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BbICOKOYYBCTBUTEJIbHOE OMNPEQENEHUE CEJIEHA (IV)
U TEJUTYPA (IV) METOAOM 3KCTPAKLMOHHOWU PEAOKC
dOTOMETPUU

I.M.Ceprees, E.B.lUnsirnyHosa
HukeropoAckuii rocynapcTBeHHbI yHnBepcuteT um. H.U.Jloba4vesckoro,
Xummuyeckuii pakynbter
603950, 'CI1-20, HwkHuit Hosropoa, np. FarapuHa, 23.

Moctynuna 8 peaakunio 10 anpens 2006 r.

PaapaboTal 9KCTPaKLUVOHHO-(hOTOMETPUYECKWA Peaoke cnocob na3bupaTensHoro onpeneneHna
cenena (IV) u Tennypa (IV) ¢ npegenom obHapyxenus 5:-10°% mr/n, OCHOBAHHbBIIA Ha PA3NUYHON OK1MCNA-
EMOCTI aHANNTOB B KWCNOW WX LUENOYHON cpeax UOHHbIM accounarom cypemsl (V). BeickazaHo
MPeanonokeHne 0 KaTanuTYecKoM xapakTepe OKMCANTENbHO — BOCCTAHOBUTE IbHBIX peakuuit B oByx-
cazHbix cuctemax. CornocrasneHme BenniunH npeaenos oBHapyxetuna Se (IV) u Te (IV) pasnuiHeiMn
DUBNHECKUMU K DUBNKO-XUMUHECKUMA METOAEMIN CBUABTE/IbCTBYET O KOHKYPEHTOCNOCOBHOCTH pe-
KOMeHayemMoro criocoba. NMocneHuin oTnuiaeTcs yHunuMpoBaHHLIM peareHToM, A0CTYNHOCTLIO an-

napaTypsl U MPUEMNIEMOR TOMHOCTLIO.

Ceprees Nennanuii Muxaiinoswy — npogec-
cop kagenpbl aHaNNTUHECKON XUMAUM XUMUYec-
xoro ¢pakynsTera Huwweropogckoro rocygap-
creeHHoro ynusepcurera um. H.U.Jlo6avesc-
Koro.

O6nacTbs Hay4YHbIX MHTCPECOB: BeU|ecTBeH-
HbIW aHANN3 NPOAYKUNN COBPEMEHHBIX TEXHO-
noruvit n 06BLEeKTOB OKPYXalouwjen cpedbl; HOH-
Hasi XpoMarorpagpus, NPoOTOYHO-NHXEKLNOH-
HbIF aHaNn3, IKCTPaKuuoHHas penoxc ¢oro-
Merpus.

Asrop okono 140 nybnunkaynii

WnanyHosa Enena BanepbeBHa — CTYAEHTKa
V kypca xumuyeckoro ¢axynsrera Huxeropog-
CKOro rocygapcTBeHHOro yHmeepcurera um.
H.W. Jloba4eBsckoro.

O6nacTb Hay4YHbIX MHTEPECOB: 3KCTPaKLNOH-
Has penokc poToMeTpMs U MOHHAs XPoMaror-
pagus 6MOreHHbIX N TOKCHYHbIX 9/IEMEHTOB.

Bemeersennnii anana ofhexToB okpymaro-
il.],(:!ﬁ Cpelibl ¥ TEXHOJOIMYeCKHUX cpell, cojiepraliix
HU3KUE KOHIICHTPAIIMH PA3HOBATIEHTHBIX (hopM ce-
eHa M TeJLIypa, ARisieTes BamHoli nmpobieMoit ana-
JIMTHYECKOH XUMHUHK. O630p 1M TepaTyPHBIX JIAHHbIX
aa rocseHMUe 10 €T 1o MeToiaM orpezieeHus Se
(IV) 1 Te(IV) cBHAETEILCTBYET O TOM, YTO Ipee1aMH
obHapyskeHus Ha yposHe (109 - 10) MKkr/mn xapak-
TepuayloTes ruGpuiHble criocobur ananuaa. [locse-
JHUE, KAk [IPaBMAJIO, COYETAIOT CEeJIEKTUBHOE KOH-
[IEHTPUPOBAHKE M COBPEMEHHBIE METO/IbI HHCTPY-
MEHTAILHOIO AeTeRTHpoBaHuA. [Ipamoe oripejiere-
nue 6e3 y/1laleHHs MaTpHLbl Jaske ¢ IOMOLLbIO Bbl-
COKOUYBCTBUTEIbHBIX PUIHUCCKHX METO/0B HACTO
oKaskipaeTcst Hea(peRTUBHBLIM.,

