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9KCTPAKILHOHHOE KOHUEHTPUPOBAHHE CBHHLA
KANNIPHHOBOW H ¢-BPOMKAINNPHHOBOH KHCJIOTOM
B HPUCYTCTBHUH AMHUHOB

T. A. OHHIU[EHKO, 0. K. OHHI[EHKO, B. B. CYX AH,
H. B. TATHHIUKHA u A. B. OPYYK

Paspaborka 3p@deKTHBHEIX CIOCOG0B NpPEABAPHUTENBHOTO KOHUEHTPHPO-
BAHHUA TAXKEJBIX METaJJIOB I/ UX IJJaMEHHOTO aTOMHO-a6cop6IHOHHOro OII-
penenenusi B 06beKTax OKPYKaloUle#l cpelbl ABAsETCS BaXKHOM 3ajauell ana-
.autrdeckodl xuMmum [1]. Mexay TteM npumeHsieMble B HacTosilliee Bpems
3KCTPaKIHOHHBlE METOABl KOHLEHTPUPOBAHUS CBHHIIA HE MO3BOJSIIOT JAOCTHYb
BLICOKOH cTeneHH abcOMIOTHOrO KOHIEeHTpHpoBaHusA. Tak, mpu mcnoJsib3oBa-
HHH OJHOTO M3 JYYILIHX pPeareHTOB Ha CBHHell, NHPPOJUIUHAUTHOKAPOAMHUHA-
‘Ta aMMOHHA, KO3(p(UIUEHT KOHILEHTPpUpPOBaHUA He mpeBwiwaer 37 [2]. ITo-
kazaHo [3], uTo 3 peKTHBHBIM peareHTOM I/ aGCOJIOTHOTO KOHIEHTPHPO-
BaHUs Ps/ia METAJJIOB SBJSETCH KalPHHOBAas KHCJAOTA,

Llenp HacTosAmed pabOTHl — HCCAEAOBAHUE 3KCTPAKIHOHHOTO KOHIEHT-
PHPOBAHHUSI CBUHIIA PACTBOPAMH KallPHHOBOH U q-6DOMKanpHHOBOH KMCJIOT.

3KCNEPHUMEHTAJIBHAS YACTDb

Pearedtnl. KanpuHOBylo KHCJAOTY KBaJH(HKaluH 4. OUHIIAJNM BAKYYMHOH NEPETOHKOI;
-ee o-GPOMIPOH3BOJHYIO CHHTESHPOBaJM Mo Meroiuke [4]. ITHDHIHH NEPErOHAIH; OCTAJbHEIE
peareHTol W OpraHHdeckKHe DacCTBODHTENH KBaJH(HUKALME X.4, M 9. J. 2. HCIOJb30BAJH 6e3
JLOUOJIHATENbHOR OYHCTKH.

