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BU3YAJBHBIN TECT-METO/I V11 ONPEAEJIEHHMA Ni (II) HA
OCHOBE MMMOBWIN30BAHHOI'O HA KPEMHE3EME
4-2-IIMPUINTIA30)-2-HAPTOJATA IITHKA

H3yvena adcopbyus cunuxazenem 4-(2-nupudunaso)-2-nagpmona u e20 xomniexca
¢ Zn(1l) us op2anuveckux pacmsopumeneil. Copbuposannwiii komnaexc Zn(ll) npeo-
JI0JiCeH 8 Kadyecmee meepoopazHo20 peazenma 0N 6U3YAILHO-MECMOB020 ONpede-
nenus > 3 mx2/om’ Ni(Il) 6 numvesoii ¢ode.

ITpy npoBeNeHHH MACCOBBIX AHATTM30B, B YACTHOCTH MOHMTOPHHIa MPHPOIHBIX
BOJI, AOCTaTOYHO 3} GEKTUBHBIMHU SBJIFIOTCS TECT-METOIbI, He TpebyloLre Jopo-
rOCTOsLICH annapaTypsl H BLICOKOH KBaTH$UKALMU HcniomHuTens [1]. B kayectse
YYBCTBHTE/IbHbIX 3]IEMEHTOB B TAKHX METOJAaX IIMPOKO HCNIOJb3YIOTC PEAKTUBHBIE
HHIMKATOpHbIE OyMar [2). OmHako, HeCMOTPSsi Ha YAORJIETBOPHTENBHYIO CENIEKTHBHOCTD,
OHH Mas10 NPHIOAHbI 71 ONPEIESIEHHS MUKPOKOJIMYECTB 3aTrPS3HSIOLIMX BELLECTB.
AHATMTHYECKHE PEANeHTbI, UMMOOWTM30BaHHbIE Ha NMOBEPXHOCTH COPOEHTOB, COXpaHss
BBICOKYIO CEIEKTUBHOCTb U YYBCTBHTENbHOCTD,IO3BOIAIOT TAKXKE OCYILECTBIIATh
U NpeBapUTeIbHOE KOHLIEHTPHPOBaHHeE NpUMeceii B Boaax [3,4], uto onpenesser
BbICOKYIO UYBCTBHTEIILHOCTD TECT-METONOB. [I711 BU3yasIbHO-TECTOBOTO ONPEAENICHUS
Hukersi(Il) npesnoxen paa TeepaodasHbiX pearcHTOB HA OCHOBE HOHOOOMEHHHKOB,
HEHMOHOTEHHbIX CMOJI, BOJIOKHHCTBIX MAaTEPHAJIOB, LEJUTIOIO3E], NONUCTHPONA U
cunukarenei, MoauuIUpoBaHHbIX 4-(2-nupuannazo)-2-vadpronom (ITAH) [5].
HMmmobuimzauuio ITAH Ha noBepXHOCTH TBEPABIX HOCHTENEH OCYLIECTBIISIIH
MIPEUMYLLECTBEHHO HOHHBIM OOMEHOM WM UMIIperHHpoBanueM [5]. B To e Bpems
M3BECTHO [4], 4TO OmHMM M3 3G PEKTHBHBIX H IMPOCTBIX CIOCOO0B MOIMGHLMPOBAHHUS
NOBEPXHOCTH COPOEHTOB, B YACTHOCTH CHIIMKAresieH, sBsiercs aacopOums ava-
JIMTHYECKHX PEareHTOB M3 OpraHMyeciorx pacTsopuTeieil. Ceeaenuii 06 ancopOLMOHHOM
3akpenyeHnH IIAH 1 ero koMniekcoB Ha KpeMHe3eMHOM MaTpHUE B JIMTepaType
He 0bHapyxeHo. B npeacraBnenHoit padoTe i3ydena aacopbums [TAH u ero xomriekca
¢ Zn(ll) Ha NOBEPXHOCTH CHIMKAresis ¢ Lelbio Pa3spaboTKH BU3yaIbHOIO TeCT-METOAa
onpeaeneHus Ni(ll) B nuTbeBOM BOIE. ‘

