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Abstract
The optimal conditions for the microextraction separation, preconcentration and spectrophotometric determination
of sodium dodecyl sulfate (SDS) as an its ion associate (IA) with Quinaldine Red (QR) have been studied. A large num-
ber of organic solvents was tested as extractants. Aliphatic hydrocarbons (hexane) poorly extract IA while halogen
and nitro derivatives of hydrocarbons (chlorobenzene, bromobenzene, nitrobenzene, chloroform, dichloroethane),
extractin addition to IA the simple salt of the dye. The best solvent found for the extraction of SDS was mixture of car-
bon tetrachloride with dichloroethane or chloroform that provided 10 to 50 fold concentration of SDS by microvolume
of organic phase. The maximum extraction of SDS was achieved in the concentration range of QR 1.0-10-* mol/L of QR
after which the optical density is not practically changed (excess of dye remains in the aqueous phase). The dye QR is
highly stable in an alkaline environment. Hence, it can be used for the extraction of SDS in a wide pH range improving
in this way the selectivity of the determination. The pH range for maximum extraction of ion associate was 4-12, We
found that 50000-100000-fold amounts F-, CI', Br-, NO,", HCO,", CH,C00", SO,*, 10000-20000-fold amounts NO,, I',
HPO,*,B,0. *,10, ClO,, C,0,%, 300-fold amounts Cl0,” do not interfere with the determination of SDS. The molar ratio
of SDS and QR determined by various spectrophotometric methods (isomolar series, Asmus, equilibrium shift) is 1:1.
The limit of detection was 0.04 pg/mkL. A new method of extraction-spectrophotometric determination was applied to
the determination of anionic surfactants in various wastewater samples.
Keywords: microextraction, sodium dodecyl sulfate, spectrophotometric determination, Quinaldine Red.

MIKPOEKCTPAKIIAHE PO3IIJIEHHA, KOHUEHTPYBAHHSA I CHEKTPO®OTOMETPUYHE
BU3HAYEHHA AOAELONJICY/Ib®ATY HATPIIO Y BUIVTIAAI IOHHOI'O ACOLIATY
3 XIHAJIbAUHOBUM YEPBOHUM

Bacusinna M. JlaBpa®
Yaczopodcvkull HayioHaabHUll yHigepcumem, 8ya. IlidzipHa, 46, Yaczopod, 88000, Ykpaina

AHoTanisa

3HaiiieHO ONTHMaJIbHI YMOBHU MiKpOEKCTPaKI{iHHOro po3/i/jieHHA, KOHLLeHTPYBaHHA Ta CNEeKTPO(pOTOMETPHUYHOIOo
BU3HAYeHHs JoAenuiacynbgarty HaTpilo (JJC) y Burmiaai ionHoro aconiaty (IA) 3 xiHaabaMHOBUM 4yepBoHMM (XY).
Bunpo6yBaHO Be/JHKY KiJIBKiCTh OpPraHiYHHMX PO34YMHHMKIB SIK eKcTpareHTiB. BcraHoB/eHo, mo anidaTuydHi ByIie-
BOJHI (rekcaH) BuIy4aloTh IA c1a6ko, rajioreH- i HiTponoxigHi ByrieBoAHiB (xJ10p6eH3€eH, 6poMGeH3€eH, HITpOGeH3€eH,
xj0podopM, JMXIOpETaH) eKCTparywTh KpiM IA i nmpocTty cinb 6apBHMKa. HallkpaliuMy eKcTpareHTaMy BUSIBUJIMCS
CcyMillli YOTUPHUXJIOPHUCTOTO BYIVIELI0 3 AMXJIOPETAaHOM a60 XJ10podOpMOM, 10 AO3BOJIMIO AOCATTH 10-50-KpaTHOrO
KOHIeHTpyBaHH [ /1C Mikpoo6’eMmoM opraHiyHoi ¢pa3u. 3a6apBieHHs eKCTPaKTiB IA criiike moHalimeHmie 1 roa. Mak-
CHUMaJIbHO MOK/IHBa eKcTpakuia JJC aocAaraerbcs 3a KoHueHnTpanii X4 1.0-10~* MoJb/J1, mic/is 40ro onTUYHA ryCTHHA
€KCTPAKTiB NPAaKTUYHO He 3MiHIOEThCA (HaJIUIIOK GapBHUKA 3a/IMIIAEThCA y BOJHiN ¢pa3si). BapBHuk XY BigpisHAETh-
Csl BUCOKOIO CTaGi/IbHICTIO B JIy>KHOMY CepeJ0BHIILi, 0 J03BOJISAE 3ACTOCOBYBATH ioro ajis ekcrpakuii /1/1C y mupoko-
My iHTepBaJi pH i po3paxoByBaTu Ha BUCOKY CeJIeKTUBHICTb BU3Ha4YeHHA. OnTUMaabHMi Aiana3oH pH ekcrpakuii IA
cTaHOBUTb 4-12. IIpu nboMy BU3Ha4YeHHI0 /I/IC He nepemkoaxaoTb 50000-100000-kpaTHi kinbkocri F-, Cl-, Br, NO,,
HCO_", CH,C00", SO,*, 10000-20000-kpaTHi kinbkocri NO,-, I, HPO,*, B,0,*, 10,7, C10,", C,0,%, 300-KpaTHi Ki/JbKOCTi
Cl0, . MosiapHse cniBBigHomeHHs J/IC i 6apeHuKa B IA, BCTaHOBJ/IEHE Pi3HMMH CIEKTPOPOTOMETPUYHUMH METOAAMH
(isomosApHOI cepii, MeTog0M ACcMyca, 3CyBYy piBHOBaru) AopisHiod 1:1. Mexxa BusaBiaeHHA [ /1C craHoBUTH 0.04 MKT /MU
P03p06/1eHO HOBY METOAUKY €KCTPAKIiHHO-CIeKTPO(POTOMETPUYHOI0 BU3HAYEHHS AaHIOHHMX NOBEPXHEBO-aKTUBHUX
pe4oBHUH, SIKy 6y/10 anpoGOBaHO HA Pi3HOMAHITHUX 3pa3KaXx CTiYHHUX BOA,
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MHUKPO3KCTPAKIMOHHOE OTAE/IEHUE, KOHUEHTPUPOBAHHE
U CIIEKTPO®OTOMETPUYECKOE ONIPEAEJIEHUE JOAELNJ/ICY/Ib®ATA HATPUA
B BUJAE HOHHOI'O ACCOIMATA C XMHAJIbAUHOBBIM KPACHBIM

