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IBHHUIT] — puruan PedepanvbHo2o HaAyHHO20 yeHmMpa nuwesvix cucmem um. B.M. I'opbamosa, PAH
191014, Poccus, Cankm-Ilemepbype, /Tumeiinwiil np., 55

2Ynugepcumem UTMO
190002, Poccus, Cauxkm-Ilemepbype, ya. /IomoHocosa, 9

Poccuiickasa HOpMaTUBHas 6asa He o0ecleunBaeT IOJHOTO KOHTPOJIA HAA HCIOJb30BaAaHHEM KpacuTesIeH
B IIUIIEBBIX IPOU3BOACTBAX, YTO ABJJSAETCS OJHON W3 HpUYUH Qdaabcu@UKAIUN IMUIIEBOH HMPOXYKIIUH.
Cy1ecTByIonye moaxoabl K KAYeCTBEHHOM U KOJIIYEeCTBEHHOM OIleHKe MUIIEBBIX KPACUTEJIeH B IEHCTBYIONIEH
HOPMATUBHOHU JOKyMEHTAIIUU 0a3UPYIOTCA, MPEUMYIIECTBEHHO, HA AHAIN3€ OCHOBHOTO KPACAIIETO BEIecTBa
B HHAVNBUAYAJIBHBIX IMUIIEBBIX Kpacurteasx. [ia darscunduxanuy mummeBoro kpacureass Kapmmasr E120
yaire BCero UCIojib3yercs MuIineBoi kpacureiab IloHco 4R E124 u 4-amuHokapMuHOBasA KucjaoTa. IlposeaeHa
OIlEHKA MPHUEMJIEMOCTH METOAOB CIeKTPOodoTOMETpIHH, BHICOK03(h(PEKTUBHON TOHKOCTOWHON U KUAKOCTHOM
xpomarorpadvu 1A nAeHTHPUKAINIA U KOJTUUECTBEHHOTO aHamu3a kpacureiiein Kapmunst E120, IToHco 4R
E124 M 4-aMHHOKAPMHUHOBOW KHUCJIOTHI IIPU HMX COBMECTHOM IIPHUCYTCTBHH. BBIOpaHbI 3/II0€HTHI /1A
UAeHTHPUKAIMHA KapMHHOBOM KHCIOTHI U IloHco 4R mMeromom BhICOK0I(hD(DEKTHBHOIH TOHKOCIOMHOM
xpomarorpaduun. Ilo pesysbraramM NPOBEAEHHBIX YKCIEPHMEHTOB BBIOPaHBI yCJIOBUA, O0eCHEUNBAIOIIE
pasaesieHHe KpacuTe/iel ¢ HHaeKcaMu yaep:kuBanus (4,5 + 0,2) MUH /1A KAPMUHOBOM KHCIOTHI, (7,3 + 0,2) MUH
ma Ilonco 4R, (3,6 £ 0,2) MUH I 4-aMUHOKaPMHUHOBOM KHUCIOTHI. C MCIIOJIb30BAHHUEM METOJAA BHEIITHETO
CTaHJAPTAa OIPEEIEHO Co/IepKaHue KpacuTeJIei MPHU UX COBMECTHOM IPUCYTCTBUH B oOpasnax. IlpemioxeH
MOCIENOBATEIbHBI KOMIUIEKCHBIN IOAXOJ K AaHAIN3y Kpacurejled ¢u pa3pabdoTaHbl yCJIOBUA
ux uaearudpuxkamuu. IlpoBeneH aHaIn3 37 KOMMEPUYECKHX OOpPa3lOB HHIIEBBIX J00ABOK, B MapKHPOBKE
KOTOPBIX ykasdaH Kpacureab Kapmunbsl E120. B 12 o6pasnax o0Hapy:keHbI GanbcuUIINPyOIe Kpacsaiye
BenecTBa. IloryueHHbIE Pe3yJIbTAaThl CBUAETEIBCTBYIOT O HEOOXOJUMOCTH KOHTPOJIA MMUIIEBBIX KPacuTe e
M KOMILIEKCHBIX ITHIIEBBIX JO0ABOK, co/iep:kannx KapMuHsl, Ha HaIuuve B Hux kpacureieii Ilorco 4R E124
U 4-aMHHOKApMHUHOBOI KHUCJIOTHI JJIfA NpeaoTBpameHus gairbcudpukanuu v odecrieyeHns TPeGOBaHUH
o0esonacHocTu. IIpenio:xeHHbIE METOAHBI UMEIOT MPAKTUYECKOe 3HAUeHUE M MOTYT ObITh PEKOMEHIOBAHBI
JUIA KOHTPOJIA KPACUTEIEeH HA MIPEINPUATHSIX MANIEBOH OTPACIA U B KOHTPOJIHUPYIOIINX OPTraHU3AIUAX.
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Russian national standards do not provide full control over the use of colours in food production. This is one
of the reasons for the falsification of food products. The current normative documentation contains mainly
qualitative and quantitative methods for the analysis of the main coloring substances in individual food colors.
Carmines E120 food colour is most often falsified by Ponceau 4R E124 and 4-aminocarminic acid. The
acceptability of spectrophotometric and chromatographic methods for the identification and quantitative
analysis of Carmines E120, Ponceau 4R E124, and 4-aminocarminic acid with their joint presence was
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determined. Elements for the identification of carminic acid and Ponceau 4R by high-performance thin-layer
chromatography were selected. Conditions were selected that ensure the separation of colours with retention
indices of (4.5 = 0.5) minutes for carmine acid, (7.3 + 0.2) minutes for Ponceau 4R, and (3.6 + 0.2) minutes
for g4-aminocarminic acid. The colour content in the samples was determined by the method of external
standard. A consistent integrated approach to the analysis of colours is proposed and conditions for their
identification are developed. The conditions for reverse phase high performance liquid chromatography for
the quantitative determination of colours have been developed. The analysis of 37 commercial samples of food
additives containing carminic acid was carried out. Falsifying colouring matters were found in 12 samples.
The need for identification of carminic acid in food colours and complex food additives is confirmed.
A consistent integrated approach to the analysis of Carmines E120, Ponceau 4R E124, and 4-aminocarminic
acid in food additives will prevent their falsification and ensure food safety. The proposed methods can be
recommended for colour control in laboratories and in food production.