Hcnonpizosanu NaOH, HNO,, aueToH MapKu «0c.4.» U TeKCaH MapKH «Ii1s
xpomaTorpagun». McxoaHble pacTBOPEI MOHOB METAJUIOB TOTOBHIIM M3 COOT-
BETCTBYIOLMX COJIEH KBAMMOHUKALUH «X.4.» HIIH «4.[1.a.» Y CTAHIaPTH3HPOBAIH
KOMIIIEKCOHOMETPHYECKH MM IpaBUMeTpHueckd. Paboyne pacTBOpbI TOTOBH-
1 pa3baBiaeHHEM MCXOAHBIX HEMOCPEACTBEHHO Neped NMpOBEACHHUEM 3KCIIEPH-
MeHTa. AueTtaTHbid Oydephbiii pactBop ¢ pH 3,8 rorosunu no Metonuke [6].
ITpenapat ITAH ¢upmbi Reanal ucnonb3oBanu 6e3 1ONOIHATENLHON OYHCTKH.
HcxonHblii pacTBOp peareHTta ¢ KOHUeHTpauued 110 Monb/nm? rotoBumm pa-
CTBOpeHHEeM TO4HOH HaBeckH B alieTone. Mcxomnblii pacrsop Zn(I1AH), ¢ xoH-
ueHTpauuei 1104 Monb/am® B rexcane NoJIy4any IKCTpPaKLKel U3 BOXHO-aLeTo-
HOBOro pacTBopa no Meroauke [7]. Cunukarens Silpearl UV 254 (CII) dupmsl
Chemapol nocnenopatensHO NPOMBIBAIIM CONSAHOM KUCT0TOM 1:1 M 6uancTua-
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JMPOBAHHOM BOAOH A0 OTpUUATeNbHOIM peakiinu Ha CI™ H BbICYylIMBAIM B Teye-
Hue 8 4y mpy 120 °C. KucinoTHOCTs pacTBOPOB PEryIUupoBany 100aBjIeHHUEM
HNO,, KOH 1 kOHTpOon1poBanu HOHOMepoM 3B-74. ONTHYECKYI0 TUIOTHOCTh
PacTBOpOB M CNEKTPbl AMPHY3HOro OTpaxeHHs TBEPAbIX 0Opa3LIOB U3MEPAIH
COOTBETCTBEHHO Ha cnekTpodoToMerpax CP-46 u Specord M 40. 3HauyeHuUs
¢yukuuu 'ypeBuua-Kybenkn-Myuska F paccunTsiBaiy no ypapHenHuio (8]

F=(1-RY/2R,

rae R — xoapdpuument auddysHoro oTpaxkeHus copbeHta. AToMHO-abcopbuu-
OHHBIE U3MEPEHHNS OCYLLECTBIIUIH C IOMOILBIO CriekTpodoTOMETpa Ca'rypﬂ (mponas-
6yTaHOBOE nIams). :

Copbuuio ITAH u COCIIHHCHHH METAJUIOB M3yYaJIM B CTATHYECKOM PEXHME.
s atoro S — 10 em® pactBopa nepemerunBant ¢ 0,01 — 0,05 r copbeHTa B TeueHue
1-30 Mun. CopbeHt oTaeum GUILTPOBAHHEM, BLICYILMBAIM Ha BO3XYXE H U3MEPATH
xoadppuLeHT mUddy3HOro oTpaxeHus. BemrauHy copOUMH (a, MOIB/T) pacCUMTBLIBAIH
no popmye :

.= G-ICDV
1000 -m

rne C u [C] - ncxoaHas v paBHOBECHAs KOHLEHTpaUuK copbaTta B pacTBope,
monws/am*; V-06beM pactBopa, cM3; m — macca copbeHTa, I.

Konuentpauuio ITAH u Zn(I1AH), B ¢unbsTpaTe onpesensiy no co6creeH-
HOMY CBETOMNOIJIOWECHHUIO COOTBETCTBEHHO pH 460 1 560 HM, UMHKE — aTOMHO-
abcopOunoHHBIM MeToaoM, Hukesi(Il) — cnexkTpogoTomerpudeck ¢ 4-(2-NUpH-
I4J1230)-pe30pUHHOM [9].

