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Wayuens1 yenoBus B3anMOZeHCTBUA HOOAT-HOHOB ¢ HOAUIOM U METHICHOBBIM TOIYOBIM B Kate-
CTBe XpOMOTEHHOTO peareHTa. BaaumoneticTeue fiofara ¢ H36BITKOM HOTUIA 3aBUCHT OT KACIOT-
HOCTH cpefibl. B pasfapnennnix kucmoTax peakiual0; ¢l mpoxoput ¢ BhIieneHueM oza, KOTO-
PBIH OKUCIAET KpacuTenb. B pesynrrate OKUCTUTEILHOR AECTPYKINN METHICHOBOTO TOIY60TO
IPOUCXOAUT ocaablieHne OKpacKd peareHTa, KOTOpOe IIPONOPIMOHANBHO KOHIEHTPAITHH
Hofar-HOHOB B pacTBOpe. MccmenoBaHbI CIIEKTPRI METIIEHOBOTO TOMYOOTO, YCIOBUA OKUCIATE-
JIBHO-BOCCTAHOBUTENIBLHOTO B3AUMOIEHCTBAA, BIUAHUE KUCIOTHOCTH CPENBI W KOHIIEHTPAITAN
pacTBOpa peareHTa Ha IOIHOTY IIPOTEKAHNA peakiun. CBEeTOIOIIONEHHE HCITBITYEMEIX PACTBO-
POB U3MePAIH Ha ATUHE BOIHEI 664 mv. Peakma o6pasoBaHus cBOGOZHOTO Hoa IPOXOAUT OBI-
¢Tpo 1 KomwdecTBeHHO Ipu pH 4 — 5. JIna coznannsa Heo6X0AUMOH KUCIOTHOCTH CPENBI UCIIONE-
soBanu 1 M pacTBOp yRCycHOH KucaoThl. Halinena ontuManbHas KOHIEHTPAIMI METUIEHOBOTO
rony6oro. McenenoBaHus IOMOKEHBI B OCHOBY METOIUKHA OIpelecHud HooaT-HoHOB B Hoxumax
LIENOYHBIX METALIOB. UT06BI IPeIOTBPATUTE OKUCIEHAe HOMUIa KUCIOPOIOM BO3/IyXa, AHAIH-
3UpYEMBIe PACTBOPHI TOTOBWIH ¢ NOGABIeHUEM areTara HaTpud. g yeTpaHeHUs BIUAHUL Ke-
nesa (III) ucnonb3oBanu nupodrocthar HATPHA, KOTOPLIA CIeAYET BBOIUTE IIOCIEC TOIKUCTICHUT
pacTBOpa H BBIZETeHUS Honma. [IpaBuibHOCTE METOIMKN IIOATBEPIKICHA IIPDH aHATU3E MOIETh-
HEIX PACTBOPOB TI0 CXEMe «BBEJICHO — HAHTEeHO» U PEANTBHBIX 00PasIioB CII0coO0M BApLAPOBAHUS
HaBecoK. PaspaboranHad MeToqUKa anpobUpoBaHa IpH ONpefele I HoTaT-noHOB B HOTUIax
ueaus 1 HaTpua. OTHOCUTEILHOE CTAHAAPTHOE OTKIOHEHHE He nmpenbnuaeT 15 %. [lpennomen-
Has METOIUKA I03BOIIA YBEIWIUTD TyBCTBUTEILHOCTE ONIPeeIeHUs HonaT-noHoB B 10 pas mo
CPaBHEHHIO ¢ paHee IPUMeHABIIeHcd /I STOH IelTH MEeTOIUKOH, OCHOBAaHHOH Ha 06pasoBaHUN
H0OKpaxMAaTbHOTO KOMILIEKCA.

