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HOBUIi PEATEHT JJI51 EKCTPAKIIHHO-®OTOMETPUUYHOI'O
BU3HAUYEHHS OCMIIO (V1)

© Kopmows K.O., Koponwvuyx C.1., 2007

3anponoHOBaHO Ta JOCJTiI)KEHO HOBHUIl peareHT AJsA eKCTPaKuiiiHO-(oTOMeTPUYHOIO
pusHaueHHnst ocmiw (VI) -2-[2-(4-Aumeruiamino-denin)-Binii]-1,3,3-TpumeTni-5,7-1uépom-
3H-inpomairo xaopua (5,7-ABAEAC). Iloka3zano, mo Ocwmiii (VI) y kuciaomy ceperoBuii
OKHCHIOE HOAUI-i0HM /10 BiIbHOIO ii01y 3 YTBOpeHHAM Tpuiioaua-iona, sikuii 3 5,7-IBJAEAC
YTBOpIO€ ionHmii acouiar. JocaixkeHo onTUMAJIbHI YMOBH NpoBeleHHsI peakuiii. Po3podJiena
eKCcTpakuiiiHo-(poToMeTpUYHA MeTOAUKA Bi3HAaYeHHsI ocmito (V).

The new reagent for extractive-photometric method of determination of osmium (VI) —
5,7-DBDEAS, offered and explored. It is shown that an osmium (V1) in a acid media oxidizes
iodide-ions to the free iodine with forms to the triiodide-ion which from 5,7-DBDEAS forms
the ionic associate. The optimum terms of conducting of reactions are explored. The
extractive-photometric method of determination of osmium (V1) is developed.

Jdns BU3HA4YeHHS MIKpOKUIbKOcTel OcMilo HaldacTimie 3acTOCOBYIOTh CHEKTPO(QOTOMETPHYHI
METOJUKH, HauyTIUBINIOW cepen sSKuX € BusHadeHHs Ocmito 3 1,5-mudeninkapborimpasumom [1].
Excrpakiiiss Ocmiro y Burisiai ionnux acomiatiB (IA) BuBueHa HemocTaTtHbo. Y pobotax [2, 3] HaBemeHi
MeTOAMKA BH3HaueHHS OcMil0 3 Tia3MHOBHMH, TPHU(EHIIMETAHOBUMH, POJaMiHOBUMH OapBHHUKaMHU.
IIpote, i GapBHUKK HE 330BOJBHIIOTH BCi BUMOTH MO0 CEIEKTHBHOCTI Ta YyTAMBOCTI MeTOIUK [4], He
JAafOTh 3MOTH BH3HayaTd OcMill y PI3HHX CTYNEHSX OKHCHEHHs. PaHime HaMu MoKa3aHa MOKIJIHBICTb
BusHavyeHust ocMmiro (IV) mosiMeTrnHOBUM GapBHUKOM — acTpadiiokcutom [4].

Mera 1i€i poOOTH — TOCTiHKEHHS MOXIIUBOCTI BUKOPUCTAHHS HOBOT'O OapBHUKA CTUPHUIIOBOTO PSITY
2-[2-(4-Aumetnnamino-¢penin)-pinin]-1,3,3-rpumeTtnin-5, 7-nuopom-3H-ingonito  xnopun  (5,7-ABJAEAC)
1utst Bu3HaueHHs ocMito (V).

ExcnepumenTtanbHa yactuHa. Buxinauii po3unn OcMilo TOTyBaJIM PO3YHHEHHSM TOYHOT HABAYXKKH
npenapaty K,0s0,:2H,0 (ALDRICH) B 3,0 mons/n KOH. Po34nHu 3 MEHIIIO KOHIIEHTPAIEI FOTYBaIH
PO30aBIAHHSAM BHXIIHOTO B JICHb EKCIIEPUMEHTY O1TUCTUIIATOM.