Keywords: food colours; carminic acid; 4-aminocarminic acid; falsification; food safety; spectrophotometry; thin layer
chromatography; high performance liquid chromatography.

BBeaenue

IIBeT nUIIIEBOTO IPOAYKTA, 6€3 COMHEHH, OJJHA U3 CAMBIX BRYKHBIX XapAKTEPUCTUK, OIIPE/IEIAIONINX BHIOOD
norpeburensa. C IPyroil CTOPOHBI, BBHI3BIBAIOT HACTOPOXKEHHOCTHh MPOYKTHI, B COCTaBE€ KOTOPHIX MPHUCYTCTBYIOT
KpacUTeNIH, IIOJlyJyaeMble MeTOJJaMH XUMHYECKOTO CHHTEe3d, 4TO MOOYXKaeT IIPOU3BOJUTEEH 3aMEHATh
UX IPUPOIHBIMU KPACUTEISIMU PACTUTEJIbHOTO WM >KUBOTHOTO TPOUCXOXKAeHus. Kpacurenm — muieBble
JI00aBKY, MpeAHA3HAUYEHHbIE JI MPUIAHUS, YCUJIEHUS WX BOCCTAHOBJIEHUS OKPACKH IHUIIEBOU MPOAYKITUH,
OTHOCATCA K HanOOJiee 4acTo W IIMPOKO MPUMEHsSEMbIM IUINEBBIM HHTpefreHTaM. Hapsiy ¢ KpacuTessiMu —
MIUIIEBBIMU JTOOABKAMHU HCIIOJIB3YIOTCSI M KOMIUIEKCHBIE IUINEBbIE JOOABKH, B COCTaB KOTOPBIX MOTYT BXOJHTH
paz3/IMUHble II0 CBOEH XUMUYECKOH IPUPOAE KPACUTEIM W JIpyTHe WHIPeIUeHThl. Tak Kak NpUMeHeHHe
OOJIBIIIMHCTBA KPACUTEJIEH PErJIAMEHTHPOBAHO TEXHUYECKHUMU perjlaMeHTaMu TaMOKeHHOTO COr03a, HEOOXOAMMO
KOHTPOJIMPOBATh KAUeCTBEHHBIM M KOJIMYECTBEHHBIM COCTaB KpacuTesiell B KOMIUIEKCHBIX IHUIIEBBIX JI00aBKax
U IUIIEBOM MPOJYKIUU. Pe3ysbTaThl peryspHO IPOBOJMMOIO HaMM MOHUTOPUHTA [1, 2] MOKasanau, 4ToO
danbcudukanysa kpacuresiell B MUIIEBBIX J0O0OABKAX IOCTUTAET B psAJle cydae 50%. OaHOU U3 IPUYNH HapyleHun
MIUIIIEBOTO 3aKOHO/IATEILCTBA HEOOPOCOBECTHHIMU ITPOM3BOIUTEISIMU SIBJISIETCS TO, YTO POCCHICKAs HOPMATUBHAS
6a3a moka He 00eCIIeYNBaET ITOJTHOTO KOHTPOJIA Ha/T UCIIOJIb30BAaHUEM KPaCHUTEIEN.