Annaparypa. VamepeHus NPOBOAHJH Ha aTOMHO-aGcopOUMOHHOM —CHEKTpodoToMeTpe
C-302. B kauecTBe ropiouero HCHOJb30BAJH a3pP030Jb IKCTPAKTA, & B KAUECTBE OKHC/HMTEIS—
Bo3ayx. [IpocBeunBaloOIMM HCTOUYHHKOM CJYKH/a IIapHKOBasi JaMina Ha csHHel Tuma BCB-2
(pexum pabGornl Gnoxa nuradus IIIIBJI-3M—140 mA). CsuHeu onpefejsiy IO aHAJIHTH-
ueckoil JauHMH 283,3 HM DpH ILIHDHHe IIeJH MOHoxpoMaTopa 0,15 MM (BHICOTA HMPOXOXKAEHUS
myyka cBeTa Haj ropeikoit 12 mm). Has nperorspalieHus KPHCTAIH3aLMH KaNpHHOBOM
KHCJIOTH DACHBIIHTENBHYIO KaMepy cJjerka oforpeBaju M HepHOLHYECKH IPOMBIBAJH 3TAHO-
oM. 'pagynpoBounblii rpaduk JHHeeH B HHTepBa/e KOHIEHTPAlMi CBUHIA B 3KCTPaKTe
0,04—4,5 mKr/ma (ueTHIpEXKPaTHOe paclIMpeHue ILIKaJbl caMmonucua). 3HaueHuss pH usme-
psiau MUIAUBOJLTMETpOM pH-340 cO CTEKJASIHHBIM 2JE€KTPOAOM. DKCTPAKIHIO NPOBOAMAN 1 M
pacTopaMu KHCJOT B rentaHe H cMecH (5:1) remraHa ¢ HUTPOGEH30JIOM B OTCYTCTBHE H B
OPHCYTCTBUH aMHWHOB INIpM HOCTOgHHOH HoHHOH cumie (0,5 M NaNOs); pH BonHoit ¢asnt
peryauposanu pactsopaMi NaOH uan HNQO;. [Ipu sHepruuHOM NepeMelIHBaHUM pPaBHOBecHE
B cucTeMe ycraHaBauBaeTcss 3a 30 c. PaBHOBecHyI0 KOHIEHTpalHiO CBHHIA ONpeje/su B
ToH u3 (ha3, rae oHa Obula MeHblllefi: B BogHO# (hase B orcyrcrBHe 1,10-deHaRTpONMHA—
doTomerpupoBanreM KOMIJEKCA ¢ 4-(2-IHPHAHNA30)-pe3opunHOM [5], a B opraHuueckod —
MeToJaoM aTOMHO-aGcopOLUHOHHON cnekTpoMeTpHH, B mpucyrctBuu 1,10-deHaHTposHEa CO-
JepXKaHHe CBHHUA B BOJAHOH (hase HAXOAMJIH aTOMHO-a6COpOLUOHHBIM METOLOM IIOCJE 3IKCT-
PaKI¥K KalpHHOBOH KHCJIOTOH € MOCJHENYIOIIHM aHaJH3oM skcTpakra. CopepxaHde BOABL B
"9KCTPaKTaX HAaXOJAHWJH THTPOBaHHeM peakTHBOM QPumepa [6].

PE3YJBbTATBI H HX OBCY)XIEHHE

PacnpeneneHde CBHHUA MeXAY BOJAO M OPraHHYeCKMMM pPacTBOPHTEJSi-
mu. Kosdduimenr pacnpenesnennss csunna (P=0,95; n=>5) npu akcTpakuunu
1 M pacTBOpOM KaNPHHOBOHN KHCJOTHI B renTaHe yBeJHYHBACTCS C IOBBILIE-
nueM pH u nocturaer makcumasnbHoro sHauenust (1,66+0,05)-10* npu pH
6,4—7,2. B npucyrctBud nUpHAHHA KO3(UIHEHT pachnpejeseHusl Bo3pacra-
er 1o (4,00=+0,06) -10* npu pH 6,3—7,6. BueceHne B 3KCTPAKUHOHHYIO CHC-
teMy 1,10-beHaHTpPOJIHHA CABHUraeT 3KCTPAKIHOHHYIO KPHBYIO B IIEJOYHYIO
o6JacTh M yMeHbIIaeT koadduuuert pacnpepenenus po (1,38+0,09)-10*
(puc. 1). Tlo-BuauMoMy, B nocJegHeM cjaydae o6pasyloTCs HOHHBIE accouua-
THI, I YAYYLIEHUsT SKCTPAKIUH KOTOPHIX BHIMOJHO HCIOJb30BATb CMECh ref-
TaHa ¢ HuTpoGeHnsosmoM [7]. HeiicTBuTe/ibHO, 106aBKa HUTPOGEH30/d TPHBO-
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Puc. 1. 3aBucumocTs pacnpenesnenns cBumma ot pH npu skcTpakumu 1 M pacTBopamu Kam-
punoso#i (/—4) u o.-GpoMKanpuHOBOH (H) KHCJOT
Pas6apuresm: rentan (/—3) u cmeck (5:1) renrana ¢ mutpoGensonom (4, 5); obuiue KoH-
UeHTpalHu: cBHHIA — 8-10—2 M, nnpm{}ma %/2) —28,5 M, 1,10-dpenautpoauna (3—5) — 0,2 M;
B= Vo= M

Puc. 2. Binsinne HUTPoGeH30Ia Ha SKCTPAKUHIO CBHHLA .
O0wmie KOHLUEHTpauMu; KanpuwHOBOH KucjaoTel—1 M, 1,10-deHantposanna —2-10-2 M;
pHpaBH(B) 3,8, Vn= Vo= 10 ma