Bacusinna M. JlaBpa®

Yorczopodckuil HayuoHanbHbLld yHUgepcumem, ya. [ludaupHa, 46, Yaczopod, 88000, Ykpauna
AHHoOoTaunu4g
HajiseHbl onTUMaJ/IbHbIE YC/I0BHA MUKPO3KCTPAaKIIMOHHOTO OT/Je/1eH!s, KOHILeHTPUPOBaHUA U cieKTpodoToMeTpH-
4ecKoro onpejesjieHus Aojenuacyibpara Hatpusa (1/C) B Buae noHHoro acconuarta (MA) ¢ xuHa/IbJUHOBBIM Kpac-
HbIM (XK). HcnbITaHO 60JIBIIOE KOJTUYECTBO OPraHU4YeCKHX pacTBOpHUTe/iell B KaueCTBe IKCTPareHTOB. YCTAHOBJIEHO,
4T0 aaudaTudecKue yriieBoJopo/bl (rekcaH) ussjaekawT HA ci1a6o, rajioreH- 1 HUTPONPOU3BOAHbIE YITIeBOAOPOAOB
(x/10p6GeH30J1, GPOMGEH30J1, HUTPOGEH30.1, XJI0podOpM, AUXIOPITAH) IKCTPArupyrwt nomumo UA u mpocTyw coub
KpacuTes. JlydIIMMH 3KCTpareHTaMy OKa3aJ/IuChb CMeCH 4eThbIPEeXX/JI0PHCTOro yriepoja ¢ AUXJI0P3TaHOM WIH XJI0-
podopmoM, no3BouBIIKE JocTHYb 10-50-KpaTHOro KOHIEeHTpUpoBaHuA JJIC MUKPOOGBEEMOM OpraHu4ecKoi ¢asbl.
Oxpacka 3kcTpakToB UA ycroiiunBa B TeyeHue He MeHee 1 4. MakcuMa/ibHO BO3MOXHas 3KkcTpakuusa JA/IC pocrura-
etcs npu KoHueHrpanuu XK 1.0-10* mosib /71, nocJie Yero onTuyeckas NJIOTHOCTb 3KCTPAKTOB NMPaKTHUYECKU He U3-
MeHseTcsl (M36BITOK KpacuTe s ocTaeTca B BogHOH ¢ase). Kpacutens XK oT/imdaeTcs:i BbICOKOH CTaGU/IBHOCTHIO B
IeJIOYHOH cpeJie, YTO NO03B0JIAeT NPUMEHATh ero A 3kcrpakuuu /1/IC B MpoKoM MHTepBasie pH U paccYuThIBaTh
Ha BBICOKYI0 CeJIeKTUBHOCTb omnpejeseHus. OnTuMaabHblii guana3oH pH akcrpaknuu HUA cocraBiset 4-12. Ilpu
stom omnpegesneHuro A/IC He memaroT 50000-100000-kpaTHbIe KosudectBa F-, Cl°, Br-, NO,, HCO,, CH,COO", 8042‘,
10000-20000-kpaTHbIe komyecTtBa NO,-, I, HPO42‘, B4072‘, 10, C103‘, C2042‘, 300-KpaTHble KOJIM4YecTBa ClO4‘. Mouisp-
Hoe cooTHomeHue /1/IC u KpacuTe s B 3KcTparupyemom UA, yctaHOB/IeHHOE Pa3/IMYHBIMHU CIEKTPOPOTOMETPUYECKH-
MM MeTojaMHM (MU30MOJISIPHOH CcepuH, METOAOM ACMyca, CABUra paBHOBecHs) U paBHO 1:1. [Ipeaen o6HapyxeHus J/C
coctaBua 0.04 Mkr/mi1. PaspaGoraHa HOBasi METOAUKA 3KCTPAKIMOHHO-CNIEKTPO(POTOMETPHUYECKOTO ONpeAe/IeHus
AQHMOHHBIX NOBEPXHOCTHO-aKTHBHBIX BellleCTB, aPpOGUPOBaHHasA HA pa3/IMYHbIX 00pa3aX CTOYHbLIX BOJ,.
Katouegble c106a: MUKPO3KCTPAKLUS, AOAELHUICYIbGAT HATPHUS, CHEKTPOPOTOMETPUYECKOE ONpe/iesleHHe, XUHAIbJUHOBUH
KpacCHBIH.

