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OOTOMETPUYECKOE OITPEJEJIEHUE CKAHAMA(IIL)
C 2,2',3,4-TETPAOKCHU-3'-CYJIb®O-5'-HUTPOA3OBEH30JIOM
B [TIPUCYTCTBUU TPETBEI'O KOMIIOHEHTA

C.P.TAIKUEBA, T.U.AJIMEBA, ®.M.YbIPAI'OB

Hsyueno xomnnexcoobpaszosanue ckanousa(lll) c 2,2 3,4-mempaokcu-3 ~cyno-
@o-5 ~numpoasobenzonom 6 omcymcmeuu u npucymcemeuu 1,10-¢penanmponuna, §-
OKCUXUHOTUHA U @, Q-OUNUPUOUTA.  YCMAHOGNEHbl ONMUMATbHBIE  YCIO08US  UX
06pazosanus,  paccuumanvl cnekmpoghomomempuyeckue — XapaKmepucmuxi.
Buiuucnenvt koncmanmul  ycmotiuugocmu  komniekcos. OnpedenieHvl UxX COCMasyl
pasnuunbiMy  memooamu.  HM3yuenue — 6nuAHUA ~ NOCMOPOHHUX — UOHO8  HA
KOMNIEKCo00pa3osanie nokasao, ymo onpedenenue ckanous (I1) ¢ smum peaxmusom
8 NPUCYmcmeuy mpemoe2o KOMIOHenma oo1adaem blcOKOU U3OUpamenbHOCmbio.

W3 nmutepaTyphl U3BECTHBIE METOAUKH (POTOMETPUUECKOTO OINPEACICHUS
CKaH[TUA, HaIpuMep, CcTHITE0a30, 4-(2-mupurIa3o )pe3opIivH,
OpOMITMPOTAJUTONIOBEIN KpacHBIN, CTHIIH0a30XpOM, pe30pluaIbIerua-GhopMu-
TUJIPa30H, 3PUOXPOMIIMAHUH, 0-OKCU(DEHWI(IYOpOH, HECMOTPS Ha BBICOKYIO
YyBCTBHTEIHHOCTh, UMEIOT HEKOTOPBIE HEAOCTATKH, KOTOPHIE B OOJBIINHCTBE
CIIy4aeB CBS3aHBI C MAJOM30UPATETHFHOCTRI0 MeTOANK. OTpeneIeHuIo CKaHans
B YKa3aHHBIX, a TAK)XKE B JIPYTUX METOJUKAX, B TOW WM HHON CTETICHU MEIIAI0T
MOYTH BCE DIIEMEHTHI, COMyTCTBYIOUINE €My B IMPOMBIIIJICHHBIX W TPUPOIHBIX
oowektax.[1].IloaToMmy  pa3paboTka  BBICOKOM30MPATEIHHBIX METOJIUK
onpenenenus ckanaus(lll) cuntaercs BeckMa akTyalIbHOH.

2,2‘,3,4—Te’I‘paOKCI/I—3'—CyJ'IL(I)O—5'—HI/ITp03306€H30J'I OTHOCUTCS K  KJaccy
A30COCMMHEHNI Ha OCHOBE MHPOralioia, KOTOPBblE CUMTAIOTCS — IICHHBIMHU
AHAMTHYECKUMH ~ peareHTaMHd T (POTOMETPUYECKOTO — ONpEeselicHusT  psiia
METaJoB.[2]

Lenp nHacrosimeit pabOThl —CHEKTPOPOTOMETPHUIECKOE HCCIIETOBAHHE
Pa3HOMUTAHIAHBIX KOMIUIEKCOB CKAaHIHUS C 3TUM PEareHTOM B MIPUCYTCTBUU U
OTCYTCTBHHM TPETHET0 KOMIIOHEHTa U pa3paboTKa BBICOKOCEICKTHBHOM
METOJUKHU (HOTOMETPUIECKOTO ONPEIEIIEHHUS €r0 B aTIOMOCUINKATHBIX PHIXJIBIX
otnoxkeHusIX.(CI'’XM-2).