Waydenue copbumn [TAH n3 opranndeckux pacTBopuTeseil pasHOH nojisip-
HOCTH M MX cMecel nokasasio, 4To pearedT Haubonee s dexkrTuBro copbupyercs

U3 FeKCaHOBbIX PacTBO-
a, 10% momu/r poB. PaBHOBeCHE B CHCTe-

81 I — ' . Mc YCTaHaBIMBAcTCA B Te-
. 2. yeHue 10 muH. U3zotepma
6 - copOLUHH NMpUBeIEHa HA

puc. 1, 1. Tlockonbky
IIAH copbupyercs u3 He-
44 MOJISPHOIO PaCTBOPHTENA
NOASPHLIM COPOEHTOM,
S-THn U30TEpPMbI MOXET
l CBHACTENbCTBOBATD O HE-
AOCTaTOYHO TIPOYHOM

——  CBA3bIBAHMH MOJIEKYJ pea-

[, Mf,m,ms FE€HTa € NMOBEPXHOCTHIO
HocuTtens [10]. Makcu-

Puc.1. H3omepmwi copbyuu ITAH (1) u Zn(IIAH), ManbHas copbunoHHas
(2) na CIT u3 2excanossix pacmeopos npum = eMkocTh CII no ITAH
0,012, V=135 cM, appey. = 2,510 mons/z, (4,,) cocTapnier 7,910
T=2930+05K, 20e [Cn,mj‘ 110° u [Cyary ]~ MOJIB/T.

I 10 monv/om?® i

oA
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AlA L (LD, ' CornacHo [11, 12] B BogHO-
AF . 3 aueToHOBbIX pacTBOpax IIAH, B
] 3aBHcHMOCTH OT pH, HaxomuTCs
B TPEX OCHOBHBIX OpMax: Mpo-
TOHHpOBaHOH (A, =425-430 HM,
pK 2,9), Monexynsaproi (A.__= 300,
460-470 HM) ¥ ICCOUMHPOBAHHOM
1o okcurpyrme (A, =490-510 um,
pK 11,2). Ina BLisicHeHns, xakas
u3 3tux popM copbupyercs CII,
COMOCTaBJIEHbI CIIEKTPbI MO0~
wieHus pactsopos [1AH B ueno-
__ nspHoM (A = 460 M) 1 motsip-

600 HOM (A= 480 HM) pacTBOpHTE-
A HM 719X CO CrieKTPOM JMdY3HOro OT-

Puc.2 Hopmuposanhsie PaAKEHHUA MMMOOWTH30BAHOTO pe-
4. DMUp bl€ CNEKMPbL NO2NOUERUR areHTa O\'m =467 HM) (pHC.Z). IT1o-

0,
2exkcanogozo (1) u 30%+-1020 600HO~3MAHOTBHO- TTyMeHHBIE IARHBIE CBUIIETETLCTRY-
20 (2) pacmeopos I1AH u ouggpysnozo ompa- T o
HAH-CIT (3): pH 5.5(2) 0T O TOM, YTO PEAreHT HAXOAUTCA
HCEHUA , ’ Ha TOBEPXHOCTH B YAaCTHYHO NO-

JIAPU3OBAHHON MOsEKyIapHOH popMe. Tlonspusauus, BepoATHO, 0OYCI0BIEHA
obpa3oBaHHEM BOZOPOIHBIX CBA3EH MEXAY cUaHoNbHEIMH rpynnamMu CIT u ox-
curpynnamu INTAH.

11 BBIICHEHNSA BO3MOXHOCTH aHATIMTHYECKOT O HCMTOIb30BAHH S CHITMKAT eI,
moanuunposanHoro ITAH (TTAH-CII), uzyyeHa aecopbuns Moaudukartopa B
3aBUCUMOCTH OT pH pacrBopa. YcraHoBieHO, 4T0 B MHTepBase pH 0-7 B pactBop
nepexoauT He 6otee 15% copbupoBaHHOIO peareHTa, YTo NO3BOJAET MPUMEHATD
ITAH-CIT B kucnoii 1 HeHTpaJILHOH cpeaax.