Beenenue .
3KCTPAKTOB. BoJsiblioli  06'beM HCIIOJIb3yEMbIX

CuHTeTHYeCKHe aHHOHHbIe TOBEPXHOCTHO-aK-
TUBHble BelllecTBa (AITAB) mupoko npumeHs-
I0TCSl B IPOM3BOJICTBE KOCMETUYECKUX Npenapa-
TOB, MOWOILUX, YACTALIMX U Ae3UHPULUPYIOLIUX
CPeACTB, a TaK)Xe B XMMUYECKOW U papMaleBTHU-
YeCKOM NPOMBILIJIEHHOCTH, CeJbCKOM XO35H-
ctBe. OHAKO 3TO NPUBOJUT K 3arpsi3HEHUI0
00bEeKTOB OKpy»Kalolllel cpejibl, NMpexJe BCero
BOJHBIX pecypcoB. HecMOTpsi Ha TO YTO GOJIBLIMH-
cTBO ucnosibdyeMbix AIIAB He saBafitoTCA BbICO-
KOTOKCHUYHBIMM, NPOAYKTHI HUX TpaHchOpMaLUu
MOTYT ObITb BeCbMa ONAacHbI AJ1 BOLHOW 3KOCHU-
cremnl. [IJK AIIAB B Bozax perjsiaMeHTUpyeTCA
['OCT Ha yposHe 0.5 mMr/a [1]. 3To fes1aeT HEOOXO-
JUMBIM pa3paboTKy BbICOKOUYBCTBUTENbHbIX Me-
ToAuK onpefenenusa AITAB.

Haub6osiee yacto comepxanue AIIAB koHTpo-
JIUPYIOT 0NpY MOMOLIM CTaHAApPTHOW 3KCTpak-
[JMOHHO-CIeKTPOPOTOMETPUUECKONH METOJUKH,
OCHOBAaHHOM Ha HCII0JIb30BAaHUM METUJIEHOBO-
ro CUHero, 0JHaKo AJis TOW >Ke LieJIM MOAXOAAT U
JIpyrve OCHOBHbIE KpAcCUTEN (Taba. 1). [nas-
HbIM HEJIOCTAaTKOM 3TUX MeTOAUK [2] sBjaseTca
VX HHU3Kasl YYBCTBUTEJbHOCTb (0OBIYHO Ha YPOB-
He [1/IK), uTo, ckopee Bcero, 06'bsiICHSIETCS HEBBI-
COKHMMM 3HAYeHUSIMU CTelleHU M3BJeYeHUs] HUOH-
HbIX aCCOLIUATOB.

06 3ToM *Ke CBUJAETENbCTBYIOT U PEKOMeH/1a-
nuu [9; 10] o He06X0AUMOCTH NPOBEJEHUS TO-
BTOPHOH 3KCTPaKLUHU XJOPOPOpMOM U HU3Me-
peHus1 ONTHYECKOM MJIOTHOCTH 00beJUHEeHHBIX

TOKCUYHBIX 3KCTPareHToB (xsiopodopm, 6eH301)
M CJIIOXKHOCTb MX pereHepanud 00yCJI0BJUBAIOT
BBICOKYIO ONACHOCTh 3arpsi3HEHUs] OKpY’Karolei
cpejpbl.

MUKpO3KCTpaKIysl — JOCTATOYHO MpOCTas U
ObICcTpasl TEXHHKa, MO3BOJIAKILAS C HNpHUMeEHe-
HUEM HE3HAYUTEJbHOTO 06beMa pPacTBOpPUTE-
Jie (0OBIYHO HECKOJIbKO JeCSITKOB MHUKPOJIH-
TPOB) JJOCTUraTh BBICOKOT0 GaKTOpa U3BJIEYEHHUS
omnpeJesisieMoro CcoeJUHeHHs.. MUKpPO3KCTpaK-
[[MSl XOPOLIO COYETAETCsl C XpoMaTorpadpuiecKu-
MU MeTOoZaMHU. B kayecTBe METOAMKH OKOHYAHHUS
AHAJIMTHYECKOTO OIpe/ie/IeHUs1 YaCTO UCHOIb3Y-
10T cnekTpodotomeTpuio [11-15].

llesiblo JaHHOW paGOThI SBJASAJIOCH U3YYEHHUE
ONTUMAJIbHBIX YCJIOBUA MHUKPO3IKCTPAKIMOHHO-
ro OTJAeJeHUS] U KOHLEHTPUPOBAHUS [OAELUJI-
cynbdarta Hatpusa ([AJC) B BuAe HOHHOTO ac-
conyarTa C KpacuTesJeM MOJUMETHUHOBOTO psja
HonuzoM 2-[4’-AuMeTHU/IaMUHO-CTUPUII]-1-3THI-
XUHOJIMHUSA (XWHAJbAUHOBBIN KpacHbId, XK) u
pa3paboTKa Ha 3TOM OCHOBE HOBOW BBICOKOYYB-
CTBUTEJIbHOM M 3KOJIOTMYECKU Ge30mMacHoOd Me-
TOJUKH 3KCTPAKLHOHHO-CHEKTpodpoToMeETpHUYe-
ckoro onpeneneHusi AIIAB.