JHUT K yBeJHUeHHIO KO3(dduuuenra pacmopereneHus GpeHaHTPONHHKANPHHATA
ceunua (puc. 2), uTo 00YyCJIOBJIEHO COJbBaTanHell KOMIJIeKca HUTPOGEH30-
JgoM. Bunorapudmuyeckass 3aBUCHMOCTb KO3 (UIMEHTa pacnpeleseHUus Me-
Tajkaa OT KOHIUEHTPAIUM HUTPOGEH30/1a IOKA3HIBAET, UTO COJLBATHOE UYHCJIO
KOMIUIEKCa PaBHO ABYM (puc. 2). OpHaKO ¢ yBeJHYEHHEM KOHLEHTPAaLHH
HUTPOOEH30/1a BO3PACTAET BASKOCTL SKCTPAKTOB WM AHAJMTHYECKHH CHUrHaj
cBUHIA yMeHbuIaeTcd. ONTHMAaJbHOE COOTHOINEHHE TeNTaHa ¢ HUTPOGEH30-
jgom pasHO 5:1. Koadduumenr pacnpeaeneHus (eHaHTPOJHHKANPHHATA
CBHHIIA MEXIY BOAOH U CMeChIO FeNTaHa ¢ HUTPoGeH3oJoM gocturaet (2,39=+
+0,07) - 10* B o6saactu pH 5,8—7,3.

Hamu ycranosineno [8], uro BBeseHne 6poMa B &-NOJIOXKEHHE KAMPHHO-
BOH KHCJOTHl NPHBOAUT K CABUTY 3KCTPAKUHOHHEIX KPHUBBIX B KHCJAYIO 00-
jgactb, OJHaKO B CBSI3H C YBEJWUYEHHEM CHJB KHCJIOTH KO3(QGUUHEHT pac-
npeAeseHus NPYU U3BJIEUYCHUN MeTajsa B BHJAE NPOCTHIX M CMELIAHHBIX aMHH-
HBIX KOMHOJIEKCOB yMeHblIaeTcs. Takoe BAHSAHUE He LOJKHO NPOSABJIATHCHA IPU
9KCTPAKLUHU HOHHBIX aCCOLMATOB, KOTAA aHHOH KUCJOTH HAXOLHTCS BO BHEII-
He#l chepe KoMmiekca. JeHcTBHTENBHO, NIPH UCIOJB30BAHHU o-OPOMKaIpH-
HOBO# KucjaoTH B cMecH (5:1) rentaHa ¢ HUTPOGEH30JIOM B NPUCYTCTBHH
1,10-penanTponnna KospGHIHEHT paclopeleseHus] CBHHIIA MAKCUMAaJIEH U pa-
BeH (4,46+0,09)-10% DxcTpakuus NpOHCXOLHUT B Gosee KHcaOH 06JiacTH H
npocturaer Makcumyma npu pH 3,6—6,1 (puc. 1).

Cocrar akcTparupyemoix kOMmjekco. COOTHOIMICHNHE PEAarHPYIOHIUX KOM-
IOHEHTOB B 3KCTPAarupyeMblX KOMILJIEKCAaX HAaXOAHJIH METOJOM CABHra paB-
HoBecus. [IpuBeneHHble Ha pHC. 3 JaHHBlE MOKA3BIBAIOT, UTO NPH SKCTPAKIMH
KalOpHHATAa CBHHIA I'elITAHOM Ha OAMH MOJIb MeTaJsja NMPHXOAATCA ABa MOJS
KHCJIOTH], 4 B mpucyTcTBuM nupuauHa u 1,10-dbeHaHTposMHA — O [Ba MOJs
KHCJAOTBl B aMUHOB. Takoe XKe COOTHOLIEHHEe KOMIIOHEHTOB HaGaiojaercs H
HPH 3KCTPaKUHH KOMILIeKca c¢BHHUa ¢ 1,10-¢peHaHTPOMHHOM H a-6pOMKampH-
HOBO# KHCJOTOH., Hak/I0OH BOCXOIAAIIMX YYAaCTKOB KPHUBHIX B Omyorapudmu-
yeckux koopamrHatax lg D—pH (puc. 1) paBen nByMm. YuuTeiBasg MOHOMeEp-
HOe COCTOSIHHE KallpHHATa CBMHLA B opranuyeckoll ¢ase [9] u makcumasb-
HOe KOOPAHMHALMOHHOE YHCJO ILEHTPAaJbHOIO HOHA, PaBHOE YETHIPEM, COCTAB
HKCTPATHPYeMbIX KOMINVIEKCOB MOXKHO IpeACcTaBHTL ¢opMmynamu [PbPy,R,],
[PbPhen,]R, u [PbPhen,] (RBr)..

