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TOYHICTb METOAMKUN NepeBipeHo 3a METOAOM BBEAEHO-
3HangeHo. [ina gocnigkyBaHux dpTanaTiB B AianasoHi KOH-
ueHTpauin 40-200 MKF/,D,M3 BiJHOCHEe CcTaHOapTHe Biaxu-
NeHHs1 He nepeBuLlyBano 7-9 %.

BucHoBok. [lokazaHa MOXNMBICTb 3aCTOCYBaHHA Karli-
NSAPHOI piaMHHOT MikpoekcTpakuii gna FX/MIL BM3HAYeHHs
¢pranartis. ONTUMi30BaHi YMOBM MPOBEAEHHSI Ta pO3paxo-
BaHi KiNbKIiCHi XapakTepuCTUKM MiKpOeKCTpakKLii dpTanartis.
Po3pobrneHa meToanka MikpOeKCTpaKLii XxapakTepuayeTbest
XOPOLLIOK TOYHICTIO Ta BiATBOPHBAHICTIO.
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KAMUNNAPHAA XWAKOCTHAA MUKPOJKCTPAKLUMA OANA KOHUEHTPUPOBAHUA ®TAJIATOB

lMpednoxeHa memoduka u3esieyeHuUs1 gpmanamoe u3 e00HbIX o6pa3yoe, ocHoeaHHasl Ha npedeapumeslbHOM KOHUeHMpupoeaHuU Ueseebix
KOMIMOHEHMO8 C NMOMOWbIO KanusiisipHoU XUOKOCMHOU MUKPO3KCMpakyuu, ¢ rnocrnedyrowum ux 2azoxpomamozpaguyeckum onpedesieHueM ¢
n/aMeHHO-UOHU3aUUOHHbIM demekmopoM. Onmumu3uposaHbl yc/i08usi MPOS8eOdEHUsI MUKPO3KCMPAaKyuu U paccqYumaHbl ee Ko/lu4ecmeeHHble
Xxapakmepucmuku. Memoduka xapakmepu3upyemcsi xopouwleli MOYHOCMbIO U 80CMPOU3800UMOCMbLIO.

Knrodeebie cniosa: kanunnsipHasi XUOKOCMHasi MUKPO3IKCMpaKyusi, pmanamel, 2a3osasi Xxpomamozpacgbusi.

I. Zakharkiv, PhD-student, M. Zui, PhD
Taras Shevchenko National University of Kyiv, Kyiv

HOLLOW FIBER LIQUID-PHASE MICROEXTRACTION FOR PRECONCENTRATION OF PHTHALATES

A method of extraction of phthalates from water samples, based on the preconcentration of target compounds using hollow fiber liquid-phase
microextraction, has been developed for gas chromatographic determination with flame ionization detector. Using this technique, target analytes are
extracted from aqueous samples, through a supported liquid membrane of a porous polypropylene hollow fiber, into acceptor solution placed inside the
lumen of the hollow fiber. After extraction, the acceptor solution is directly subjected to chromatographic analysis. The parameters of this
microextraction procedure such as extraction solvent, agitation of the sample, salt addition and extraction time have been optimized. The results
showed, that toluene was the most suitable extraction solvent because the highest analytical responses were obtained. In addition, toluene combined
low loss of solvent during the extraction process and, compared to other tested organic solvents, it had the ability to be easily immobilized in the pores
of the membrane. An agitation of the sample enhanced the extraction, and the analytical responses reached maximum at agitation speed 850-950
rev./min. Addition of inorganic salt leads to decrease of the analytical responses of phthalates, except in the case of the most polar dimethylphthalate.
The extraction was more effective with increasing of exposure time, and optimal time was used 20 min. This time was chosen because of solvent loss
was higher with growth of the extraction time. Using the optimum microextraction conditions the enrichment factors for phthalates were 69-107 and
limits of detection reached 8-11 ug/l. During the concentration range from 40 to 200 ug/l the repeatability of the method was below 7-9%.

Key words: hollow fiber liquid-phase microextraction, phthalates, gas chromatography.
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MOOAOMETPUYHE TBEPAO®A3HO-CNNEKTPO®OTOMETPUYHE BU3HAUEHHSA
TIOCYNb®ATY OKUCHEHHAM MOro MoAoM A0 TETPATIOHATY

Po3po6neHo memoduky tiodoMmempu4Ho20 meepdogha3HO-CrIeKmMpoghomomMmempu4yHO20 8U3Ha4Y€HHs1 miocynibghamy y 00HUX pO3-
YUHaX OKUCHEHHSIM lio2o liodom do mempamioHamy. JliHiliHicmb epadyroeanbHo2o epadgpika 36epizacmbcsi 00 KOHYeHmpauii miocy-
Jibghamy 4,5 m2/OM’, Mexa susienieHHsi cmaHosums 0,04 M2/OM° npu 06'emi npo6u 10 cm’.

