YKPAIHA
L

MIHICTEPCTBO OCBITH
I HAYKU YKPATHU

OEPXXABHUW OENAPTAMEHT
IHTENEKTYAJbHOI
BNACHOCTI

a9y UA 1190376
(51) MIMK (2009)
GO1N 21/00

GO1N 33/20

a3 C2

onuc

A0 NATEHTY HA BUHAXIA

(54) cnocCib BU3HAYEHHSA CBUHLIIO Y BOOHOMY CEPELOOBULLI

(21) a200809106

(22) 11.07.2008

(24) 26.04.2010

(46) 26.04.2010, Bron.Ne 8, 2010 p.

(72) TOPBAYEBCHKM/ AHOPIN MUKONAMOBIWY,
KYUWEBCbBKA HIHA ®ELOPIBHA, OJOPOLYK BO-
NOOMMUMP OJIEKCAHOPOBWY, KYNIYEHKO CEP-
r AHATOMINOBKY

(73) IHCTUTYT KONOIQHOI XIMIi TA XIMIi BOOW
IM. A.B. IYMAHCbBKOIO HALIIOHANBLHOI AKANE-
MIT HAYK YKPATHW

(56) UA 64597, 25.04.2008

UA 21698, 15.03.2007

UA 27835, 16.10.2000

RU 2157523, 10.10.2000

US 200287558, 12.12.2002

US 3440016, 22.04.1969

MonaHckmn H.I. AHanuTudeckass XMMuUsa CBUHLUA.-
M.:Hayka.1986.-C.137

JInnnuk P, JinHnuk T.H, 3anopoxey O.A.MeTtoabl
nccneaoBaHUs COCYLLECTBYOLWMX (hOpM MeTanmnoB B
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(57) Cnocib BU3Ha4YeHHs CBUHLIO B BOOHOMY cepefo-
BUWLLi, WO BKIIOYaE BBeOEHHA B Mpoly, Lo aHanisy-
I0Tb, HEIOHHOI MOBEPXHEBO-aKTUBHOI PEYOBUHWU Ta
a3obapBHMKa NpU NepemMilllyBaHHi, CTBOPEHHS MYXXHO-
ro cepefoBulia i3 HACTYNHWM HarpiBoM CyMmiwi Ta
BigAiNeHHAM oTpuMaHoi MiuenspHoi asun i BU3Ha-
YEHHAM  CBWMHLUK  €eKTPOTEPMIYHUM  aTOMHO-
abcopbuitHum MeToooM, AKUIM BiQPI3HAETLCA TUM,
O B OTPUMMAaHIinN cymiwi cTBoptooTb pH=9-9,5 3 Ha-
CTynHuUM HarpiBom o 7012 °C, a B MiuensipHy dasy
BBOAATb MoaudpikaTop - gurigpodocdat Kanito npu ix
o6'emHoMy cniBBigHoweHHI (5-10):1, BignosigHo, a
BU3HAYEHHS CBUHLIO 3A4IACHIOITb MpU TemnepaTypi
320-350 °C.

BuHaxig BigHocuTbcs go obnacti aHanisy mare-
pianie WNAXOM BWU3HA4YEHHSA X XiMiYHUX BRacTUBOC-
Teln, a came, 4O BM3HAYEHHA MeTarniB y BOOHUX PO3-
YnHax aTomHo-abcopbuiiium metodom, i Moxe ByTu
BUKOPWUCTAHUI AN aHanidy NUTHOI BOAW, B HAYKOBMX
JOCNIIKEHHSIX.

Bigomuin cnoci® BM3HA4YeHHS1 CBUMHLIKD B 3paskax
cevi (E. Martendal, Daniel L.G. Borges, E. Cara-
sek//Spectrochimica Acta Part B-62 — 2007 - P.1019-
1027) [1].