Kpacurenp Kapmunbl E120 sBisieTcsa oguuM 13 Hanbosiee BOCTpeOoBaHHBIX [3]. OCHOBHBIM KpacCAIINM
BEIIECTBOM KpPACHOTO mHIeBoro kpacurenss Kapmunasl E120 saBisercsi KapMUHOBasg  KHCJIOTA
(7-D-rmoxonupaHo3ui-3,5,6,8-TeTparuipoKcu-1-MeTHI-9,10-THOKCOAHTPAI[eH-2-KapOOHOBasi ~ KHCJIOTA)
U ATIOMUHHEBBIN Jiak (xemat) kapmuHoBoW KuciaoTel (KK) [4]. Kpacutens mosygaloT U3 BOJHBIX,
BO/THO-CIIMPTOBBIX WJIU CIUPTOBBIX SKCTPAKTOB BHICYIIIEHHBIX TeJI caMOK HacekoMbIx Dactylopius coccus Costa
(KoIIeHIIIN), TAPA3UTHPYIOIINX Ha KakTycax posaa Opuntia. KpacHble KpacuTe N aHTPAXUHOHOBOTO CTPOEHUS
MOKHO IOJIyYaTh ¥ U3 HACEKOMBIX APYTHX BUAOB: Porphyrophora polonica, Porphyrophora hamelii, Kermes
vemilio, Kermococcus vermilis Planchon u Kerria lacca [5, 6]. Texuuyeckum perjiaMmeHTOM TaMOKeHHOTO
coro3a 029/2012 «TpeGoBanmsa 06e30mACHOCTH MHINEBBIX /100ABOK, apOMaTHU3aTOPOB M TEXHOJOTHYECKUX
BCIIOMOTAaTEIbHBIX CPEACTB» YCTAHOBJIEH MAKCUMAaJIbHBIN JOMYCTHUMBINA ypoBeHb KK B muiieBoil mpoayknuw,
KOTOPBIH, B 3aBUCIMOCTHU OT BUA IIPOJIKITNU, KoJiebyeTcs OT 50 JI0 500 Mr/Kr. Kpurepuu 4ucToThl Kpacuress
KapMuHsbI He peryiaMeHTUPOBAHbI, UTO CO3/1aeT YCIIOBUSA JJ1A eT0 (pasbcuduKaIy TUIEBbIM KpacuTesaeM [IoHco
4R E124, KOTOpBIH 13-3a CXO/ICTBA IIBETA JAXKe NMeeT HECHCTEMAaTUIECKOe Ha3BaHUe «KOIIIEHUJIEBBIN KPACHBII »,
U 4-amuHOKapMuHOBOH kucyoTor (AKK). IIBer pactBopoB AKK, B omtrume ot KK He 3aBucur ot pH. /laHHbIE
o TokcrnyHocTH AKK 0TCyTCTBYIOT, €€ I0ImycTHMOe CyTOYHOE IOCTYIIEHHE B OPTaHU3M UeJIOBeKa He YCTAHOBJIEHO,
[I03TOMY OHA He pa3pelleHa /I UCIIOIh30BaHUsA B IPOU3BO/CTBE MUINEBOM MPOIYKIMH [7].