OcHoBauii OapBHuK 5,7-JIB/IEAC Bhepiue CHHTE30BaHMH HaMd MpPH B3a€MOAIl I-Ii€TUIAMIHO-
Oenszanbaeriay 3 5,7-mubdpom-1,3,3-rpumernn-3H-1Ha0mii XJI0pUIOM. Horo CTPYKTypHa hopMyna Taka:
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Po3uun GapBHHKA 3 KoHIeHTpauiero 1-10° Momw/l roTyBamu 3a JOMOMOTOX PO3YMHEHHS TOYHO
HAaBOXKM TMpernapary Yy BOAHO-€TaHOJbHOMY po3uuHi y cmiBigHomeHnHi 10:1. YuctoTy OapBHUKA
MepeBipsUIM TOHKOLIAPOBOK Xpomarorpadiero Ha a mwiacturkax “Sorbfil”. Pyxomoro da3zoro Opanu cymimn
OyTaHOJ: ameTaTHa KHCIIOTa : BOJa Y CriBBigHOIIEeHHI — 4:1:5 .

KucnoTHicTs po3unHiB KOHTPOJIOBAIH 3a 0MOMOroro ionomipy U-160 M, i perymnroBaiu aneTaTHo-
amiauHuM OydepHHUM pPO3YMHOM, OPTOGOCHOPHOIO Ta XJIOPUAHOI KHCIOTaMH, TiAPOKCHAAMHU HATPIiIO
Ta KaJilo.

CnekTpH mornMHaHHs peecTpyBaiy Ha cnektpodotomerpi CP-2000, sik ecTpareHTH BHUKOPUCTOBYBAITH
OpraHiuHi pO3YMHHUKH: TeKCaH, O-KCWICH, OCH3EH, TOIyeH, YOTHPUXJIOPUCTHI KapOOH, MapKH "X.d.".

Excrpaknito npoBoaniu npu temmeparypi 18 — 21 °C B mpoOipkax 3 NpUTEPTHUMH KOpKamMH. Y
npoOipKH BHOCHIM BiAmoBifHI 06’emu cranmaptHoro po3umny Ocwito (VI), nomaBanu po3duH Kamiid
Honuay, CTBOPIOBAM BiINOBIAHY KHUCJIOTHICTh PO34YMHY 1 JOBOIMIN 00’ €M BoAHOI (ha3u OiqNCTUIIHOBAHOIO
BOOIO 10 5 mMi. Yepe3 nmeBHUN MPOMDKOK Yacy JoJaBajd S5 MJI OPTaHIYHOTO PO3YMHHHUKA 1 MPOBOIUIU
ekcTpakuito npotsirom 60 c. Binainsum opraniuny a3y i gogaBanu 10 BOAHOTO PO3UMHY 00 €MOM 5 M,
SIKMA MICTHB HEOOXiaHi KimbkocTi Opomin (Hommm) -ioHiB, OapBHHKa, HeoOXimaHe 3HaueHHs pH cepemo-
Buma. Jlani 3H0By npoBoamIN eKcTpakiito mpoTsiroM 30 ¢, BILAUISIN €KCTPAKT 1 MPOBOAMIN BUMIPIOBaHHS
ONTUYHOI TYCTHMHU Ha crektpodorometpi. [lapanensHo 3aificHIOBaIM BH3HAYEHHS HYJIBOBOIO PO3UYHMHY
(6e3 Ocmiro).

Pe3ynbTaTn Ta ix o6rosopenHsi. BcranosneHo, 1o mocmimpkyBanuii 0apsuuk 5,7-J1BJJEAC y BogHHX
posumHax icHye B Tpbox dopmax (puc. 1): R* — ionmil (A = 565 HM, &y = 86000 m/momb-cm), HR* —
poTOHOBAHIH (Ayax = 377 HM, €4 = 32000 n/mosb-cMm) i rimpomizoBaniii — ROH (A = 304 HM, €0y =
= 33000 n/mob-cM); KOHCTAaHTU IIPOTOHYBAHH 1 T1APOTi3y MalOTh Taki 3HaueHHS, pK,,, = 2,32, pK,. = 10,56.