CyTHicTb cnocoby nonsrae B TOMy, LWO B 3pa3ok,
AKUA aHani3yloTb, NOCMIJOBHO BBOASITb XIOPUCTOBO-
OHeBy KUCNOTY, KOMMIIEKCOYTBOpPIOBaY-
AdieTunautiopocdart amMoHilo, HEeioOHHY MOBEepXHeBO-
akTtuBHy pedoBuHy (HIMAP) - Triton X-114, oTpumaHy
CyMilll HarpiBaloTb Ha BoasiHin 6aHi go 50 °C i Butpu-
MYyIOTb 3a Ljei TemnepaTypu 20 xB. [1oTiM BigainsaoTb
MiLensipHy pa3sy ueHTpudyryBaHHaM npotsirom 20
xBUnuH npu 3500 obep/xB., B ocTaHHO [06aBnsTb
0,15 mn meTaHona Ans 3MEHLUEHHS B'A3KOCTi ¢hasn,
po34unHK pyTeHisa i nanagis (Ru n Pd) B akocTi mogu-
ikaTopa, i 30iNCHIOITb BU3HAYEHHS CBUHLIID METO-
OOM €eneKkTPOTEPMIYHOI aTOMHO-abcopOUiiHOT cnekT-

pockonii (EAAC) npu Temnepatypi niponizy 900 °C.
Mexa BU3Ha4YeHHS CBMHLIO B 3anpornoHOBaHOMY Cro-
co6i [1] mopisHioe 0,04 MKr/amM®, Npn LEOMY Kkoedilli-
€HT KOHLEHTpPYBaHHs OopiBHOe 16. 3aranbHui 4vac
aHanizy 60-70 XBUWH.

Heponikom Bigomoro crnocoby € nigBuLeHa eko-
noriyHa Gesneka BHAcNiAOK BUKOPUCTAHHS TOKCUYHOI
pPEeYOBMHM METaHOMy, a TakoX AOCTaTHbO TpMBanun
yac aHanisy.

Hanbinblw 6nmnsbkum aHanorom Ao BMHaxody 3a
TEXHIYHOK CYTTIO Ta pes3ynbTaToM, Lo AOCAraeTbCs,
€ cnocib BM3HayeHHsa ceuHuto ¥ BoAi (J. Chena, S.
Xiao, X. Wu//Talanta - 67 - 2005 - P.992-996) [2].

Cnocib nonsirae B ToMy, WO B 3pas3oK, SIKUA Mic-
TUTb CBUHELb, NPWU NepemillyBaHHi NOCniJOBHO BBO-
Aste HIMAP Triton X-114 i komnnekcoyteoptoBay 2-(5-
6pom-2-nipnamnaso)-5-(gietunamix)-cbeHon. B otpu-
MaHin cymiwi BctaHoBnTb pH piBHE 8 i BUTpUMY-
I0Tb B TEpMOCTATMYHIN BaHHi npu 40 °C npoTdarom 15
xBunuH. MNoTiM BigAiNaloTL MiuenspHy dasy LeHTpu-
dyrysaHHAM npoTtarom 15 xeunuH npu 4000 obep/xs.,
B OCTaHH0 gobasnsoTtb 0,5 mn meTaHony Ans 3mMeH-
LUEeHHs B'A3KOCTi pasun, i 3OINCHIOTb BU3HAYEHHS
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cBuHUto metogom EAAC npu Temnepatypi niponisy
420 °C. Mexa BM3Ha4yeHHs CBMHULIO B cnocobi [2] go-
piHtoe 0,08 MKr/am>, npu UbOMY KOeMILEHT KOHLEH-
TpyBaHHs gopisHioe 50. 3aranbHuin Yac aHanisy 40-
60 XBUMKWH.

Heponikom Bigomoro cnocoby € nigBuLleHa eko-
noriyHa Oe3neka, 06yMOBrEeHa BUKOPUCTAHHSAM TOK-
CMYHOi PEYOBUHM METaHOMy, a TakoX AOCTaTHbO TpU-
Banun yac aHanisy.

3apgayeto, Ha pileHHs1 SIKOI HanpaBneHUn BUHa-
xig, € 36inbleHHs ekonoriyHoi 6e3nekn cnocoby Bu-
3HAYEHHs1 CBMHLIO Y BOAI, CKOPOYEHHS Yacy BU3Ha-
YEeHHS CBUHLUIO Y BOAI NpW KOHUEHTpauii meTtany
Hwkye IFOK (10 MKr/,u,M3) (OCaHliH-96 «Bopa nuTHa.
[irieHiYHi BUMOrKM [0 SAKOCTi BOAM LIEHTpanisoBaHoro
rocrnoAapcbKo-NUTHOro BogonoctadanHsa») [3].

