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CHEKTPO®POTOMETPUYHE BUSHAYEHHS KAPMOA3UHY
NICJjst HO1ro MINEJAPHO-EKCTPAKIHIMHOI'O
KOHUIEHTPYBAHHS

VY naniit poOOTI BUBYEHO Ta ONTHMI30BAaHO YMOBH MIIEISIPHO-EKCTPAKIIHHOTO KOHIIEHTPY-
BaHHS Xap40OBOTo OapBHUKA KAPMOA3HHY Y BHIVISIIII I0HHOTO acoLiaTy 3 HEeTHITIPUANHIA XIT0-
punoM y Minemsipry ¢asy neionorenHoro ITAP tpurony X-100. [Toka3zano, mo MakcumMaibHe
BIWITy4YEHHS aHAJITy crioctepiraetsest pu pH 2,5, kornenTpanii Tpurtony X-100 2,5 06% Ta
HarpiBaHHs po3unHy 10 85-90 °C Bponosxk 25 XBWIHH. Po3po0iieH0 METOIMKY crieKTpodo-
TOMETPUYHOTO BU3HAYEHHS KAPMOA3HHY TiCIIs HOTO MiLleNIPHO-eKCTPAKI[IIHOTO KOHIIEHTPY-
BaHHA. [panyroBanbHUil rpadik JiHIHHUNA B iHTEepBadi KOHUEHTpaniil 0.8—6.5 mr/m, a mexi
BUSIBJICHHSI Ta BH3HAUCHHS BIINOBIAHO J0piBHIOTE 0,3 Ta 0,8 Mr/i. 3ampornoHoBaHa METO-
JIMKa arpoOoBaHa MpH aHaJi3i MOJAEIBHOTO PO3YHHY Ta OE3aJIKOTONIFHOTO HAIOI0; BiTHOCHE
CTaHJapTHE BiIXUICHHS He nepeBuiye 4,7%.

KorouoBi croBa: MinensspHa eKCTpakIlis, KapMOas3HH, 10HHI acoIiaTH, CIEKTPO(OTOMETPis,
MIOBEPXHEBO-aKTUBHI PEUOBUHHU.

