TaKkKe BOCCTAHABIMBAIOTCA cepa, ¢ocdop, celeH u
TepMaHui, g YCTPAHEHUS BAUSHUSI KOTOPBIX HC-
IMOJB3YIOT U3BEeCTHBIe MeToabl [13, ¢. 57 — 58].

Paspa6orannyio C® wmeromuky ompeaeaeHus
CypbMbI OHPOOOBATH TPH aHAIW3E IIPUPOTHBIX
(Boza) ¥ TEXHOTEHHBIX (CTaTb) 00PABIIOB.

Onpedenenue cypbmul 8 sode. IIpo6oorbop u
MIPOOOTIOATOTOBKY BOJbI IIPOBOJUIN B COOTBETCTBUU
C PEeKOMeHAANUAMH, IMPEeNCTABIeHHLIMU B pabore
[20]. Munepanusar, pacrBopeHubii B 10 man 4 M
HCl, xonwuecTBeHHO TIEPEHOCHIN B MEPHYIO KOJIOY
Ha 50 M1 ¥ goBOAMIIM OOBEM PACTBOpPA 0 METKH
MEeMOHU3UPOBAHHOH BOMOH. ANIMKBOTHYIO YacThb IIO-
JIy4eHHOTO PACTBOPA IIEPEHOCUIN B KPYTJIOJOHHYIO
K00y, Comep:Kamlyio HOAuI Kajausd U aCKOPOUHOBYIO
kucaory. Cycrsa 15 MuH B K010y BHOCHIIN METAJLIIH-
yeckuil MUHK (4,0 T') ¥ IIeperoHsiu MOJyYeHHy0 ra-
30BYI0 CM€Ch B IIOTJIOTHTEIbHYI0 STUEHKY, CO/ep:Ka-
uryio pactBopsl I[II'KB, iion u 6ydepHsbIii pacTBop
(pH 4,6).

Ileperouky npoBoxmnu B Tteuenue 35 mun. Co-
JIepPiKUMOe IIOTJIOTUTEIBHON d4elKN KOIM4eCTBEeHHO
MEPEHOCHIIM B MEPHYIO K00y Ha 25 MJI, paspyaniu
M30BITOK OKHMCIHUTENSI THOCYIb(aTOM HATPHA U JI0-
BOIUIN 00BEM PACTBOPA 10 METKH JIeHOHU3HUPOBAH-
HOI BOo#. OIITHYECKYI0 IJIOTHOCTH PACTBOPOB H3-
MepAAU Ha JAJUHe BOJHBI 378 HM OTHOCHTEIBHO
KOHTPOJIBHOTO OITBITA.
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Puc. 5. 3aBucuMoCTh M3MEHEHUS ONTHYECKON IIOTHOCTH MOTJIOTUTEIHHOTO PACTBOPA: @ — OT MOJISIPHOTO COOTHOIIIEHHUS KOMII-
sexcoobpasoBaress K Iuranmy; 6 — or cocrasa usomoiusaproro pacrsopa (Cg, = 3,27 - 10-6 mons/1, Cryrgg = 5,00 - 10-6 monb/m)

Fig. 5. Dependence of the absorbance of the solution on the molar ratio of complexing agent and ligand (a); and composition
of the isomolar solution (b) (Cg, = 3.27 X 106 M, Cpgryws = 5.00 x 10-6 M)

Conep:xanve cypbMbl B Mpo0e OMpEeNsian IIo
rpafyupoOBOYHOM 3aBUCUMOCTH, OIIUCHIBAEMOM ypaB-
menuem y = 0,2412x - 0,0014 (R? = 0,9999). Ilpa-
BUJIBHOCTD ITOJIyYEHHBIX PE3yIbTATOB KOHTPOJIHUPO-
BaTH apOUTPAKHBIM METOJOM U METOAOM J00ABOK.
Pesynbrarel ompeseneHuss CypbMBI B IIPHPOIHOMH
BOJI€ IIPEICTABICHbI B Tab6. 2.

Kak Bumgzo u3 Tabm. 2, pe3ynabraThbl, MOJyYeH-
Hble C® u apOUTPaKHBIM METOJAMHU, COTIACYIOTCS
Mexay co6oit. Ycranosmeno upesbiienre IIJIK

CypPBMBI B 00pasiiax poJHUKOBOM BOIBI, 0TOGPAHHOM
B r. Kanar, u Bo Bcex ncciegoBaHHBIX 06pasiiax Ta-
JIOH BOJBI.

Onpedenenue cypomut 8 cmaasx. HaBecky cranu
2,00 r pacTBopanu npu HarpeBanuu B 10 M cMmecu
HCI (p = 1,19 v/mn) m HNO; (p = 1,49 r/mi) (3:1)
¥ BbImapuBanu gocyxa. Cyxoi ocTaTok pacTBOPSIN
B 10mx 4,0M HCIL HepacrBopumbIii 0OCTATOK
OT(UIBTPOBLIBATH, a (PUIBTPAT KOJIUIECTBEHHO IIe-
peHocunu B MmepHyo koa0y uHa 50 mi. Ilocie oxmasm-

Ta6auna 2. PesynpraTs! onpesneneHus cypbMbl B IPUPOAHOH Boge (zauubIe 3a 2017 — 2018 rr., n = 6; P = 0,95)
Table 2. Results of the antimony determination in natural water (data for 2017 — 2018, n = 6; P = 0.95)

Haiigeno, mr/n (VH20 = 250 M)

