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(54) METHOD OF AQUEOUS MEDIUM ANALYSIS FOR PHENOL CONTENT

(57) Abstract:

FIELD: chemistry.

SUBSTANCE: invention refers to drinking,
natural and waste water, precipitation sanitary-
hygienic control and analysis for phenol content.
Method includes chemical phenol modification in
2,4,6-tribromphenol,  extraction  concentration of
2,4,6- tribromphenol and gas chromatography

testing. Herewith chemical modification is
preceded with humic acid removal on aluminium
oxide from aqueous medium sample with copper
sulphate in amount 0.05-0.25% of aqueous medium
sample weight.

EFFECT: higher analysis reliability.
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M306peTeHne OTHOCUTCH K aHaANUTUYECKON XMMUM OPraHUYEeCKUX COeOUHEHMI
(kOHLEeHTpUMpOBaHME U onpegeneHne) N MoXeT OblTb MCMONb30BaHO A1 CaHUTapHO-
3NMAEMMNONOTMYECKOro KOHTPOMS coaepKaHnsa peHona B NUTbEBbLIX, NPUPOAHbLIX, CTOYHbLIX BOAAX,
a Takke B aTMocepHbIX ocagkax.

Haunbonee 6nM3knm No TEXHUYECKOW CYLLHOCTM K 3asiBNAEMOMY PELUEHUIO ABMSIETCH
rasoxpomaTorpadudeckuii cnocob onpeneneHns deHona B Nntbesor Boage [KopeHman A.N.,
Mpysoes W.B., KongpateHok b.M., ®oknH B.H. Ycnosus 6GpommnpoBannsg n
rasoxpomaTorpadguyeckoe onpegeneHue eHonos B NTbeBoK Boge // XKypHan aHanuMTuyeckom
xummn. - 1999. - T.54. - Ne12. - C.1134-1138]. HegocTtaTok npoToTUna - nosiyuyeHue
HeJOCTOBEpPHLIX pe3ynbLTaToB onpeaeneHns oeHona B BOAHbLIX cpefax, coaepxallmx ryMycoBble
kncnotbl. CornacHo coBpeMeHHbIM npeacTtaeneHusam [Opnoe [.C. Xumusa nous. - M.: N3a-Bo
MIY, 1992. - 400 c.] rymycoBble KACNOTbI - 3TO HEPErynsapHbIe CONosIMMepbl apoMaTUYECKMX
OKCUMONMKapOOHOBLIX KMCINOT C BKITHOYEHUAMN a30TcoAepXalynx u yrneBogHbIX doparmMeHToB. Ha
dur.1 npuBefeHa runoTeTnyeckasa CTpykTypHasa dpopmyna oparmeHTa ryMycoBOin KUCIOThI.
MpuMeHsieMbIN ANg XMMUYeckon mogmdmrkauumn dpeHona MonekynsipHbii 6pom Bbi3biBaeT
OEeCTPYKLMIO N'YMYCOBbIX KUCMOT, OAHUM U3 NPOAYKTOB KOTOPOK aBnsaeTca eHon. Ha dur.2
npeacTaBneHbl Npouecchl, KOTopble NPOTeKalT B BoAe, coaepXallern rymycoBble KUCMOoThI, B
NPUCYTCTBMM MONEKYNsSpHOro 6pomMa: 1 - BpoMmpoBaHne HaTUBHOIO oeHona, 2 - AeCTPyKLus
rymMmycoBbIX KMCROT, 3 - GpoMumpoBaHne deHona, obpasytoLerocs npy AecTpykummn. 3101 heHon
Takke NogBepraeTcs XMMmyeckon mogudukaumm B 2,4,6-tpnbpomcpeHon, 1 pesynbtaT aHanuaa
3aBblLlaeTCs, NOCKOMbKY NpeactasnseT cobor CyMMy KOHLEHTpaUmi HaTMBHOro cpeHona u
deHona, obpasoBaBLLErOCH MPU OECTPYKLNUM F'YMYCOBbIX KACHOT.

3apadeli n3obpeTeHnst ABNSIETCA yCTPaHEHUE MELLAIOLLEro BMUSHUS N'YMYCOBbIX KUCMOT Npu
onpeaeneHun deHona B BOAHbIX cpefax. B 3ToM COCTOUT TEXHUYECKUIA pe3ynbTar.