A

0,8 R

ROH

0,2

0,0 T
700
A, HM

T T 1 T
300 400 500 600

Puc. 1. Enexmponnui cnekmpu noznunanns pisnux gopm 5,7-IB/[EAC

Bimomo, mo Os (VI) € cumpauMm okucHuKOM. Hamu MMokasaHo, IIO IO BIIACTHBICTH MOJKHA
BHUKOPHCTATH 3 aHATITHYHOIO MeToro. ITix yac B3aemoxnii Os (V1) 3 fioaua-ioHaMu y KHCIIOMY CEpEIOBHIIT
BUJIAETECA MOJICKYJISAPHUN HOJ, SKHi JOOpe eKCTpParyeTbCs apoOMaTHYHHUMH BYTJICBOAHAMHU. Y pasi
B3aeMoii oxepxkanoro ekcrpakry 3 5,7-JIBJIEAC y npucyTHOCTI HOAHI-I0HIB YTBOPIOETHCSI iIHTEHCUBHO
3abapeieHuit ionHuit acomiar (IA), 3a cxemoro

12 (0) + I-(B) + R+(B) - [13]-'R+(0) (R+_KaTiOH 5,7‘ﬂB21EAC),

110 € epeKTHBHOIO aHANITHYHOIO hopmoto st BusHaueHHs Os (V).
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BceranoBneno ontumansHi ymoBH yrBopeHHs Ta excrpakuii IA: pH 3 — 8; Csz.supac = (0,2 —
1,4)-10"* momns/1 (puc. 2); Cx; = (2 — 8)-10% monb/1.

B ontumanbHHMX yMoOBax YTBOpPEHHS Ta eKcTpakuii IA mociikeHo BIUIMB Pi3HUX I1OHIB Ha
aHamiTHyHUN curHan OcMito; 3HATI CHEKTpH cBIiTJIONOrIMHAaHHSA [A, 3 SKMX pO3paxoBaHi OCHOBHI
criekTpodoToMeTpuuHi xapakrepuctuku (Tabdi. 1); moOynoBanuit kaniopyBaibHuil rpadik. ExcrpakimiiiHo-
doromerpuunomy BuzHadeHHto Os (V1) 3 5,7-IBJIEAC ue 3aBaxatots ClI, F' i SCN’ -ionu, kationn
JyXHHX 1 Ty’KHO3eMenbHuX Metanis, 300-kpaThi kinekocti Cd**, 1600-kpathi kinexocti AI** i Ni**, 2500-
KpaTHi KUTBKOCTI Zn?*, Co* u Cr*. BusHauyeHHIO 3aBaXKAIOTh CHJIbHI OKUCHUKH T4 BiJHOBHUKH, 3HAYHI
kinskocti Cu*, Hg?*, Pb®", Bi**. 3akon Bepa Bukonyetbes B Meskax 0,95 — 14,25 mxr Os (V).

A -
1,0+ 1
. —— —— —s .
- A\;\‘
0,8 2
0,6 1
0,4 1
0,2 4
3
L 2 v
T T 1
1,0 1,5
-4
C5’7_HBHEAC,10 MOJIB/ T

Puc. 2. Bnaus xonyenmpayii 5,7-JbJEAC na onmuuny eycmumy eKCmpakmia.
1-14,2- 44, 3 - **xonocma npoba™

Tabruysa 1
OcHOBHI cIeKTPO(OTOMETPUYHI XapAKTePUCTHKH eKCTPaKTiB JA
ExcTpareHt Amax , HM g, 107 AJA, R, %
Tonyen 587,4 51 12,9 87,3
o-Kcunen 587,4 4.6 1,7 86,2
CClL, 587,4 57 5,6 89,3
Benszen 587,4 8,1 2,7 96,2

Po3pobiiena HOBa MeToAMKa eKcTpakiiiHo-poTomerpuuHoro BusHaueHHs OS (VI), mpaBuibHiCTh

SIKOTO TIepeBipeHa i Yac Bu3HaueHHs OCMil0 y MOJENBHUAX PO3YMHAX METOAOM “‘BBEJEHO — 3HaiineHo”
(Tabum. 2).