[nsa BupilleHHa nocTaBneHoi 3agadvi 3anpornoHo-
BaHO CMoci® BM3HAYEHHSI CBUHLIO B BOOHOMY cepe-
OOBMULLI, KM BKITloYae B cebe BBeAEHHS B Npoly, Lo
aHanisylTb, HEIOHHOI NOBEPXHEBO-aKTMBHOI PEYOBU-
HK i asobapBHMKa NpW NepeMillyBaHHi, CTBOPEHHSI
NY>XHOro cepefoBuLla 3 HACTYMHUM HarpiBOM CyMiLli i
BiAAiNeHHAM OTpuUMaHOi MiuenspHoi ¢asun, i BU3Ha-
YEHHSIM  CBMHLUIO  EMNEeKTPOTEPMIYHUM  aTOMHO-
abcopOuiiHMM MeTofoM, B SIKOMY, 3riHO 3 BUHAXo-
AOM, B OTpUMaHIin cymiui cTBoptotoTb pH=9-9,5 3 Ha-
CcTynHuM Harpisom go 70+2 °C, i B miuensipHy dasy
BBOASATb Moaudikatop - aurigpodocdar kanito npu
o6G'emHoMy cniBBigHOWeHHI (5-10):1, BignosigHo, a
BU3HAYEHHS 34iMCHI0ITL nNpu TemnepaTypi 320-350
°C.

Hamu BcTaHoBMeHo, Wwo ymoBu obpobku npobu
BOAW, WO aHani3ytoTb, i ika MICTUTb CBUHELb, [O3BO-
naTb  oTpMMaTh  MiuensapHy dasy ¢ isuko-
XiMiYHUMKM ~ XapaKkTupucTMkamu, ki 3abesnedyoTb
MOXITMBICTb CKOPOTUTW Yac aHanidy, i Bu3Ha4yaTu
CBMHELb NPpY WOro HU3bKiA KOHUEeHTpauii Ha piBHi 0,8
MKr/om®, npuyomy 6e3 BBeAEHHS TOKCUYHOI PEYOBUHM
(meTaHon), WO B CBOK 4epry MpuBoAWUTb OO NiaBu-
LLleHHSA eKonorivyHoi be3neku.

Cnoci6 peaniayetbcst HACTYNMHUM YUHOM.

Bu3HayeHHs CBUHLIO NpPOBOAMMM B MOAENbHUX
po34mHax i npupoaHiv BoAi. Mpn BM3HAYEHHI CBUHLIO
B MPUPOAHIN BOAI MPOBOAMNM MNPOBOMNIAroTOBKY.
(Ymunerko @.A., BaknaHoB A.H. //YnbTpa3syk B aHa-
NNTUYECKOM Xnmun. Teopus 1 npakTuka. [HenponeT-
poBck: M3a-Bo [JHenponeTp. yH-Ta, 2001. 264c.) [4].

B crtakaH emuictio 150 cm”™ nowmiwanu 100 oM’
MOZENbLHOIO Po34nHy abo MiAroToBNEHOI NPUPOAHOT
BOAM, NOTIM Mpwu nepemiwyBaHHi BHocunn 0,9-1,5 r
npenaparty Triton X-100 i 0,2-0,25 r 1-(2-nipnamnaso)-
2-HadpTony (asobapshuk, NMAH). 3 gonomorow po3ym-
HY rigpokcuay Kanio BcTaHoBnoBanu pH posynHy,
ke gopiBHoe 9-9,5. HarpiBanu po3ynH Ha BOASAHIN
6aHi fo TeMnepatypu NomyTHiHHA (7012 °C) i BUTpu-
MyBanu npu uin TemnepaTypi npotarom 15-20 xB A0
NOBHOro po3aineHHa daas. lMicns oxonoaXeHHs BOAHY
dasy Bigainsanu gekaHTtauielo, a B YyTBOpeHy Miuens-
pHy dasy pobasnsanu posdmH Mmoaudpikatopa (20
r/am® KH2PO4) npu ob'emHomy cniBBigHOLWEHHi (5-
10):1, BignoBiaHO. Bu3HayeHHs CBMHUIO MPOBOAMIM
meTogom EAAC npu Temnepatypi niponizy 320-350
°C.