PelueHre nocTaBneHHONM 3agayn JocTuraeTcst Tem, Yto B cnocobe onpegeneHus peHona B
BOAHbIX Cpefax, BKMYaLEM ero XMMmnyeckyto mogndukaumio B 2,4,6-tpubpomdpeHon,
9KCTPaKLMOHHOE KOHLieHTpupoBaHue 2,4,6-tpubpomdpeHona n nocrnegyrowlee
rasoxpomaTorpacumyeckoe eTEKTMPOBaAHMNE, HOBbIM SBNAETCH TO, YTO Nepen XMMUYECKOM
MoaudmKaumnen n3 BOAHOK Npobbl yoansitoT ryMycoBble KUCNOTbl Ha OKCUAE antOMUHNSA B
npucyTcTBumM cynbdarta meam B konmdectee 0.05-0.25% oT maccbl BOAHOM Npoo6b!.

YaaneHue rymycoBbIX KUCNOT Ha OKCuAae antoMUHUS OCHOBAHO Ha TOM, YTO NOBEPXHOCTb
rmapaTMPOBaHHOMO OKCUAa antoMUHUA 3apshKeHa NoNMOXUTENBHO, a arperatbl ryMmyCoBbIX KUCMOT
HecyT Ha cebe oTpuuatensHbin 3apsag [S.Goldberg, J.A.Davis, J.D.Hem. The surface
chemistry of aluminum oxides and hydroxides // The environmental chemistry of
aluminum / edited by G.Sposito. - NY: Lewis Publishers, 1996. - P.272-333].

KonnyecTBeHHOro yaaneHusi rymycoBbIX KUCIOT B OTCYTCTBUE CyrbdaTta meam 4oduTbes
HEBO3MOXHO, TaK Kak Mo Mepe yBennyeHnsa obbema ounLiaemMon BoAbl CNon oKkcuaa antoMnHNS
npeoaoneBaloT HU3KOMONEKYNSPHbIe oparMeHTbl N'yMYCOBbIX KUCOT.

Mpu BBEOeHMM B BOAHbIV 0Opa3seL cynbdaTta meam obpasyrolmecst KaTMOHbl Meay BCTynaoT
BO B3aMMOAENCTBME C OKCUOOM antoMUHNA, POpMUPYSA Y3KYHO XpoMaTorpadmyeckyto 30Hy,
KOTOpas npu NponyckaHuy1 BoAbl MOCTENEHHO npoasuraeTcs. Ha dur.3 npeacraeneHa
doTorpadus CTEKNAHHOW XpoMaTorpamuyeckon KONOHKKM, 3anofIHEHHOW OKCUAOM antoMUHUS: OO
yoaneHus (cnpaea) 1 nocne yaanexus (crneea) ryMyCoBbIX KUCNOT 13 BOAHOro obpasua. Kpome
3TOro KAaTUOHbI Mean, ABNASICb XOPOLLMMM KOMMNIIekcoobpasoBaTensamMmm, B3anMOLENCTBYIOT U C
HNU3KOMONEKYNAPHLIMU bparMeHTamMm ryMyCoBbIX KACIOT, CBA3bIBasA N YAEPXKMBasA UX B Croe
XpomaTorpaduyeckor 30Hbl. Ha ¢ur.4 npegcraBneHa cxema o6pa3oBaHNst XMMUYECKUX CBA3EN
KaTuoHoM Meam B crioe okcugaa antomuHus (Al,O5 - noBepxXHOCTb okeraa antoMmmnHng, MK -
HWU3KOMONEKYNSAPHbIE oparMeHTbl FyMyCOBbIX KACNOT). Taknm o6pa3om, rymycoBble KACIOTbI He
nonagyT B aMtoaT 4O TeX Nop, NoKa KaTUOHbI Mean He NPEOAONEIT CIION OKCMAa antoMUHNS.