JKcnepuUMeHTa/IbHaA 4YacCTh

IIpuzomosseHue  pacmeopos. Ucxoanbiit
1-10-2M pactBop /I/IC roToBWJIM pacTBOpPEHU-
eM TO4YHON HaBecku mpenapata (SIGMA) B Bo-
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ne. Pabouune pactBopbl JJ/IC c KOHIeHTpalueu
1-102% - 1-10° mMosb//71 TOTOBHJMU IIOCJEJ0Ba-
TeJIbHbIM pa3baBjieHHWEM MCXOAHOr0 pacTBopa
JUCTUJINPOBAaHHOM BOJIOM B JileHb 3KCIIEPUMEH-
Ta. Heo6xoAMMy10 KMCJIOTHOCTb CpeJbl CO3/aBa-
JIM l00aBJieHHEeM aMMHa4dHO-alleTaTHbIX 6ydep-
HbIx pactBopos, HCl, H,SO,, NaOH. BoaHbiii 1-10°3
M pactBop kpacuTesisa XK roToBU/IM pacTBOpEHU-
eM B OMAUCTWLIATE TOYHOW HaBeCKU MpenapaTa
(SIGMA).

498 uM Ha ciekTpodoToMeTpe WPA Lightwave I1+
(Biochrom, USA) B MUKpOKIOBeTax ClieliiaJbHOH
koHcTpykuuH (I=0.5 cm, V = 5 mka). [lapaniens-
HO MPOBOUJIU KOHTPOJIbHbIN onbIT (6e3 J/1C).

Annapamypa. DNeKTPOHHbIE CIIEKTPbI MOTJIO-
[IeHUs] PeTUCTPUPOBAIM Ha ClieKTpodoToMeTpe
Specord S600 (Analytic Jena, Germany). 3Haue-
Hus pH pacTBopoB usaMepsiid MOTEHIMOMETPOM
ORION 720A (Thermo Scienti-fic, USA) co cre-
KJISHHBIM 3JIEKTPO/IOM.

Table 1
Relative characteristics of spectrophotometric methods for determination of SDS
Tabauya 1
CpaBHHUTeJ/IbHAS XapaKTEPUCTHKA CIEKTPOPOTOMETPHIECKHX METOAUK onipeeneHus J1C
Reagent Extraction solvent pH A,.oNm  Linear range, Sample Ref.
volume, ml ug / ml
Rhodamine 6G - 0.5-3.0 534 0-15 Natural water [3]
Thionin - 4.56 595 0-0.3 Natural water [4]
Crystal Violet - 4.0 595 0.01-1.20 Water [5]
Rhodamine B Benzene 0.05M 560 - - [6]
H,50,
Malachite Green Toluene:methylisobutyl 5.0 626 - River water [7]
ketone (1:1), 5
Brilliant Green - 55-8.0 625 0-20 Natural water and [8]
wastewater
Methylene Blue Chloroform, 35 10 650 0.015-0.25 Drinking water [9; 10]
Quinaldine Red Carbon tetrachloride- 4-12 498 0.06-0.86 Wastewater Technique
dichlorethane (4:1, of author
v/v), 0.1
BKCTpaKL[I/II-O NpoBOAWUJIN B AEJIUTEJIbHBIX BO- A
POHKAX, COOTHOLIEHHUE 06 bEMOB BOAHOﬁ H 0op- 0,4
ranuyeckod ¢as cocraBasiao (1-5):1. B genu-
TeJIbHbIe BOPOHKHM BBOAWJIKM OIIpeJeJIeHHOe 034 1
kosindectBo JI/1C, 103 M pactBopa kpacurtesns XK, ’
6ydepHoro pactBopa (pH 5) u goBoguIN 06B-
eM BOAHOW a3kl 10 5 MJ GUAUCTUIAATOM. 3a- 0,21
TeM JA06aBiasau 1-5 mMa skcTpareHTa (cMech 4:1
YEeTbIPEXXJIOPHUCTOTO yrjiepoaa HWJIM TeKCaHa C 014
L[I/IXJIOpBTaHOM) U BCTPAXUBAJIN COAEPNKUMOE HaA
npotsbkeHuu 60 c. [locne paspaeneHus ¢as akc- 3
0,0 T T T T T
TPaKT OTAESIU, IeHTpUudyrupoBaad 1 MUH npu 200 450 00 =0 00 650 , am

1000 06/MUH U U3MepSIU ONTHUYECKYIO IJIOT-
HOCTb npu A (498 HM) Ha cnekTpopoToMeTpe
CD-46 (JIOMO, Poccus) B ktoBeTax c [ = 0.5 cm.
[Ipy HCHNO/B30BaHUM MHUKPOIKCTPAKLHUOH-
HOW TeXHUKHU B LleHTpUPyKHble IPOOGUPKU BBO-
aund omnpejeneHHoe kosaudectBo JJIC, 0.5 mn
103 M pactBopa kpacutess XK, 0.5 ms 6ydepHoro
pacTBopa c onpejeyneHHbIM pH u fJoBoAMIN 06B-
eM BOiHOH ¢dasbl /10 5 MJI OUJUCTUNAATOM. 3aTeM
C MOMOIIIbIO Hnpuiia BnpbickuBasu 100-500 Mk
CMeCH YeThIpexxJI0pUCTOro yrieposa Cc JUXJI0pP3-
TaHoM (4:1) ¥ neHTpUdyrupoBasiu 3 MUH NpPHU
3000 06/MUH. IKCTPAKT OTOHUPAIA MUKPONUIIET-
KOU ¥ U3MepsIJIM eT0 ONTHYECKYIO IJIOTHOCTh IPU