BwmicT cBrHUto B nNpobi 3Haxoounu 3a rpagytoBa-
nbHUM rpadpikom, Ans nobyaoBu skoro B 6 MipHMX
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kon6 o6'emom 25 cm® BHocuru 0,5; 1: 1,5: 2; 2,5; 3
cM® CTaHAapTHOTO PO3UMHY CBUHLIKO 3 KOHLIEHTpPALIE
0,75 mr/gm”. Josoannun go Mitkn 10 %-H1UM BOAHMM
po3unHom Triton X-100, skmiA BignoBigae KOHUEHTpa-
uii HMAP B miuensapHin dasi (Qopouwyk B.A. 1l ABTo-
ped. Auc... kaHad. xum. Hayk. Knes: KueBckun rocy-
4apCTBEHHUI yHuMBepcuteT - 2003. - 18c.) [5].
Be3nocepenHbo nepea eneKkTpoTEPMIYHMM aTOMHO-
abcopbuiiHuM BU3HayYeHHAM gobasnanu mMogudika-
Top. BusHayeHHsa cBUHUIO y BoAi MpoBoawunu 3a Ao-
NMOMOrold  aToMHO-abcopbuUiHOro  crnekTpomeTpa
«CaTtypH-3» 3 €enekTpoTeEPMIYHMM aTOMi3aTOPOM
«padpit-2».

Mpuknagn BUKOHaHHSA 32 BUHAX040M

Mpuknag 1. BuaHayeHHs CBUHLIO B MOAENbHOMY
PO34MHI 3 KOHLEHTpaLieto 6 MKF/,E!,MB.

B crakaH emHicTio 150 cm® nomiwanu 100 cm®
MOAENbHOIO PO3YMHY, MOTIM MpU MNepeMillyBaHHI
BHocunuM 1 1 npenapaty Triton X-100, 0,25 r 1-(2-
nipuaunaso)-2-Hadgptony. 3 JOMOMOrol po3yuHy rig-
pokcuay Kanmito BCTaHOBMOBanM pH posunHy, ske
aopiBHioe 9. HarpiBann po3unH Ha BoasHiA GaHi oo
Temnepatypu nomyTHiHHA (7012 °C) i BUTpMMyBanu
npy Uin Temnepatypi nNpoTaroMm 15 xB 4O MNOBHOMO
po3gineHHs das. llicna oxonogxeHHs BogHy dasy
BigAiNanu AekaHTauieto, Gpanu anikBoTy YTBOPEHOI
MiuensapHoi dasun ob'emom 0,5 cm® n gobasnsnu 0,1
cM® posunHy moamdikatopa (20 r/am® KH.PO,), wwo
BignoBigano o6'eMHomy cniBBigHOWeEHHIO 5:1. BusHa-
YeHHs1 cBMHU0 npoBoaunu metogom EAAC npu Tem-
nepatypi niponidy 350 °C. KoHueHTpauis CBuMHLO
ctaHoBuna 5,9+0,2. [laHi HaBefeHHi B Tabn. 1 (np. 1).

Mpuknag 2. BusaHayeHHs CBMHUIO B NPUPOAHIN
BOAi, fka MiCTUTb JobaBKM MeTany 3 KOHLUEHTpaUie
6 mKkr/am®.

Bu3HadeHHs 34iMCHIOITL aHanoriyHo npuknagy
1, ane 3 npob6onigrotoBkoto [4]. KoHueHTpauis cBWH-
L0 B NpUpoaHin Bodi cknagana 5,8+0,2. [aHi HaBe-
[O€EHHi B Tabn. 2 (np. 2).

EkcnepvmeHTanbHO BCTaHOBMEHI 3HAYEHHS1 Be-
nunymHmn pH cymiwi HMNAP i asobapBHuka 3abes3nevy-
I0Tb HanbinbW MOBHE 3B'A3yBaHHA CBUHLIO B KOM-
nrnekc, a Npyu HaCTyNHOMY HarpiBaHHi cymiwi go 70 °C
- MOBHe BUny4eHHsa Pb B miuensapHy ¢aasy.