11s1 peruenus yrasanHo# aajlaum crocobamu Be-
LIECTBEHHOIO XMMMYECKOr0 aHa/In3a MNeperekTHB-
HO HCTIONbL3OBAHHE KaTaJIMTHUYECKUX PEOKC peak-
1Mt [ 1]. B kauecTBe ceJIeKTHBHOTO OKMCJIUTENA Ha-
HOrPaMMOBBIX MAace CyJib(pHIHON WK CYIB(PHTHOH
cepbl IPHUMCHSIN TOJIYONBHBI PACTBOP MOHHOTO ac-
copaTa, o6pasoBaHioro rekcax/IopuHbIM KOMIT-
nexcom cypbMmel (V) [2]. KoHTpoJIb 3a ITpoTekanyeM
ABYX(PABHBIX PEUOKC PEAKIMI OCYILECTBISLIH POTO-
METPHYECKH.

Hacrosian paGora [ocBfIeHa NOBLITIEHUIO YYyD-
CTBUTEILHOCTH olpe/iejienus ceiena (IV) u resutypa
(IV) METOLOM DKCTPaKIIMOHHOM peJloke (oToOMETPHH
€ MCIIOILIOBAHUEM MesR(Aa3HOro KaTajimnaa.
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JKCHepEMEHTANLHANA YaCTh

B ravecTse BHyTpUIaGopaTOPHBIX CTAHIAPTOR
TIPUMEHAJIH 3JIEMEHTAPHBIE CEJICH W TEJUIYP KBaJIM-
uranmu oc. 4. Pactsopsl, cosiepaxkanue Se(IV) u Te
(IV), roToBUAH 110 H3BECTHBIM MeTOIMKAaM. C 1e/bIo
YMEHBLIEHHS HEUCKIIOUEHHOH CHCTEMATHIECKOMH
MOrPEeLTHOCTH, 00y CIIOBJIEHHON ajcopbiiueil aHanu-
TOB Ha CTEHKAX ITOCY /b, [1oche/HI00 obpabaThipa-
TH pacTBOPaMM COOTBETCTBYIOIIMX KOHLIEHTPALHA.
Henoaszopam HCL HNO,, CH,COOH., NH,OH map-
KH 0C. 4. H OHIMCTHILIMPOBAHHYIO BOJTY.

MeTojiuKa OJyYEeHHUS TOMYOIBHOIO pacTBopa
HMOHHOTr0 accoumara, oopasoBaHHOrO FreKCaxJIoOpu/I-
HBIM KOMIUIEKCOM CYypPBhMBL (V) 1 KPUCTAIIMYECKUM
(puosIeTOBLIM, HE OTJIMYANIACH OT H3JIOKEHHOMN B pa-
Gore [3]. OnbiTel 110 B3aumoeicTBuio [KOSbCL| ¢
OMPENENAEMBIMU BOCCTAHOBHTE/IHMH ITPOBOIMIN B
CTERIAHHBIX [TPOGHUPKAX C IIPHTEPTHIMU ITPOOGKAMM.
[lepememubBanue paBHbIX 00BEMOB (5 M) TOIYO/Ib-
HOrO pacTBOPA MOHHOI'O ACCOIMATA, ALETATHO-aM-
MHa4gHoro 6ydepHoro pacTpopa ¢ 3aJaHHbIM 3Ha-
yennem pH (6, 8, 10) u pacTBopa onpeenaeMoro Be-
LecTsa ocyulecTsisiin Ha BubpocmecHTee (180 -

200 ronebannit/MuH) B Tedenue 20 muH. ITocie
paccnoeHus dhas naMepaIN ONTUYECKYIO IVIOTHOCTD
OpraHH4ecKoro cos Ha ciekTpodoroMeTpe CP-46
B HIOBETE C TOJMIMHOM ¢1051 1 eMipu L 615 aMm.