OcTaHHIMH pOKaM# METOJT MilleNIsIpHOT ekcTpakiii (cloud point extraction, CPE) yce
AKTUBHIIIIE 3aCTOCOBYETHCS [UISl TIOMEPETHHOTO KOHIICHTPYBAHHA Ta MOJANBIIOTO BH-
3HAYEHHS PI3HUX aHAIITIB, 110 3yMOBIIIOE MiABHUILEHUN 1HTEepec 10 Hboro [1, 2]. Boani
PO3UMHH TTOBEpXHEBO-aKTUBHUX pedoBuH (ITAP) ycix TumiB 31atHi 10 (a30BOro po3iia-
pyBanHs, ogHak y CPE mHalfuacTinie BUKOPUCTOBYIOTEH (pa3u, yTBOPCHI HEIOHOTCHHUMH
ITAP. 3a Hu3BKHX TeMIEpaTyp Taka XiMiYHA CUCTEMA ICHY€ y BUIVISIII ICEBJOOJHOPIHO-
0 MIIEJSIPHOTO PO3YHHY, TOAI SIK IPU HArpiBaHHI BUIIE IIEBHOI KPUTHIHOI TEMIICpaTypH
(«TOYKM TIOMYTHIHHS») PO3YUH MYTHIE Ta PO3MIAPOBYETHCS HA JIBI (ha3u: MIIEISPHY,
30araueny ITAP, i Bonny ¢dasy [3]. Bukopucranuss CPE no3Bomsie cyTTe€BO CIpOCTHTH
pOOOMIArOTOBKY 1 3HAYHO 3MEHIIUTH 200 MOBHICTIO BUKIIFOUUTH 3aCTOCYBaHHS TOKCHY-
HUX OpraHiuHuX po3unHHHKIB. [lepeBarn CPE Ha eTari npoOoOIiAroTOBKY MOPIBHIHO 3
KJIACUYHOK PiTUHHOK €KCTPAKIIEI TONSTaTh HE JIMIIEC B MiHIATIOpHU3allii MpoIecy
Ta 3MEHILIEHH] BUTPAT PO3UMHHHUKIB, a i y MiIBULICHHI €()eKTUBHOCTI KOHLIEHTPYBaHHS
anaiitiB. Kpim toro, CPE noOpe cymicHa 3 O6ararbMa iHCTPYMEHTAJILHUMH METOTaMHU
aHaizy, 30kpema criekrpodoromerpiero [4]. s iHTeHCHiKaIil dazoBoro posmiapy-
BaHHA B CPE 3acTOCOBYIOTH yIBTpa3ByKOBE [5] Ta MIKpOXBHILOBE OnpoMiHeHHs [6]. Ha
BIIMIHY BiJl TEMIIEPATypHOTO 1HILIFOBAHHS, 3a SKOTO BHJIIJICHHS MilleJspHOl (a3u Bij-
OyBaeTbest IPOTATOM 15—60 XBUIHH, BUKOPUCTAHHS YIBTPAa3BYKY Ja€ 3MOTY CKOPOTHTH
et gac 1o 5-30 xBunuH 3a Temmeparyp 30—70 °C. YV pasi MiKpOXBHIBLOBOTO ONPOMi-
HeHHs 3 noTyxHicTio 300-600 BT ¢azoBe po3iapyBaHHs PO3MOYMHAETHCS BXKE Uepe3
5-10 xBuiwmH [3, 4]. Y Hamwmx momnepeaHix podoTax JOCIiKeHI 0COOIMBOCTI IHIIIO-
Ile crarTs BigkpuToro focTyy 3a ginensiero Creative Commons Attribution 4.0 International (CC BY 4.0).
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BaHHs CPE 3a KiIMHaTHOT TeMIiepaTypH JIi€l0 apOMaTHIHUX KapOOHOBUX KHUCIIOT Ta iXHIX
coneit [7-9] ta ii 3acTocyBaHHS JJIsl KOHIICHTPYBaHHS aHAJITIB HEOPTaHIYHOT TIPUPOJIH.

BapBHUKHN BiJIrpar0OTh BaXKJIHMBY POJIb y Xap4yoBil MPOMUCIOBOCTI, OCKIIbKH Opra-
HOJICTITUYHI BIACTHBOCTI MPOJYKIIIT TICHO MOB’s13aHi 3 11 sIKiCTrO. [HaycTpiamizanis xap-
YOBUX CHCTEM 3yMOBHJIA IITMPOKE BUKOPUCTAHHS T00aBOK, 30KpeMa XapuoBHX OapBHU-
KiB, KOHCEPBAHTIB, CTa011i3aTOPIB 1 TiAcoNopKyBadiB. HatypanbHi OapBHUKH € MEHII
CTIHKUMH, TOMI SK CHHTCTHYHI 3a0e3IeuyroTh IHTCHCHBHE 3a0apBJICHHS Ta BHCOKY
cTabimpHICTD T Yac 30epiranHs. BuTpatu Ha BUPOOHUIITBO CHHTETHYHHX OapBHUKIB
€ 3HAYHO HIDKYMMH TOPIBHSIHO 3 OTPUMAHHSIM HATypaJbHUX aHAJIOTIB, IO CTHMYIIOE
iX ImIIpOKe BUKOPUCTAHHS BUPOOHUKAMH, ITOTIPH MOXIIUBHH iX HETaTWBHUH BIUIMB Ha
3II0POB’S JIFOJUHU. Y 3B’S3KY 3 IMM BUHUKAE HEOOX1THICTh KOHTPOJIFO BMICTY CHHTCTHY-
HUX OapBHUKIB Y Xap4OBUX MPOAYKTax. JIJIs BU3HAYEHHS XapuoBUX OapBHHKIB, 30KpeMa
KapMOa3uHY, 3aCTOCOBYIOTH IEPEBAKHO CIEKTPOPOTOMETPHYHI, XpomaTorpadiyai Ta
BOJIbTaMITepoMeTpuuHi Metomu [10—12].