BeegeHHa moaudpikatopa - gurigpodocdaTty Ka-
nito B miuensapHy dasy npu 3asensemomy ob'eMHOMY
CMiBBiAHOLLEHHI MiLensapHoi asun i po3ynHy Moandi-
kaTopa 3abe3nedvye, MpU HaACTYNMHOMY HarpiBaHHi B
nevi aHanisaTopa, 3B'A3yBaHHS CBUHLUIO B CTiMKWUA
KoMnnekc, wo 3anobirae BTparti Pb, i, B cBoo uepry,
003BONSAE 3 HANMEHWNMKU BTpaTaMn BU3HA4YaTN CBU-
Heub Npy EAA Bu3HayeHHi. Bci BuwesasHayeHi dak-
TOpu 3a6e3neyvyoTb HaM HafiiHe BU3HAYEHHSI CBUH-
L0 y BOAi 3 HWXKHEI MexXero BU3HadveHHs 0,8 MKF/,EI,M3
(tabn. 1 np. 1-6).

Mpu cTtBopeHHi pH cymiwi HIMNAP c aszobapBHu-
KOM HWX4e 3asBNSEMOI BENMUYMHU, Hanpuknaz 8,8, He
BiAOyBaeTbCA MOBHE KOMMMEKCOYTBOPHOBAHHS CBUH-
uio 3 MNMAH, wo He 3abesneyvye nosHe Buny4eHHs Pb B
MiLensapHy dasy i pisko 3HWXKYE KinbKiCTb MeTany Lo
BM3Ha4aloTb (Tabn. 1, npum. 7).

Mpw cTtBOpeHHi pH cymiwi HMNAP 3 a3zo6apBHMKOM
BULLIE 3aABNSEMOI BENMYUHK, Hanpuknag 9,7, He Bia-
OyBa€eTbCs CyTTEBOrO MiABULLEHHS KiNbKOCTI CBUHLIO,
L0 BU3HAYa€eTbCs, Ta € HedouineHo (Tabn. 1, np. 8).
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BaxnuBMM MOMEHTOM [Ans KifbKiCHOro BU3Ha-
YeHHs1 CBMHLIIO € TeMnepaTtypa HarpiBy cymiwi HIMAP i
MAH. HarpiB cymiwwi 4o TemnepaTypu H1WxX4e 3asBns-
emoi, Hanpuknag 6512 °C, He 3abesnevye hasoBoro
po3llapyBaHHA PO34MHY, TOMY BU3HAYEHHS CBUHLIO
Hemoxnuee (Tabn. 1, np. 9).

Harpis cymiwi o TemnepaTypu BuLle 3asBrsie-
Mo, Hanpuknag ao 75 °C, € HedouinbHUM, OCKiNbKn
36inbLwyeTbea Yac aHanisy (tabn. 1, np. 10).

[Mpu ob'emHomy cniBBiQHOLEHHI MiuensapHa da-
3a: mMoaudikaTop HmxYe 3asBMSEMOro, Hanpvknag
3:1, i BiWwe 3asBnsemoro, Hanpuknag 12:1, He goca-
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raeTbCs BiATBOPIOBAHICTbL pe3ynbTaTiB i 3HUXKYETbCA
KinbkicTb MeTany, Lo Bu3HavawTb (Tabn. 1, np. 11,
12, BignoBigHo).

3HuKeHHs TemnepaTypy npy EAA BM3HaYeHHI
HWk4e 3asaBnsemoi, Hanpuknag 310 °C, He 3abesne-
Yy€e NOBHOTM 3ropaHHs MaTpuLi, i Npy LbOMY He JOCS-
racTbCa KinbkicHe BW3Ha4YeHHs wMeTany (tabn. 1,
np.13).

MigBuweHHa TemnepaTypu npu EAA Bu3Ha4eHHi
BuLLEe 3aaBnsemMoi, Hanpuknag 360 °C, 3HUXye Kinbki-
CHE BM3HAYeHHs CBMHLO, LLO B CBOIO Yepry nigBuLlye
BiAHOCHY noxubky (Tabn. 1, np. 14).