Knroyoei cnoea: miocynsgham, liodomempisi, niHononiypemad, meepdoghasHa criekmpoghomomempisi.

TiocynbgaTtn HecCTinki, TOMy B NpupoAai NpakTU4HO He
3yCTpivaloTbCA, 3a BUHATKOM AEesKMX NiA3eMHUX BOA CipKo-
BogHeBux mxepen [1]. TiocynbdaTtn HaTpilo i aMoHilo 3a-
CTOCOBYIOTb Yy dhoTorpadii sk dikcax; B TEKCTUNbHIA Ta
LLeNI0NI03HO-NanepoBii NPOMUCIIOBOCTI Npu  BiabintoBaHHi
TKaHVH i nanepy sk BiGHOBHUKM; B TipHN40400YBHI NpoMu-
CNOBOCTI SIK anbTepHaTMBa LiaHiOHOMY BUNYroByBaHHi Cpi-
6na i 30noTa; B Xap4yoBili NPOMMWCIOBOCTI K perynsirop
KMCMNOTHOCTI (xapyoBa fobaeka E539); B MeanumHi sik aH-
TMOOT NPU OTPYEHHSX arnkoronem, BaXKMMW MeTanamu,
uiaHigamun, conamu logy i Bpomy, a Takox npu nikyBaHHi

anepriyHMX 3axBoploBaHb, apTPUTY, HeBpanrii, AesKuX 3a-
XBOPIOBaHb LWKipn. Cnig nigkpecnutu, WO ioH TiocynbdaTty
Bidirpae BaxnuBy ponb B aHaniTMyHii Ximii. He3saxarouu
Ha BMPOBa[XXEHHsI B aHaniTU4HY NPaKTUKy HOBITHIX peare-
HTiB, TUTPYBaHHSA loay TiocynbgaTom 3anuLiaeTbCa OgHIeE
3 HanNOLMPEHILWMX aHaniTU4YHMUX onepaLin.

Ona Bu3HayeHHs TiocynbdaTy BiOOMI rpaBiMETPUYHI,
TUTPUMETPUYHI, CMEKTPOCKONIYHI, €MNeKTPOXiMiYHi Ta Xpo-
MaTorpadivHi metoaum [2, 3]. ina bOTOMETPUYHOrO BU3Ha-
YeHHs TiocynbdaTy 34IMCHIOTL MOro UiaHOMi3 y npucyT-
HocTi kynpymy(ll) abo nanTany(lll), sk katanizaTtopis [4, 5]:
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[Oani TiouianaT, WO YTBOPMBCS, BM3HA4YalOTb CMEKTPO-
doTomMeTpuyHo, Hanpuknag, y dopmi  depym(lll)-
TiouiaHaTHOro KOMMIEKCY.

3anponoHoBaHO METOAUKM BU3HAYEHHs TiocynbdaTy,
LLIO 'PYHTYIOTBCSA Ha NonepeaHbOMY OKMCHEHHI Tiocynbda-
Ty logom 3 HacTynHMM BM3HAYEHHSIM YTBOPEHOro ioavay
ioH-cenekTuBHUM enekTpogoM [1] abo Hagnuwky logy cne-
KTpodhoTOMETpUYHO 'y dhopmi Tpunoamay [4]. OcTaHHin
MeTo[ LUMPOKO BUKOPUCTOBYETLCA MpU aHanisi cymillen
noniTioHaTiB Micnst iX KOHTPOSIbOBAHOro NOCTadiNHOMO ne-
peTBOpPEHHS y Tiocynbdar.

MeTta po60TK — MiABULLEHHSA YYTNMBOCTI i0OQOMETPUYHOT
CNekTpodHOTOMETPUYHOI METOAMKN BU3HAYEHHSA Tiocynbda-
Ty y BOOHUX PO34MHAX LUMASXOM OKMCHEHHS noro logom go
TeTpaTioHaTy 3 nojanbluMM BWUIyYEeHHAM Hafanuwky logy
niHononiypetaHom (MIMY) Ha OCHOBI eTepiB Ta OETEKTyBaH-
HSIM 3a BMACHWMM MOMMMHAHHAM MeToaoM TBepaodasHoi
cnektpodgoTomeTpii (TCP). Ximiko-aHaniTM4Hi BNacTUBOCTI
iHoukaTopHoi cuctemum lo-MNIMY onucaHo Hamu B [6].