M3yyeHye B3aUMOAEHCTBUS HOHOB METAIDIOB ¢ MMMOOWnBoBaHHbLIM ITAH BLiseunO
J1Ba OCHOBHBIX ero HepoctaTka. Bo-nepssix, [IAH-CIT nposemnser cBOHCTBa IPYITIOBOro
peareHTa U B uutepBane pH 0-7 BzauMopeiictsyer ¢ nonamu Cu(ll), Ni(II), Co(ILII),
Fe(I1I), Mn(I), Zn(IT) n Cr(1). OmHako Hu3Kas XeIaTHad eMKOCTb COpOeHTa OrpaHHYMBacT
BO3MOXHOCTb €0 NPpUMeHeHH JUIS U3BJICYEHUS U ONpEJICTIEHUs UX CYMMAapHOT' O
cofiep)XaHus B pacTBope. Bo-BTOpbBIX, YyBCTBHTEIbHOCTb PEAKLM A HEAOCTATOYHO
BBICOKasl, 4TO MOXHO 00BACHUTH OOPa30BaHUEM Ha NTOBEPXHOCTH KOMIIIIEKCOB €
MOJIIPHBIM COOTHOMIeHHeM KommoHeHToB MITTAH = 1:1. Ins oOpa3oBanus Oonee
MPOYHBIX M HHTEHCUBHO OKPAalUEHHbIX XeNlaToB cocTaBa M(ITAH), Heobxoaumo
ynopsiioyenHoe 3akperuienne ILTAH Ha noBepxuocTy copbeHTa (MEXMOIEKYIIIPHbIE
PaccTOsHUSA ¥ OpUeHTaUMK QYHKUMOHANLHBIX rpynm) [13]. Mbl ipeanonoxuny,
y10 uMMoOuIM3aums [TAH B BuIe He OueHb YCTOMUMBOLO K AMCCOLMALMM XenaTa,
nHanpuMep Zn(ITAH),, no3BOJMT NOAYYHTH COPOEHT C ONTHMAJIBHOM TeOMETPHEH
KOMILIEKCOOOPA3YIOMX TPYTII.

isyuerme copOrmm Zn(TTAH), v3 rekcaHOBbIX pacTBOPOB N0Ka3allo, YTO paBHOBECHE
B cucTeMe ycraHaBnuBaercs3a 10 muH. Mizorepmy copbunu Zn(I1IAH), (puc.1, 2)
MOXXHO OTHECTH K L-THITy, YTO CBHAETEILCTBYET O JOCTATOYHO MPOYHOM CBA3bIBAHHH
KOMILIEKCa ¢ MOBEPXHOCTHIO CUITMKarend. MakcuMarnbHas cOpOLHOHHas eMKOCTh
no Zn(T1AH), cocrapnaer 7,510 Mons/r. B 1anbHeiLIEM HCTIOb30BAN COPOEHT
ca=2510°Mons/r.

0,8

04] -

400 450 500 550
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Vizyuenue YCTOMUYHUBOCTH
Zn(TIAH),— CI1 B BOIHBIX PacTBOpax
B 3aBrcuMocTH oT pH nokasaro, 4to
npu pH < 4,5 xoMruIekc pa3pyiaercsa
B COOTBETCTBHH C YPaBHEHHEM

Zn((IAH), + 2H* & 2[1AH + Zn*".

Honbi Zn(Il) B 3THX yCHOBMSAX niepe-
Auv  XOJAT B pacTBOp, a MoJeKybl IIAH

Puc.3. Hopmuposannvie cnexmput duggys- ocrarores Ha nosepxHoctn CII (puc.3,
Hozo ompascenus ITAH- CIT 6e3 obpabom- KpuBbiE 1, 3), OKpacka copOeHTa fpH
ku(l), Zn(ITAH) ,— CIT do (2) u nocre 06- 3TOM NEPEXOMUT U3 KPACHOMH B JIH-
pabomxu eoduvim pacmeopom ¢ pH 3,8 & MOHHO-XEATYI0. ITO HAET BO3MOK-
omcymemeue (3) u 6 npucymcmeuu 5106 HOcTs nenonb3osats Zn(TLAH), - CII
monv/0xm® Ni(Il) (4) IS OTIPEACTICHUA HOHOB METaJLIOB,

obpazyroumix ¢ [TAH xomiuiexcs! pH
pH <4, raxux kak Ni(Il), Co{II) n Cu(1l). Haubonee koHTpacTHOMN SBAAETCA peaKLua
¢ NiID). :