Tabnuusa 1
BeeneHo 6 mkr/am® (Pb)
YmoBu [NokasHuKn
N n/n | pH cepe- | T °C Harpi- | O6'emHe CI'.IiBBi/_'J,H. Miuenﬂ- T°CEAAC 3HavigeHo Sr. % Yac ananisy
JosuLla BY pHa gasa: mogudikaTop MKr/gm (xB)
3a BMHaxogoMm
1 9,0 7012 5:1 350 5,9 3,6 30-40
2 9,2 7012 5:1 350 5,8 3,6 30-40
3 9,5 7012 5:1 350 5,9 3,2 30-40
4 9,0 7012 7:1 320 5,8 4,1 30-40
5 9,0 7012 10:1 320 5,8 3,9 30-40
6 9,0 7012 5:1 320 5,8 3,7 30-40
[Mo3amexHi 3Ha4YeHHA
7 8,8 7012 5:1 350 3,7 24 30-40
8 9,7 7012 5:1 350 5,8 3,2 30-40
9 9,0 6512 5:1 - - - 30-40
10 9,0 7512 5:1 350 5,7 3,7 40-60
11 9,0 7012 3:1 350 4.5 9,8 30-40
12 9,0 7012 12:1 350 4.8 9,1 30-40
13 9,0 7012 5:1 310 4,0 16 30-40
14 9,0 7012 5:1 360 5,4 8,0 30-40

Bucoka edekTMBHICTb 3asBnsiemoro cnocoby Bu-
3HaYeHHs CBUHLIO B 3paskax BOAWM pi3HUX BUAIB (BO-
ponposigHa, 6roBeTHa, pidkoBa) NiATBEPAXYETLCH
JaHumu Tabn. 2. BusHayeHHs Pb 3pincHioBanu aHa-

NOriYHO MNpUKNagZy BWKOHaHHA 3a BUHaxo4oM 2.
3HarigeHo CBUHLIKD: B BOAONPOBIAHIM BoAi 5,810,2; B
OtoBeTHI Bogi 5,8+0,2; B pivkoBin 5,7+0,3 (Tabn. 2
np. 2, 3, 4, BiANoBigHO).

Tabnuugsa 2
(P=0,95, n=4)

N 3pasku Boam WO MICTATb CBMHELb ;- BU3HAUEHHA CBUHLIO

n/n P AN W H BeeneHo, MKr/am® 3HaiifeHo, MKr/om® Sr, %

1 MogenbHuin p-H 5,940,2 3,6

2 BogonposigHa 5,840,2 4,1

3 broBeTHa 5,810,2 4,3

4 PiykoBa 5,7+0,3 5,1

BasBnsgemuin crnocid 0o3BONsiE BM3HA4YaTW CBUMHELb 3 BMCOKOK TOYHICTIO B dianasoHi koHueHTpauin 0,8-6

MKF//J,MB, Lo NiATBEPIKYETLCS AaHUMK Tabn. 3.
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Tabnuus 3
(P=0,95, n=4)

N n/n BsegeHo,Mkr/am® 3HangeHo, MKr/gm° Sr, %

1 0,8 0,85+0,5 19,6

2 1,5 1,240,3 13,2

3 3 2,7+0,3 10,4

4 6 5,940,2 3,6

[MepeBarn 3anponoHoBaHOro cnocoby BU3HaYeH-
HA CBMHLUIO B BOOHOMY CepefoBULi B MOPIBHSHHI 3
BiJOMUM NOMSraloTb B HACTYNMHOMY:

- 3anponoHoBaHui cnocib 3abesneyye BUCOKY
ekornoriyHy 6e3neky BHACnigOK BUKITHOYEHHS TOKCUY-
HOT PEYOBUHK NpW aHaniai;

- peanisauisi cnocoby [03BONSE BU3HAYaTU CBU-
Heub Yy BoOAi NpuW WOro KoHueHTpauii 3-6 MKr//:l,M3

(NOK=10 mkr/AmM®) 3 HU3BLKOIO BIHOCHOIO MOXMGBKOK
Sr=3,2-10,4 %;

- cnocibd 3abesnevye LOCATHEHHS HWXKHbOI MeXi
BMU3Ha4eHHs Pb Ha piBHi 0,8 MKF/JJMS.

- cnocib gos3Bonse CkOpOTUTU Yac aHanisy 3 40-
60 xB go 30-40 xB, npubnunsHo B 1,43 pasu.

HocTtoiHcTBOM 3asiBnsiemoro cnocoby € cnpo-
LLEHHSA BHACMiQOK BUKITHOYEHHSI BaPTICHOrO i eHepro-
€MHOro obnagHaHHa (LeHTpudyrn).
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