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POTOMETPUYECKOE OIIPEAEJEHHUE
BAHAIUA(V) B HE®TAHBIX IIJIAMAX

P.A.AnneBa, P.3.Hazaposa, ®.M.Usiparos, U.I'.U6anos

baxunckuii cocyoapcmeennulil ynusepcumem

Ha ocnose ayemunayemona  cunmesuposan  3-[2-2udpOxcu-3,5-oucynvghogenunaszol-
nenmaouon-2,4 (R). Hszyueno wromnaexcoobpazosanue eanaous(N) ¢ cunmesuposaHuvim
Peazenmom 6 nPUCYmcmeuu i OmCymcemeuu Yemuimpumemuiammonuym-opomuoa (L{TMABY).
Oonopoono-VR-  u cmewanonueanonoe VR-LITMABY coedunenua obpasyromcs npu pH=4,
A=435 um u A=420um coomeemcmeenno. Koncmanmol ycmouuugocmu KOMNUIEKCO8 DPAGHbBL
1gf=10.88+0,05 ona VR u lgf=13.53+0,04 ona VR-LITMABY. Ycmanoereno coomHouieHue
peazupyrouux KOMNOHEHMO8 6 cocmase 00HOpooHo (1:2) u cmewanonrucanonozo (1:2:2)
coeOuHeHull, Komopule noouuHsaomces 3akody bepa 6 unmepsane konyenmpayuii sanaous 0.20-
245 u 0.20-2.04 mxe/mn coomseemcmeento. Paspabomana memoouxka gomomempuueckozo
onpeoenenus eanaous(V) 6 nepmsanvix wramax.

W3 nutepaTypHBIX MaTepHuaaoB W3-
BECTHO, YTO a30MPOM3BOJHBIE [-AMKETOHOB
BIIEpPBBIE OBLIN MPUMEHEHBI [Is1 GOTOMETPHU-
gyeckoro ompenenenus Meau(ll) m uzydens
pa3Hble XapaKTEePUCTUKU 3THX peareHToB [1].
B [1] nmoka3zaHo, 4TO B pacTBOpe a3ompo-
W3BOJHBIC alleTUJIAIICTOHA HAXOIATCS B TPeEX
TayTOMEPHBIX (opMax M KaKaas TayToOMepHas
dopma oOnamaeT BBICOKOW PEaKIMOHHOMN
CIOCOOHOCTBIO. BeposiTHO, UTO B 3aBHCHMOCTH
OT CpOJICTBA HOHOB METANIOB K pPa3HbIM
noHopubiM  aromam (N, O) komIuiekco-
o0pa3oBaHUEe NPOTEKAET C TOM MIM WHOU
dbopmoii TayToMepa, U B PE3yJIbTATEe PEaKIIUs
XapaKTepu3yeTcss BBICOKON HM30MpaTenbHON
CMOCOOHOCTBIO. YuuThiBasi, 4to BaHaauii(V)
OTHOCUTCS K pSAAYy METauioB, HMEIOIINX
0oJiee MPOUYHYIO CBSI3b C KHUCIOPOJAOM, YEM C
a30TOM, a TakXe CIIOCOOHOCTh JIaHHOTO
MeTayia o0pa3oBBIBATH OYEHb IPOYHbBIC
XeJlaTHbIE KOMIUIEKCHI C a30TCOAepkKaIlUMU
peareHTamMu [2], MOXXHO TMpeAcKa3aTh, 4YTO
a30MpOU3BOJHOE  aleTHianeroHa — 3-[2-
ruapokcu-3,5aucynbdodeHnna3o| neHTa uoH-
2,4 (R) wMoxer ObITh TPEAIOKEH Kak
(GoTOMETpHYECKHIT peareHT B OINPEICICHUN
BaHavs(V) B aHATUTUYECKOM XUMHUH.

C »5TOoil 1EeNbl0 H3Yy4eHO KOMILIEKCO-
obpazoBanue BaHaausia(V) c¢ 3-[2-TuapOxcu-
3,5-nucynbhodenunnazo]nenraguonom-2,4 (R)
U BIUSHUE KATHOHHOTO MIOBEPXHOCTHO-
AKTUBHOTO BEIIECTBA — LETUITPUMETHII-
ammonuym-opomuga (LITMABr) na xom-
IUIEKCOOOpa3oBaHHUE.