H3yuenune copdbuun Ni(1l) nokasano, 4yTo paBHOBECHE NOCTHraeTcsa 3a 15 MHH.
H1s ycTaHOBIEHUS ONTHUMANBHBIX YCIOBHI onpenesieHns Hukena(ll) usydyena
3aBHCHMOCTb CTENEHH ero u3sncyeHus ot pH, odvema pacTBopa, a TaKke OT MACCH!
copbenTa. OnTHMAaIbHBIMK ABNAIOTCS 00BeM pacTBOpa < 30 cMm?, Besinumda pH
3,84 0,1, macca copbenta > 0,05 r. B aTux ycnosuax crerieHb u3nedenus < 1,0-10
3 moy/m® NI cocTarnsieT = 93%, a MAKCHMATLHBIA KO3DOULIMEHT KOHUEHTPHPOBAHHS
600 cm3/r. HaiineHo, 4To MakcuManbHas eMxocTh copberra no Ni (II) cocraprser
2,710 mone/r npu emkoctu no Zn(ITAH),— 2,5-10% Monb/r. MeTonom aToMHO#
ancopOumu ycTanosineno, uto npu s3anMoneicTeuu Ni(Il) ¢ Zn(TIAH),- CIT nonbt
Zn{Il) KONIMYECTBEHHO NEPEXOAAT B pacTBOP. To ecTh, 0OMeHHOE B3auMoacHCTBHE
Ni(IlI) ¢ umMobunuszoBanbim Zn(ITAH), MOXHO NpeICTaBUTh B BUAE PEaKLHMH

Zn(TIAH), + Ni** < Ni(TIAH), + Zn?".

Hcexons w3 storo, ipu pH < 4,5 B orcytersue Ni(l) copGeHT okpatiieH B JIMMOHHO-
KENITBIH LBET, a IPH YBEIHYEHUN KOHUEHTPAUUH HUKEINS B PACTBOPE OKpacka
MOIH(PHULIMPOBAHHOTO COPOEHTA H3MEHSETCS OT OPAHXKEBOH O KPacCHO-)HOJIETOBO#M
(puc.3, 3, 4). Beuny atoro Zn(TIAH),-CIT MOXHO HCnONb30BaTh 11 BU3YaJIbHO-
TecToBoro onpeaenexdns Ni(ll) B Boxe.

Jnis npuroToBiieHHs LBETHOM 1ikanb! 10 cM® pacTBOpa, cogepxaiyero 0,
0,15; 0,3; 0,6; 1,2 nnu 6,0 mxr Ni(I) u 0,1 cM? auetaTHoro 6ydepHoro pacrsopa
(pH 3,8), nepemewunBanu ¢ 0,05 r Zn(ILTAH),- CII (a = 2,510 mons/r) B Teye-
Hue 15 MuH. COPOEHT OTAEIUIN JeKaHTaLuMeld U XpaHHIIM BIaXHbIM 6€3 10CTy-
na sosayxa. IlpurorosnenHas Takum oOpa3oM LBETHAS LIKalad YCTOWYHBA B
Te4yeHue 8 M-ueB. [lng ynoOCTBA UCIIONB30BAHUS TECTA B NMONEBLIX YCIOBUAX C
noMOMIbIO porpaMmsl Microsoft Power Point 6bU1 NpUrOTOBIEH UMHMTAT LIBET-
Ho# 1wkansl. IIpenen o6napyxenus Ni(Il) pased 0,003 mMr/am® (06beM npobsl
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30 cm?), uto cocrasnser 1/30 ITAK ans nutbeBbix Box (0,1 mr/am®) [14] u 1/6
rurnedyyeckoro HopmMatua BO3 (0,02 mr/nm®) [15]. Tlpu copepxannu Ni(ll) >
0,15 mxr B npo6e omnbka onpexeneHus He npesbimana 30 %. KobansTt npu
KoHUeHTpauun < 0,01 mr/nM’ MeniteHHo B3anmoneictsyer ¢ Zn(ITAH),- CII u
He mewraet onpeaenenuio Ni(ll). Mewarowee Bausuue Cu(ll) yerpausnu Beesie-
HueM 1-10° Mons/aM? THocynbdaTa HaTpHs.

