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BuaHo, WO 3acTocyBaHHA IOMIHECLIEHTHOIO MeETOAY
AN OeTekTyBaHHA aHaniTy y dasi KOHUeHTpaTy 403BONU-
no 6inbl HibX BABIYI 3HM3MTN Mexy BuaBneHHs Cu(ll) Ta
Zn(I1) nopieHsaHO i3 CCP BM3Ha4YeHHaM 3 TAH.

BucHoeku. Pe3ynbTatv gocnigKeHHs B3aEMOAil iOHiB
meTanis 3 1-(2-Tiasoninaso)-2-HacpTonomM y po3uuHi Ta iM-
Mob6inisoBaHMM Ha MOBEPXHi BUCOKOAMCMNEPCHOrO KPEMHE-
3eMy CBigyaTb NPO NepCrnekTUBHICTb 3aCTOCyBaHHSA peare-
HTY Ons ¢pryopecueHTHOro Ta copbuinHO-ryopecLeHT-
HOro BU3Ha4eHHs BusHadveHHs ioHis Cu(ll) i Zn(ll).
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Hapivwna po peakonerii 20.07.15

1-(2-TUA3OJIUNA30)-2-HADTON KAK NIOMUHECLIEHTHBIWA PEATEHT
OnA ONPEQENEHNA MOHOB TAXENbIX METANOB

WN3yyeHb! gpniyopecyenmHble ceolicmea 1-(2-mua3onuna3so)-2-Hagpmosa 8 pacmeope U nocsie e2o uMMobunu3ayuu Ha NoeepxHOCMu cusuka-
2esisi. YemaHoeieHo, Ymo ¢hriyopecyeHmHbie ceolicmea pa3HbIX MpomosiumuYyeckux ¢popm peazceHma pasnu4varomcesi. bbino nokasaxso, ymo ¢ny-
OpPEeCcUEHMHO aKmu8HbIMU 518/1s1IoMCcs1 KoMrieKcHble coeduHeHusi Cu(ll) u Zn(ll) ¢ TAH kak 8 pacmeope, mak u Ha noeepxHocmu cusnukazens. Ha
amom ocHosaHuu 6bina pa3pabomaHa Memoduka copb6yuoHHO-hTyopecyeHmHoz0 onpedeneHusi uoHos Cu(ll) u Zn(ll), e dea pasa 6onee yyecm-
sumersibHasi, 4eM cop6yUOHHO-CrIeKmMpogomomempuyeckasi.

Knroqesnbie cnosa: 1-(2-mua3onuna3o)-2-Hagpmon, copbyusi, cunukazesnb, hiyopecyeHyust

V. Stretovich, Student, N. Smyk, PhD, nsmyk@chem.univ.kiev.ua,
R. Linnik, PhD, O. Zaporozhets, Dr. Sci.
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1-(2-THIASOLYLAZO)-2-NAPHTOL AS A LUMINESCENCE REAGENT FOR HEAVY METAL DETERMINATION

The fluorescence properties of 1-(2- thiasolylazo)-2-naphtol in solution and immobilized silica surface were studied. | was found that peak
position in fluorescence spectrum depends upon the dominant protholitic form of reagent: the peak of the emission spectrum of the anionic form is
observed at A = 535 nm, molecular form — at A = 350 nm, anionic form — at A = 430 nm. The fluorescence intensity of the reagent molecular form in
aqua:ethanol (1:20) at a pH of 6,0 * 0,3 increases linearly with it concentration up to 5.10-5 mol / L. The fluorescent spectra indicate that reagent is
luminescent in both the aqua-ethanol solution and on the silica surface. The differences between the peaks position in the fluorescence spectra of
different protolytic forms of 1- (2-thiazolylazo) -2-naphthol immobilized are saved. The emission spectrum of immobilized reagent shifts to longer
wavelengths (AA = 50 nm) in comparison with the fluorescence spectrum of solutions. This fact can be caused by polarizing effect silica surface as
protogenic polar solvents do. The influence of some heavy metal ions on fluorescence of 1-(2- thiasolylazo)-2-naphtol in solution and immobilized
on silica surface have been studied. It was found that complexes of Cu (ll) and Zn (ll) with the ratio metal:reagent 1:1 are fluorescent in solution and
on the silica surface. The fluorescence intensity increases in the presence of Cu (ll) and Zn (ll). Thus, the application of 1- (2-thiazolylazo) -2-
naphthol for the sorption-fluorescence determination of ions Cu (ll) and Zn (ll) ions is a promising. The hyphenation sorption-fluorescence method
for Cu(ll) and Zn(ll) determination was worked out. This method is two times more sensitive than sorption-spectroscopic one.