Metoau Ta 06'ekTU AocnimxeHHsA. Yci peareHT Gynu
"X. 4." i BUKOpucTOBYBanucs 6e3 00AAaTKOBOrO OYULLIEHHS.
lotyBanmu ~0,1 M po3unH TiocynbaTy po3YMHEHHAM Bigno-
BiJHOI HaBaXKM NeHTarigpaTy Tiocynbgarty HaTpito B OXOMNo-
IPKEHIN 0o KIMHATHOI TemnepaTtypu CBIHKOMPOKMN'AYEHIN BO-
4i, wo mictntb 0,01% Hatpito kapboHaT, sk cTabinisaTop.
Yepes TKOEHb Liei po3ynH cTaHaapTM3yBany ioqoMeTpuy-
HO [7]. Poboui po3unHu Tiocynbdaty rotyBanu BianoBigHUM
po36aBneHHsIM CTaHOAPTHOTO PO34MHY [eaepOBaHOK BO-
aoto, wo mictutb 0,01% NaCOs. CtaHgaptHui 0,01 M pos-
YYH iogaTy roTysanm poquHeHHﬂM 2,139 r kanito iogaty y
BoAi i po3baeneHHam go 1000 cm®. Po6oui po34MHK iogaty
rotyBanv BiAnoBigHUM pO30aBrEeHHSAM CTaHOApPTHOrO pO3-
YMHY BoAoH. AueTaTHuI Oydpep, po3uMHM Kanito ioguay,
Ccynb@aTHOI KUCMOTU Ta iHWWX peareHTiB rotysanu 3rigHo
[8]. Po3unH kanito iogmay 36epirany B nocygi 3 TEMHOro ckna
Y XONOoAMNbHWKY. [ns NpUroTyBaHHs CTaH4APTHOrO PO34UHY
logy cymiw posumHiB iogaTy i HagnuLKy ioaMay NigKUcnio-
Banu cynbdaTHO KMcnoTor o pH~1:

|05~ + 8" + 6H" — 3I3” +3H,0.

Mpy ubOMy YTBOPHOETLCS €KBiBaNeHTHa BMICTY iogaTy B
cyMmili KinbkicTb logy. [Ans npurotyBaHHS iogat- |ouva0|
pobouyoi cymiwi (PC) B konby Ha 1 om® BHocunM 6,3 cm®
0,01 M posunHy iogaty, 30,0 om® 1,0 M po3suuHy iognay i
po36aBnsnM BOAOK A0 MiTKM (MOSfbHE ChiBBigHOLLIEHHS
KoMnoHeHTiB ~1:500). Taka cymill € Haa3BUYaMHO CTINKOKO
Y HEWTpanbLHOMY CEPEeAOBMULL.

MY Ha ocHoBi eTepiB Hapizanu y dopmi Auckie giame-
TpoMm 15 MM i Bucotoro 3,0 MM (CcepenHs Maca OuUCKiB CTa-
HoBuna 0,024-0,025 r) i nepeq BUKOPUCTaAHHAM NPOMUBa-
m 0,1 M cynbaTHO KMCOTO, BOAOHO i aLeToHOM [6].

CBaiTnonornvHaHHsA po34nHIB peecTpyBanu cnekTpodo-
ToMeTpom CD-26, cnekTpu CBITNONOrMMHaHHSA logy Ha no-
BepxHi copbeHTy — cnektpodgoTtomeTpom Specord M 40
BiAHOCHO 4ucToi Tabnetku MIY. Po3scitoBaHHs cBiTNa TBe-
pOol MaTpuuelo BpaxoByBanu 3acTOCYBaHHAM MeToay
reTepoxpomMaTUYHOI ekcTpanonsyii.

MeToauka ekcnepuMeHTy. YTBOPEHHs logy, peakuito
OKUCHeHHS logom Tiocynbdaty go TeTpaTioHaTy i copOuito
HaanuLKy loay 34iicHiOBany 3 BUKOPUCTaAHHAM MEANYHOro
Lunpmua i AiNUNbHOT NivikK. D,J'IF! LbOro u.lnpmu,om o6'emom
10,0 cm® Bigbupanu 1,0 cm® PC, 1,0 cm® 0,1 M cynbaTHOi
Kucnotu, 5 xB. nocnine gogasanun 1,0 c:M3 auetaTHoro 6y-
depy, nesHun ob'em poboyoro poaqMHy Tiocynbgarty i
BOAy A0 3aranbHoro 06'emy 10,0 oM, Mepemiwysanu, Bu-
TpUMyBanu BNPOAOBX 5 XB. i pO3uMH 3i wWnpuua yepes
MeMOpaHy NepeHOCUnu y OinunbHy NiKy, Ha OHi SKOi no-
nepegHbLo Oyno 3akpinneHo auck MMY. MNpu ubomy 3anBe
NoBITPSA 3 MKW BUTUCKYBAarnocs Kpi3b KOMMNEHCYOYY ronky-
kaninsap. BigkpuBanu kpaH nilkv i nponyckanu po3ynH

Kpi3b wWap copbeHTy 3i wBuakictio 2,5 cMm’/xB. CopbeHT
JictaBanu, Bigknmanu MK apkywamu QinbTpyBarnbHOro
nanepy, BMiLLlyBanu y KioBeTY CrneKTpodoToMeTpa BEPXHIM
GoKOM Yy HanpsiMKy AeTekTopa i hoToMeTpyBarnm.