JLis meHTHUKAITIN KpacUTeIed PUMEHSIOT MeToibl criekTpodotomerpun (CD) [7], BbIcOK0a(phEKTUBHOM
toHkocsiorHOU (BITCX) [2] wmmm skuakoctHOM (BIXKX) xpomarorpadmm [8-10] ¢ m3okpatuyeckum [11]
U TPQINEHTHBIM SJIIOMPOBAaHUEM [12—-14], a TakiKe Apyrue HHCTPYMEHTAIbHble MeTO/bl aHaiu3a [15, 16].
[IpuBesieHHBIE B CTAaThsIX METOJAUKHU HE SABJIAIOTCA YHUBEPCAJIbHBIMU M HE PACIPOCTPAHAIOTCA HA aHAIU3
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Kapmunos E120, ITonco 4R E124 u AKK mpu ux COBMECTHOM MPUCYTCTBUU B KOMILIEKCHBIX ITUITEBBIX 00ABKaxX
U IPOZIyKTax. PersiameHTanusl MpUMeHEHHs KpacuTesJed B IIPOU3BOJICTBE IUINEBOU IMPOJAYKIMU, B TOM YHCIIE
KapmuaoB E120 u Ilonco 4R E124, cymectBeHHO pasiuyaercs. B ¢Bs3u ¢ 3TuM it cOOJIIO/IEHHs TpeOOBaHUI
Oe3omacHOCTH U IIpefloTBpallleHus (QanbcupUKANN NHUINEBONH NPOAYKIWHM, IPU BXOJHOM KOHTpOJIE
Ha IIPOU3BOJICTBEHHBIX MPEANPUATUIX U HCIBITATEIbHBIX JIA0OPATOPHUAX, YAaCTO He TpeOyeTcs IPOBeleHUE
KOJINYECTBEHHOTO aHAIN3a, JOCTATOYHO HAEHTU(PUIIMPOBATh COCTAB KPACAIIUX BEIECTB IUINEBOH JTOOABKHU.
B 3aBuCHMMOCTH OT pelraeMoOi 3a7avd, BBIOOP MeToZa aHan3a OyZeT OIpeAessThCA He TOJIBKO COCTaBOM
7106aBKH, HO ¥ OCHAIIIEHHOCTHIO M KBAIM(PUKALIFEH ITepCOHAIA KaXK/I0W KOHKPETHOU JTabOpaTOPUH.

Henp paboTel Bawioyajgach B HCCJIEJOBAHUM KOMMEDUECKUX O0pasloB IHUIIEBBIX Kpacuresei
Y KOMIUIEKCHBIX IIHINEBBIX /100aBOK, cojiep:kamux kpacutenb Kapmuubelr Ei120, pa3paboTke MeTOmoOB
KaueCTBEHHOI'0 U KOJIMUECTBEHHOT'0 aHAIN3a JIJ1A IIpefoTBpaleHns dhaibcudukanuy 1 obecrieueHus 6e30mMacHOTO
IIpUMeHeHUs KpacuTesield B IPOU3BO/ICTBE MTUIIEBOU IPOAYKIIUU.

MarepuaJibl 1 METOAbI UCCJIETOBAHUS

OObeKTaMu HCCIIEOBAHUSA CIIY:KUIIA 00pasIbl KOMMEDPUYECKHUX MHUINEBBIX KPACUTEIEH U KOMILJIEKCHBIX
MIUIIEBBIX 1006aBOK, comepskamux KK, cormacHo mapkupoBke. B paboTe ncmosip3oBaiach JeMOHU30BaHHAS BOJIA
C yAeIbHBIM compoTupiaeHreM 18,2 Mom-cm mpu 25°C, XUMHUUYECKH UYHCThIE U OCOO0 YHCThIE PEAKTHUBBHI,
nuineBbie Kpacurean (Roha Dyechem Pvt. Ltd., Muaus) B kauectBe 06pasios cpaBuenus (OC).