Kmo4deBble caoBa: Honar-uoH; HOIUA-UOH; METHUICHOBBIA TOMy00i; OKUCIeHne; HOTUIBI 1Iie-
JIOYHBIX METAJLJIOB; CIIEKTPOOTOMEPH.
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Conditions for interaction of the iodate ions with iodide and methylene blue as a chromogenic reagent
were studied. The interaction of iodate with an excess of iodide depends on the medium acidity. In dilute
acids, the reaction of I0; with I~ is accompanied with a release of iodine which oxidizes the dye. The ob-
served weakening of the color which is proportional to the concentration of iodate ions in the solution, re-
sults from the oxidative destruction of methylene blue. Spectra of methylene blue, conditions of the redox
interaction, as well as the effect of the solution acidity and reagent concentration on the completeness of
the reaction were studied. The light absorption of the solutions was measured at a wavelength of 664 nm.
The reaction of the free iodine formation is rapid and quantitative at pH 4 — 5. The desired acidity of the
medium was attained using 1 M solution of acetic acid. The optimal concentration of methylene blue was
determined. The results of the study formed a base for developing a technique of iodate ion determination
in iodides of alkaline metals. The analyzed solutions were prepared with addition of sodium acetate to pre-
vent iodide oxidation by atmospheric oxygen. To eliminate the interfering effect of Fe (III), sodium
pyrophosphate (which should be introduced after acidification of the solution and isolation of iodine) was
used. The accuracy of the technique was proved in spike tests on the model solutions and real samples by
the method of sample weight variation. The developed technique was tested in determination of the iodate
ions in cesium and sodium iodides. The relative standard deviation does not exceed 15%. The sensitivity of
the developed technique is 10 times higher compared to the technique based on the formation of an
iodine-starch complex.

Keywords: iodate ion; iodide ion; methylene blue; oxidation; iodides of alkali metals; spectrophotometry.
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Beenenne

B wmoHokpucramnax ramorenumor Hamboiee
OIIACHBIMU ABJIHAIOTCH KUCIOPOJCO/EPIKAIIUE IIPUME-
cu. VIx npucyTcTBUe AaKe B CJIEI0BBIX KOJUIeCTBAX
CYIIECTBEHHO YXY/AIIAeT XapaKTePUCTUKHU KPUCTAI-
0B [1 —3]. IIpu sTOM BasKHBI HE TOJIBKO YPE3BEI-
YaiHbIe IPeJOCTOPOKHOCTHA HA CTAJUU OJTOTOBRKU
CBIPBA, HO U HOCIAEYIOIUe OllepPaliu, B X0/e KOTO-
PBIX IIPOUCXOAAT MHOTOYHCIEHHBIE TBepao(asHbie
pearnuu ¥ XUMHUYECKHe IIPeBpAIleHUd IIPUMEeCcew,
IPUBOJAIINE K CHIGKEHHWIO PAJUAlMOHHON CTOU-
KOCTH ¥ CHUHTW/IIANHOHHON 5(P(eKTUBHOCTH KPH-
crannos [4]. [Tosromy 3azaua HANEIKHOTO KOHTPOJSA
COIEPIKAHUA  KUCJIOPOJCO/EPKAIUX  IIPUMECEH,
TAKUX KAK HOAAT, B MOHOKPHCTAJIAX TAJIOTE€HUIOB
IIEJI0YHBIX METAJJIOB SABAAETCH BAYKHOU U aAKTY-
ATBHOM IS TIOJYyYEeHUs KPUCTAIIOB C 33JaHHBIMU
CBOMICTBAMH.

CyIecTByOT pasiNdHbIE XUMHYECKUE U WMHCT-
PYMEHTAIBHBIE METO/bI OIIPe/[eJIEHUI OKCOAHUOHOB
wona. Merombsl (pOTOMETPHIECKOTO KOHTPOJIA IIPO-
CTBI, JOCTATOYHO YYBCTBUTEJBHBI, HE TPeOyOT HA-
JIMYHsS AOPOTOCTOSINEN anmnaparypbl. JTH METOXbI
ABIAIOTCA BOCTPeGOBAHHBIMHE IS 1a6opaTOpHE JIk0-
60T0 ypOBHSI.

B nureparype onucambl MeTo[bl, OCHOBAHHLIE
Ha B3aWMOJEUCTBUHY HOIATA C CHHEU MOJIUGI0KpeM-
HHEBOM KUCJIOTOH [5] uiu ¢ HeKoTopsIMu HEeoOpaTu-
MO OKUCIHIOIMIUMUCH PEJAOKC-UHUKATOPAMU: METHU-
JI0BBIM ToxyObmM [6 — 10] wiam BapmaMWHOBBIM CH-
muM [11]. Peaknus B3auMonencTBUS MOAAT-HOHOB C
WHIUKATOPAMH 3aMeJJIeHHA, YyBCTBUTEILHOCThL €e
HeBeIruKa. ABTOPHI 5TUX paboT OIEHUBAIH PeaKITH-
OHHYIO CIIOCOGHOCTH MOAAT-HOHOB I10 OTHOIEHHUIO K
KpaCcUTeJSAM, UCIOJIb3YH B PACYETAX OTHOCUTEIHBHOE
KOJIMYECTBO BCTYIIMBIIET0 B PEAKIUI0 UHIUKATOPA:
OTHOIIIEHHE PA3HOCTU OIITUYECKUX ILUIOTHOCTEH KOH-
TPOJIBLHOM MPOGHI U HCCIAETYEMOTO PACTBOPA K OIITH-
YEeCKOU IUIOTHOCTH KOHTPOJIBHOMU MTPO6HL.