Keywords: 1-(2- thiasolylazo)-2-naphtol, sorption, silica, fluorescence.
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ONTUMI3ALIA KATANITUYHOI ®EPYM(I1I)-HITPUTO-TIOLIIAHATHOI METOOUKM
BU3HAYEHHSA 3ArANIbHOIo Koy B 3PA3KAX 3 OPFAHIYMHOIO MATPULIEIO

OnmumizoeaHo criekmpoghomomempuyHy MemoOUKy eu3Ha4yeHHs1 liody Ha ocHosi ¢hepym(lll)-Himpumo-mioyiaHamHoi peakuii, o
Kamanizyemscsi ioQudomM, ma 3Hali0eHO yMO8U He3HaYyHOI 3aJIeXXHOCMi aHannimu4Ho20 cuaHary eid Yacy nepebizay peakuyi.

Knto4oei crioea: 3azanbHuli Uiod, kamanimu4Hi Memoou aHanisy, Jiy)KHe 030J1eHHSI.

Bertyn. [1nsa KiHeTUYHOro BU3HayYeHHs nody B 3paskax 3
OpraHiyHol MaTpuLEel LUMPOKO BUKOPUCTOBYETLCA Lie-
pin(lV)-apcenitHa [1] i pepym(lll)-HiTpuTo-TioLiaHaTHa pea-
Kuii [2, 3], wo kaTanisytoTbcs nogmaom. Metoamku Ha oc-
HOBI LMX peakuiin He BUMarawTb CKnagHoro nabopaTopHo-
ro obnagHaHHA Ta € 3a40BiNbHUMKU 3a YyTnuBIcTO [4, 5].
3a paHumn [2] depym(ll)-HiTpuTO-TioUiaHaTHUIA MeToq
I'PYHTYETbCS Ha nepebiry peakuii:

2Fe®* + NO, + H,O— 2Fe® + NO3 + 2H".
Hapnuwok cpepymy(lll) BU3Ha4atoTe yTBOPEHHSM i dho-
TomeTpyBaHHsM depym(lll)-TioLiaHaTHOro komnnekcy:
Fe®* + SCN'»FeSCN*".

3a gaHumn [3] noama Takox katanisye nepebir OKMCHO-

BiaHoBHUX peakuin mix Fe(lll) i SCN” 1a NO2 i SCN:

2Fe* + 2SCN —>2Fe?" + (SCN);

2NO; + 2SCN” + 4H"*—2NO + (SCN); + 2H,0,
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abo peakuin 3a yyacTio TiouiaHarty, HITpVITy i HiTpaTy [6]:
2SCN + 3NO, + 3NO3 + 2H" —
— 2CN + 2S04% + BNO + H,0.

MeTa pob6oTtn — onTtumisauia katanitndHoi depym(lll)-
HITPUTO-TiOLiaHaTHOI MeTOAUKN BU3HAYEHHS nody y hopmi
noauay Anst BUSHa4YeHHS BMICTY 3aranbHOro moay B 3pas-
Kax 3 OpraHiyHol MaTpuLero Micrs BUCOKOTEMMepaTypHOI
CyXOi Ny>xHOoi MiHepanisauii npo6 3 BukopuctaHHsaM KoCOs.

Memodu ma o6°’ekmu docnideHHs1. Po34nHn peare-
HTIB roTyBanu 3 npenapariB kBanigikauii x.4. abo 4.a.a.
CBiXOMPUrOTOBNEHI PO3YMHM NOAMAY OTPMMYBanM LUMSIXOM
po3baBneHHs BWXiAHOTO 1102 M posunHy Kl. Y pocni-
DKeHHi BukopucToByBanu Takox 0,025 M KSCN, 0,25 M i
0,0025 M KNO>, 0,173 M (NH4)Fe(SO4)212H,0 B 2,5 M
HNO3, 10% ZnSOy4, 30% i 6% po3uuHn KoCOs, npurotos-
NeHi 3a 3aranbHOMPUAHATMMU METOANKAMMU.