Metoanka BusHadeHHss Os (V). ¥V mpoOipku 3 mMpUTEPTUMH KOPKAMH BHOCHIIM PO3YHH, SKHIA
mictus 0,95 — 14,25 mxr Os (VI), nomasamu 0,5 mu 0,1 M pozuuny Kl, 0,6 Mt 19 M HPO, i moBoawiu
00’eM 110 5 M1 OiqUCTHILOBaHOIO BO/IOKO. Uepes 5 XB moaaBany 5 M1 OpraHiYHOTO PO3YMHHHKA TOIYEHY 1
exctparyBanu mpotsirom 60 c. Ilicias posmineHHs (a3 Bimaiisim opraHiuHy ¢asy | HepeHOCHIHn B
poGipky, ne 6yno Brecero 0,2 M 1:10° mons/n posunny KI, 1,0 M 6ydeproro posuuny 3 pH = 6,0 i
0,2 mn 1-10° mons/n po3unny OapeHuka 5,7-1BJIEAC 1 BIAMOBIIHO JOBOIMIHM O1IMCTHUILOBAHOK BOJIOKO
mo 5 mu. IloBropHo ekcrparyBasiv mnpotsirom 30 ¢, micis posmiieHHS (a3, eKCTpakT Biagisuig i
(doromerpyBanu Ha criekrpodoromerpi mpu A = 589,0 um i | = 0,5 cm, me 3a po3unH MOPIBHAHHS Opanu
tosyeH. [lapanebHO MPOBOIIIIM BUMIPIOBAHHS HYJILOBOTO po3unHy (0e3 BMicTy OcMmiio).
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Tabruys 2

Pe3yabraTu Bu3nauenns Ocmiro (N =5, P = 0,95)

Bseneno OS , MKr 3uaiineno OS , MKr
Keep FAX S,
1,9 1,92+0,04 0,018
5,7 5,70£0,15 0,023
10,5 10,40+0,24 0,020
13,3 13,20+0,29 0,019

BucHoBkH. 3amponoHOBaHO Ta JOCHTIHKEHO HOBHH pEareHT U €KCTPaKIidHO-()OTOMETpHYHOTO
usHaueHns ocmiro (V1) — 5,7-IIBJEAC. Tlokasano, mo Ocwmiit (V1) y kucinoMy cepeoBHIlli OKHCHIOE
HOMUA-IOHM JI0 BUIBHOTO HOJY 3 YTBOPEHHSM Tpuiomua-iona, skuit 3 5,7-JIBJIEAC yTBOproe ioHHMIA
acomiar. JlociimkeHo onTuMansHi YMOBHY MPOBEACHHS peakiiil. Po3pobiena excrpakuiiino-poTomeTpruuHa
Mmeroauka BuzHadenust Ocmiro (V).

Moasika
Poboma euxonana 3a uacmxosoi ginancogoi niompumxu Minicmepcmea océimu i Hayku Yxpainu
(epanm Ne MI177-2006).
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JAOCJILIKEHHA
HATPIA 4-AIIETUWJIAMIHOBEH3EHTIOCYJb®OHAT
IT'EKCAHIAHO®EPATY (II)

© boposa OA., Cemenuwun /1., Bosuax 3.P., JIybeneywv B.1., 2007

3niiicneHo cuHTe3 i (izMKo-xiMiuHe HOCHiKeHHs1 HaTpiii 4-aneTua-amMiHoOeH3eHTIO-
cyiabdonar rexcanianogepary (II) IY crniekTpocKomivHUM i TepMOrpaBiMeTPHYHHM METOJAMHU.
BcraHoB/1eHO, 110 YTBOpEHHSl KOMILUIEKCY BiI0yBaeTbcsl 3a PaxXyHOK NPOTOHI3alii aToma
Hitporeny. 3anponoHoBaHa cxeMa TePMi4YHOT0 PO3KJIATy CHOJIYKH.

Both synthesis and physic-chemical investigation for sodium 4-acethylaminobenzenthiosul-
phonate hexacyanoferrate (I11) have been carried out by means of IR-spectroscopy and TGA
methods. It has been discovered that complex formation occurred via protonation of Nitrogen
atom. The scheme for thermal decomposition of this complex has been offered.

Tiocynap(oKUCIOTH Ta iX ecTepH € CTPYKTYPHHMH aHAJOTaMH NPUPOIHUX (GITOHIMIIB, 30KpeMa,

gacuuky (Allium sativum), mu6yni (Allium cepa), ramumbGokoBomHOI MOpPChKOI Bogopocti Echinocardium
cordatum. ¥V cydvacHiii MemuIMHI PO3MNISAAIOTH JIIKYBaHHS MNpenapataMd Ha OCHOBI IHUX POCIHH SK
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