PezyneTaThl B HX 0GCyxK e HHEE

[TosryqeHHbIE JAHHBIE CBUIETEIBCTBYIOT O TOM,
4TO Ha rpaHulie pasjieia ¢aa TOJIYOIbHbIH pacTBop
HOHHOrO accouMaTa — BOJHBIH pacTBOp aHaluTa
[TPOMCXOTAT BOCCTAHOB/ICHHE XIIOPH/IHOTO KOMIJIEK-
ca cypbMbl (V) o ruIpoKkcoKoMILIekea cypbMbi ([11):

[KDSBCL], +4H,0+2¢
K®' +[Sb(OH),|,, + 6CI  +4H’

(n (1)

[Tpu aTOM onTHYeCKast MJIOTHOCTL (POTOMETPUPY -
€MOT0 OPraHUYECKOro CJIOSl YMEHbIaeTCs Porop-
UHMOHANBHO YBEJIHYE€HHIO KOHLIEHTpaluu cenena (V)
WM Tesurypa (IV). [ Bbliile NpUBe/IeHHOM peakiiiy
BEJTMYHHbI YCIOBHBLIX PEIOKC ITOTEHLMAJOB B 3aBH -
cumocTH 0T pH cpejibl (6 - 10) namenaioTes B npejie-
1ax0,9- 1.0 B. OKHCAHTENbHO-BOCCTAHOBUTEILHbBIE
MPONECChl KUCI0THO-OCHOBHBIX hopM centena (V1, [V)
v tesypa (V1, IV) npuseienst B tab, 1.

Tabnwua 1
Penokc PeakuMn KUCNOTHO - OCHOBHBIX Q)O[_JE!E?J‘IE!HE (VI, IV) wrennypa (VI, IV)
Penokc Pepokc peakiuu O6nactepH | BenuyuHa
napa nomuHupoeanusa| E° B [5]
peakLmn®
b | HSeO,+3H +2e &H,Se0, + H,0 02 ] 109
Se/Se SeO? + 3H' +2e ZHSeO, + H,0 46 1,07
""""  SeO? + 2H +2e Z Se0%,+ H,0 6-7 0.9
| SeO? +H,0+2e 2Se0?,+ 20H 8-14 0,03
T s H,Te0, + H' +2e 2 HTeO, + H,0 0-6 0,64
TelVI/TelV HTeO, + H +2e 2 TeO’,+ H,0 6-7 0,59
I __TeO'+ H,0+2¢ 2Te0’, + 20H 2w | 040 |

* - paccudTaHa ¢ yuetom pK COOTBETCTBYIOWMX KMcnoT [4]

HamepsieMBIM CBOMCTBOM CHCTEMBI SABJISIIACH pas-
HOCTB OITHYECKMX TUIOTHOCTEH "XomocToro™ orbita (A, )
M HCCne/lyeMbIX (A ) pacTBOPOB MOHHOIO accolya-
Ta. PaccunTeiBasm 10Mo MOHHOTO accolmata (a, ),
BCTYIIMBIIIETO B PEJIOKC PEAKLIHIO:

0

rae AA=A - A <~ YUdTBIBAA ITHPOKUIA /TMANA30H
ONPE/IL/IAEMBIX COAEPHAHHI M BO3MOKHOCTH HaIVIs -
HOM MIUTIOCTPAIMH, [TapaMeTPhl I'PayupOBOUHBIX
YPABHCHUH ITpelcTaBIeHbl B GuiorapupMuyeckux
KoopHaTax (rabn. 2).