Pe3ynbTatn Ta ix obroBopeHHsi. OKUCHEHHSI miocy-
nibgpbamy lodom i copbuyis Hadnuwky lody Ha l1I1Y. B ocHoBI
TC® BusHauveHHsA TiocynbdaTty NexuTb WOro peakuis 3
logom 3a ymMOB [oOaHOro OO PO3YMHY TOYHO BiAOMOro
Hagnuwky logy y cpopM| I3

28203 + |3 — S406 + 3.

Peakuito npoBoaATb y cnabkokucnomy cepefoBuLli ans

3anobiraHHst B3aemogii logy 3 rigpokcua-ioHamu:
I+ OH — HIO + I,

Ta HacCTYMHOrO OKUCHEHHS TiocynbdaTy Ao cyan)aTy

4HIO + S,05” + 60H — 41 +2S0,> +5H,0,
a TakoX AMCNponopuioHyBaHHsA iogaTHoi(l) kucrotm 3
yTBOpeHHAM iogaTty(V), WO TaKoX OKUCHIOE Tiocynbdat oo
cynbdaTty. OcKinbkn OKUCHEHHSA TiocynbdaTy logom HaBiTb
y cnabkony>XHoOMy cepeoBuLLi NPU3BOAUTL 4O YaCTKOBOIO
OKMUCHEeHHs1 Tiocynbdaty iogatom(l) abo iogatom(V) no
cynbaty, Le BUKMMKAE HeraTuBHI NOXMOKMN Npu BU3HAYEH-
Hi TiocynbdarTy.

MosiBa NoxmboK Npu BM3HAYEHHI TiocynbdaTy y cunb-
HOKMCINOMY CepefoBuLLi MOB'A3aHa 3 YacTKOBMM pO3Kna-
OOM TiocynbmaTty i OKMCHEeHHAM ioguay KUCHEM MOBITPA.
Omxe, onTUManbHUM AN BU3HAYeHHs Tiocynbdaty 6yno
o6paHo cnabkokucne cepenoBuLLe, AN CTBOPEHHS SKOro
0o po3unHy logy 3 pH~1 gopaBsanu auetatHuii 6ydepHun
po34nH ao pH~5.

Hapnuwok logy, wo He npopearyBas 3 TiocynbgaTom,
unydanu MY, gk onncaHo B MeToamui €KCNepUMEHTY, i
peecTpyBanu CBITNONOIMUHaHHA aHaniTy y dasi copbeHTy.

B enekTpoHHMX cnekTpax nornuHaHHa MY, obpobne-
HOro pO34YMHOM TpuroAMAY, CMNOCTepIracTbCa ogHa cMyra
nornuHanHsa (Amax=370 HM) logy, 3B'a3aHoro 3 OkcureHom
nonietepHnx navok [MY 3a paxyHOK OOHOpPHO-
aKkuenTopHOi B3aeMogii. 3aBasiku Tomy, WO Monekynu logy
YTBOPIOIOTb KOMMIIEKCU 3 MEPEHOCOM 3apsily 3 atomMamu
OkcureHy nonieTepHux rpyn copbeHTy, WO € AoHOpamu
enekTpoHiB [9]. 3anexHo Bia KOHUeHTpauii copbosaHoro
logy, 3abapeneHHs auckiB MY 3miHOETLCS Big Ginoro oo
YKOBTO-KOPWUYHEBOIO Pi3HOI iIHTEHCMBHOCTI. AHaniTUYHUI
CurHan 3sanuwaeTtbca cTabinbHUM noHag ABi Aobu, Lwo
CBiAUUTb MPO MOXNUBICTb AeTeKTyBaHHA logy Ha NoBepXxHi
copbeHTy meTogom TCO®. I3otepma copbuii loay Ha MY
HanexwuTtb Ao i3oTepm Tuny H1, Wo Bkasdye Ha BUCOKY CMo-
pigHeHicTb copbaty oo copbeHTy. MakcumarnbHa €MHICTb
MY 3a logom Ha BepTMKanbHIA AiNAHLi i30TepMu CTaHo-
BUTb 15 MKMONb/T.

Mpn gopaBaHHI NEBHMX KiNbKOCTEM, O MOCTYNoBoO 306i-
NblUyOTbCA, TiocynbdaTty [0 BOAHOIO PO3YMHY BiAOMOI
HaAnWLLKOBOI KOHUEHTpaUii logy y dopmi Tpunoauay, BMicT
logy y BogHOMY po3unHi i BianoBigHO Ha nosepxHi MY 3me-
HLWYyeTbCs. 3 puUc., Kpuei 1, 2, BUAHO, L0 NPU LibOMY CBITO-
nornuHanHa TMY npu 370 HM 3MiHIOETBCA NPOMOPLINHO
KOHLIeHTpaLii TiocynbdaTty y po34ymHi, o 6yno noknageHo B
OCHOBY MeToAMKM oro TCP BU3HAYEHHS.