Fig. 1. Absorption spectra of the QR:
1-1-10° M aqueous solution of the QR; 2 - extract IA QR
with SDS; 3 - extract QR. C,, = 1:10°M,C_ =1:10"*M,
pH 5, a mixture (4:1) CCl, with dichloroethane
Puc. 1. ConekTpsl cBeTonomwiomeHnus XK:
1 - 1-10-° M BoaHbli1 pacTBop kpacuresis XK;
2 - akcrpakT MA XK ¢ AAC; 3 - akerpakr XK. C, o
=1+10-5M, C_ = 1-10-* M, pH 5, cmecn (4:1) CCl, ¢
JAMXJIOP3TAaHOM

Pe3y/1bTaThl M X 06CYKAEeHUE

Cxema obpaszoeaHusi uoHHo20 accoyuama. 06-
pasoBaHue UOHHOTO acconuaTa (MA) TpebyeT of-
HOBpPEMEHHOI'0 MPUCYTCTBUS B BOJHOHN ¢asze Ka-
THOHHON dopmbl KpacuTeass XK M aHHMOHHOMU
dopmbl [/1C. XK 0THOCUTCS K KATUOHHBIM KpacH-
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TeJISIM, [IPU paCTBOPEHHUHU B BOJI€ OH AUCCOLUUDY-
eT Ha katuoH XK' (A = 500 uMm, £ = 3.47-10%).
B kucnoit cpege (nmpu pH < 4) npoucxoaut npo-
TOHHPOBaHHE KpacuTeJisd B OeCLBETHYIO [ByX3a-
psiiHyl0 KaTHOHHYW ¢opmy (A, = 356 uM). B
CUJILHOLIEJIOYHOM cpeJie KpacuTeJlb oJiBepraeT-
CAl TUZAPOJIN3Y, IPUYEM NPOAYKT FMAPOJU3a TaK-
xe 6ecusered (A =355 um). I/IC aBaserca [1AB
aHMOHHOI'0 TUIA U B BOJAHBIX pacTBOpax JUCCO-
UUpYyeT C 06pa30BaHUEM OJHO3apsJHOTO aHUO-
Ha [I/]C. U3BeCTHO, YTO MPU MaJiblX KOHI|EHTPaI|1-
s1Xx aHHoHHbIe [IAB 06pa3ytoT HCTUHHBIHN pacTBoOp,
B KOTOPOM CYILIEeCTBYIOT OTAebHble HOHbI ([/C"
u Na*). YBesnueHue KoHleHTpanuu /J/IC npuso-
JUT K BOSHUKHOBEHUIO MUIleJJ B pacTBope. KoH-
uentpauuu [AJIC, KoTopble MOXXHO ONpeAesUTh
npejaJjiaraeMoll MeTOAUKOM, 3HAUUTEJNbHO HHXKe
3HAaUYEeHUSI KPUTHUYECKOW KOHLIEHTpaLMU MULEN-
Jloo6pa3oBaHus. Mcxofsa U3 3TOro XUMHU3M 06pa-
30BaHUsA U 3KCTpaKUUK UA MOKHO onmucaTh cie-
Jyoleit cxeMoH (S - MoJieKyJ/1a 3KCTpareHTa):

(QR"),) +(SDS"),, +kS,, < (IQR -SDS]-kS),,, .

MoussspHoe cooTHouleHue J/IC u kpacuTtens B
akctparupyemoM HA, ycTaHOBJIEHHOE pa3JIMYHbI-
MU CIEKTPOPOTOMETPUUECKUMHU METOJaMH (M30-
MOJISIPHOHM cepuM, AcMmyca, cABUra paBHOBECHS),
paBHO 1:1, TO ecTb cocTaB 3KcTparupyemoro MA
MOXHO NpeJCTaBUTb B obuieM Bujae kKak (XK*)
(A4C). IlpeanonaraeMblii XMMHU3M 06pa30BaHUSA
U 3KCTpakuuu HMA moaTBepKJaeTcs U TeM, YTO
CIEKTPbI CBETONOIJIOLEHUS] BOAHOTO PacTBOpa
KpacuTeJisl ¥ 9KCTPAKTOB ero coeguHenus c J/1C
NpaKTUYECKU He OTVIMYAIOTCS; HeGOJIbILNE U3Me-
HEHHUs B MOJIOKEHUSIX MAKCUMYMOB 00'bSICHSIOTCS
addekTamu cosbBaTOXpoMuu (puc. 1).

Yenosus o6paszosarusi u akcmpaxkyuu HA. U3-
y4asu BJIMSIHME pPas3u4HbIX (PAKTOPOB Ha 3KC-
Tpakyuto J/IC B Buae nonHoro accouuata ¢ XK.
Oxpacka skcTtpakToB UA ycTolurBa B TeyeHUE He
MeHee 1 y. MakcuMaJibHO BO3MOXHasl 3KCTPaK-
uusa AJC pocturaetcsa npu KoHueHTpauuu XK
1.0-10"* Mos1b//1, TIOC/IE Yero OomTHUYecKasl IJIOT-
HOCTb 3KCTPAKTOB NPAKTUYECKU He H3MEHsEeT-
cs (M36BITOK KpacuTeJsisi OCTaeTcss B BOAHOU ¢a-
3e). OnTuManbHbId Auana3oH pH akcrpakyuu UA
coctapJyisieT 4-12 (puc. 2). B 6oJiee KucI0U cpe-
Jle pa3HUIA ONTUYECKUX [IJIOTHOCTEN 3KCTPAKTOB
WA u kpacuTeJisi CyLieCTBEHHO YMEeHbIIaeTcs.