YeraHosieHo, 4To apherTHBHOCTD TIpoliecea
OKHCIIeHHA cesiena (V) He eBsizana ¢ cylecTBoBa-
HHEM B PACTBOPE MOJIEKYJIAPHOM W JIMCCOLMUPO-
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BaHHbIX hOPM CECHUCTOM KHCJIOThI. MaMeHsoLM-
CCSAl BEIMUMHBE YCIIOBHBIX PESIOKE [oTeHumanos (E | ),
paccuMTaHHble HaMH| s cuceteMnl Se (VI)/Se (1V)
1P Pas/IMMHbIX 3HaYeHUsAX pH BoiHBIX pacTBOpoB
aHaJIMTA, HE OKA3LIBAIOT BIMAHUA HA Ipe/ie obHa-
pyseHus. 9Ty 0coOGeHHOCTD NnoBejleHus cenena (V)
MOIKHO OO'BACHHU TS C MO3U LM MeK(a3Horo KaTa -
3a [6], npejnonaras, 410 B peIOKC PeaKLMIO ¢ HOH-
HBIM BCCOLIMATOM BCTYTIAIOT HE KHC/JI0THO-OCHOBHBIE
(hopmbt cenena (IV), a ipyrue 110 npupoie cejieHco-
AcpiRale YacTrbl, 06pasyionmecs B BOJHOM pa-
cTBOpE.

Heroropoe ronmuuecTBo cBoGOAHOrO KpacuTesn
K®" u Cl - moHOB HAXOJSITCA Ha rpaHKIE pasjgena
(paa 3a cueT B3aMMHON PACTBOPHUMOCTH IMOCJIEHUX,
HEJIOCTATOMHOW YCTOHHYHBOCTH HOHHOIO accoluara
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M 9aCTHUHOIO BOCCTAHOBICHUHA CypbMEI (V) 10 cypb-
mal ([11). [1pu 3TOM KOHLIEHTPALH XJIOPKH/Ia, 110-BH-
TUMOMY, JIOCTATOYHA JUISI CBA3LIBAHMS MHUKPOKOH-
nentpanui Se (IV) B xuopubiid komruieke [SeCl |+
KaTtuon kpucTaumyeckoro gpuoserosoro KO* mo
AHAJIONMH C KATHOHAMH YeTBEePTHYHBIX aMMOHUE-
BhIX OCHOBaHHWH [6] BLITOJHAET posib MeskdaszHoro
KaTaausaTopa, repeHocs cybeTpaT B OpraHHYeCKy o

pasy (2K®| + [SeCl|* <[(KP),SeCly, ). rae

[IPOTEKAET PCaKIHA:

]

4H,0
y2e 2 SeO*

4 (n)

[SeCLJ7

{op,

+ GCII'U, + ELH;'"_J

O6mas KoHIeHTpalMda KpucTamnyeckoro (uoe-
TOBOro B IByX(hpasHON CHCTEME OCTAETCH HEH3MEH-
HOM.

Tabnuua 2

MapameTpbi ypaBHEHWN rpajyupoBOYHEIX 3asucumocTen lga,  =(atAa) pC+(etAs) Ans
onpeaenexnn (mkr/mn) cenexa (IV) wn rennypa (V)

Axanut | BenuuuHa pH MapameTps! ypasHeHMiA € .
(E.. B) - (axAa) - (B+AB) MK/ M

6(0,88) (9,9+0,3).102 (1,2040,05)-10" 510

Se™ | 8(-0,28) (1,69+0,05)-10" (2,5£0,1)-10"! 5-10°
| 10(040) | (1,70+0,06)10" (24£0,1)-10" | 5-10°
Te™ 8 (~0) (4,50,1):10" (1,50+0,08)-10"" 5.102
10(-0,10) (2,20£0,07)-10? (2,4+0,1)-10" 7-10°

HecmoTpst Ha 06pasoBaHye JI0CTATOYHO yCTOHYM -
BOr'0 XJIOPH/IHOT0 KoMILIekea Testtypa (IV), Takas pe-
[IOKC peakiyi JUISl HEro B KHCJIbIX U HEHTPaJIbHbIX
cpejlax He XxaparTepHa. 9To obyc/IOBIEHO TEeM, YTO
obl1ias KOHCTaHTa MPOTOHHpoBaHuA aHuoHa TeO |
Ha 18 nopsakos 6oblle 10 cpaBHeHHIO ¢ ceJIeHaT —
HOHOM |4]. JIMIIE B LIENI0YHBIX PACTBOPAX, I'JIe JIOMU -
HUPYIOT TEJUTYPaT — MOHLI, BO3MOMKHA PEAKLIMA OKHC-
nenusn [TeCl |*. INpepen obnapysenus Te (IV) npu
pH 10 cranoByTes NpakTHYECKH TAKKMM e, KaK W B
ciayuae Se (V). KocBeHHBIM ITOJITBEPHIEHHEM BbI-
UIEYKABAHHBIX B3aHMOJICHCTRUA ABIIAETCH BEJIHUYM-
HaC  —=(5-7)10° MKr/mi, XapakTepHasi JUis ka-
TN THYECKHUX 1IPOLIECCOB.