KauecTBeHHBII M KOJIMUECTBEHHBIN aHAIN3 O0Opa3I0OB MPOBOAWIN HA JIBYJIyYEBOM CKAHUPYIOIIEM
criektpodoromerpe Shimadzu UV-1800 B cooTBeTCTBUY ¢ MeTOIUKAMU [4, 7], MeTozom BOTCX Ha TOHKOCJIONHBIX
wiactuHax Sorbfil IITCX-I1-B u TLC Cellulose, Merck u meTomom obparenno daszoBoit BOXKX Ha xpomaTorpade
VARIAN 920 — LC ¢ 11uogHO-MaTpUYHBIM JileTeKTopoM Ha KostioHkax Chromsep Microsorb 100 5 C18 250x4,6 Mm
(5 mxm) u Polaris C8A 150%x4,6 MM (5 Mkm). [Ipo0ObI TpeiBapUTEIHHO GUIBTPOBAIN Yepe3 QUIIBTP € TUAMETPOM
op 0,45 MkM. O0beM BBOAUMBIX TIPOO — OT 20 /10 50 Mmm3. [Tapamerpsr BATCX ananmza npezcraBjieHb! B TAOJIHIIE 1,
YCJIOBHSA XpoMaTorpaduueckoro pasziefieHus U PeKUMBI JJIIOMPOBAHMSA IIpHBeZeHbI B Tabsure 2. O6paboTky
HIOJIyYeHHBIX XPOMaTOIPaMM IIPOBOIMIIU € UCIOIb30BaHueM ITporpaMmbl GALAXIE. MaTtemaTtiuecKkyto 06paboTKy
SKCIepHMEeHTAIbHBIX JAHHBIX IIPOBOAMIIN B ITporpammax Microsoft Excel 2013. Bce n3amepenus mpoBoAnIN B TpexX
MIOBTOPHOCTSIX, JIOBEPUTEJIbHbBIE NHTEPBAJIbI PACCUUTHIBAIIH JJIS IOBEPUTEILHOUN BEPOATHOCTU P = 95%.

Tabauya 1. Yeaosus ananusa kpacumeneil memodom BATCX
Table 1. Conditions for the colors assay by HPTLC method

Cocras 3J1I0€eHTa TCX
DJII0EHT Jlutepatypa
B 00BbEMHBIX COOTHOIIIEHU X IIacTUHA

L MUPUUH : 3-MeTUJI-1-0yTaHOJI : 2-METHJITTPOIIAHOJI-1 | 3TAHOJ : Sorbfil ITCX-II-B [17]
ammuak 25% (3:3:3:4:4)

H-3THJISTAHAMUH : TPUXJIOPMETAH: 3TAHOJI :

2 amMmMmuak 12,5% (6:5:6:3) Sorbfil [ITCX-TI-B [17]
3 1/15 M docdaTHblii OydepHbIii pacTBop ¢ pH 5,6 Cellulose Merck [18]
4 TeTpoJieliHbli 3¢pup : sTHaanerat (9:1) Sorbfil ITTCX-II-B [19]
s BO/Ia : XJIOPUCTOBOZIOPOHAS KUCJIOTA : Cellulose Merck [10]
MeTaHOBas KucyoTa (8:4:1)
- . - . o/ .
6 MpOIaH-2-0H : OyTaH-2-0H : aMMHuax 25% : Sorbfil ITCX-II-B [20]

Boza (60:140:1:60)
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Tabauya 2. Yeaosus aHaausa kpacumeneii memodom BOIKX

Table 2. Conditions for the colours assay by HPLC method

CkopocThb
Koonka JTOEHT Pexxum l'IO’II‘z)Ka Temmneparypa | JIutepa
3JIIOUPOBAHUSA ’ KOJIOHKH, °C a
Neo CocrtaB p M3/ MuH > Typ
0,1% pacTBOp METAHOBOUKHUCJIOTHI : .
7 IrPaIuEHTHBIN 0,8 35 [6]
AIETOHUTPUI
0,004 M docdarusiii 6ydepHbIi .
8 004 M docd ) ybep M30KPATUUECKUH 0,8 28 [3]
Chromsep pactBop ¢ pH 6,0 : anleTOHUTPHUII
. 0,02 M pacTBOp alneTata HaTpUA : .
Microsorb 100 5 9 ¢ p pan P TPa/INeHTHBIH 0,8 28 [21]
C18 alleTOHUTPUJI
b
0,02 M pacTBOp aleTata HaTpUA : .
250%4,6 MM 10 ’ p pan P U30KpaTUUeCKUi 0,8 28 -
5 MKM alleTOHUTPUI
0,1 M pacTBop anerata aMMOHUA : .
11 rpalueHTHBIN 1,0 40 [22]
aleTOHUTPUI
2% pacTBOpP STAHOBOU KUCJIOTHI : .
12 U30KpaTUUECKUU 0,6 40 [13]
alleTOHUTPUI
2% pacTBOP STAHOBOU KUCJIOTHI : "
13 IrpaJIuE€HTHBIN 0,6 40 [13]
AlleTOHUTPUI
Polaris C8 A 0,004 M docdarubiii 6ydepHbIi .
’ 14 004 M docd ] ybep rpaInE€HTHBIN 0,6 28 [3]
150x4,6 MM pactBop ¢ pH 6,0 : aleTOHUTpUII
MKM 0,02 M pacTBOp alieTaTa HaTpPHUS : .
5 15 ’ p pan P rpaiueHTHBIN 0,6 40 -
alleTOHUTPUI
0,02 M pacTBOp alieTaTa HaTpPHUS : .
16 ’ P panl P HU30KpaTUuecKuu 0,6 28 -
alleTOHUTPUI