Bostee nepcriekTuBHON AJA OIIpe/eIeHUs OKCO-
AHHOHOB HO0Ia B HOAUIAX INEI0YHbBIX METAIOB fAB-
JISeTCA Pearud HOmaT-uOHOB C HOAUA-HOHAMH C 06-
pasoBaHHeM Hon-HopuaHoro roMmiuiekca I;. Crexuo-
METPHS PEeaKIWH CII0COGCTBYET YBEIMYEHHUI) UYyB-
CTBUTEJIHHOCTH OIPEe/eIeHuUs.

B pa6orax [12 - 14] ucmonbsoBano cob6cTBEHHOE
nornomerue I;. I3BecTeH 3KCTPAKIIMOHHO-CIIEKTPO-
doToMeTpUUEeCKHii METOJ OIpEeJeIeHHs HOAaTa,
OCHOBaHHBIN Ha obpasoBanuu accoumara I3 ¢ karu-
OHHBIM KpACHUTeIeM OPHILUTHAHTOBBIM 3€JIEHBIM, KO-
TOPBIM 3KCTPATUPYETCH YeTHIPEXXJIOPUCTBIM YIJe-
ponmom [15, 16].

IIpu onpenenenun fopar-uOHOB B BOJIE U I0BA-
PEHHOUN HOAMPOBAHHOU COJM B KAYECTBE XPOMOTEH-

HOTO peareHTa WUCIOIb3YIOT PeJ0KC-UHIUKATOPL,
TAKWe KaK MEeTHJIeHOBBIA roixybow [17, 18], Tuonun
win asypur B [19], manaxuroBbiii 3enensiid [20].
K xmcmomy pacreopy amanmsmpyemoro ofpasma mo-
6aBnd0T HWomuA. BeimenuBmmiica B pesyabrare
B3aUMOJEUCTBAS Ho#aTa ¢ WU30BITKOM HOAMIA MO
obecIiBeunBaET HHIUKATOP.

Onpenenenne HOmaToOB B HOAUAAX IEIOYHBIX
MEeTaJJIOB OCHOBAHO HA 00PA30BAHUN KOMILIEKCHOTO
COEVHEHUSA BBITEIUBIIIETOCA B KUCIOU cpejie Hoaa ¢
rpaxmainoM [21]. Merog npocr 1 JOCTATOYHO LyBCT-
BUTEJIEH, HO HA PA3BUTUE OKPACKU U €€ YCTOWYH-
BOCTH B PACTBOPE BIMAIT KAYECTBO KpaxMasia, ero
KOHI[EHTPAIUA, KHUCIOTHOCTH PACTBOPA, COJIEBOM
astpperT um HeKoTOpBIE ApyTHE (PAKTOPBI, KOTOpHIE
3aMETHO YMEHBIIAT TOYHOCTh U3MEPEeHUH.

Hame wuccmepoBanme moceameno paspaGorke
HAJ[E}KHOT0 YYBCTBUTEIHLHOI0 METO/a OIIPe/eIeHus
MHEPOIIPUMECH HORATOB B WOAWUAAX IEJIOYHBIX
METAaJIJIOR.

IKCEePUMEHTATHHAA YACTH

Bce ucnonpsyemsre B pabore peareHThl 6bLIH
KBanuUKAIMY He HUKe 414, B Kadecrse crangapT-
HOTO HCIIOJIB30BAJIH PACTBOP HOAAT-UOHOB C KOHIIEH-
Tpanpent 1 Mr/MiI, HPUTOTOBIEHHBIA PACTBOPEHUEM
B [IEMOHU3UPOBAHHOU BOJle TOYHOW HABECKU HMoAaTa
KAJIUA 0CY, BBICYIIIEHHOTO B CYIIUIBHOM IIKA(]yY 11pu
remmeparype 150 °C. PacrBopbl MEHBIINX KOHIIEH-
TpAIMYU TOTOBWIH Pa36aBiIeHHWEM B [E€HbL HCIIOIL30-
panus. Vcnonbzosanu 2,5 - 1074 M BogHbIH pacTsop
MEeTHJIEHOBOTO Tosry6oro, 1 M pacrBop yKCyCHOM Ku-
cnorel u 2 M pacrBop anerara mHarpus. PaGouwme
10 %-ubie pacTBOPHI HOAW/OB IIEI0YHBIX METAILIOB
TOTOBUJIM ¢ H0OABIEHUEM aleTara HATPHUA A0 KOH-
menrparuu 0,15 Moms/m.