I706%/006a apaayfoeaanoeo epacp/Ka Y wnpuui emMHICTO
10,0 cv” BigbupatoTb 1,0 cm® PC, 1,0 cm® 0,5 M PO34UHY Cy-
nbdaTHoi KUCNoTH, Yepe3 5 xB. AopalTh 1cm auerarHoro
6ydepHoro posuuHy, Big 0 go 7,0 om® 5,6 Mr/,u,M po3un ;/
Tiocynbdaty i Bogy Ao 3aranbHoro ob'emy posuvHy 10 cm,
nepewmilytoTb, Bunyyatotb log Ha MY i peectpytoTb aHani-
TUYHUIA CUTrHaN Ha NOBEPXHi COPOEHTY, SK BkasaHO BULLE.

3a aHaniTM4YHM curHan npuimanu 3HavyeHHa AA=Ag—
Ax=0,73-A« npu 370 HM, ge Ao—3HadyeHHs ONTUYHOI FyCTU-
HK "xonocToi" Npobu 3a BiACYTHOCTI TiocynbdaTy Npu KOH-
ueHTpauii I3~ 18,9 MkM, Ay—3HayeHHs ONTUYHOI FYCTUHU
MY npu BBeAeHHI B cucTeMy NeBHOI KiNbKOCTi Tiocynbda-
Ty. CnekTpu copbatiB Ha MY BumiptoBanu BiAHOCHO Tab-
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netku MY, 4yepes sky nonepeaHbo nponyckanu 10,0 cm®
PC 6e3 ii nigkucneHHs, posbaeneHoi y 10 pasiB Bogoto, i
06pobnAny MeToaoM reTepoxpomMaTuyHOI eKkcTpanonsuii.
pagyroBanbHUM rpadik OI'chyeTbCﬂ PIBHAHHAM
AA=-(0,01£0,01)+(0,16%0,03)-C, mr/am>, (R=0,999). Mexa
BUSIBNEHHS, po3paxoBaHa 3a 30-KpuTepieM, CTaHOBUTb
0,04 mr/gm®. NiHiAHICTb rpagyroBanbHoro rpadika 3bepira-
€TbeA Ao, KOHLeHTpauii Tlocyﬂb(*)aTX Yy BOOHOMY PO34MHi
4.5 mr/am® npu 06'emi npoGu 10,0 cm®.

A(1), AA(2)
0,8
0,6
0,4
0,2
5
CSanz_’ Mr/,cl,M3

Puc. 3anexHicTb aHaniTM4HOro curHany Ha nosepxsi MMy
BiA KOHUEeHTpauii TiocynbdaTy B po34nHi
AA=A,—A, oe Aq — onTuyHa ryctuHa npobu 3a BiACYTHOCTI
TiocynbdaTty npu koHueHTpadii I3~ 18,9 MkM,

A« — onTuuHa ryctuHa MY npu BBEAeHHI B cuctemy neBHOI
KinbKocTi TiocynbdaTy. Amax=370 HM

BnnuB cTOPOHHIX iOHIB Ha BM3HaA4YeHHs Tiocynbda-
Ty. PaHiwe Hamu nokasaHo [10], wo copbuisa rigpodobHo-
ro logy Ha INMMNY € gocutb cenekTuBHOW. KoMNoHeHTU BOA,
IO He BNMMBaKTb Ha cTaH logy y BOAHOMY pO34uHi, He
YMHATbL iICTOTHOrO BMAMMBY Ha noro BunyyeHHs MMY. Xno-
puaun i 6pomMign, Wwo yTBOpOTL 3 lI04OM HECTINKI KOMMNekK-
cn cknagy loCl i I2Br Takox He BNAMBaloTh HA BUIYYEHHS
logy npwm ix koHUeHTpauii <0,5 M.

JocnigkeHHs1 BNNMBY CTOPOHHIX IOHIB Ha pesynbTaTu
BM3HAYeHHs Tiocynbdary 3,q|mcmoaan|/| y TaKI/II/I cn00|6
Lnpuuom emnictio 10,0 oM’ Bigbupanu 1,0 oM’ PC, 1,0 oM’
0,5 M posunHy CA/J'IbeaTHOI KUCNOTW, BUTpUMYBann 5 xs.
nopasanv 1,0 cM” aueTtaTHoro 6ychepHoro posumny, 2,0 om®
5,6 mr/gm® po3unHy Tiocynbdarty, 1-5 oM’ PO34YMHIB CTOPOH-
HiX IOHIB neBHOI KOHLEeHTpaLii i Body A0 3aranbHoro ob'emy
10,0 cm°. Mepemiwysanu, sunyyanu log Ha MY i peecTpy-
Basv aHaniTM4HWIA CUrHan Ha NoBepxHi COpOeHTY, sik onnca-
Ho BuLle. Noxmbka BmaHaquHﬂ 0,01 wr Tiocynbaty npu
ob'emi npo6|/| 10,0 cm® e nepesuLlysana 5%y MpYCYTHOC-
Ti 110° macosoro HaAnMLLKY Na K, NH4, Mgz, zZn? ,
Ca®", Cd®", A™, F', CI, Br, SO;”, NOy, HPO%, HCO3.