B T0 >xe Bpems copbuma camoro ¢peHona Ha NOBEPXHOCTU OKCUAa antoMUHUS NPaKTUYECKN
oTcyTcTBYeT U coctaenseT 2-3% ans 2 rpammoB Al,O3 1 kOHUeHTpaumn eHona B Boge 0.1-10
mkr/am3. Ha cour.5 npuBeneHa 3aBMCUMOCTb copbLmmn dheHona Ha okcuae antoMUHUS OT Macehl

Al,O5 (o6bem BogHoro obpasLa - 25 cM3, koHLeHTpaums derona B Boge - 1 mkr/amd).
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Cnocob onpeaeneHns deHona B BOAHbLIX Cpedax BKMOYaeT YeTbipe aTana.

1) YaaneHue rymycoBbIX KUCMOT U3 BOAHOW Mpobbl HA KOMOHKE C OKCUOOM antioMUHKS.
KonunuyecteBeHHoOe yaaneHme ryMmycoBbIX KUCNOT HE06XoAMMO, MOCKOMNbKY UX NPUCYTCTBUE B BOAE
Ha CTaguMu XMMUYECKON MogudurKaumn, Aaxe B CrieqoBbIX KONMYecTBax, BeAeT K UCKaKEeHNIo
pe3ynbTaToB KONMMYECTBEHHOrO aHanm3a geHorna.

2) Xnmnueckas mogudukaunsa deHona - obpaboTka OYMLLEHHOrO OT rYMYCOBbIX KMCNOT
BOAHOro obpasua monekynspHoiM 6pomoM. MNpn GpoMrpoBaHun atoMbl Gpoma 3ameLlaoT aToMbl
BOAOpOAa B apoMaTmyeckom sgpe deHona B nonoxeHusx 2, 4 n 6. MNpn KoMHaTHOW Temnepartype
(20+5°C) peakuyusa 6pomupoBaHns deHona 3aBepluaeTcs B TedeHue 40-60 cek ¢
KONMYeCcTBeHHbIM 0bpa3oBaHnem 2,4,6-TpubpomdeHona.

3) 3KcTpakunoHHOE KOHLUEHTpupoBaHue 2,4,6-TpnbpomdeHona MeTogoM XMAKOCTHOM
3KCTpakyuun. Ata cTagnsa npegHasHadeHa ansa nepesoga 2,4,6-tpubpomdeHona B 6onee
yaobHyo Ang nocriegyloLlero rasoxpoMmaTtorpadnyeckoro aHanmsa opraHudeckyto gasy,
NOBbLILLEHWS €ro KOHLEHTPaLMW B 9KCTPaKTe U OTAEeNeHUs MeLlatoLmxX KOMNOHEHTOB.

4) AHanna aKcTpakTa MeTogoM ra3oBor xpomartorpadun. NonyyeHHbl aKcTpakT 2,4,6-
TpubpomeHona aHanU3npyT MeTOA40M KanuInsapHOM rasoBon xpomartorpadun ¢ 4eTeKTOpoMm
3NeKTPOoHHOro 3axsara ([33). ManoreHcenekTuBHbI 133 obecnevnBaeT MakcMmanbHO
BO3MOXHOE N0 YyBCTBUTENBHOCTM raszoxpomaTtorpaduyeckoe onpeaeneHue 2,4,6-
TpubpomdeHona.

OnpepgeneHune heHona BLIMNOMHAT Mo criegytowen metoguke. K aHanuanpyemon npobe soabl
o6bemom 30 cm® npunusatot 0.3-1.5 cm® pacTBopa cynbdaTta meam (C(CuS0O,.5H,0)=0.2

monb/am3), uto coctaensiet 0.05-0.25% OT Macchl NPo6bI, M NEepPenuBaloT CMeCh B
npeaBapuTenbHO MOArOTOBNEHHYIO CTEKISAHHYH XpoMaTorpadn4eckyto KOMOoHKY ¢ 2 I okcmuaa
arnioMUHUS. JnoaT oTEUPAIOT B CTEKNSHHYIO NPoBKpKy BMECTUMOCTbIO 25.0 cM3, nogkucnsioT
cepHon kucnoton go pH 2-3, gobaenstot 1.0 cm® ©pomHoli Bogbl (C(Br,)=0.01 MOJ‘Ib/}J,Ms) 7
OpomupytoT B TeveHne 1 MuHyThI. [ocne 3aBepLlueHns peakumm dpomupoBaHns n3bbiTok Gpoma
yoansiot go6asnenvem 1.0 cm® pactBopa Tuocynbdata Hatpusi (C(Na,Sa,03)=0.01
monk/am®). lanee BBOAST BHYTPEHHUIA cTanaapT - 0.2 cm® cnmpTtoBoro pacTeopa 2,4,6-
TpuxnopdeHona (p(2,4,6-tpuxnopdeHon)=0.25 mkr/cm®), 1.0 cm® Tonyona u akcTparupytoT B
TedeHue 5 MUHYT Npu HenpepbiBHOM nepemelunBaHun. MNMocne paccnaveaxmsa das 3
MM3 opraHnYeckoro skcTpakTa aHanmavpytoT Ha rasoBoM xpomaTorpade ¢ [133.