Caerormoriomienre pacTBOPOB HU3MEPHIN C IIO-
mowgpio crekrpogoromerpa CP-2000. Jua uzmepe-
uus pH ucnonszosanu nonomep HU-160.

O6cyskaeHne pe3yasLTaTOB

BsaunmopenicrBue nogara ¢ m36BITKOM HOAMAA
3aBUCHT OT KHCJIOTHOCTH Cpenbl. B CHIBHOKHCION
cpezne (pH < 2) ofpasyrorcs KoMuIekcHbIe HOHBI [7,
B pasbaBieHHbIX Kuciotax — Iy [22, c¢. 540]. Peax-
nus o6pasoBanus cBOGOIHOTO HOMA IPOXOAUT BBICT-
po u Konwmdgecrsenno upu pH 4 — 5 [22, ¢. 322]. Insa
co3manuA HeoOXOOUMOM KHUCIOTHOCTH CPEAbI HC-
[IOJIB3YIOT XJIOPOBOLOPOAHYI0 KUCIOTY [12], BUHHYIO
ruciory [21] unu 6udranar xamua [22]. Mer nosmy-
YUJIN JIy49IIue Pe3yJibTaThl IIPU HUCIIOJAb30BAHUU IJIS
arou nenu 1 M pacrBopa ykcycHo# kucinorsl. B xone
peaknuu pacxogyorea H-uonsl, mostomy coszgasa-
mu B pacrBope pH oxoiio 3.
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Tabauma 1. PesymbraTsl ompeenenus HoAaT-HOHOB B MO-
menpHBIX cMecax Csl mo cxeme «BBemeHo — HageHo» (n = 4;
P =0,95)

Bseneno 10 5, MK Hatinerno 10 3, MkrT s,
1,0 0,92 = 0,15 0,10
3,0 3,09 = 0,25 0,05

Tabauma 2. PesynbraThl ompefeneHus HOTAT-MOHOB B
Hoxumax IMeToYHBIX MeTannos (n = 3 —4; P = 0,95)

O6paser Olg;:;};;c?r ;.afoszf}fyj i/{ggé %
Csl 1,0 1,12 0,10
0,5 1,05 0,06
Csl 0,5 0,41 0,14
Csl 0,5 0,71 0,07
Csl 0,5 2,08 0,06
Nal 0,5 1,09 0,05

B metiTpansHoll iy nieo4HON cpeje Hoauy He
OKUCIIAeTCH KHCIOPOAOM BO3[yXa, IIOSTOMY AHAIU-
3UpPYEMBIA PACTBOP IIPH IIPUTOTOBJIEHUU IIOAIIENA-
quBanu aneraroM Harpus xo pH 7 -8, rorosuin
€T0 IIepeJ; UCII0Ib30BAHUEM.

B xawsecrBe xpomorenmoro peareHtra MbI HC-
[I0JIB30BAJIA METHIIEHOBBIU T0Jy0O0H, PeAKI[UA OKKC-
JIGHUSI KOTOPOTO MOAOM [OCTATOYHO 4yBCTBUTEIILHA.
Crexrp moraoneHns MeTHIIEHOBOTO TOIyOOTo Ipes-
craBiieH Ha pucyHke (kpusas 1). Beimenusiwmiics B
KHCJION cpefie MOf OKHCIAEeT HHIWKATOP, B Pe3yJib-
TATE OKUCIUTEILHOUN NeCTPYKIMHU KPACUTEIA IIPOKC-
xoguT ocnabieHre OKpPACKH, KOTOPOE IIPOIIOPIIHO-
HAJIILHO KOHIIEHTPAMK HOAaTa B pacrBope (CM. pu-
CYHOK, Kpussble 2 — 4),

Hatinennas onrumanbaas KOHIEHTPALUSA METH-
J1IeHOBOro rosry6oro cocrasuia 5 - 1076 monn/m.