OKCIIEPUMEHTAJIbHAA YACTD

PearenT cuHTE3UpOBAaH MO W3BECTHOM
METOJMKE, COCTaB M CTPOEHUE MOIYYEHHOTO
COCIMHEHUSI YCTAHABIMBAIM C ITOMOILBIO
AJIEMEHTHOTO aHajau3a, a TakXke MEeToAdaMu
SIMP u UK-cniekrpockonuu [1].
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HK-crexktp: 1450 (-N=N-); 1600, 1640 (C=0);
1375, 1380 (CHa3); 1045 cv™ (ArOH).

ITony4yeHHsbIi peareHt XOpOLLIO
pactBopuM B BojJe. B pabote ucnonb3oBain
1.10°M cnupToBblil pactBop HTMABr u 1-10°
M pactBop Banamus(V), KOTOpBIA MPHUrO-
TOBJIEH M3 COJM BaHajgaTa aMMOHHUS IO
Meroauke [3]. s co3manus HEOOXOIUMBIX
3HaueHnid PH wucnons3zoBamu ¢ukcanan HCI
(pH 1-2) u ammwuauHo-arieTaTHBIC Oy(epHbIe
pactBopsl (PpH 3-11). Bce wucmonbp3oBaHHBIC
peareHThl WMeNW KBATH(DHUKANWIO HE HUXKE
y.n.a. Benmuunny pH pacTBopoB KOHTpOIHpO-
BaM C mnomompblo wuoHomepa HM-130 co
CTCKJIIHHBIM  3JeKTporoM.  Onrudeckyro
IUIOTHOCTh ~ PacTBOPOB  M3MEPSIIH Ha
cnektpodoromerpe «Lambda 40» (PERKIN
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ELMER) wu ¢orokonopumerpe KOK-2 B
KIOBETE C TOJIIUHOU ciiog {=1cM.

Meroauka NPUIOTOBJIEHUSA HedTH-
HBIX nuiamoB. Jlns aHamu3a ObUTH B3SITH 2
pasHbIX OOpasua HePTSIHOTO IIIama. AHalu3
MPOBOJAWIN MO CIEAYIOMEH METOIuKe: 2r
obpasia HarpeBay mipu 105°C B rpadutoBoit
yamke, 3areM cxuramu npu 550-650°C B
MydenpHO# meun. [lomyueHHyro 3011y pact-
Bopsuti B cmecu 8mum HF +3mm HCl +1wmn
HNOj3. [Tonyuennyto macty o6pabdarsiBanu 3-4
M1 HNOj3 mpu 50-60°C JUIS MOJHOM OTTOHKU
HF. 3aTem mosy4eHHbII 0caloK pacTBOPSUIH B
TUCTWUTUPOBAHHON BOZAE, TEPEBOIWIA B
kon0y emkocteio 100 M u pa3daBisn
JUACTUIUIMPOBAHHOMN BOJOM 10 METKH.

PE3VJIBTATHI 1 UX OBCYXXJIEHNE

W3yuenne 3aBUCHMOCTH KOMILIEKCO-
00pa30BaHUsl OT KHCIOTHOCTH CpEIbl TOKa-
3aJ10, YTO MAaKCHUMAaJbHBIH BBIXOJl OWHAPHOTO
komruiekca VR wnHabmomaercs npu pH 4,
Amax=435aM. B npucyrcteun [ITMABr

A -
0,4
0,3
0,2

0,11

o0pa3syercsi TPEXKOMIIOHEHTHOE COCIUHCHHE
VR-LITMABr (pH 4, Amax=420uM). Makcu-

MyM CcBeTOIorjoumeHuss peareira R u R-
LHTMABYr HaOJIroqaeTcs npu PHomr
Amax=382HM, Amax=293HM COOTBETCTBEHHO