Pe3ysibTaThl U 00CYy:KAEHUE

Pesynprarsl ananuza OC kpacutesei mokasasau, 4To AocToBepHO uaeHTudunuposars CO metomom KK
u [ToHco 4R mpu uxX COBMECTHOM IPHUCYTCTBUH B aHAJIU3UPYyeMOM 00paslie, IPAaKTHUYeCKH HEBO3MOKHO, TaK
KakK CIIEKTPHI ITOIJIONIEeHNA ITIePEeKPBhIBAIOTCS (PUCYHOK 1) B UMeIOT OJIM3KHe MaKCUMYyMBbI (Tabsuna 3).
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0,6 - 2
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0,4 -

0,3

OonTnyeckasn NNOTHOCTb

0,2

0,1 4

0 T T T T T
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AnuHa BOHbI, HM

PucyHoxk 1— Cnexmpbl no2aoujeHuss 06pasyos cpasHeHua kpacumeaeil 8 8ode: 1 — KApMUHO8asn Kucaoma; 2 — I[Iomco 4R
Figure 1. Absorption spectrum for comparison samples of the colours in water: 1 — carminic acid; 2 — Ponceau 4R
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Tabauuya 3. Pesyavmamut cnekmpo@omomempudecko20 aHa1u3a 06pasyos cpasHeHus kpacumeneil

Table 3. Spectrophotometric analysis results for comparison samples of colours

IToka3zaresnb OC xpacurens
ITonco 4R KK AKK
MaxcuMyM CBETOTIIOTJIOIIEHU S, HM:
B BOJIe 506 +1 493 +1 -
B 0,1H XJIOPUCTOBOJIOPOJHOU KUCJIOTE 506 +1 493 +1 530 +£1; 565 £1
B BOJHOM pacTtBope ammuaka ¢ pH 9,5 506 +1 518 £1 535+1;572+1
YnenpHBbIN K03(DPUIUEHT CBETOMOJIOMIEHU, % - cM™ [4, 7]:
B BOJE 430 - —
B 0,1H XJIOPDHUCTOBOZOPOAHON KUCJIOTE - 139 -
B BOJIHOM pacTBope ammuaka c pH 9,5 - - 260

Cuextp mortomienus KK, B ommmume or AKK, nmeer 6aTOXpOMHBIN CABUAT MakCUMyMma (25 + 2 HM) IpH
usmeHnennu pH pactBopoB ¢ 2 710 9,5 en. pH (PUCYHKH 2 U 3), UTO SIBJIAETCS OJHUM U3 HAEHTU(UKAITMOHHBIX

npusHakoB KK.
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Pucynox 2 — Cnexmpul no2aowjeHus 06pas3yos cpasHeHUs Kpacumenell 8 0,1 H pacmeope coAHOU KUCAOMbL:
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OnuHa BOMHbI, HM

650

1 — KapmuHosas Kuciaoma, 2 — 4-amMuHOKapmuHosasn xucaoma

Figure 2. Absorption spectra _for comparison samples of the colours in 0.1 N hydrochloric acid solution:
1 — carminic acid; 2 — 4-aminocarminic acid
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Pucynox 3 — Cnexmpul no2aoweHus o6pas3yos cpasHeHus Kpacumeneil 8 B00HOM pacmeope ammuaxa ¢ pH 9,5:
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1 — KapmuHosan Kucaoma, 2 — 4-amMuHOKapmuHosasn xucaoma