Bonpmioe sHagenue mMeer BpeMs HPUIOTOBIE-
HuS (POTOMETPUPYEMBIX PACTBOPOB. OKCIIEPUMEH-
TAILHO YCTAHOBIJIEHO, YTO IIepex mobasieHueM pea-
rerTa gospgHO npoity 40 — 60 ¢, 9TO6BI I0IHOCTHIO
[IPOPEarupoBaj Bech HMojaT, a 3aTeM HYXKHO Cpasy
HEUTPAIU30BATL PACTBOP, YTOOBI IIPENOTBPATUTH
OKHCIIeHHe Woqua KUCIopoxoM Bodayxa. Ceerono-
IJIOLIeHNEe KOHTPOJBHOTO PACTBOPA, HE COepsxale-
ro ananura (Ag), ¥ UCHBITYEMBIX PACTBOPOB U3MepH-
JIY HA JJIUHE BOJAHBI 664 HM OTHOCUTEIHLHO BOJBI Ye-
pes 5 — 10 mun nocie npurorosienus pacreopa. Oc-
nabieHne OKPACKU peareHTa B Pe3yJIbTATE B3aHUMO-
JEeUCTBUA C BBIAEIHUBIINMCA HOIOM PACCIUTHIBAIN
mo dopmyne: AA = A;-A,., Xora omnruyeckas
IUIOTHOCTH PACTBOPOB CO BpPEMEHEM HECKOJbKO
yMeHbLIaeTcsH, s3Hadenne AA ocraerca IPaAKTUIECKH
IIOCTOSHHBIM 110 MeHbIIel Mepe B TeueHue 40 MuH.

AA
1,5+
1,24
0,94 4
0,61

0,31

0,0 T T T L
550 600 650 700 750
A, HM

CrieKTphI IOMIOMEHNA METHIOBOTO roxyGoro 6es oxara (1)
¥ ¢ HomatoM B KoHIeHTparmuu (Mrr/mm): 0,04 (2); 0,06 (3);
0,2 @)

YMeHbllleHre ONTHYECKOM ILIOTHOCTH PacTBO-
POB METHJIEHOBOTO TOJYGOT0 IIPOIMOPIMOHAIBHO
KOHIeHTpanuu uojgara B wuHrepsaie 0,02 —
0,2 mxr/mu. ['pagyupoBodHbIE 3aBUCHMOCTH CTPOH-
sm ¢ mobasIenreM aHATU3UPYeMOoro o6pasna, 9To6bl
y4ecTb BCE IIPOIECCHI, MPOXOAAIINE B PACTBOpE.
T'pagyupoBounsrii rpadmk OHUCHIBAETCA YPABHEHHU-
em: AA = (2,856 + 0,037) ¢, Benmauna CcBOGOAHOTO
YieHA He3Ha4YnMa, Kod(pUIIMEeHT KOppersanuu pa-
Ben 0,9998.

IIpoeenennrie wccienoBaHus JIETIX B OCHOBY
paspaboTaHHOM METONWKH OIIpefesieHus HoaaT-
HMOHOB B HOIUAAX IEIOYHBIX MeTayioB. [lias ycrpa-
nenus Bnusuaus jxenesa (III), roropoe momxer npu-
CyTCTBOBATH B 00pasiie HoAauia, UCIOIb30BAIH IIH-
podrochar mHarpus B xourenrpanuu 0,002 moan/i,
KOTOPBIN CIEAyeT BBOIUTE II0CIIE MOIKUCICHUA pac-
TBOPA ¥ BBIAEJIEHU M0/, TAK KaK OH moBbimaer pH
pacrsopa.

IIpoeepra meTogukm Npu aHAIH3E€ MOZEIBHBIX
cMeced II0 cxeMe «BBEJeHO — HaujeHo» (rabma. 1) u
peanbHBIX 06Pa3I0B METOAOM BAPBUPOBAHWSA HABE-
cor (rabi. 2) moxasasa ee HPABHWIBHOCTL U OTCYT-
CTBUE 3HAYMMON CHCTEMATHIECKOU IIOTPEIIHOCTH.
B Tabn. 2 upuBemeHsl pe3ynbTaThl OLpEAeeHHS
HOIAT-MOHOB B HOOUAAX e3UA U HATPHUA.

JarjaroueHue

Takum 06pa3oM, M3yIEHBI YCAOBUA B3aUMOJEH-
CTBHS HMOAAT-UOHOB C MOMUAOM U METHJIEHOBBIM I'O-
Jy6BIM, HCCIeI0BAHUA IOI0KEHBI B OCHOBY METOIH-
ku onpepesnenusa 10 ;-uoHOB B Hoxuaax IeI0YHBIX
Merasnop. PaspaforanHas MeTOmHMKa I103BOJIHIA
YBEJIHYUTH 4yBCTBUTEILHOCTH onpepenenus 10; B
10 pa3 110 cpaBHEHUIO ¢ paHee IIPUMEHABIIENUCH [
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