Mertoro 1aHOT poOOTH € BUBYCHHS YMOB YTBOPEHHSI MITeNIIPHOT (pa3u, 0coOnMmMBOCTEH
EKCTPaKIIii I0HHOTO acoIliaTy KapMoasuHy 3 KaTioHHUMHU [IAP Ta BcTaHOBIICHHI aHaTi-
TUYHHUX XapaKTEPUCTHK KOMOIHOBAHOI €KCTPAKIIHHO-CIIEKTPO(HOTOMETPHYHOI METOTH-
KM HOTO BU3HAYCHHS.

MATEPIAJIN TA METOJAU JOCJIAXKEHHSA

CrekTpH CBITIIONONIMHAHHS B iHTepBaii JoBxHH XBHIb 300-600 HM peecTpyBaiu
3a gonomoroto cekrpodoromerpy Ultrospec 3100 pro (Amersham Biosciences, CILIA)
B KBAPIIOBUX KIOBETAX 3 TOBIIMHOIO TOTIMHAI0YOTO mapy 1 cM. KHCIOTHICTE AOCTIKY-
BaHMX PO34MHIB KoHTpomroBamu pH-merpom pH-150 31 ckiIssHUM KOMOIHOBaHHUM €JEK-
tporoM ECK-106-03. /Iy nmprckopeHHs po3IIapyBaHHS (a3 po3uMHU HEHTPUDYTYBATIH
npu 1500 06/xB i3 BukopuctanusaMm neatpupyru MPW-340 (Mechanika Precyzyjna,
[Tonpmia).

BuxinHuii po3dunH kapMoasuHy 3 KoHIeHTpauiero 1 - 10 MoJb/i1 ToTyBaiIn po3uu-
HEHHSM TOYHOI HaBa)XKM OapBHMKA y JIBI4i JUCTHILOBAHINM BoAi. Po3unnn i3 MeHIImMu
KOHIICHTPAI[ISIMUA TOTYBaJIM PO3BEICHHIM BUXITHUX O€3MOCEPEAHBO MEepes 3aCTOCYBaH-
HsaM. Pozunn Tputony X-100 i3 konnentpauieto 10 06% roTyBamy po3duHEHHIM 25 MIT
Tpurony X-100 3 ryctunoro 1,001 r/ma B 250 mu aBiui aucTuiaboBaHoi Boxu. Po3unnn
karionnux [TAP 3 xonunenrpariero 1 + 107 MOJB/I: HETHIATPUMETHIAMOHINA OpOMiTy
(UTAB), nerunmipuauniit xnopuny (LIIICI), nenunamoniit xnopuny (AACI) ta Terpa-
6yTrnamoHiit Homuay (TBA) roTyBamm IIISXOM PO3YHHEHHS TOYHHX HABAKOK MpETIa-
partiB y ABiYi AUCTUIHOBAHIN BOMi. Y PoOOTI BUKOPHCTOBYBAIN PEAKTUBH KBauli(hikarlii
HE HIKYOI 32 «X. 4.», HeoOxinHe pH cepenoBuIa cTBOPIOBAIN PO3YMHAMH MiHEPATbHUX
KHCJIOT, HAaTpill TiAPOKCHIY Ta yHIBEpCATbHUM Oy(hepHUM PO3UHHOM.