ONTWYHY ryCTUHY pPO34MHIB BUMIiptoBanu cnekTpodoTo-
MeTpom C®P-26 B KioBeTax 3 TOBLLMHOK CBITNOMNOMMMHa0-
yoro wapy 10 mmM. Y poboTi BUKOPUCTOBYBaNN TaKOX BO-
OsiHy 6aHi0 3 KOHTaKTHUM TEPMOMETPOM i MydbenbHy niy 3
TEPMOPETYNsiTOPOM.

OOG'ekTamn OOCniMKEHHST Oynu 3paskM 3 OpraHivyHo
MaTpuueto 3 BiNKoBOI i XXMPOBOKD OCHOBaMU (Cyxe i CBixe
MOJIOKO, COHSILLHMKOBA Onist).

MpoGonigroToBky 3paskiB 3 METOH PYWHYBaHHA OpraHid-
HOI MaTpuui i nepeBeaeHHs ycix dopM noay B Moaua 3aivic-
HIOBanNM MoavikoBaHOK CYXOK BUCOKOTEMMEPATYPHOKD fy-
XHOIO MiHepanisaujieto B 3aKpUTUX NOPLENSHOBUX TUMMSX 3
BMKOPUCTaHHAM KapboHaTy Kanito i cynbdaty umHky [7—10].

Mpn BUMBYEHHI BNAMBY Pi3HUX YMHHKKIB cepeaoBuLla Ha
nepebir gocnigkyBaHoi peakuii B npobipkn BHOCUNW NEBHY
KinbKiCTb po6oYoro po3yvmHy rnoamay Kanito i, npu Heobxia-
HOCTi, po34nH kapboHaTy kanito abo a3oTHOI KMCMOTU Ansi
perynioBaHHA KMCNOTHOCTI cepenoBuLla, A opasanu Bopy
00 06'eMy po3umHy B KOXHIn npobipui 5,0 cm™. Oani B Kox-
Hy npobipky BHOCWUNM po3umHK TiouiaHaTy, depymy(lll) i
HITPUTY A0 3aranbHoro ob'emy 10,0 cm®. Po3umnHu nepemi-
wyBanu, i npobipkn 3aHypioBanu y BOAsIHY OaHO neBHOI
Temnepatypu. Yepes 3agaHuii IPOMiXKOK Yacy A5 3yNUHKN
nepebiry kataniTMyHoi peakuii BMiCT Npobipok Oxonoaxy-
Banu 10 xB. y BOOHO-KpWXKaHi 6aHi i BUMiptoBanu ontudHy
ryCTUHY pOo34unHiB (A=460 HMm).

Pe3ynbTatn Ta ix o6roBopeHHAA. Onmumisayis ymos
nepebicy peakuii. Mepebir depym(lll)-HiTpiTo-TioUiaHaTHOI
peakLii 3anexuTb Big KOHUEHTpaLii peareHTiB, NOPsAKY ix
AOAaBaHHS, KWCMNOTHOCTI cepefoBullia, Temnepatypu i
HasBHOCTI CYMyTHiX KOMMNOHeHTIB. LLiBnakicTb nepebiry pea-
Kuii gocnigxyBanm npmn 30°C, a KoHUeHTpauii peareHTiB
nigbvpanu Takum YMHOM, LWO6 ONTUYHA ryCTUHA PO34YUHIB
npu JOCnifMKeHHAX Ta nobyaoBi rpagytoBanbHOro rpadika
3mMmiHoBanacs B mexax ~0,8-0,1.