Pa3paboTtanHblil BU3YabHBIH TECT ITO3BOHIET ONPEAETIATH KOHLIEHTpairo Ni(Il),

HE CBA3aHHOI'O B KOMITIEKCHBIE COSMHEHHUS C OPIaHHYeCKMMH BEILIECTBAMH ITPHPOIHbIX
BoJi. B nutheBoi Boae mpu pH < 6 Ni(II) Haxoaurcs B Buge akBa-HoHOB [16], yT0
NO3BONSAET ONPEIENATh €r0 CyMMapHOE cOAepXaHue 6e3 MpeaBapUTEIbHOIM Npo-
60noaroTOBKH.
Onpenenenne o6men konnenTpaunn Ni(II) B Bogonposoanoit Boje. B npobsi
BoAbl 06beMoM 10 cM3, comepxawmeii 0,25 n 0,6 Mxr Ni(Il), nobasnanm no
0,1 cm* 0,1 monb/am® pacTeopa Na,S O, u aneratnoro 6ydepa c pH 3,8. Pacteo-
poi nepemetunsany ¢ 0,05 r Zn(IIAH), ~ CII B Teuenue 15 mun. Copbentst otze-
nanu aexanraumer. Konnentpauuto Ni(Il) B npo6Gax onpenensnu, cpaBHUBas
OKpacKy copOeHTa co cTaHAapTHOH wkanor. Haliieno H1Kens COOTBETCTBEHHO
0,3+0,1 u0,6 +0,2 Mxr.

Taxum 06pasoM, paspaboTaHnast METOIMKA XapaKTepH3yeTCst YIORICTBOPUTELHOM
TOYHOCTBIO M BOCIIPOH3BOAMMOCTBIO ¥ MOXET ObITh HCIONB30BaHA IS TONYKO-
MMYECTBEHHOT O BU3YalIbHO-TECTOBOT'O ONpENEIeHU S HUKENA [PH COAEPXKaHUU €r0
B NMUTHEBOH BOJE HA yPOBHE U Hinke TTJK.

Pabota 6b11a yacTHyHO noaaepxana MexayHapoarol Copocosckoit [Tporpammoii
noaAep>kkH obpasosanus B 06sacTi ToYHbIX Hayk (ISSEP), rpantsl Ne SPU073063
H APU073033.

Pe3tome. JlocmimxeHo ancop6ui10 cHitikareseM 4-(2-nipuannaso)-2-HapTony
Ta loro KOMIUIEKY 3 Zn(IT) 3 oprafiyHMX PO3YMHHHKIB. 3aIIPONOHOBAHO mepﬂocbas}mu
pearesT st Bx3yanbno TECTOBOIr'O BM3HayeHHd > 3 mxr/am> Ni(Il) B nuTHIN BOAI.
Ionn Co(1I) npu BMicT1 v Boi Hikye I'JIK He 3aBaxkarots BuzHaveHHio Ni(Il). Brums
Cu(Il) ycyBanu BeesenHsM 1-10° Mosb/am® TiocynbdaTy HaTpilo.

O.A. Zaporozhets, N.I Petruniock, E.V. Kalinichenko, V.V. Sukhan

VISUAL TEST METHOD OF NI (II) DETERMINATION BASED
ON SILICA GEL LOADED WITH ZINC
4-(2-PYRIDYLAZO)-2-NAPHTHOLATE.

Summary
The adsorption of 4-(2-pyridylazo)-2-naphtholeand its complex with Zn(II) onto silica
gel surface was studied. The solid phase reagent for > 3 ppb Ni(I) visual test determination
was proposed. The Co(1l) ions at MAC lewel and Cu(II) in the presence of >21-10°mol/
dm? thiosulphate do not interfere with the Ni(II) determination.

Kyiv Taras Shevchenko
National University, Ukraine
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