B wenounou cpene npu pH > 12 pasnocts on-
Tu4yeckux miotHocted A u XK npaktuyecku mno-
CTOSIHHA, OJHAKO HaO6JII0JaeTcs IMOCTENeHHOe
yBeJIMYEHUE ONTHIECKON IJIOTHOCTH 3KCTPAKTOB
«xoJsioctoro onelTa». Kpacutenr XK otinvaer-
Cs1 BBICOKOM CTaOUJIbHOCTBIO B II[€JIOUHOH Cpejie,

YTO MO3BOJISIET MIPUMEHSATD €ro /il IKCTPaKL U1
JAJC B miupokoM uHTepBaJsie pH 1 paccyuThIBaTh
Ha BBICOKYIO CeJIEKTUBHOCTD OIpe/ieIeHUsI.

A
1,2 1
1,04

2
0,8 * 4

A

0,6
0,4

3
O’Z_M”_/
0 2 4 6 8 10 12 14 pH

Fig. 2. Effect of pH on the extraction of IA with SDS QR:
1 - absorbance of extracts IA; 2 - the difference between
absorbance and dye extracts IA; 3 - absorbance of
the blank test extracts; C;, = 1-10~° M; Cor=1107*M;
Vaq: Vorg (ml) = 5:0.5; mixture CCl, with dichloroethane
(4:1)

Puc. 2. BiussHMe KMCJIOTHOCTH Cpe/ibl Ha 3KCTPAKIUI0
MA J/IC c XK:

1 - onTHYeCKas IJIOTHOCTb 3KCTPAKTOB UA; 2 - pa3HOCTh
ONTHYECKHX MJIOTHOCTeM IKCTPAKTOB UA U Kpacures;
3 - onTU4ecKasi IJIOTHOCTh 3KCTPAKTOB KOHTPOJIBHOTO
onbiTa; C =1-10°M;C,__=1-10*M; V:V (mi) = 5:0.5;

AAC XK B o
cmech CCl, ¢ auxaopatanoMm (4:1)

WA J/JIC c XK xopoLIo sKCTparupyoTcs apoMa-
TUYEeCKUMU yrjeBojopoAaMu (6eH30J, TOJIyoJ)
Wi 3GUpaMu YKCYCHOU KUCI0ThI (M30aMuale-
TaT, 6yTU/IALIETAT), a TAKXKe UX cMecAMU. Anruda-
THUYeCKUe YIJIeBOA0PO/ bl (FreKcaH) u3BjekatoT A
3HAYUTEJbHO clabee, raJoreH- U HUTPOIPOU3BO-
JIHbIE YTJIEBOJIOPO/0B (X/10p6eH30.J1, 6poMOEH3011,
HUTPOHEH30J1, XJI0pOPOPM, AUXIOPITAH) 3KCTpa-
TUpPYIOT NoMUMO WA 1 IpOCTyIo COJIb KpacUTesl.
[Ipu couyeTaHUM MHUKPO3IKCTPAKLUH CO CHEKTPO-
dboToMeTpUUECKUM [leTEKTUPOBAaHUEM CHUTHaJa
BaXKHbIMHU KPUTEPHUSIMH, MOMUMO 3PPEKTUBHO-
CTH 3KCTpaKLUHU (MaKCcUMaJibHOe U3BJedyeHne NA
Y MUHUMaJIbHOE U3BJeYeHHe U30bITKA KpacuTe-
Jis1), IBJISIIOTCS IJIOTHOCTDb U PaCTBOPHUMOCTD 3KC-
TpareHTa B BoJile. MUKPO3KCTPaKI[UI0 UCII0Jb3Y-
0T JJIS1 3KCTPAKLMOHHOTO KOHIIEHTPUPOBAHMUSA
BelllecTBa U3 60J1b1IOr0 06'beMa BOAHOTO pacTBo-
pa B MaJblii (0OGBIYHO AEeCATKH MUKPOJUTPOB)
00beM OpPraHUYECKOTO PACTBOPUTEJS, MOITO-
My pacTBOPUMOCTb 3KCTpPAreHTa B BoJe J0JIKHA
O6bITb MUHUMaNbHOU. [lns1 yAo6CcTBa OTAE/NEeHUs
MHUKPO3IKCTPAKTOB TaKKe BaXKHO, YTOObI OHU OBbI-
JIU TsDXKeJslee BOJIbl.

Haub6osee a¢pdekTUBHOM 0Ka3asach cCMecCh 4e-
TBIPEXXJIOPUCTOTO yTJjepojia € JUXJIOP3ITAaHOM
(puc. 3). [Ipu yBeIM4eHUH COflepKaHUS AUXIOPI-
TaHa B CMeCH ONTHUYeCcKas JIOTHOCTb 3KCTPAKTOB
TaKXXe yBeJMYUBAETCsl, OHAKO NPHU ero cojep-
)kaHuK 6osiblle 20% CTaHOBUTCA CylleCTBEH-
HbIM H3BJIeUeHHE MPOCTON COJMU KpacUTessl.
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OnTuMasbHOU SBJISIETCS CMeCh, B KOTOPOU 00'b-
eMHO€e COOTHOULIEHUE YEeThIPEeXXJOPUCTOTO yrIJe-
poZia K AuxJopaTaHy coctaBjaseT 4:1. U3Bect-
HO, YTO B HEKOTOpPBIX CAy4yasax 3QPeKTHBHOCTb
MUKpO3KcTpakiuu JAJIC MOXXHO YBEJUYUTH [10-
0aBKOM AWCHeprupylollero pacTBopuTessa (Me-
TaHOJI, 3TAaHOJI, alleTOH U Jp.). B HaweM ciaydae
HauboJsiee 6J1aronpusiTHOe BO3/leHiICTBHE OKa3bl-
BaeT 3TaHoJ, BBejeHue 0.2 - 0.3 MJ KOTOpOro
CYLleCTBEHHO YBeJWYHWBaeT Pa3HOCTb ONTUYe-
CKUX MJIOTHOCTeN skcTpakToB MA W kpacuTens.
OpaHako 3T NMpeuMyllecTBa HUBEJUPYIOTCS Of-
HOBpPEMEHHBIM YBeJIMYEHHEM ONTUYECKOU MJIOT-
HOCTH 3KCTPAKTOB KOHTPOJIbHOTO pacTBopa W,
KaK CJeJICTBUE, CONPOBOXAAITCA YXYALIEHU-
€M BOCIIPOM3BOJAUMOCTH pe3yJbTaToB. B Tabu. 2
NpUBeJileHbl HEKOTOpble CHeKTpodoToMeTpUue-
CKMe XxapakTepUcTUKH 3kcTpakToB UA J/IC ¢ XK
NPY UCNOJb30BaHUU PA3IUYHBIX 9KCTPAreHTOB.