BcraHoBneHo, Wwo npu 36inbLUeHHI KMCNOTHOCTI cepeno-
BMLLA NPU NOCTINHOMY BMICTi MOAMAY Ta iHLWMX KOMMNOHEHTIB
peakLii, 3Ha4YEeHHs1 OMTUYHOI N'YCTUHWN PO34YMHIB 3MEHLUYETb-
csa, TOOTO WBMAKICTb peakuii 36inblwyeTecd. MakcumanbHa
KMCMOTHICTb cepegoBuLLia OOMEXYyeTbCSl BEPXHIM dianaso-
HOM BMMIPIOBaHOI KinbKoCTi nognay. Mpu KMCNoTHOCTI cepe-
AOBULLA HWXYE ONTUMarbHOI Mopsa i3 YNOBINIbHEHHSAM Ka-
TaniTM4HOI peakuii moxe Biabysatuca rigponia depymy(lll).
36inblueHHs koHueHTpauii dhepymy(lll) ynoBinbHIOE peakuito,
MNMOBIpPHO, BHAcNiAoK AOMiHYBaHHSI OKMCHO-BIOQHOBHOI peak-
uii mix cpepymom(lil) i HITPUTOM Ta 3MEHLLEHHSI CTYMEHO
nepeTBOPEHHS TioujiaHaTy nig BAAMBOM HiTpUTY. [pn KOHLe-
HTpauii TiouiaHaTy HWXYe ONTUMarbHOI OMTUYHA FYCTUHA
PO34MHIB 3MEHLLYETLCSI BHACNIAOK HEMOBHOIO 3B'si3yBaHHSsI
depymy(lll) B 3abapeneHmnin komnnekc. 36inbLIEeHHS KOHLEH-
Tpauii HITPUTY BUKIMKAE MPUCKOPEHHS peakuil Mk depy-
mom(lll) Ta HiTpuTOoM abo HiTpuTOM i TiouiaHaToM, a OTXe
3MEHLLUEHHS aHaniTMYHOro CurHamy npu MoCTiIRHOMY BMICTI
noguay. OpHak, YCKNagHEeHHSM KaTaniTM4HWX crnekTpodo-
TOMETPUYHUX METOAUK aHani3y, y pasi BUKOHAHHS iX py4HUM
cnocobom, € Benvka LWBUAKICTb 3HEGapBMEHHA PO3YMHIB

[10], wo BnnmMBae Ha BiATBOPIOBAHICTb pe3ynbTaTiB aHanisy.
[nsi noninweHHss METPOMOTiYHMX XapaKTEPUCTUK TaKUX Me-
TOOUK HeobXigHO 3pincHioBaTKM Garatopa3oBe MOBTOPEHHS
BM3HAYEHHs1. HesHayHi KonmBaHHA TemnepaTtypwu i Yacy ne-
pebiry peakuji i HaBiTb HEBENWKI BIAXWUMEHHS Y (hiKCOBaHOMY
yaci cnocrepexeHHs 3a nepebirom peakuii MOMITHO BNAW-
BalOTb Ha 3HAYEHHS OMTUYHOI T'YCTUHM PO34YMHY (puc. 1 a).
[nst nogonaHHs umMx TpyaHoLWiB, TOOTO 3 METOK 3MEHLLEHHS
3anexXHOCTi OMTUYHOI FYCTMHW PO34YMHIB Big 4acy nepebiry
peakLii, AOCNiAKEHO 3aneXHiCTb aHaniTMYHOro cUrHany Big
KoHLeHTpauii HiTpuTy npn C(HNO3)=0,5 M Ta onTumanbHin
cranin koHueHTpadii KSCN ta Fe(lll). BctaHoBneHo, wo 3i
3MEHLUEHHAM KOHLIEHTpaLii HITPUTY MOCTYMOBO 3MEHLLUYETb-
CS WBMAKICTb 3HEOAPBNEHHSA PO34MHIB. 3MEHLUEHHS LIBWA-
KOCTi 3HebapBrneHHs PO3YMHIB NPW 3HWXKEHHI KOHLEeHTpauii
HITPUTY, Hanpuknag, B 100 pasiB nopiBHAHO 3 [6] i 36epe-
XKEHHI CTanux KOHUEHTpaLi iHwmx peareHTiB (puc. 1 6) mo-
XKHa NOSICHUTU BiACYTHICTIO 3a TaknX yMOB OKUCHO-BIAHOBHOI
B3aemofii Mix adioHamu SCN i NO,. OntumizoBaHuMmn
ymoBamu nepebiry peakuii BuUsSiBUNUCA Taki KOHLl,eHTpaLI,II
pearenTiB: C(HNO3)=05 M; C(KSCN)=2510° M;
C(Fe(ll))=0,035 M; C(NaNO,)=510"* M. Sk BuaHo i3 3anpo-
MOHOBaHMX KOHLEHTpauiiHnx ymoB depym(lll) B cucremi
MIiCTUTbCS B HAAMNWLLKY MOPIBHAHO 3 BMICTOM iHLUMX peareH-
TiB. ONTMManNbHNM BUSIBUBCS Takuii MOPSIAOK 3MMBaHHS pea-
FEeHTIB: 4O PO34MHY, WO aHani3yloTb, 40OATb PO3YMH TioLli-
aHaTy, gani nigkucnenun posdmH depymy(lll), wo ogHovac-
HO CTBOPIOE HEOOXiOAHY KMCMOTHICTb cepefoBuLla, i OCTaH-
HIM [0OalTb PO3YMH HITPUTY, WO 3anyckae nepebir katani-
TWUYHOI peakuii.