Ycnosus razoxpomartorpaduyeckoro onpegeneHuns: temnepartypa getekropa 320°C,
ncnaputensa 320°C, TepmocTaTa KonoHok 200°C; kBapueBasi kanunnsapHasa kosioHka 30 mx0.25
MMx0.25 MKM co cnabononsapHou HenoaBWXKHOM Xunakon dason (SE-30, SE-52, SE-54), ckopocTb

noToka rasa-HocuTens (a3oT, oc.4.) Yepes konoHky 0.8 cm3/MuH, nopays aetektopa 20 cM3/MuH,
nenexHne notoka 1:50. Ha ¢our.6 npuBegeHa xpomaTtorpammMa CTaHAapTHOroO pacTeopa eHona ¢
koHUeHTpauueit 1 mkr/am® (BC - 2,4,6-TpuxnopdeHon, BHYTPeHHUiA cTanaapT, 2,4,6-TBd -
2,4,6-TpubpomdpeHon).

MaeHtndukauuio 2,4,6-TpubpomdeHona B aHannsnpyemon npobe Boabl NpoBoAAT No
OTHOCMUTENTbHOMY BpeMEHW yaepxusaHms t,*:

t =t /e

rae ty 1 te; - NCNpaBneHHbIE BPEMEHA YAEPKMBAHMS KOMMOHEHTOB aHann3npyemorn npobbl 1
BHYTPEHHEro cTaHgapTa COOTBETCTBEHHO.

OTHOCKTENBHbIE BpEMEHA YAEPKUBAHNUS KOMIMOHEHTOB aHanM3mpyemon npodbl cpaBHMBaNN ¢
OTHOCUTENbHLIM BPEMEHEM yAEPXMBaHUA 2,4,6-TpnbpomMdeHorna, Nony4eHHoro ang
cTaHgapTHoro pacTteopa: t,*(2,4,6-TpubpomdeHon)=2.752.

MaccoByto kOHUEeHTpauuo heHona B aHanua3npyemor npobe Boabl paccynTbiBanm no
ypaBHEHMIO, NONyYEHHOMY Ha OCHOBE rpagyMpOBOYHOro rpadpmka aAnsg ctaH4apTHbIX BOOHbIX
pacTtBopoB deHona (Tabnuua 1):

p(MKI’/,D,Ms)=2.372 S/S4-0,006(R?=0.9988),

roe S/Sg; - oTHOWEHNe nMnowaan nuka 2,4,6-tpubpomdeHona k nnoLagmn nnka BHyTPEHHEro
ctaHgapTta (2,4,6-TpuxnopdeHon).

Crpanuua: 4



170

15

20

25

30

35

40

45

50

RU 2344 417 C1

Tabnuua 1
PeaynbTaThl ra3o0xpoMaTorpacuieckoro aHannaa cTaHaapTHLIX pacTBOpoB deHora
p (dbeHon), mkr/am3 S/Sst
1 0.432
5 2.146
10 4.152
15 6.325
20 8.458

Ha dour.7 npueeneHa rpagynpoBoYHas 3aBUCMMOCTb MacCOBOW KOHLeHTpauun dgoeHona
(cTangapTHble pacTBOpPbI) OT COOTHOLLEHUS Mnowanen xpomatorpaduyeckmx nukos S/Sq;.

Mpumepbl ocyLecTBneHnsa cnocoba

Mpumep 1.