PE3YJBTATHU TA iX OBTOBOPEHHS

XpoMo(OpHI BIACTUBOCTI «MOJICKYJIM KapMOa3WHY, SIK THIIOBOTO MpEICTaBHUKA
a30CTONyK, 0OYMOBJICHI HAsBHICTIO a30TPYITH, IO MOEJHAHA 13 ayKCOXPOMHOIO Tipo-
KCOTPYIIOIO Yepe3 T-CUCTEMHU apOMaTHYHUX SiAep. YPaXOBYIOUM HETaTHUBHI 3apsi/IA JIBOX
cynbdorpyr, KOTpi BiAMOBIAAOTE jHIle 3a po3unHHicTh KAH y Bomi, cBiTIIONOIMHAO-
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4y 4aCTMHKY MOYKHA IIpezicTaBuTH y ¢popmi iony H R* [13]. Hamu 3apeecTpoBani Bizmo-
BiJIHI CIEKTPH CBITJIIONOIIMHAHHS PO3UMHIB OapBHUKA y MIUpoKoMy iHTepBani pH 1+12.
B xucnomy cepenosumi npu pH 1 B criekTpi BOAHOTO pO34rMHY KapMOA3HHY MPHUCYTHSA
OJIHA IIMPOKA Ta IHTEHCUBHA CMYTa CBITJIONONIMHAHHS 3 AMakc = 515-520 um. [Ipu nin-
BULIIeHHI pH po3unHy criocTepiraeTbcst He3HAUHUI riCOXpOMHUIA 3¢yB (AL = 5—7 HM) 3
MIOMITHUM TiIEPXPOMHUM €(PEKTOM.

JocnimkeHo BIUIMB HU3KM BU3HAYAJIbHUX NapaMeTpiB Ha YTBOPEHHS MilleISIPHOL
¢azu Tputony X-100 Ta BuyueHHs Hero kapMoasuHy. [lonepeaHiMu 1ocnigjaMu BeTa-
HOBJICHO, 1110 YTBOpeHH: MilensapHoi ¢a3u Tputony X-100 BinOyBaeThcsi MpH HArpiBaH-
Hi cuctemu 710 85-90 °C 1 BuTpuMyBaHHi BIipoaoBxk 20—-25 xBuinuH. BuBueHo BB pH
Ha TIOBHOTY BUJIYYEHHS KapMOa3uHy MilensipHoto ¢azor Tputony X-100 (puc. 1).
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Puc. 1. Brus pH (a) Ta xonuentpauii Tpurony X-100 (6) Ha MineIsIpHO-€KCTpaKIiiHe
KOHIICHTPYBaHHS 5 Mr/1 kapmoasuny: / =1 cm, A =515 um

Fig. 1. The influence of pH (a) and concentration of Triton X-100 (b) on the cloud point extraction of
5 mg/L of Carmoisine: /=1 cm, A =515 nm

Sx BunHO 3 puc. 1a, ontumanbHe pH cTaHOBUTS 2,5, 10 B IJIOMY 30ira€Thes 3 ONTH-
MaJbHUMH yMOBaMH COPOIIIHOTO BWIIYYCHHS KapMOa3WHy CHIIiKareiem, Moaudiko-
BaHuUM KaTioHHUMH [IAP [13]. 3MeHIICHHS BHITyYeHHS KapMOa3HHY INpH 301IbIICHHI
pH #iMOBipHO OOYMOBJICHO YTBOPEHHSM HOTO BUCOKO3APSIHUX aHIOHIB, IO HE CIIPHSIE
YTBOPCHHIO 10HHUX acoiatiB 3 karioHHuMHu [TAP. 3 puc. 106 BuIHO, 0 ONTHMAaTHHAM
BMmicToM Tpurony X-100y cucremi € 2,5 06%. 3MCHIIICHHS BIUTyYCHHS KAPMOA3HHY ITPH
MEHIIIOMY BMicTi HelloHoreHHOT [IAP 00yMOBIIEHO HETIOBHUM BWJIyYEHHSM aHAJITY, a
npH i1 OLTBIIIOMY BMICTI — p030aBlICHHSIM 1 3MEHIIICHHSIM KOHIICHTpAIlil KapMOa3HHY Yy
(hoToMeTpOBaHOMY PO3YHHI.