Onmumizauis npobonideomosku. Y poboTi moandiky-
Banu BigoMi metoaukm npobonigrotoBkn [8—10] Lwinsixom
BUKOPWUCTAHHA 3aKpUTUX TUIMIB i 3MiHW TemnepaTypHOi
nporpamu 06pobku nNpob. [lo HaBaxku 3paska y nopuens-
Hosomy Turni pgogasann 2,0 cm® 30%-Boro po3umHy K2COs3
i 1,0 cmM® 10%-Boro pO34MHY ZnS0O4. Cymiw BucyLyBanu y
CylmMnbHIA wadi 3a 90°C, TUrenb HakpuBany KPULLKOHK i
nepeHocunu B MydenbHy nid. 3pasok B MydenbHin nevi
noctynoso Bnpogoex 90 xB. HarpiBanu go 550°C i Butpu-
MyBanu 3a uiei Temnepatypu we 1 rogumHy. Micns oxono-
[PKEHHST CyXMI 3anuyLIOK 3MOYYBanu KiflbkoMa KpannmHamu
OUCTUNBbOBAHOI BOAM i NpOLEAypY BUCYLLYBaHHSA i 030MEH-
Hsi NoBTOptOBanu. 3a Takmx ymoB npoboniarotoBku yci o-
pMu Moy nepeTsBoproBanucsa Ha voawma. fani 3anuiok y
TMrMi 06pobnann BoAoK Npu peTeribHOMY NepeMillyBaHHi
CKIISIHOKO Manuykoto npotarom 15 xB. i nepeHocunm B rpa-
AytoBanbHy npobipky. Turenb OI'IOJ'IiCKyBaJ'IVI BO/010, Npo-
MUBHI BOAM BHOCMIU B Ty X Npobipky | o6'em cycneHsii B
npobipui gosoamnu sogoto o 10,0 oM. CycneHsito iHTeH-
CMBHO nepemiwyBanu npoTsirom 15 xB. i LeHTpudyrysanu.
Ocag Bigkmganu, a po34vH aHanisyBanu Ha BMIiCT KOAMAY.

[nsi 0OTpMMaHHA OAHAKOBMX KOHLEHTpaLUiiHUX yMOB
cepeposuLa npu nobyaosi rpagyoBanbHOro rpadika i npm
BU3HAYEHHI aHanity, B pasi nobygoBum rpagyroBaribHOro
rpacdika OO0 KOXHOro poO3yYMHYy BBOAWUMW TaKy KifbKiCTb
K2COs3, sika MICTUTBCA B MakCUManbHil anikBOTHIA YaCTWHi
pPO34nHy Npobu. Mpu BM3HAYEHHI NOAY A0 KOXHOrO po3yn-
HY BBOAWMM TaKy KinbKiCTb BOAM, sika BignoBsigae Makcuma-
nbHOMY 06'eMy CTaHAapTHOrO PO3YMHY nMoauay, Lo BBO-
outbes npy nobyaoBi rpagytoBanbHOro rpacdika.