3anpon0HOBaHa MeTOAMKa I'PYHTYETbCA Ha OKUCHEHHI
TiocynbdaTy logom, TOMY iHLWi OKUCHWKW, Taki sK Kymn-
pym(ll), cpepym(lll) i HiITPUT, BMKNMKAOTL NOSIBY MOXMOKM
HaBiTb NpY X NPUCYTHOCTI B HEBENUKUX KinbkocTax. Pe-
pym(lll) y npucyTHOCTI dhnyopmay He 3aBaxae B KifbKOCTAX

no 100 mkr. 3aBaxarouui BI'IJ'IVIB HiTpuTy Ao 10000 mkr
yCyBaeTbCs AoAaBaHHAM 1 cm® 0,5 M cynbamMiHOBOI KuC-
notn. Cynbdit i cynbdia, Wwo BigHoBMWTL log, AawTb
JoaaTHi nmoxubku npu BMmicTi =10 mkr. x 3aBakaroumii
BrAvB npu BMIcTi <100 MKr ycyBanu nNponyckaHHAM asoTy
Kpi3b po3unH nNpobu nicnsi nigkucneHHs cynbaTHo Jme-
nototo Brnpogosx 30 xB. Npu WBKAKOCTI NoToky 400 cm */xB.

BusHauyeHHs1 no6aBok 'rlocynbcbary y NpupoaHuX
BOAax. |.|JI'IpVILI,OM emHictio 10,0 cm® Binbupatote 1,0 om®
PC, 1,0 cm® 0, 5 M posunHy cynbdartHoi kucnotu, 5 xB.
I'IOCI'IIJ'Ib 1,0 cm® aueTaTHoro O6ydepHoro poslley, 1,0-6,0
cm® npobu i Bogy Ao 3aranbHoro o6'emy 10,0 om’. Mepe-
MiyloTb i gani AditoTe AK Npy nNobydosi rpagyroBanbHOro
rpadhika. BmicT TiocynbdaTy y 3pasky po3paxoBylTb 3a
rpagytoBarnbHUM rpadikom.

Y Tabnuui HaBegeHo pe3ynbTaTy BU3HAYEHHs Tiocynbda-
Ty metogoM TC® y gesikux Tunax Bog. BuoHo, wo sigHocHe
CTaHAapTHE BiOXWNEHHS Npu BU3HaYeHHI Tiocynbdary 3anpo-
MOHOBaHOO MeToamkoto He nepesuye 0,10, WO CBIgYMTL
MpPOo BiACYTHICTb 3HA4YMMOI CUCTEMATUYHOI NMOXUOKN.

Tabnuys

Pe3ynbTaTy BU3Ha4YeHHA fobaBokK Tiocynbdarty y npupogHmx Bogax (n=4, P=0,95)

3pas3ok Bog Bumict Ti?cynb(baTy, mriam’ - BunyueHHs, %
BBegeHo 3HaiiaeHo 3HanaeHo y 3pasky

I - 0,1 -
2,2 2,4 0,1 104
3,4 3,6 103

Il - <0,04 -
2,2 2,1 <0,04 95,0
34 3,6 106

I - <0,04 -
1,1 1,0 91,0
2.2 2,1 <0.04 95,0
3,4 3,5 103

BucHoBku. 3anponoHoBaHa iogomeTpuyHa TCO me-
ToOMKa BU3HAYEHHS TiocynbdaTy 3 BMKOPUCTAHHAM iHOW-
KaTopHol cuctemu l>-MMY B nprpoaHMx Bogax € NPOCTOHO i
ekonoriyHo 6e3neyvHoto. MeToauka r'pyHTYETbLCA Ha peakLii,
LLIO NEXWUTb B OCHOBI TUTPUMETPUYHOIO | cnekTpooTomMeT-
pPUYHOrO BW3HaYeHHs Tiocynbdaty, ane nepesepLlye
OCTaHHI0 3a YyTnuBicTio B ~10 pasiB 3a paxyHOK KOHLIEHT-
pyBaHHs. CynyTHi pe4oBMHM B KiNlbKOCTAX, 3a3BM4yan npu-
CYTHIX y MPUPOAHUX BOAAX, He 3aBaaloTb BU3HAYEHHIO.
PeakTvBn, HeoOXxigHi ONs nNpoBedeHHS BU3HAYEHHS, K
npasuno, € B BinbwocTi nabopaTopin i BUTpavaoTbCA B
MIKpOKINbKocTAX. [lpyn BMKOHAHHI METOOWKU He YTBOPIO-
I0TbCA TOKCWYHI BigXodu, SK COPOEHT BUKOPUCTOBYETHCA
marepian, Lo BUMYCKaETbCA NPOMUCHIOBICTIO.
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MOOOMETPUYECKOE TBEPAO®A3HO-CNEKTPO®OTOMETPUYECKOE ONMPEOENEHUE
TUOCYINIb®ATA OKMCITIEHUEM Er0 MOAOM 10 TETPATUOHATA