BpaxoBytouu Te, 1110 10 MinesipHoi (a3 BUITYyYa€eThCS HE aHIOH KapMOa3uHY, a BiJl-
MOB1THUH HOHHMI acortiar i3 karioHHuM [1AP, Oyiio BUBYCHO BILTUB MPUPOIU KATIOHHO-
ro [TAP (puc. 2a) Ta iioro koHreHTpaiii (puc. 20) Ha epeKTUBHICTh HOTO BUITYUYCHHSI.

Jns moOynoBU TpanyroBajbHOrO rpadika B IMOJIMPOIICHOBI MPOOIPKH BHOCATH
QITIKBOTH PO3YMHY KapMOa3WHy Tak, 00 3 ypaxyBaHHAM po3BeaeHHs (10 mur) iioro
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KOHIIEHTpAIlisl 3Haxoawitacs B iHtepsaii 0,8—6,5 mr/n, 2,5 miu pozunny Tpurony X-100
i3 kounenTpamiero 10 06% ta 1 mu posuuny HIICI i3 koruenTpariero 1 - 107 mons/1,
a Jani yHiBepcaJdbHUM OydepHUM po3unHOoM i3 pH 2,5 n1oBoasTh 00’€M pO3UMHY 10
10 mu1. 3akpuBarOTh MPOOIPKH, MMEPEHOCATH 0 TepMocTaTy npu Temiepatypi 90 °C Ha
25 XBHWJIHH, IICJIS YOTO PO3UUHE HEHTPUPYTYIOTh poTsaroM 10 xBuimH mpu 1500 006/XB.
Bingingrors 3a 70moMOroro mineTky BoAHY (asy Bia MilleIIpHOi, a OCTAaHHIO pO30aBIIs-
10Th 1 MJT 1301IPOTIAHOITY, 3aKPUBAIOTH 1 TIEPEMINTYIOTh. BUMIPIOIOTh ONITUYHY T'yCTHHY
mpu 515 HM BiAHOCHO BiJNIOBIHOTO PO3UMHY MOPiBHSAHHS.

08 08 r
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Crmer'10%, Mmoan/a
Puc. 2. Bruus npupozau karionHoro I[TAP (a) Ta koHIeHTpawil HeTHIIIpUAUHINA Xaopuay (6) Ha
MILEIIIPHO-EKCTPaKLiiiHe KOHIIEHTPYBaHHs 5 Mr/1 kKapmoasuny: /=1 cm, A =515 um

Fig. 2. The influence of nature (a) and concentration of cationic surfactant (b) on the cloud point
extraction of 5 mg/L of Carmoisine: /=1 cm, A =515 nm

I'panyroBanbHmii Tpadik IS CHEKTPOPOTOMETPUIHOTO BU3HAYCHHS KapMOa3UHY
Micysl MOro MILEIIPHO-EKCTPAKIIMHOTO KOHIICHTPYBAHHS y BHIJISAJI MOHHOTO acoilia-
Ty 3 XJIOPHUIOM HeTwnipuautio € niHiiaum (R*= 0,999) B iHTepBai KOHIICHTpAITi
0,8-6,5 mr/n i omucyerbest piBsHHAM A = 0,1588C, ,, - 0,0437. Mexi BusBICHHS Ta
BHU3HAUYEHHS BiNOBIAHO A0piBHIOIOTH 0,3 Ta 0,8 mr/m.

MeTtoauKy BU3HaYeHHS KAPMOA3HWHY alpoOOBaHO MPH aHaJi31 MOJICIBHOTO PO3UHHY

Ta COJIOAKOIo 0e3aJIKOT0JILHOTO HaIIOK0, a PE3yJIbTaTu y3araJbHCHO B Tabm. 1.