IKCcNepuMeHTAJIbHAS YaCTh
Ammapartypa. ONTHUYECKYI0 IUIOTHOCTb  PAacTBOPOB HU3MEpsUIM Ha

49



cnektpoporomerpe “Lambda-40“ ¢ xommproTepHBIM OOecriedeHreM ((QUPMBI
«Perkin Elmer») m nHa dotosnekrpokamopumerpe KDPK-2 B KkioBere c
tommuHoi cmos {=1 cm. 3nauenne pH aHAIM3MPYEMEBIX pacTBOPOB
KoHTponupoBain pH-merpom mapku pH-121 co CTEKISHHBIM 3IIEKTPOIOM .
VY enpHy0 3IeKTPONPOBOJHOCT PACTBOPOB HM3MEPSUIM HA KOHIYKTOMETpE
KO9JI-1M2.

Pearentbl U pacTBOpbI. PeareHT CHHTE3UpOBaH 1O METOAMKE [2], ero
COCTaB M CTPOCHHE YCTaHOBJECHBI METOJAMHU dJeMeHTHoro anamm3a u HWK-
CIIEKTPOCKOIINH.

HO OH HO SOzH
HO N=—N
NO,

UK-cnexTp (CM_I)I 1578 (-N=N-); 1042, 1046, 1050,1054 (Ar-OH)
Brruucneno, % C 38,81; H 2,43; N 11,32; S 8,63.
Haiineno, % C 38,79;H 2,39;N11,30; S 8,60.

Pearent xopomo pactBopuMm B Boje. B pabore ucmonb3oBanu 1:10°M
pactBop ckaaawsa(11l), mpuroTOBICHHBIN M3 MeTauHIeckoro ckauaws [3], 1-10°
*M BoHelii pactBop pearenta(TCHAB), 1-10°M BOIHO-3TaHOJIbHBIE PACTBOPHI
1,10-peHanTponuna, 8-OKCUXHHOTMHA M OO -AUIHPHIMIA. J{Is CO3aHHs
HeoOXoauMbIx 3HaueHWdt pH wcnompzoBanm ¢ukcanan HCl (pH=1-2) u
aMMHagHO-alleTaTHeIe OydepHbIe pacTBopsI (3-11).

PesynbTaThl 1 HX 00CYXIeHUE

Nzydenne 3aBucuUMOCTH KoMILiekcooOpa3zoBanus oT pH mokaszano, d4ro
BBIXOJ KoMIutekca ScR makcumaneHn mipu pH =2, A,.,x=477 HM, a peareHT umeeT
MaKcHUMaJIbHOe Toromenue mpu A=397 uMm. B mpucyrcrBum 1,10-penHanTpo-
TMHA, 8-OKCUXWHOJMHA U 0,0 -TUIHPUANIA 00pa3yroTcsl TPEXKOMIIOHEHTHBIE
coequHenus ScR-Fen, ScR-OX, ScR-Dip, ontumanbhbie npu pH=2, A,,x=480,
479, 480 am. (puc.1).

A
0,6
05
04
03

02

1 2 3 4 5 6 7

Puc.1. 3aBucuMocTh ONTHUECKOHN IIOTHOCTU pacTBOpoB komiuiekca ckanaua(Ill) ot pH
B IPHCYTCTBUM U OTCYTCTBHH TPETBCIO KOMIIOHEHTA MPH Aoy Ha (DOHE XOJIOCTOro
ombiTa.l. ScR; 2. ScR-Fen; 3. ScR-Ox; 4. ScR-a.,a.-Dip



I/I3y‘-IeHI/Ie CIICKTPOB MOTJIOIIECHUA PA3HOJMI'aHAHBIX KOMIIJICKCOB B
3aBUCUMOCTH OT pH cpenbl mokaszano, 4To Mpu UX 00pa30BaHUU HAOIIOAACTCS
0aTOXPOMHBIN CIHBUT IO CPAaBHEHHUIO CO CIIEKTPOM OWHApHOTO KOMITIEKca.(
puc.2).

O T T T
350 400 450 500

A, HM

Puc.2. Cnextpsl NOTJIOIIEHHs pacTBOpa peareHra 1 ero kommiekcoB ¢ ckanaueM(I1l) B
HPUCYTCTBUM M OTCYTCTBHHM TPETbEro KOMIOHEHTA IIPU ONTHMAaJIbHOM 3HadeHuu pH
COOTBETCTBYIOIIUX CUCTEM

1-R; 2. Sc-R; 3. Sc-R-Fen; 4. Sc-R-Ox; 5. Sc-R-a,0 -DipCs=1-10" M; Cp=1-10" M;
Cox,Fen, -a,0.-Dip=1-10M, Lambda-40, =1 cm, pou-H,O