A
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0,3 /7
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0,2 . / /
1//0//
1 //
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P e
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Fig. 3. Effect of the ratio of carbon tetrachloride to

dichloroethane pH on the extraction:

1 - absorbance of extracts IA; 2 - the difference between
absorbance and dye extracts IA; 3 - absorbance of the
blank test extracts; C;, =1:10°M; C,, =1-10*M; pH =5
Puc. 3. 3aBucumocts 3kcrpakuuu UA 1/IC c XK ot
CoOTHoweHusA 06bemoB CCl, u AuxnopaTaHa:

1 - onTHYecKas IJIOTHOCTB 3KCTPAKTOB UA; 2 - pa3sHOCTh
ONTHYECKHX IVIOTHOCTEH 3KCTpaKTOB UA U Kpacureis;
3 - onTHYecKas NJIOTHOCTh 3KCTPAKTOB KOHTPOJILHOTO

. =1.10-6 M- =1.10-* M- -
ONBITA; CMC =1-10°M;C,, =1-10*M; pH=5

I'padyuposouHbie 3as8ucumocmu. C HCIOJb-
30BaHHeM Hal‘;I,ELEHHbIX ONNTHUMAJIBHBIX 3Ha4de-
HUH Oblla pa3paboTaHa MeTOAMKA 3KCTPaKIIH-
OHHO-Cl'IEKTpO(l)OTOMETpI/I‘-IECKOFO onpeaesieHusA
JJIC. /lanHble, MoTy4YeHHbIE TP 00pabGOTKe rpa-
AYUPOBOYHBIX 3aBHMCHUMOCTEH MEeTOJO0M HaH-
MEHBbIINX KBAaJpPaTOB, OBbLJIM HUCII0Jb30BaHbI AJIA
OLéeHKH OCHOBHBIX XHMMHWKO-dHAJIUTHYECKHUX IIa-
paMeTpoB HpeﬂHOH(EHHOﬁ METOAUKHU ollpenesie-
Hud JJ/1C, 4TO N03BOJINJIO CPABHUTD €€ C PYyTUMU
CHEKTpO(l)OTOMeTpI/I‘{ECKI/IMI/I MeTOAHWKaMH, OCHO-
BaHHBIMU Ha KJIAaCCUYECKOH 3KCTPAKLIHHU U MHU-
KPO3KCTpaKIUH (Tabu. 3).

Kunaccuyeckas 3KCTPAKIMOHHAA TEXHUKA CMe-
IIMBaHUsA a3 ABJsgeTCd Malo3PpeKTUBHON IpHU
IIPUMEHEHHNH MaJIbIX 06bEMOB 3KCTPAreHTOoB, 4YTO
AeJsiaeT O4Y€Hb CJIOKHBIM KOHUEHTPHUPOBAHHE A

B 06beMe OpraHuveckou ¢asbl, MeHbIlIeM, YeM
1 M. MUKpO3KCTpaKLHUOHHAsA TeXHUKa M03BO-
JsieT KoHueHTpupoBaTh [AJIC cMecbio (4:1) 4e-
TBIPEXXJIOPUCTOTO yIJjepoJia C AUXJIOPITAaHOM U3
5 M BogHo ¢a3bl B 100 Mk akcTpakTa. ['pagy-
MpoBOYHasA (QYHKIHSA OMUCBHIBAETCA ypaBHEHU-
eM npsiMoit A=a+ b c (A - pa3HOCTb ONTUYECKOU
MJIOTHOCTH 3KCTPaKToB UA U KpacuTess, ¢ — KOH-
nentpauus JJ1C, MKr/MJ1) U IBJISIETCS JIUHEHHOU
B uHTepBase oT 0.06 go 2 mkr/ma JAJIC ¢ ko3d-
dunumentom koppeasuuu 0.9990. [lpeaesn o6Ha-
pykenud (n =10, P=0.95) 1/IC, pacduTaHHBIH 1O
3S kpuTeputo (S - cTaHJAapPTHOE OTKJIOHEHHUE CUT-
HaJsia poHa), coctaBasieT 0.04 MKr /M.