Figure 3. Absorption spectra for comparison samples of the colours in aqueous ammonia solution, pH 9,5:
1 — carminic acid; 2 — 4-aminocarminic acid
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[Tpu anpobaruu pa3paboTaHHBIX HaMu paHee yciaoBuii BOTCX aHasmza CHHTETHYECKUX KpacuTesed [17],
ObLTH ompesiesieHbl akTophbl yaep:kuBaHuA (Rf) U ycraHoBiieHO, uro Ha twiactuHax Sorbfil ITTCX-II-B mpu
HCITOJTb30BAaHUHU 31I0eHTOB N2 1 m 2 mpoucxoaut paszenenne KK u ITonco 4R (tabiuna 4). Ampobarys 3TUX
amoeHToB 71 pazaesienus KK u AKK, mokasasa, uto ¢pakTopbl UX y/IepKUBAHUS Pa3/IMYAIOTCS HE3HAYUTEIHHO.
[Toaromy ms unentudukauu AKK npeayioxkens! amoeHTs! NO 3 u N 5 (Tabuna 4). [IpuMmepsl  pe3ysibTaToB
UeHTH(PUKATIMY KPacUTeJIeH IIpe/ICTaB/IeHbl Ha PUCYHKAX 4 U 5.

Tabauya 4. Peayavmamut BOTCX anaausa o6pasyos cpagHeHus kpacume.etl
Table 4. HPTLC analysis results for comparison samples of the colours

Ycnosusa aHanusa 3nauenus Ry OC kpacureseit
BJTIOEHT
Tex Tonco 4R KK AKK
No IJTACTHHA
cocras, 00. COOTHOIIEHHUS
1 MUPUJUH : -MEeTHI-1-0yTaHOT :
2-MEeTHJIIPOIIaHOJI-1 : 3TaHoJ : amMuak | Sorbfil IITCX-II-B 0,23 + 0,03 0,00 0,06 + 0,33
25%(3:3:3:4:4)
2 H'QTHH?TaHaMHH : Tpf[ Mo_pM?Ta,H: Sorbfil [ITCX-II-B | 0,42 + 0,03 0,00 0,00
STAHOJI : aMMHaK 12,5 % (6 : 5:6: 3)
3 |H/15M q>oc¢)aTchII)131{65y%)eprm PACTBOP | (ellulose Merck 0,40 £ 0,03 | 0,95+ 0,02 | 0,26 + 0,02
4 | merposeriHbiit acdup : atritanetat (9 : 1) [ Sorbfil ITTCX-I1-B - 0,00 0,00
5 | BOAA : XJIODHCTOBOAOPOZHAA KUCIIOTA - Cellulose Merck - 0,20 + 0,03 | 0,53 + 0,03
MeTaHoBas KucyaoTa (8 : 4 : 1) ’ ’ ’ ’

® 00
1 2 3

PucyHox 4 — Xpomamoepamma kpacumeaneu:

1 — 06pasey cpasHeHUS KAPMUHOBOLL KUCAOMbL; 2 — MOOeAbHASL CMeCh 00pa3ua CpasHeHU KapMUHOBOL KUCAOMbL U 06pasya
cpasHerus IToHco 4R; 3 — komnaexcnas nuwesas dobasxa (kommepueckuil oopasey). BOTCX naacmuna Sorbfil ITCX-IT-B.
Aaroenm: nupuduH; 3-memua-1-6YymaHon; 2-mMemuaAnPoONaHoA-1; IMAHOA; AMMUAK 25% 8 00BeMHBIX COOMHOULEHUNX 3:3:3:4:4
Figure 4. Chromatogram for the colours:

1 — comparison sample of carminic acid; 2 — model mixture of comparison sample of carminic acid and comparison sample of Ponceau 4R;
3 — complex food additive (commercial sample). HPTLC plate Sorbfil PTCX-P-B. Eluent: pyridine; 3-Methyl-1-butanol, 2-methylpropanol-1;
ethanol; ammonia 25% in volume ratios
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Pucynox 5 — Xpomamoepamma kpacumeanei:
1 — obpasey cpasHeHUs 4-AMUHOKAPMUHOBOL KUCAOMbL; 2 — 00pa3el, cpasHeHUs KAPMUHOBOU KUCAOMbL.
TCX naacmuna TLC Cellulose Merck. daroenm: 1/15 M gpocdhammpii 6ydeptnblit pacmeop c pH 5,6

Figure 5. Chromatogram for the colours:
1 — comparison samples of 4-aminocarminic acid; 2 — reference samples of carminic acid.
TLC plate Cellulose Merck. Eluent: 1/15 M phosphate buffer solution, pH of 5.6