Tabmung 1
PesyabTaTn ciekTpo¢g0TOMETPUYHOI0 BUSHAYEHHSI KAPMOA3HHY
micJid ioro MineJsipHoi ekcTpakuii 3 xJiopuaom ueruanipuaunio (n =3; P = 0,95)

Bui
OG’CKT a}[aniay MICT KapMOa3uHy, MF{’J'[ RSD, %
BBeneno 3HaiineHo
MopenbHui po3dunH 3,50 3,45+0,19 4.5
Comnoaxuii 0e3aIKOroabLHUN Haii . 3,54 £0,28 4,0
0,50 6,02 £0,35 4,7

Sx BugHO 3 Tabm. 1, ofepikaHi pesynbTard N00pe Y3TOMKYIOThCS 3 pe3yabTaTaMu
BHU3HAYCHHS 3a CIIOCOOOM «BBEJICHO-3HANICHOY, 11O CBIIYMTH PO MPUAATHICTH MTPOIIO-
HOBAHOT METOJIMKH IS BU3HAUCHHS KAPMOA3HHY.
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TakuM 4YMHOM, B JaHii poOOTI BMBUECHO YMOBH IHIIIFOBaHHS MilesipHOi (ha3u

Tpurony X-100, sika mpuiaTHa s aHATITHYHOTO KOHIICHTPYBaHHS KapMoa3HuHy y (hop-
Mi HOoro 10HHOTO acoriiary i3 karionHot [TAP xmopumom nerunmipuauHito. [TokazaHo,
0 TPaayOBATBHUA Tpadik JUid CeKTPOo(GOTOMETPHYHOTO BH3HAYCHHS KapMOa3WHY
TiCITst HOTO MITIENIIPHO-EKCTPAKIIIHHOTO KOHIIEHTPYBaHHS JITHIHHMIA B IHTEpBaJ KOHICH-
tpamiii 0,8—6,5 Mr/i. 3anpornoHoBaHy METOAMKY arpoOOBaHO MPH aHaJi31 MOJCIEHUX
PO3YHHIB Ta COIOIKOTO OE3aJIKOTOIEHOTO HATIOIO.
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SPECTROPHOTOMETRIC DETERMINATION OF CARMOISINE AFTER ITS
CLOUD POINT EXTRACTION PRECONCENTRATION

Cloud point extraction is an effective and versatile technique for the analytical preconcentration
of trace-level analytes. This method is based on phase separation in aqueous solutions of
nonionic surfactants and allows efficient transfer of analytes into a surfactant-rich micellar
phase. An important advantage of cloud point extraction is the minimal use of toxic organic
solvents, which makes the procedure safer for both the analyst and the environment and
fully consistent with the principles of green analytical chemistry. In addition, the method is
characterized by simplicity, low cost, high preconcentration factors, and good compatibility
with various instrumental techniques. In the present work, the conditions for cloud point
extraction and preconcentration of the food dye carmoisine in the form of an ion pair with
cetylpyridinium chloride into the micellar phase of the nonionic surfactant Triton X-100 were
studied and optimized. It was shown that maximum analyte recovery is achieved at pH 2.5,
a Triton X-100 concentration of 2.5 vol%, and heating of the solution to 85-90 °C for 25
minutes. Under these conditions, efficient incorporation of the dye into the micellar phase was
observed. A spectrophotometric method for the determination of carmoisine after cloud point
extraction was developed. The calibration curve is linear in the concentration range of 0.8-6.5
mg L', while the limits of detection and quantification are 0.3 and 0.8 mg L', respectively.
The proposed method was successfully applied to the analysis of a model solution and a
commercial soft drink, demonstrating good precision and accuracy, with a relative standard
deviation not exceeding 4.7%. The results confirm that cloud point extraction is a promising
and environmentally friendly approach for the determination of synthetic food dyes in real
samples.

Keywords: cloud point extraction, carmoisine, ionic pairs, spectrophotometry, surfactants.
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