- YCTaHOBJEHO, YTO B OTCYTCTBHE aMHHOB HOCJE JOCTHXKEHHS pPaBHOBECHS
1 M pacTBOp KampHHOBO#H KHCJOTH B rentane coiepxkut (2,0+0,1)-10-2 M
Boabl (P=0,95; n=6). IIpu cpr=0,03 M KOHIEHTpaIHA BOAHl NOBHILAETCA
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Puc. 3 Puc. 4

Puc. 3. Onpegenennie cootHowenuss Pb: L B sKCcTpar#pyeMblX KOMILIEKCAX METOJOM CJIBUra
paBHOBECHS
1—38, 5, 6—xaupunoBas, 4, 7—o-0OpOMKaNpUHOBAas KUCJI0TA; B NPUCYTCTBAM NHPUINHA (5)
1,10-penanrpoauna (6, 7); obLiNe KOHLEHTPAIHH: cam—ma—-Q 105 M, nupuguia — 0,5 M
1,10-penanTponnna 4-10-2 M; pHpam{};) 495 (2, 1%) 4,65 (1), 4,06 (3), 3,65 (6) u 2,65 (7)
o= MJ

Puc. 4. 3aBHCHMOCTE CTENEHM HU3BJIeUeHMs cBHHIA oT pH
1—38, 3 — 1M pactBop KanpuHoBO#H KHUcaOTH; 4 —1 M 1 5 — 0,2 M pacTBop a-6pomMxanpu-
HOBOi#l ‘KHCJIOTH, pasGaButejn —rentad (I, 2), cmecs (5:1) remrama ¢ HHTpPoGeH30JOM
(8—5); 2 — B npucyrcreuM nupupnHa (0,6 M); Vo=10 (1) u 5 (2—5) ma, Va=1000 mux;
ofine KoHuenTpauuu: csuuna — 10,36 mxr; 1,10-dpenantposnna (3—5)—4.10-4* M; anmon-
HO# kucjaoTH (8)—2-10—2 M

no (7,9+£0,2) -10-2 M. Takum o6pasoM, B 3KCTPaKTe Ha OAHH MOJb CBHHIIA
NPUXOAUTCA NBa MOJAsS BOABE. BeposiTHO, B renNTaH NEPexOANT aKBaKanpHHAT-
BHHA Kommieke cocrasa [Pb(H,0).R,]

Koadpuuuenr KOHUEHTPUPOBAHHS CBHHLA. [IpH OJHOKpATHOH 3KCTpak-
uux 1 M KanpHHOBOH KHCJOTOH B renTaHe CBHHEI NPAKTHYECKH IOJHOCTBIO
usBjekaercad (R>=999%) B uHTepBaje COOTHOlIeHHH 00'HEMOB BOXHOH H Op-
ranugeckoit $as or 1 1o 180. B npucyTcTBUM THpUIHHA 3TO COOTHOIIEHHE
yBeanuuBaercs g0 250, a NPH 3KCTPAKUUM MeTasla PacTBOPOM KHCJOTH B
cMecH (5:1) remraHa ¢ HUTPOGEH30J0M B HPUCYTCTBHH 1,10-benantponuna
CTENeHb M3BJEUEHHS NMPaKTHUECKH MMOCTOSHHA RO COOTHOINEHWSI 06beMOB (has
300. B 300 u Gosee pa3 BO3MOXKHO KOHLUEHTPHPOBAHHE CBHUHLA NPH HCIOJb-
30BaHMH o-6pPOMKaNpPHHOBOA KHCJIOTH B cMecH (5:1) rentana ¢ HUTpoOeH-
3070M B npucyrctBuu 1,10-penanrponuna.