Bsepneno,

Hacenenusrit mysyT O6paszer /it Cd [20]
m o+ AT S,, % m o+ AT S,, %
r. Anateipb I 0,00 0,05 = 0,01 20,00 0,05 = 0,01 20,00
1,00 1,05 = 0,07 6,67 1,07 = 0,07 6,54
II 0,00 0,07 = 0,01 14,29 0,06 = 0,01 16,67
1,00 1,08 = 0,07 6,48 1,08 = 0,07 6,48
c. Barripeso I 0,00 0,03 = 0,01 33,33 0,03 = 0,01 33,33
1,00 1,04 = 0,07 6,73 1,03 = 0,07 6,80
II 0,00 0,05 = 0,01 20,00 0,06 = 0,01 16,67
1,00 1,05 = 0,07 6,67 1,08 = 0,07 6,48
. Bypraaps! I 0,00 0,04 = 0,01 25,00 0,05 = 0,01 20,00
1,00 1,04 = 0,07 6,73 1,09 = 0,07 6,42
II 0,00 0,07 = 0,01 14,29 0,08 = 0,01 12,50
1,00 1,09 = 0,07 6,42 1,06 = 0,07 6,60
r. Kanam I 0,00 0,07 = 0,01 14,29 0,05 = 0,01 20,00
1,00 1,07 = 0,07 6,54 1,07 = 0,07 6,54
II 0,00 0,10 = 0,01 10,00 0,09 = 0,01 11,11
1,00 1,10 = 0,07 6,36 1,11 = 0,07 6,31

IIpumeuanne: 1 — popaukoBas Boxa, II — ramas Boma. Caullun 2.1.4. 1116-02: IIJKg = 0,05 mr/n (mpupoxHas Boxa);

TITKg, = 0,005 mr/x (Tanas (TeTHUKOBAA) BOMA).
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Ta6mauua 3. Pesynbrars! onpesienerus CypbMbl B crasisax (n = 6; P = 0,98)

Table 3. Results of the antimony determination in steels (n = 6; P = 0.98)

O6pasers cranu

Bgepneno,

Haiineno Sb, %

(mgp, %) % Co [21]
m+ Am S,, % o+ A S,, %
I'CO 1692-8711 0,0000 0,00080 = 0,00010 12,50 0,00090 = 0,00010 11,11
(0,0009 = 0,0001) 0,0035 0,00110 + 0,00010 9,09 0,00130  0,00010 7,69
0,0070 0,00150 = 0,00010 6,67 0,00160 = 0,00010 6,25
I'CO 1052-9111 0,0000 0,00040 = 0,00010 25,00 0,00040 = 0,00010 25,00
(0,0004 + 0,0001) 0,0015 0,00060 = 0,00010 16,67 0,00060 = 0,00010 16,67
0,0030 0,00070 % 0,00010 14,29 0,00080 = 0,00010 12,50
I'CO 1785-8911 0,0000 0,00025 = 0,00006 24,00 0,00026 = 0,00006 23,08
(0,00027 + 0,00007) 0,0010 0,00033 = 0,00006 18,18 0,00037 = 0,00006 16,22
0,0020 0,00043 = 0,00007 16,28 0,00046 = 0,00007 15,22

IeHus 00 beM pacTBOpa TOBOAMIIH 10 METKHU JIEHOHH-
3UPOBAHHOW BOAON. AJMKBOTHYIO YacTh IIOJIyYeH-
HOT'O pacTBOpa KOJIMYECTBEHHO ITePeHOCUIN B KpPYT-
JIOMOHHYIO KOJIOy, COIEP:KAIyI0 PeareHThl, mpemaHa-
3HaYeHHBbIe JJId BOCCTAHOBJIEHUS 9JJIeMeHTa 10
ruapuaa. JlanpHeliniee onpeaeaeHue CypbMbI IIPO-
BOJUJIM II0 OTIMCAHHOM METOIUKe.

Copmep:xanue CypbMbI OIIPEIENSIN 10 TPALYHPO-
BOYHOHM 3aBUCHMOCTHU, OIHCHIBAEMOU BBIIIEYKa3aH-
HBIM ypaBHeHueM. [IpaBuabHOCTD MOMYyYEHHBIX pe-
3yJBTATOB KOHTPOJIHUPOBATIH apOUTPAIKHBIM METO-
IIOM ¥ MeToJioM J100aBoK. Pe3yabraTsl onpeeneHus
CypbMbI B TEXHOTEHHBIX 00pasiiax IpeaCcTaBIeHbI B
Tabsm. 3.

AHanmmns moJyJYeHHBIX JaHHBIX BBIABUJ COTJIACO-
BaHHOCTH Pe3yJbTaToB ompesenenud cypbMbl CO u
apburpaskabiM MeTomamu. Haiinentoe comep:xanue
CypPBMBI COOTBETCTBYET 3agBJI€HHOMY B HOPMAaTHUB-
HBIX JOKYMEHTax.

3axJaroueHue

Takxum 006pasom, B pesysIbTare B3aUMOAEHACTBUS
IIT'KB c [Sbl,]- B kucnoi cpene (pH = 3,8 — 4,5) ua-
omromaercsa obpasosanme WA cocrasa M:R = 1:1 ¢
MAaKCUMyMOM ITOTJION[EHNUS HA JJIMHE BOJHBI A, =
= 378 um. AHajuTHUecKuii curHam (POTOMETPH-
pyeMo# (popMBI TOCTHTAET MAKCHMAJILHOTO 3HAYe-
HUA B TedeHue 3 muH. Paspaboranunas CP meronu-
Ka OIpeJieJIeHNs CyPbMbI IPOCTA B UCIIOJHEHUH U HE
TpebyeT A0porocTosiero 000py0BaHus, a Ciea0Ba-
TEIbHO, MOYKET OBITH PEKOMEHIOBaHA K IIPHUMEHe-
HUIO0 B JIFO00N KOHTPOJILHO-AHATUTHIECKOH Iabopa-
TOPYH I OTIPEIeIEHUS CYPhMBI.
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