PeayasTaThl onpejencuus cenexa (IV) v resurypa
(IV) MeTojioM "BBEICHO - HAHAECHO™ B MO/IE/IbHBIX pPa-
CTBOPax IpH ONTUMaJbHOH KHCIOTHOCTH CPe/ibl
npuBe/ieHbl B rabln 3.

Hcenepopana HabupaTebHOCTh 3KCTPAKUIMOHHO
—(pOTOMETPUYECCKOTO peJIoKe orpejieneHua Se (IV)u
Te (IV) B BOIHBIX pacTBOpax, CojiepKailiux aHajlo-

ruvHble GOpMbI HEKOTOPBIX COMYTCTBYIOILLHUX aJie-
MeHTOB (Tabn.4.)

Ta6nuua 3
Peaynerathl onpegenenus cenexa (V) n rennypa (IV) B
mopenkHbix pacteopax (n=7, P=0,95)

AHanut |pH ontum. | KoHueHTpauus, MKr/mn S,
BBEOEHO HaupeHo

1,010 (1,1£0,2).10* 10,20

1,0.10° (1,04¢0,1)10° |0,11

Se!Vi 6 5,0:10° (4,9+0,5)-10* 0,10

- 1,0.10? (1,140,1)10% 0,10

. 1,0.10¢ (0,9+0,2):10* |0,24

1,0-10° (1,120,1)10* 0,10

Tet) 10 5,010° (5,0£0,5).10° [0,11

1,0-107 (0,940,2)-10* 10,10

JloTyeruMoe MaccoBOe OTHOLIIEHHE APYTHX aHH -
oHoB coctasiser: SO?, NO, (1:10%); F (1:10°%; Br’
(1:10%); CI' (1:50); PO}, COZ (1:10): I, NO, (1:1).

Tabnuuya 4

N3BupaTensHoCTh 3KCTPaKUMOHHO-(hOTOMBTPUYECKOTO onpeneneHns cenexa (IV) v tennypa (IV)

pH pacteopa| Onpepnensiembie GopMbl  |[IMaNa3oH KOHLEHTPaUWi, Mkr/mn|  He MeLualoT onpegeneHmio (MKr/mn)
(nons B pacteope, %)

6 | HSeO,(95),Se0! (5) | 1104-5 $V(2:10%), Te¥(100), As"(100)
8 | HSe0,(17),5e07(83) |  110-50 | SV¥(5107),Te"(2:10%),As"(0,5)
10 | __Seoi(——wO) - 1.104-50 ~S$Y(5:10), TeV(5-10%),As" (0.5) |

P2 3
_180 _ HTe?.;g?(Leo%; (6?,) i ::(?4.—5?‘) SV(5.104), Se¥(2:10%), As" (0,5)

OCHOBHOE TIPCHMYILECTBO MPEYIaraeMoro croco-
Ha sakmouacres B onpejencHun cejaeHa (IV) mum

resanypa (IV) na yposae 10 MKr/mi ¢ norpeurHoc-
Thio 20 - 25 % B NMPUCYTCTBHM CYILLECTBEHHOI'O M3~
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6riTHa Tesutypa (IV) u mbiubaka (1) - B iepsom city-
qae ¥ Melnbsika (1) - Bo sropom. Pekomen tyemMurii
cnocob He TpebyeT IpeiBapUTeIbHOIO KOHLICHTPH -
pPOBaHHsA AHAJMTOB, X Pa3JIC/JIeHHS HIIA MACKHPO-
BaHHs COIYTCTBYIONIMX KOMIIOHEHTOB aHAIM3UDYe-
MBIX CMECEH.