CooTHOIIEHNE pearupyronMx KOMIIOHEHTOB B COCTaBe OOpa3yrOIUXCS
OKpAaIIeHHbIX KOMIUIEKCOB YCTaHOBJIEHO METOJaMU OTHOCHUTENIBHOTO BBIXOAA
Crapuka-bapbanens, ciaBura paBHOBECHS ¥ HW3OMOJBIPHBIX  cepuii[4].
Pe3ynprarel Bcex METOJOB MOKa3ald, YTO COOTHOIIEHHE KOMIIOHEHTOB B
OuHapHOM KoMIuteKkce Sc-R paBHO 1:2, B pa3HONMMIaHIHBIX KOMIUIEKCAX PaBHO
1:2:1.

['pamynpoBouHbIii Tpaduk TUHEEH B AMana3oHe KOHLEHTpauud Sc-R
0,025-2,52 mxr/ma, Sc-R-Fen 0,05-2,88Mmkr/mi, Sc-R-Ox  0,05-2,16 MKr/mi,
SC—R-OL,(X,-Dip 0,05-2,88 MKI/MII. Momnsipabie KO3 UITHCHTHI
CBETOIOTJIONICHUS TIPU Aoy KOMIUIEKCOB PaBHBI €s..r=18500, €gc.r.ren=28000,
EscR0x=25000, & o0 -Dip=22500.

YCTaHOBJleHO, YTO B NPHUCYTCTBUH TPETHEro KOMIIOHEHTA 3HAYUTEJbHO YBEJIHYUBACTCH

H30upaTeqbHOCTL peaknun. CpaBHHTeIbHbIe JaHHble W30HPATEJIbHOCTH (POTOMETPHUECKOTO
omnpesie/IeHUs] CKAHAMS ¢ U3BECTHBIMU METOAMKAMU NPHBeIeHbI B Ta0nue 1.
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Taoauna 1

Honycmumvle coomHnouienuss ROCMOPOHHUX U MACKUPYIOUUX 8EUECE K
CKaHOUIO Npu ee onpeodenenuu 8 guoe OUHAPHO20 U PAZHONUSAHOHBIX
KOMNIEKCO8 (MACCO8ble COOMHOUEHUSL ¢ no2peutHocmuio 5 %)

Won nnu Sec- Sc-R-o,0- | Sc-R- Sc-R- Opuoxpom | MopuH [1]
BEILECTBO R Dip Fen Ox raHuH[ 5]

Na(l) 50 2555 3066 3067 -

K() 90 4333 5200 6933 - Meruaer
Mg(1) 27 267 427 375 -

Ca(Il) 444 622 889 533 - Mermaer
Ba(Il) 1522 2436 2436 1827 - Mermaer
Zn(1D) 72 722 1011 867 -

Cd(II) 124 1244 1493 1493 -

Mn(1T) 61 611 1100 611 -

Ni(IT) 66 393 1311 787 -

Co(II) 131 656 1180 787

Sn(1D) 1322 2644 1586 1586 Meruaer

Cu(Il) 711 1422 1137 853 Memaer Memaer
Pb(Il) 46 460 279 230 Memiaer Memiaer
AI(IID) 60 300 360 300 Memaer Memaer
Ga(III) 8 64 56 80 Mermaer Mermaer
In(I1T) 13 65 52 78 Mermraer Mermraer
Nd(IIT) 16 80 80 64 Meruaer

Bi(IlI) 23 232 279 279 Memaer Memaer
Cr(II) 12 578 1156 693 He memaer

Zr(IV) 101 1011 1011 1213 Memaer Memaer
V(V) 6 42 36 30 Meruaer

Mo(VI) 21 189 210 210 Meruaer

W(VI) 204 2044 2862 2463 Mermraer

C,0.” 20 60 100 80

MoueBuHa 667 800 933 800

Tuomou-a 846 1015 870 1013

Tpunon b 8 40 64 72 Memaer

Jlumonnas 43 86 86 213 Mermraer

KHCIIOTa

BrruncneHsl KOHCTAHTHI yCTOﬁ'—IHBOCTH HUCCICIOBAHHBIXX KOMIIJIICKCOB

ckaamusa (III).Cormacao pacueram €qK;=4,2110,09 (Sc-R);

£gK,=4,66+0,07

(Sc-R-Fen) ; £qK;=4,8410,08 (Sc-R-Ox); £qK;=4,83+0,04 (Sc—R—a,a'—Dip)