Pa3pabomaHa memoduka uodomempu4ecko2o meepdoghazHo-crieKmpoghomomMmempu4ecko2o onpedesieHUsi muocynbghama e 800HbIX pacm-
eopax okucsieHueM e20 liodomM do mempamuoHama. JlunHeliHocmb 2padyupo8o4YHO20 e2paghuka cobnrodaemcsi 00 KOHYeHmpayuu muocynbgama
4,5 m2/0M°, npeden o6HapyxeHusi cocmassnsiem 0,04 M2/OM° npu o6beme npo6bi 10 M.

Knrodesnie cnosa: muocynsgham, uodomempusi, neHononuypemaH, meepdoghasHasi crrekmpoghomomempusi.

A. Trohimenko, PhD-Student, O. Zaporozhets, Professor,
Taras Shevchenko National University of Kyiv, Kyiv

IODIMETRY SOLID-SPECTROPHOTOMETRIC DETERMINATION
OF THIOSULPHATE BY MEANS OF ITS OXIDATION TO TETRATHIONATE BY IODINE

A new iodometric solid-phase spectrophotometric (SPS) technique for the detection of thiosulfate anions in aqueous solutions by their oxida-
tion into tetrathionate anions with iodine followed by the extraction and detection of the unreacted iodine on the ether-based polyurethane foam
(PUF) was developed.

Reagent solutions were prepared using degassed distilled water. A standard solution of iodine was prepared by acidifying an aqueous solution
containing an iodate salt and an excess of iodine with sulfuric acid to pH=1: 105 + 8I" + 6H" — 3I; + 3H,0. PUF was cut in the form of cylinders with
the diameter and the height of 15 and 3.0 mm, respectively.

SPS detection of thiosulfate is based on its reaction with known excess of lodine at pH~5: 2S,05% + Iy — S,04” + 3I. lodine was added to a solu-
tion containing a thiosulfate salt. The unreacted iodine was extracted with PUF. The light absorption of PUF (at 370 nm) changed proportionally to
the concentration of the thiosulphate anions in the solution. The value AA=AA, was taken as the analytical signal at 370 nm. Herewith A, is the
light absorption of PUF with the known concentration of I; in aqueous solution in the absence of the thiosulfate salt (e.g., 18.9 uM), A, is the light
absorption of PUF containing the known amount of the thiosulfate salt. A calibration chart is described by equation AA=-(0.01%£0.01)+(0.16%0.03)-C
(mg/L), (R=0.999). The value of detection limit is 0.04 mg/L calculated with 3a-criterion. The linearity of the calibration chart remained until the con-
centration of 4.5 mg/L for the thiosulfate salt in aqueous solution was reached (the test volume = 10.0 mL). The sorption of the hydrophobic iodine
on PUF is rather selective. Any additional components in the analyzed aqueous solution do not affect the extraction of the iodine on PUF.

The described iodometric SPS technique for the detection of thiosulfate anions using the indicator system I,-PUF in nature water is simple and
ecologically safe. Although the technique is based on the reaction that is widely used for the titrimetric and spectrophotometric detection of thiosul-
fate anions, it has much better sensitivity (by a factor of 10). Concomitant compounds which can be found in natural water do not affect the quanti-
tative determination of the anions.

Key words: thiosulfate, iodometry, polyurethane foam, solid phase spectrophotometry.
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BNJAMB AHIOHIB MIHEPAJNIbHUX KUCNOT
HA WBUAKICTb NEPEBIFY ®EPYM(1I1)-HITPUTO-TIOLIAHATHOI PEAKLIT

HocnidxeHo ennue aHioHie MiHepanbHUX Kucsiom (cip4aHoi, consiHoi ma asomHoi) Ha nepe6ie ¢pepym(lll)-Himpumo-mioyiaHamHoi
peakuii, wo kamarsnizyemscs liodud-ioHamu. BcmaHoeneHo, uwjo weudkicmb nepebicy peakuyii Kopestoe 3 KOMIeKcoymeoproYyoro dieto
aHionie do ¢pepymy(lll). BusieneHo ymoeu nepebicy kamanimu4Hoi peakuii 3a KiMHamHoi memnepamypu.