CorocTaBjieHHe BEJIMYUAH [pe/iesoB oGHapyie-
HUS CEJIEHA W TeJlypa pasjiMYHbIMM METO/laMH,
BKJIIOYA aTOMHYIO M MOJIEKYJIAPHYIO CTIEKTPOCKO-
nuio [7], npeacrasieno B tabir. 5.

IKCTPAKIHOHHO-(POTOMETPUYECKHA peIOKC
METOJL ¢ MCNoJAb3oBaHueM MedasHoro KaTalu-
3a ABIAETCA KOHKYPEHTOCIHOCOGHBIM Cpe/U ApY-
PAX BBICOKOYYBCTBHTEIbHBIX (PU3MYECKUX U DH-
3MKO-XMMMYECKHX croco6oB aHanuaa. Bmecre ¢
TeM, IpeularaeMbli BApUaHT 9KCTPAaKLIMOHHOMK
dboromeTpuM oTIAYAETCH YHUPHUIMPOBAHHBIM
peareHToM, J0CTYIHOCThIO anapaTyphl, IpHEM-
JIEMOH TOYHOCTBIO U H36MPATEIbHOCTBIO.

Tabnuua 5
Mpepensl oBHapyxeHus ceneHa v Tennypa paannyHbiMu
MeTolamu
- Merog* Mpeaens! o6HapyXeHus!, MKr/Mn
Se[8-17] Te [9, 18- 21]
~uen 5102 | 2102
. ucn-mc | 5100 510°
AAC - OTA 110 310°
~ A®NC 2108 110°
| UX-UCM-MC 2106 |
. UX-AAC 1-10° o
 UBA n104 n-10+
KM n-10%
- 3oM n-10° n10?
 O0PM - 510°% 510°

" - UCM — cnekTpockonuA ¢ UHAYKTUBHO-CBR3AHHOA NNA3IMOi W aTOMHO-IMUCCUOHHOR perucrpaumren curnana; MCM — MC - crekrpockonus
C UHAYKTUBHO-CBA3AHHOR NNasmMol U Macc-CnekTpoMeTpUYeckon peructpaumei curvana, AAC — 3TA — atomHo-abeopBuroHHan cnexTpo-
CKOMWA C ANeKTPOTepMUYECKOid aTomusaumed; AGIIC — atomHo — thnyopeclieHTHan cnekTpockonus, WX - noHHas xpomarorpadms c paanuu-
HbiMKW criocobamu geTexTuposanus, MBA — uHBepcuoHHan sonsTamnepoMeTpus; KM — kuHeTuueckue MeToasl, SOM — IKCTPAKUMOHHO —
choTomeTpueckne Metogbl, IPPM - IKCTPaKUMOHHO-HOTOMETPUHECKMA PELOKC METOS (HALLM AaHHbIE).

BouiBOABI

1. Pagpaboran skcTpaknMoHHO-hoTOMETPH-
YECKUI peJloKe MeTo 1 ottpejlenctus ceaera (1V) u
Tesutypa (IV), xapakrepuayloniMiicest npejiejaMmu
obHapymkenus (5~ 7)-10° mrr/mi u xoporuei na-
GupaTegbHoCThI0, OTHOCHTE/ILHASA MTOrPelIHOCTh

He rpessigiaeTt 20 - 25 %.

2. AnalMTHYECKHE XapaKTEPHCTHKH Npejiia-
raemoro criocofa He yeTyIaloT aHaIOTMYHBIM T1a-
pameTpaM MHOI'MX COBPEMEHHBIX annapaTypHbIX
METOLOB aHAIN3a.
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HIGHLY SENSITIVE DETERMINATION OF SELENIUM (IV) AND TELLURIUM (IV) USING EXTRACTION-

PHOTOMETRIC REDOX METHOD
G.M.Sergeev, E.V.Shljapunova

It was proposed to use the extraction redox photometry method for determination of selenium (V) and
telluriurn (1V). Hexachlorated complex of stibium(V) is used as the reagent. The threshold of detectability
is (5 — 7)410“ mkg/ml. Error does not exceed 20%. The suggested method is based on the usage of
diphase redox reactions using ion pair of stibium (IV) and Crystal Violet as the phase-transfer catalyst.
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