O6pasel, npMpoaHoI BOAbI, COAepXaLLWin 'yMyCOBbl€ KNCNOTbI, p(dheHon)=2 mkr/om3. K
aHanuampyemoii npobe Boasl o6bemom 30 cm® npunueaiot 0,03 cm® pacTBopa cynbdata meam
(C(CuS0,.5H,0)=0.2 monb/am?), uto coctasnsiet 0,005% OT Macchl NPOBbI, U NEpPenuBatoT
CMeCb B NpefBapuTENbHO NOArOTOBMEHHYIO CTEKMSIHHYIO XpOMaTorpadu4eckyto KONOHKY € 2 T
oKcuaa anoMUHMS. DnioaT oTeMpatoT B CTEKMSIHHYIO NPOBUPKY BMECTUMOCTbIO 25.0 cm®,
NoaKUCNAKT cepHon kncnoton oo pH 2-3, npobaenswT 1.0 cm® ©pomHoli Bogbl (C(Br,)=0.01
Morb/am3) 1 GpoMupytoT B TedeHue 1 MuHyThI. [ocne 3aBepLLeHns peakLmm 6poMMpoBaHust
13bbITok 6poma yaansioT gobasneHnem 1.0 cm® pacTopa Tocynbdata Hatpus (C(Na,S,03)=
0.01 MOJ‘Ib/}J,Ms). [anee BBOOAT BHYTPEHHMI cTaHAapT - 0.2 cm® cnnpToBoro pacteopa 2,4,6-
TpuxnopdeHona (p(2,4,6-tpuxnoppeHon)=0.25 mkr/cm®), 1.0 cm® Tonyona u akcTparupytoT B
TeyeHne 5 MUHYT NpW HenpepbIBHOM nepemMelumBaHui. Mocne paccnansavus das 3 mm®
OpraHMYeckoro 3KCTpakTa aHanua3npyT Ha rasoBoM xpomaTtorpade ¢ [133.

Onpepgensiemas KOHLeHTpaumsa deHona B NpupoaHoii Boge paBHa 5.4 mkr/am3. Cnoco6
HEOCYLLEeCTBUM, TaK Kak MeLLaloLLee BMUSHUE ryMyCOBbIX KUCMOT NpU CoOAepXaHum cyrnbdarta
meaun B npobe 0.005% He ycTpaHsieTcs.

Mpumep 2.

Copepxanue cynbgata megm B npobe - 0.015%. AHann3npytoT, Kak ykasaHo B npumepe 1.
OnpepensiemMas KoHLeHTpaumsa derona - 3.3 mkr/am®. Cnocob HeocyLeCTBUM, Tak Kak
MeLlatoLLee BInsSHNE rYMYCOBbIX KMCIOT HE YCTPaHAETCS.

Mpumep 3.

Copepxanune cynbgata mean B npode - 0.05%. AHannanpyoT, Kak ykasaHo B npumepe 1.
OnpepensiemMast KOHLeHTpauus deHona - 1.9 mkr/ame. Crnocob ocyLecTsuMm.

MNpumep 4.

Copepxanune cynbgata meam B npobe - 0.15%. AHann3npyoT, Kak ykasaHo B npumepe 1.
OnpepensiemMas KOHLeHTpaumsa derona - 2.1 mkr/ame. Cnocob ocyLiecTsuMm.

Mpumep 5.

Copepxanue cynbdata mean B npobde - 0.25%. AHannanpyoT, Kak ykasaHo B npumepe 1.
OnpepensiemMas KoHLeHTpaumsa derona - 2.1 mkr/ame. Cnocob ocyLiecTsuMm.

Mpumep 6.

CopepxaHue cynbdata mean B npobe - 0.5%. AHannanpyoT, Kak ykasaHo B npumepe 1.
OnpepensiemMast KOHLeHTpaums deHona - 3.7 mkr/am®. Cnocob HeocyLLEeCTBUM, Tak Kak
MeLlatoLLee BInSHNE rYMYCOBbIX KMCIOT HE YCTPaHAETCS.

Mpumep 7.

Copepxanune cynbgata meam B npobe - 1.0%. AHann3npyoT, Kak ykasaHo B npumepe 1.
OnpepensiemMas KOHLEeHTpaumsa derona - 4.5 mkr/am®. Cnocob HeocyLeCTBUM, Tak Kak
MeLuatoLee BNUsSIHNE NYMYCOBbIX KMCIOT HE YCTPaHAETCS.