(puc.). BuaHo, YTO OJHOPOAHO- M CMeIa-
HOJIMTAHJIHbIC KOMIUICKCHI BaHaJus HMMEIOT
MaKCHMYMBI TIOTJIONICHHUS, KOTOpPBIC CJIBH-
rafoTCsl B JUIMHHOBOJIHOBYIO OOJIaCTh  I10
OTHOIICHHIO K MaKCHMyMy  ITOTJIOIICHUS
pearenra. M3BectHo [4], 4ro mpu B3aumo-
JICUCTBUU a30COEUHEHM, COAEepKaIINX o,o'-
quokcurpynmnel, C  KIIAB B cmekrpe
CBETOIOIJIOIICHNsT HAOJII0AaeTCs IOSBIICHUE
HOBBIX IIOJIOC, KOTOPBIC pPACIOJOXKEHBI B
o0jacTi OOJIBIIUX JUIMH BOJIH, Ye€M IIOJOCHI
COOTBETCTBYIOIMUX (opM pearenta. C apyroit
CTOPOHBI, TIPH TEPEX0Je OT OJHOPOJHO- K
CMEIIAaHOJIMTaHIHBIM KOMILJICKCaM HaO0JII0/1a-
eTCs 3HAYUTEIBHBIA THUIICOXPOMHBIA 3D (deKT.
AHaIM3upys BCE 3TH CIEKTPAIbHBIC TaHHBIC,
MOXKHO CKa3aTh, uTo B cucteme VR-IITMABr
pean3yeTcs JIMTaHI-TATaHAHOe WIA TOYHEE -
ruapohoOHOE B3aUMOICHCTBHE.

O T T
250 300 350

400 450 A HM

Puc. 2. Cnektp cBeronoriormienus komiuiekcoB V(V) ¢ R B onrumans-

HeIx ycnosusx (pH 4, Cy g UTMABerO'S

1.R 2. R-LITMABr 3. VR

Kak mokaspiBaer ombiT, KoMiuiekc VR
obpasyercs 3a 20 munyt, a VR-IITMABTr 3a

30 wmuHyr. COOTHOLIEHHE pPEarupyroumx
KOMIIOHGHTOB B  COCTaBe 0Opa3yoIIuxcs
OKpAIlICHHBIX ~ KOMIUIEKCOB  YCTAQHOBJICHO

METOJJaMU OTHOCHUTENBHOTO Bhixona Crapuka-
bapbanens, ciBura paBHOBECHS! M H30MOJISIP-

M).
4. VR-IITMABr

HBIX cepuil. MomsipHble KO3 PHUIUEHTHI CBe-
TOMOTJIOIICHHUS] KOMIUIEKCOB PAaCCUUTaHBI IO
metony Haceimenus (eyg=7000 wu evr-
1rMaer—11500) [5]. YcraHOBNEHBI MHTEPBAIbI
KOHIICHTpaIui, T1ie co0roaaercs 3akoH bepa.
BrIunciieHbl KOHCTaHTBl YCTOMYMBOCTH
OJIHOPOJTHO- ¥ CMEIIAHOJIUTAH/IHBIX KOMIIJICK-
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coB V(V). Jlng pacdera KOHCTaHT yCTOHYH-

BOCTH KOoMILIekca VR ucrosbp30Bainn METOI
nepeceueHus KpuBbIX [5].

W3y4eHo BIMsSHHE MOCTOPOHHUX HOHOB U
MAaCKUpPYIOIIUX BEHIECTB HAa  KOMILIEKCO-
obpazoBanue V(V) ¢ peakTUBOM B IPUCYT-
crBu u  orcyrctBun I[TMABr (ta6m.l).

Ta6.1. JlomycTrMbIe COOTHOIIEHHUS TIOCTOPOHHMX BelecTB K BaHaausi(V) mpu
€ro onpcaACICHUN B BUAC OJHOPOAHO- U CMCIIAHOJIUTAHAHOTO KOMIIJICKCOB.

Hown nnu BemecTso R R+IITMABT rﬁi?/gzg?g] Apcenosa Il [7]
Na(l) 6000 6000
K(I) 10000 10000
Mg(ll) 210 420
Ca(ll) 1000 1000
Ba(ll) 1200 1200
Zn(11) 2124 1112
cd(n 150 500
Mn(I1) 1000 2000 *
Ni(ll) 830 277
Co(ll) 277 277 *
AI(I) 78 127
Cr(111) 1500 1500 *
Mo(VI) 450 450
W(VI) 140 420 *
Pb(1V) 180 300
Bi(lll) 315 950
Cu(ll 8 4 *
Ti(1V) 15 150
Fe(lll) 10 10 * *
Tpwunon b 20 40
MoueBuna 535 18
TromoueBrHA 2000 2000
JluMmoHHas KHCIIOTA 40 40
Bunnas xucinora 45 225
* MeIarT
[Ipu cpaBHeHWMM WM30MPATEIFHOCTH TPOBEPSUIH MeTOAOM n00aBok (Tabmn.2). Ilpum