Knroyoei cnoea: gpepym(lll), Himpum, mioyiaHam, iodud, cynsgham, xsiopud, Himpam.

Bcrtyn. ®epym(lll)-HiTputo-TiouiaHaTHa peakuis rpyH- HICTb HacTyMNHOro nepeBefeHHs iogaTty B noaua, Tak i yTpy-

TYETbCS Ha kaTaniTMuHin aii iogmay Ha nepebir hepym(lll)-
HITPUTHOI Ta TiouiaHaTO-HITPUTHOI peakuin, iHANMKaTopoM

nepebiry skmx € Hagmip depymy(lll) [1, 2].
2Fe(lll) + NOs” + H,O 2Fe(ll) + NOs + 2H™; (1)
2SCN+3NO3 +3NO, +2H <> 2CN+2S042 +6NO+H,0; (2)
Fe(lll) +SCN'« Fe(SCN)2+. 3)

Lls iHouMkaTopHa cMcTeMa BUKOPUCTOBYETLCS B aHanitu-
YHIN NpakTWLi ANa BM3Ha4YeHHs logy y dopmi iogmay KiHeTu-
YHUM cnekTpodoTomMeTpuyHum mMetogom 3a 313 K [3, 4].
KartanitnyHa pis ioanay nponopuinHa Noro KoHUeHTpauii 3a
NOCTIHNX YMOB MPOBEAEHHsT peakLii. 3aBaxaruvin BrnvB
Ha nepebir peakuin (1-3) malTb Aeski mMeTanu, 30Kkpema
Hg(ll), wo 3B'a3ye iogua, i npu ii koHueHTpauii 0,01 MI'/,D,M3
aHaniTMYHUA BIATYK 3HNXKYETLCA [4].

AHani3 3paskiB 3 opraHiyHOK MaTpULIEH0 34INCHIOTb Mi-
Cnsi KUCNOTHOI abo NyxxHOi MiHepanisauii. Y pasi kucnotHoi
npo6oniarotoBku yci oopmu logy nepeTBoploloTLCA B ioaar,
a 'y pasi NyHoi — B ioana, Wo € KaTaniTmyHo-akTUBHOK ¢ho-
pmoto. lNMepesaroto KMCMOTHOrO MeTogy nNpoGoniaroToBku €
€KCNpecHiCTb, 0COONMMBO B MOEAHAHHI 3 MiKPOXBUITEOBUM
ONpOMiHEHHSIM. Ane HefoNiKOM Lboro MeToay € sik Heobxia-

[OHEHe MoedHaHHS arpecuBHOrO cepefoBuLLa 3 HaCTYMHUM
BU3Ha4eHHAM [5]. MNpu aHanisi 3paskiB 3 opraHi4HO MaTpu-
Leto LUNAXOM MYXHOI MiHepanisauil pyNHYHOTbCA OKUCHUKK
Ta BiOHOBHMKM i 3abe3nedvyeTbcs BigkpyBaHicTb logy B Jo-
cnigpkyBaHoMy 3pasky Ha 96—100% [6].

Ha «kiHeTuky nepebiry depym(lll)-HiTpuTo-TiouiaHaTHOT
peakuii, KpiM KOHUEHTpaLii KOMMOHEHTIB peakuii, Temnepa-
TypW Ta NPUPOAMN PO3YMHHMKE, MOXe BMNMBaTH TakoX iOHHa
cuna posudnHy. [ns weuakocTi nepebiry peakuin y po3ynHax
BMAINSAIOTb TPM NPUHLMINOBO Pi3HMX BUNaaku [7]: a) B3aeMo-
Ojl0 MK ioHaMy 3 ogHakoBUMK 3apsigamu (y AaHoMy pasi
Mk SCN’, NOz™ i NO3'), sika npyckoptoeTbesl Npu 36inbLUEHHI
iOHHOI cunn (za'zg>0); 6) WBUAKICTb peakuii MK MO3UTUBHO i
HeraTMBHO 3apsKeHVMU YacTodkamu (y AaHOMy pasi Mix
Fe(lll) i NO2) 3ameHwWyeTbca Npu 30iMbLUEHHI iIOHHOI CUIK
(zazs<0); B) Ha KiHETUKY peakLii Mix iOHOM i He3apsioKeHo
MoneKkyrnok ioHHa cuna He Bnnveae (zg=0). Pepym(lll)-
HiTpUTO-TiOLiaHaTHa peakuid HaneXxwuTb A0 IOHHOro Tuny,
TOMY HEAOTPUMAHHS MOCTINHOT IOHHOI CUMN MOXe Mpu3Bec-
T A0 3POCTaHHSA NMOXUGKN BU3HAYEHHS.
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