Onpedeﬂenue CKaHOUsA 6 ANIOMOCUTIUKAMHBIX PbIX]IBLX OMJIOHCEHUAX

(CTXM 2)

Xoa anaam3a. J{nsg ananmsa B34T0 2,5 T 00pasiia alfOMOCHIUKATHOTO
peixiioro otnoxkenus: (CI'XM2).PactBopsitor obpazent B cmecu 10 min HF +5mn
HNO; +15 ma HCI uarpesaior B rpaduroBom Tturme mpu 50°-60° C. Jlns
nmoytHOM oTroHku u30eiTka HF B ocagok mpmbaBmsator 3 paza 5 mim HNO;.
Ilonmy4eHHBI pacTBOpP pacTBOPAIOT B AUCTHUIUIMPOBAHHOW BOJIE, MEPEBOMAST B
KOJIOY €MKOCTBIO 25 MII U pa30aBisIOT AUCTHIUTUPOBAHHOW BOAOH 10 METKH.
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ANMKBOTY HOJY4YE€HHOTO pacTBOpa MOMELIA0T B 3 KOJOBI BMECTHMOCTBIO 25
mi1. B nepsyto kon6y go6asmsior 2 mi 1-10°M pearenta (TCHAB)+1 mn 1:107
M 1,10-¢benanTponus, Bo BTopyio Kooy 2 ma 1-10° M pearenra +1 v 1-107
M 8-OKCHXHHOIHH, B TPEThIo K06y 2 Mi 1-10° M pearenta +1 mn 1-10° M -
oL,0L - TUTIMPHIAIA | pa36aBIsioT 10 Metku ¢ pH 2. ONTHYECKy0 IIOTHOCTH
pactBopoB m3mepsitor mpu A=490 HM B kioBete (=1 cm Ha K®K-2
OTHOCUTENBHO pacTtBopa (ona.llo KanmMOPOBOUHOW KpPWUBOW OMNPEICISIOT
coJep>kaHue ckaHaus B mpooe. [loiayueHHble TaHHBIE TOKa3aHbl B TAOIUIIE 2.

Tabnuuya 2
Peszynomamul onpedenenus ckanous
8 AIIOMOCUIUKAMHBIX PbiXAblX omaodcenusx (CI'XM-2)
O6pasen (CI'’XM-2) Haiineno, % Po pasportu Haiineno,
MKI/MJI
Sc-R 0,0015+0,0005 0,0015 0,064
Sc-R-Fen 0,00145+0,0009 0,0015 0,081
Sc-R-Ox 0,00145+0,0007 0,0015 0,072
SC-R-OL,OL’-Dip 0,00145+0,0006 0,0015 0,073
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SC (IID-UN 2, 2',3,4 - TETRAOKSI - 3' - SULFO-5-NITROAZOBENZOLLA
UCUNCU KOMPONENTLORIN ISTIRAKINDA FOTOMETRIK TOYINi

S.R.HACIYEVA,T.LOLIYEVA, F.M.CIRAQOV
ANNOTASIYA

Spektrofotometrik metodla 2,2',3,4 — tetraoksi - 3’ - sulfo-5-nitroazoben-
zolun (R) skandiumun (II)-un 1,10-fenantrolin, 8-oksixinolin, oo -dipiridil
istirakinda kompleks omoalogotirmosi Oyronilmisdir. Onlarin  omalogolmasinin
optimal  soraiti  mioyyonlosdirilmis,  spektrofotometrik  komiyyotlor  vo
komplekslorin davamliliq sabitlori hesablanmisdir. Toyinata konar ionlarin vo
pardalayicilarin tasiri dyranilmisdir.

53



.PHOTOMETRIC DETERMINATION OF SCANDIUM WITH
2,2,3,4-TETRAOXU-3 "-SULFO-5 -NITRO AZOBENZENE
WITH III COMPONENTS

S.R.GADJIEVA,T.I.LALIYEVA, F.M.CHIRAGOV
ABSTRACT

Spektrophotometric determination of scandium with 2,2',3,4—tetraoxy-3 "-sulpho-
5 -nitroazobenzene,with III components has been studied.The optimum conditions of
formation and composition of binary and heteroligand complexes of scandium have
been established.The basic spektrophotometric characters and constants of stability of
complexes have been calculated and there have been elaborated by the selective pho-

tometric methods for determination of scandium in complex object in the form of
heteroligand complex.

54