peakTuBOB st ompenenacHus BaHaausa(V),
W3BECTHBIX U3 JUTEparypsl [6,7] u pearenta R,
BUJHO, YTO CHHTE3WPOBAHHBIA HAMU PEAreHT
XapaKTepu3yeTcss  BBICOKOM  HM30MpaTelib-
HOCThIO B npucyrctBuu LITMABTY.
Metoauka onpenejenus BaHagusi(V)
B HeQTsHbIX nuiamax. ConepkaHue BaHa-
muss(V) B oOpasmax ompenensuida  GpoTomer-
PHUYECKUM METOJIOM U pe3yJbTaThl aHAIN32

onpenencanu Banaaus(V) (HoToMeTpUUECKUM
METOZ0OM UCTIOJIb30BaJIH CJICYIONIYIO
METOAMKY: AJIMKBOTHYIO YacThb MOJIY4E€HHOTO
pacTBopa MoMemaid B KOJIOy BMECTHUMOCTHIO
25 mi, nobasasanu 3.5 mi 1-10° M R, 0.5 mu
1:10° M LITMABr, 1 mn 1-10" M Bunuoi
KHCIIOTHI W pa3zbaBisui A0 MeTku ¢ pH=4.
OnTHYeCKYIO MIIOTHOCTh PACTBOPOB U3MEPSITH
npu A=440 um B kioBete (=1 cm Ha KDK-2
OTHOCHTEJIBHO pacTBopa (oHa.

Tab. 2. Pesynbrarsl onpenencaus Banaaus(V) B Hedrsaubix nuiamax (n=5; P=0,95)

O6pa3er niama DoTOMETPHUIECKUIT METOT Merton 106aBoK
Ne MKT/MJI ( x10°%) MKI/MJI ( x10°%)
1 0.388 2.04 1.42 2.06
2 0.367 2.03 1.40 2.04
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VANADIUMUN(V) NEFT SLAMINDA FOTOMETRIK TOYINI
R.9.9liyeva, R.Z.Nazarova, F.M.Ciraqov, I.H.Ibadov

Asetilaseton asasinda  3-[2-hidroksi-3,5-disulfofenilazo]pentadion-2,4 (R) reagenti sintez
edilmisdr. Vanadiumun bu reagentlo setiltrimetilammoniumbromid istirakinda vo istiraki
olmadan kompleksamalagalmasi oyranilmisdir. Miiayyan olunmusdur ki, eyni va miixtalifligandli
komplekslorin amalagalmasi uygun olaraq pH 4, 1,,,=435 nm Vo 4,,=420 nm-d> miisahida
olunur. Komplekslorin davamliliq sabiti VR va VR-STMABr iigiin Igf=10.88+0,05 va
lgf=13.53+0,04 borabordir. Binar (1:2) vo miixtaolifligandli (1:2:2) komplekslaorin torkibi, Ber
qanununa tabegilik intervallart 0.20-2.45 va 0.20-2.04 mg/ml V toyin edilmisdir.
Vanadiumun(V) neft slaminda fotometrik tayini metodikast islonib hazirlanmisdir.

PHOTOMETRIC DETERMINATION OF VANADIUM(V) IN OIL SLUDGE
R.A.Alieva, R.Z.Nazarova, F.M.Chyragov, 1.Q.Ibadov

On the basis of acetylacetone there has been synthesized 3-[2-hydroxy-3,5-disulfo-
phenilazo]pentadion-2,4 (R). Complexformation of vanadium(V) there has been studied with
synthesized reagent the presence and in the absence of setyltrimetylammonium-bromide
(STMABTr). The binary and mixedligand complexes are formed in pH 4, A,.,=435 nu and
Auax=420 nm accordingly. The stability constants of complexes are Igf=10.88+0,05 VR and
lgf=13.53+0,04 VR-STMABr. The proportion of reacting components in binary (1:2) and
mixedligand (1:2:2) complexes has been established which are liable to Bers law whitin the
range of concentrations of 0.20-2.45 and 0.20-2.04 mg/ml V accordingly. Methods of
photometric determination of vanadium(V) in oil sludge have been developed.
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