lNobydosa epaayioeaanoeo epacg)u(a Y npoGipku emHic-
TI0 ~15 cM° BHOCATH Bif 0 8o 1,2 cM” pobo4oro po3umHy no-
onay kanito (100 mkr I/om® ) i BOQY [0 3aranbHoro o6'emy pos-
YMHY B KOXHIin npobipui 1,2 om®. [ani B KOXHY np06|p|<y no-
naotb 3,8 CM3 6%-Boro posunHy KCOs, 1OCM 0,025 M
KSCN 2,0 cM® 0,173 M (NH,)Fe(SO4)212H,0 B 2,5 M HNOs,
2,0 cm” 0,0025 M NaNO,. 3aranbHuit 06'€M KOXHOTO PO3UMHY
cTaHoBuTb 10,0 cm®. BmicT Npobipok nepeMiLLytoTb i NPobipku
3aHypoOTb Y BoasHy 6aHo npu Temnepatypi 30°C. Yepes
30 xB. oNsA 3yNUHKM KaTaniTM4YHOI peakuii Npobipku 3aHypro-
H0Tb Y BOAHO-KpvkaHy 6aHto i 3a 10 XB. BUMIPIOIOTb OMTUYHY
rYCTUHY PO34MHIB Npn A=460 HM.
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Puc. 1. 3anexHicTb ONTUYHOI N'YCTUHM PO34MHIB Bif Yacy nepebiry peakuii

C, M: Fe(lll) - 0,035; KSCN — 2,510, C(I"), Mkr/am* 1 -0;2-2;3-4;4-6;5—

BukoHaHHs eu3HaquHﬂ Y npoGipkn emHicTio ~ 15 cm®
BHOCATbL Big 0 go 3,8 cm® PO34MHY NiQroToBNEHOI Npobu
i 6%-BU PO34YMH K2003 00 3aranbHoro o06'eMy pO34YMHY
B KOXHIl npo6|pu,| 3,8 CM Oani B koXxHYy npobipky p,o,u,aroTb
no 1,2 om® Boau, 1,0 om® 0,025 M po3sunHy KSCN, 2,0 CM
0,173 M (NH4)Fe(S04)212H20 B 2,5 M HNOs, 2,0 cm®
0,0025 M NaNOz 3aranbHuin 06'eM KOXHOIO pO34MHy CTa-
HOBUTL 10,0 cM°. Po3umHM nepeMiwyoTb i Aani ailoTb, SK
npu nobynoBi rpaayoBanbHOro rpagika.
OnTumizoBaHy METOAMKY BUKOPUCTAHO ANs BU3HAYEH-
HS BMICTY 3aranbHOro nogy y 3paskax 3 BinkoBoto i Xupo-

12; C(NaNO,): 5102 M (a); 510 M (6)

BOKO OCHOBaMu Ha Npvknagi CTaHAapTHOro 3paska CyXoro i
CBIXKOro MOJIOKa, a TaKOX COHALHWKOBOI onii. BugHo (tab-
nust), Wo 3HangeHun BMICT Moy B CTaHAAPTHOMY 3pasKy
CyXOro MOJioKka i CTaHOApPTM30BAHOMY 3pa3Ky COHSILLHWUKO-
BOI oflii € 6GnNM3bkMM 00 aTecToBaHMX 3HadeHb. Mpu aHanisi
3a3HayYeHux 00'ekTiB BiQHOCHE CTaHOapTHE BiOXUNEHHSI He
nepesuwysano 0,12. BMicT 3aranbHOro nogy y 3pasky cBi-
)KOro MOroKa He nepeBuLLyBaB BMICT PEKOMEHAOBAHUI Y
kpaiHax €Bpocoio3y (<100 mkr/am®).