PesynbTtathl onpeaeneHuns deHomna B BoAe npeanaraeMbiM cnocobom npueedeHbl B Tabn.2.

Tabnuua 2
Mpumepsl ocylecTBRneHus cnocoba

Ne npumepa |ConepkaHue cynbtaTa meam no|KoHueHTpaums eHona B|Onpeaensiemas KoHLeHTpaums | Bo3MOXHOCTb OCYLLeCTBIIEHNS]
OTHOLLEHMIO K Macce Npobekl, %  |soge, mkr/am3 cbeHona B Boge, Mkr/om3 3asBnsiemoro cnocoba
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Mo - 2 7.3 -

npotoTuny
1 0.005 2 5.4 HeoCyLLEeCTBAM
2 0.015 2 3.3 HeoCyLLEeCTBAM
3 0.05 2 1.9 OCyLLEeCTBUM
4 0.15 2 2.1 OCyLLECTBUM
5 0.25 2 2.1 OCyLLECTBUM
6 0.5 2 3.7 HeoCyLLeCTBAM
7 1.0 2 4.5 HeoCyLLeCTBAM

M3 npumepos 1-7 n Tabn.2 cnegyert, 4To NpeanaraeMblin cnocob onpegeneHus geHona B
BOOHbIX Cpedax OCyLlecTBUM B AnanasoHe KoHueHTpauuii cynbdata meam 0.05-0.25% no
OTHOLLUEHMIO K Macce nNpoObl. [Mpy MEHbLUMX KOHLEHTpaUUsax KaTUOHOB Mean HEAOCTaTOMHO ANis
CBS13bIBaHNSA BCEX HU3KOMOMNEKYNAPHbIX (PparMeHTOB ryMyCOBbIX KUCIOT, YacTb U3 HUX
npeogonesBaeT KOMOHKY C OKCUAOM antoMUHUA 1 nonagaeT B antoat. [Npu koHueHTpaumsax >0.25%
KaTMOHOB Meau obpasyeTcsa Gonblue, Yem MOXET COpOMPOBATLCS HA OKCUAE artOMUHUS, U 3TOT
n3bbITOK MoNagaeT B aMnt0aTt BMECTE C NPUCOEAMHEHHBIMU YacTULAMWN TYMYCOBbIX KACMOT.

Mo cpaBHEHUIO C NPOTOTUNOM MpeaiaraeMoe TEXHUYECKOE peLleHne NMeeT cneayoLue
npevMyLLecTsa.

1) Mony4yeHre OOCTOBEPHbIX pe3ynbTaTOB aHanu3a B HE3aBUCUMOCTU OT Ka4eCTBEHHOIO U
KONMMYECTBEHHOIO COCTaBa aHanM3npyeMmoro BOAHOro obpasua.

2) NonHoe yaaneHne MeLlualLwmx KOMNOHEHTOB (rpyboancnepcHble, MenkoamcnepcHbIe 1
KOnnownaHble YacTuubl).

3) OTcyTcTBME 0Opa3oBaHNsi YCTONYMBLIX AMYNbCUIA NOCNE NPOBEAEHMS IKCTPaKLMOHHOIO
KOHLEHTPMPOBAHWS, OCMOXHAILLMX NocneayoLee razoxpoMmaTtorpadmyeckoe onpeaeneHue.

dopmyna n3obpeTeHus
Cnocob onpegeneHnst eHona B BOOHbIX Cpeax, BKITHOYaOLWMIA ero XMMMUYeCKyo
Mogudmkaumio B 2,4,6-TpnbpoMdeHOr, 3KCTPaKLMOHHOE KOHLLeHTpupoBaHue 2,4,6-
TpmbpomdeHona 1 nocnegyruiee razoxpomartorpacumyeckoe 4ETEKTUPOBaHNE, OTNNYAOLNIACS
TEeM, 4YTO nepes XMMmyeckon mogmdukaumen n3 BOAHOM Npobbl yaansoT ryMycoBble KUCNOTbI Ha
oKcuAae antoMUHUA B NPUCYTCTBUM cyrnbdaTa meam B konndectee 0,05-0,25% oT maccel BogHom
npoobI.
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