Table 2
Spectrophotometric characteristics of extracts IA SDS
with QR
Ta6auya 2
CneKkTpodoToMeTpUYECKHE XapaKTePUCTHKHU
akcrpakToB A J/IC c XK

Extraction Vaq: VOrg A, DM e10°
solvent
CCl,: CH,CI, (4:1) 5:5 498 (0.42+0.01)
Benzene 5:1 495 (2.10£0.02)
Toluene 5:1 497 (1.50£0.03)
Isoamyl acetate 5:1 495 (1.15£0.04)
Ethylbenzene 5:1 497 (1.95£0.03)
0-Xylene 5:1 494 (0.75£0.03)
CCl,: CH,CL, (4:1) 5:1 498 (2.25+0.02)
CCl,: CHCL (3:2)  5:1 498 (2.60+0.02)
CCl,: CH,CL, (4:1) 5:0.1 498 (4.25+0.04)

CesekmusHocme skcmpakyuu. CeJIeKTUBHOCTb
akcrpakuuu [J/JIC xapakTepu3oBaad NMPU MOMO-
¥ K03$PUIHeHTa CeJIEKTUBHOCTH, TO ECTh TOTO
MaKCHMaJbHOTO COOTHOLIEHUS KOJIUYECTB COMYT-
cTBywoero noHa u /1/1C, koTopoe ellje He U3MEHS-
eT ONTUYECKYIO IJIOTHOCTb 3KCTPaKTOB UA Gosiee
yeM Ha 5 %. [lockosbky kpacuTtenb XK ycToituus
B I[€JIOYHOU cpejie, AJis CPaBHEHHs M3ydyasaach
CEJIEKTUBHOCTb 3KCTPAKLHUU KaK M3 CIa0OKUC-
Jbix (pH 5), Tak u menoynsx (pH 12) cpen. Cymre-
CTBEHHOTO BJIMSIHUS KUCJOTHOCTH Ha CEJIeKTUB-
HOCTb He HabJII0[asoch, MO3TOMY OIpejeseHue
JJIC MoxeT GbITH MPOBEJIEHO 6€e3 THATEJIbHOTO
KOHTpPOJISI 3Ha4eHUs1 pH B MUPOKOM HHTeEpBase
KUCJIOTHOCTHU BOAHOU cpesbl pH 4 — 12,

[Ipu stom omnpegenenuto /JAJIC He MewaioT
50000 - 100000-kpaTHbIe kouyecTBa F-, Cl-, Br-,
NO,,, HCO,, CH,CO0", SO,*, 10000-20000-kpaT-
Hble kosmyectsa NO,-, I, HPO >, B,0.*, 10, C103"
C,0,%, 300-kparHbie konudectsa ClO,". Paspa6o-
TaHHasi MeTOAWKa OblLjia MpUMEHeHa AJis OIpe-
Aenenus cogepkanusa JJIC B cTOYHBIX BOJax
(Taba. 4).
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Table 3

Metrological characteristics of methods for determination of SDS, based on the extraction of SDS-QR, calculated for
various ratios of volumes of aqueous and organic phases
(extractant - mixture(4:1) of carbon tetrachloride and dichloroethane); pH 5

Ta6auya 3

MeTpoJioruyeckue XxapaKkTepuCcTUKHA MeToAUK onpejesieHua 1/1C, ocHoBaHHbIX Ha 3kcTpaknuu UA I1C-XK, paccuu-
TaHHbIEe AJIS1 pa3HbIX COOTHOLIEHUI 06beMOB BOAHOM U OpraHndeckoi ¢as
(axcTpareHT - cMech (4:1) 4eTbIPpEXX/JIOPUCTOTO yIVIiepoja U JuxjaopaTaHa); pH 5

Aqueous-to-organic  Metrological characteristics of the calibration plots

phase ratio, ml Linear range, Calibration plot, Coefficient of LOD, ug / ml LOQ, ug / ml
pg / ml A=a+bc correlation, R
a b
5:5 58-17 0.004+0.001 0.008+0.001 0.9956 - -
5:1 0.6 -8.6 0.017+0.011 0.067+0.003  0.9998 - -
5:0.5 0.21-6.0 0.021+0.042 0.128+0.015 0.9973 0.11 0.24
5:0.1 0.06 -2.0 0.006+0.034 0.265%0.012  0.9990 0.04 0.09
Table 4
Determination results of anionic surfactants in waste water from washing machine (n =5, P = 0.95)
Tabauya 4

PesynbraTsl onpeaenenns AIIAB B BOAHBIX C/IMBAaX CTUPaJibHOM MaluHbl (n = 5, P = 0.95)

Sample Found of the anionic surfactants

By the developed technique, pg / ml Reference method [9], pg / ml

Water after the first rinsing of laundry 19.3%¥1.2
Water after the second rinsing of laundry ~ 10.4+0.7
Water after the third rinsing of laundry 9.1+0.3
Water after the fourth rinsing of laundry 85+0.3

20.1+1.3
11.5+£ 0.8
9.4+0.3
8.2+ 0.3

HpaBI/IJIbHOCTb ornpeneseHud KOHTPOJIMpPOBaA-

JIX ME€TOAOM CpAaBHEHHUA C pe3yJibTaTaMH, IIOJIY-

9

€HHbIMHU I10 CTaHﬂapTHOﬁ MeTOJHKe. Kak BU/J-

HO U3 CpABHEHHA pe3y/ibTaTOB HpeﬂHO)KEHHOﬁ %
CTaH,E[apTHOﬁ METOAUK, NOBEpUTEJIbHbIE MHTEP-

B

dJIbl BO BCEX C/Iy4YadX MEepeKpbIBAOTCA, YTO CBU-

AETEJIbCTBYET 06 OTCYTCTBHUHU CUCTEeMaTUYeCKOU
IMMOTPEIIHOCTH.
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