KosnuecTBeHHOE M3BJ€UEHHE CBHHIIA TpPH HCIOJIb30BAHUH Pa3fdUUHbIX
3KCTPAKLHOHHBIX CHCTeM HabJaoolaeTcs B AOCTATOUHO IIHPOKOM HHTEpBaJje
pH Boanoro pacreopa (puc. 4). Tak, npu V,: V,=100 kanpuHoBas Kucjiora
B FenTaHe 3KCTparupyer ceuHen B uHtepBajse pH 6,2—6,7, a B NpHCYTCTBUH
0.5 M nupununa opu V,: V,=200— 8B obnactu pH 6,0—7,1. ITpu ucnosabso-
BaHuH | M pacTBOpa KanpyHHOBOH KMCJAOTH B cMecH (5: 1) renrana c HUTpO-
6ensosioM B npucyrctsun 1,10-¢penantponuna mpu V,:V,=200 koanuect-
BEHHOE H3BJIeYeHHe CBHMHINA Aocturaercs npd pH 5,4—7,3. i KOHIEHTPH-
poBaHMs CBMHIA yAoOHee HCHOJBL30BAaTh q-O6pPOMKANPHHOBYIO KHcaoTy. Tak,
KOJHYECTBEHHAS 3KCTPAKHUA cBHHLIA | M pacTBOpOM KHCJIOTH B NMPHUCYTCT-
BHH 1,10-penanrponvna gocruraercs npu pH 3,5—6,1, npu kotoprix ruapo-
JIN30M CBHHIlA MOXKHO npeHe6peub. Bo3MOXHO HCIIONB30BAHHE U MEHee KOH-
HEHTPHPOBAHHEIX pacTBOpoB — 0,2 M pacrBop o-6pPOMKaNpPUHOBOW KHCJOTEL
sKcTparupyet csuren npu pH 4,0—5,5 (puc. 4).

HsydeHo BiMSIHHEe MOHOB METAaJIJIOB Ha 3KCTPAKIHMIO M AaTOMHO-a6cop6-
IHOHHOE omnpellejeHne cBuHna. lllesouHo3eMesnbHble 3JeMEHTH MeUIAIOT
3KCTPAKUHH CBHHLA, Tak Kak npu pH >6,0 onn obpasyior HepacTBOpHMEE
HEIKCTPATUPYIOLIHeCs KAaNPHHATH H o-6GpoMmkanpunarsl. B paGore [7] nas
MACKHPOBAHHA KaJbIUS H MarHHs HCIOJb30BAJH JIUMOHHYIO KHCa0Ty. OnHa-
KO B JaHHOM CJydae OHAa He IPHTOJHAa, TAK KaK IOJHOCThIO NMOAABJIAET SKCT-
PaKIHIO KanpHHATA ¥ NUPUAHHKANPUHATA, U B 3HAYHTEJILHOH Mepe — (eHaH-
TPONHHKanpuHaTta cBuHua (puc. 4). Bonee uem 300-kpaTHHE KOJHYECTBA
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Mn(II), Co(II), Ni(II), Cu(Il), Cd, Zn u Fe(III) He OKa3HIBAIOT BIHSHUS
Ha aHAJHTHYECKHH CHTHAJ CBHHII2 B 3KCTPAKTE,

OKCTPaKIHOHHO-aTOMHO-a6COPOLHOHHBIA aHAMH3 HCIOJIBL30BAH s OMpe-
JeJleHHs CBHHLA B peuHod BofZe. Cojepikalipecss B BOAe OPraHMYeCcKHe Be-
HIeCTBA OKHCJISAIH IepMaHraHaTtoM KaJjus. JlJst npejoTBpalleHuss BhinaleHHs
B OCaJ0K KaNPHHATOB KaJblIHUs H MarHus 3KCTPAKLHUIO KANPHHOBOH KHCJO-
TOH B cMecH (5:1) remraHa ¢ HHUTPOGEH3010M HEOGXOAMMO NPOBOLHTH NPH
pH <<6,0 1160 ucnosnb30BaTh a-6POMKANPHHOBYIO KHCJIOTY. )