Tabnuys

Pe3ynbTaTy BU3HAYEHHA noay B cTaHAapTHoMy 3pa3Ky (C3) Ta iHwux o6'ekrax (n=4, P=0,95)

06'ekT ATtecTtoBaHui BMicT, MKr I'/r 3HanpeHo, MKr I'/r (sg)
Monoko cyxe (C3 BCR CRM 151, Benbrisi) 5,00+0,14 5,00+0,15 (0,15)
Monoko cBixke Toprosoi mapku Crios'stHouka "BuMM-Bunnb JanH", YkpaiHa — 0,09+0,08 (0,12)
Onisl COHALLHMKOBA 3 aTECTOBAHUM BMICTOM 1ogy dipmu "ByHre YkpaiHa" 1,00+0,12 1,00+0,15 (0,11)
Onisl coHsawHMKoBa MogoBaHa "OnerHa" TY Y 15.4-00374385-008:2010 - 1,00+0,14 (0,12)

BUCHOBKW. 3HWKEHHAM KOHLUEHTpaLii 0aHOro 3 KOMmno-
HEHTIB peakLii — HITpUTY — ONTUMI30BaHO METOAMNKY BU3HA-
YEHHS 1ody, WO 3a TOYHICTIO HEe MOCTYNaeTbCHa BiAOMUM
aBTomMaTM3oBaHUM meToaukam [4—8]. Baxnusow nepesa-
ror ONTUMI30BaHOI METOAWKM € He3HayHa 3anexHiCTb
aHaniTM4Horo curHamny Big 4acy nepeOiry peakuii, Wo €
BaXNMBUM MPU BUKOHAHHI KaTaniTU4HUX crnekTpodoTomeT-
PUYHMX METOAMK aHanisy py4HUM crnocoboMm.
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ONTUMU3ALUA KATAIN VITVI‘-IECISOVI )KEJ'IE3O(III)-HVITPVITO-TVIOLWIAH/V\THOVI METOAWKWN ONPEAENEHUA
OBLUENo MOOA B OEPA3LIAX C OPFTAHUYECKOU MATPULIEN
Onmumu3supoeaHo criekmpoghomomempu4eckyro Memoduky onpedesieHusi lioda Ha ocHoee xene3o(lll)-Humpumo-muoyuaHamHol peakyuu, Komopas

Kamanu3supyemcsi (ioOudom, u HaliGeHbl ycr108usi He3HaYyumesbHoU 3a8UCUMOCMU aHaIUMUYECKO20 CU2Hasla om e8peMeHU MpomekaHusi peakyuu.
Knoyeenle cnoea: obwuli (iod, kamanumu4yeckue MemoOdbl aHasu3a, WesioyHoe 030J1eHue.

0. Trohimenko, PhD, trohimenko@univ.kiev.ua, V. Sukhan, Dr. Sci.
Taras Shevchenko National University of Kyiv, Kyiv

OPTIMIZATION OF CATALYTIC IRON(III)-NITRITE-THIOCYANATE METHODS OF DETERMINATION
OF TOTAL IODINE IN THE SAMPLES WITH AN ORGANIC MATRIX

For kinetic determination of iodine in samples with organic matrix is widely used of Ce(IV)-As(lll) and Fe(lll)-NO, -SCN  reactions, catalyzed by
iodine in the form of iodide. Rapid discoloration of the solutions when performing their manual way is a complication of catalytic spectrophotomet-
ric methods of analysis. This complication affects the reproducibility of the results. To improve the metrological characteristics of the mentioned
techniques necessary to carry out the repetition of the definition. The optical density of solutions significantly depends on minor variations in tem-
perature, duration of the reaction, small deviations of the fixed-time monitoring of the progress of the reaction.

Purpose of this work is optimization of the catalytic Fe(lll)-NO, -SCN methods determining of iodine in the form of iodide for determination of
total iodine in samples with organic matrix after high-temperature alkaline dry mineralization of samples using K,CO;.

In the work reduced the nitrite concentration to reduce the dependence of optical density of solutions on the duration of the reaction. With an
excess of Fe(lll) decrease the rate of decolorization of solutions by reducing the concentration of nitrite in 100 times and maintaining the concentra-
tions of other reagents, can be explained by absence under these conditions the redox mteractlon between the anions SCN and NO;'. It is estab-
lished that optimal are the following concentrations of reagents: C(HNO3)=0.5 M; C(KSCN)=2.510"° M; C(Fe(lll))=0.035 M; C(NaNO,)=510"* M. An im-
portant advantage of the technique is a slight dependence of analytical signal on-time of the reaction.

Keywords: total iodine, catalytic methods of analysis, basic sample preparation.