Meropnka onpedeneHns. 1 J peyHOH BOAb MNOAKHCAAIOT 5 MJ  a30THOH KHCJOTHI
(na. 1,34), HarpesajotT fo KHNeHHs, npuGaBasior 1 ma 0,3 M pdcrsopa KMnO, u xunstst
10 mun. MsOmiTok nepmanradata Kajus pasfaarailor npubabBieHHem 1 ma 4 M pacrsopa
THAPOXOPHAa THAPOKCHJIAMHHA, BOLY OXJaMJAalOT H IEPEeHOCAT B JEJNHTEJbHYIO BOPOHKY.
K pacrsopy npuGaBasior 1 ma 0,4 M pacrBopa ruzpoxaopuzna 1,10-deHantposnnna, 5 Ma
0,2 M pacrBopa o.-G6pOMKaNnpHHOBOH KHCAOTH B cMecH (5:1) rermraHa ¢ HUTPOGEHSOJIOM H
~6 Ma 10 M pacrBopa NaOH nnast cospanus pasnoBecHoro pH poxuoil ¢daser 4,2—5,4.
Daspl NepeMeHINBAIOT B TeueHHe D MHH; 1OC/Ae HX Dasje/eHHs] OPraHHYeCKHH CJ0H (HIb-
TPYIOT uepe3 OGymaxkHmuii (GUABTP H aHanu3upyioT. IIpm OpOBeAeHHH KOHTPOJIBHOrO OIBITA
UCIONB3YIOT BOAY, NpeJBapHTeJbHO OYHIEHHYIO OT CBHHIA OINHCAHHHIM BHIe crHocoGoM.

[Ipepen obmapyxeHus cBuHHA paseH 5-10~* Mkr/ma. Ilpennaraemas
METOJIMKa OIpefeseHHss CBHHIA NMPOBepeHa MeETOLOM BBeJeHO—HaHAeHO, a
TakXkKe CIHEKTPOPOTOMETpPHUYECKH C cyJbdapcazeHom [10] mocse KoHLEHT-
pHPOBaHHA CBHHIA OTMOHKOH BOABL. PaspaforanneiM Metofiom (P=0,95; n=
=6) B oOpasiie peuHod BOAH HafifeHo 3,1+0,2 mMxr ceuHna (s,=0,07).
Ilocie npubaBienus K aHaJH3UPyeMOMYy o6pasiy pacTBOpa, COAEpIKalHero
10,36 MKr cBuHIa, o6HapyxeHo 13,440,2 mkr cBuHua (s,=0,03). Cnekrpo-
¢doroMerpuuecku ¢ cynbdapcazenom naiigeno 3,2+0,5 mkr cBuHna (s.=
=0,27).

BbIBOJbI

Hsyuena 3KCTPakKIiHsl CBHHLA PAaCcTBOPDAMH KATIPHHOBOH U co-GpOMKaNpH-
HOBOH KHCJOT B rentaHe u cMecH (5:1) rentaHa c HutrpoGensosom. Mc-
ClIefIOBaHO BJMsAHHe N100aBOK nupuiauHa u 1,10-peHanTposnHa Ha 3SKCTpaK-
LU0 CBHHNA, YCTAHOBMJHU COCTAB 3KCTPArupyeMubIXx KoMmmjexcoB. Paspalo-
TaH MeTOJ 3SKCTPaKUHOHHO-aTOMHO-aOCODOLHOHHOIO ONpeleseHHst CBUHIA
B peuHoH Boze. Ilpemen o6HapyxeHHs cBUHNA paBeH 5:10~* mkr/mJ.
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SOLVENT EXTRACTION PRECONCENTRATION OF LEAD WITH
CAPRIC AND a-BROMOCAPRIC ACIDS IN PRESENCE OF AMINES

T. A. ONISHCHENKO, Yu. K. ONISHCHENKO, V. V. SUKHAN, I, V., PYATNITSKII
and A. V. YURCHUK

Zhitomir Pedagogic Institute and T. G. Shevchenko
Kiev State University

Extraction of lead by capric and «-bromocapric acids in heptane and heptane-nitro-
benzene mixture (5:1) in presence of pyridine and 1,10-phenanthroline has been studied.
The influence of pyridine and 1,10-phenanthroline on the extraction of lead has been esti-
mated and the composition of the expracted species has been established. A method has
been developed of extraction-atomic-absorption determination of lead -in river water. The
limit of detection for lead is 5-10—* pg/ml.
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