W3BecTHO, YTO OZTHOBpEMEHHAsA UJIeHTU(PUKALUA U KOJIMYECTBEHHOE OIpe/iesIeHre KpacuTesield BO3MOXKHO
B ycesoBusix BOXKX anasnuza. Jlis BeiOopa yes1oBuid, Ipu KOTOpbIx mporcxoauT paszaenienue KK, AKK u ITonco 4R,
MpOBeZIeHa arpo0daIys pa3InYHbIX BADUAHTOB METO/Ia, KOTOPHIE MPeZCTaBIeHbI B TabO UIIe 2. [Ipu ncrop30BaHuN
B KauyecTBe MOJBIKHOM (ha3bl BII0EHTOB HA OCHOBE 0,1% pacTBopa MeTaHOBOU (Bap. 7) M 2% STAaHOBOW KHCJIOT
(Bap. 12, 13) B CMeCH C alleTOHUTPUIIOM, Kpacuresib [IoHco 4R B TeueHume Oosiee 40 MUH He JieTeKTUpoBasics. [Ipu
pas3zieyieHud KpacuTesjiell B TOABIPKHBIX (azax Ha OCHOBE 0,004 M docdarHoro OydepHOro pacrBopa
U areToHUTpwiIa (Tabauna 2, Bap. 8, 14) NMHUKU HWMEIT CWJIBHO Pa3MBIThle IEPeHHEe WA 3aHue (POHTHI
C BapHaIlUsIMU BpeMeH YepKUBaHUA OKOJIO 1 MHH, YTO 3aTPYJAHSAET UAEHTU(UKAIIAIO0 KpacuTesied. B rpauieHTHOM
peXrMe 3JIIOMPOBaHUs B MOABIDKHBIX ha3ax Ha OCHOBe 0,1 M pacrBopa arerata aMMoHUs (Tabsuiia 2, Bap. 11)
1 0,02 M pacTBopa arerata HaTPUSA B CMECH C alleTOHUTPWIOM (TabymIiia 2, Bap. 9 W 15) MUKW Kpacuresein
Ha XpoMaTorpaMMax HECUMMETPUYHbBI, UMEIOT IITUPOKUE OCHOBAHUS, PA3MbITBIN TepEIHUN WU 33/THUH (PPOHTHI
1 OJTU3KMEe BpEMEHA yJIeEPKUBAHUS C YACTUYHBIM ITEPEKPHITUEM. YIOBJIETBOPUTEIbHBIE TTapaMeTPhl pa3/ieJIeHUs
KK, AKK u IToHco 4R nosyuenst Ha kostorkax Chromsep Microsorb 100 C18 u Polaris C8 A (Tabsiuma 2, Bap. 10, 16)
B YCJIOBUAX M30KPATUUYECKOTO PEXKMMAa 3JIIOUPOBAHUSA B IOJIBIDKHOUM (a3e Ha ocHOBe 0,02 M pacTBopa arerara
HaTpus B cMecH ¢ arieToHuTpruIoM. OHako Ha kostoHke Chromsep Microsorb 100 C18 KK Bpems ynep:kuBanmsa KK
COOTBETCTBYET BPEMEHH y/IePKUBaHUS HECOPOUPYEMbIX KOMIIOHEHTOB. [103TOMY BBHIOPAHBI CJIEMYIOIINE YCIOBHSA,
IIPU KOTOPBIX MH/IEKCHI YAEP:KUBAHUSA KpacuTesel coctaBwid: (3,6 + 0,2), (4,5 + 0,5) 1 (7,3 + 0,2) muHyT 111 AKK,
KK u Ilonco 4R, cOOTBETCTBEHHO:

— kosioHka Polaris C8 A5 MKM, JJTHHOM 150 MM, BHYTPEHHUM IHAMETPOM 4,6 MM;

— TeMnepaTypa kKosioHku 28°C;

— CKOPOCTH IIOTOKA 0,8 1 0,6 cM3/MUH;

— DJTIOEHT: cMech 0,02 M pacTBOp areTata HaTPHUs U alleTOHUTPUIIA B 00bEMHOM COOTHOIIIEHUH 90:10;
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— 00beM poOHI (10 + 50) MM3;

— JUTMHA BOJIHBI JIeTEKTOpa 500 HM;

— BpeMs aHaJIn3a 10 MUHYT.

Ha pucynke 6 mnpexcraBiaenbl xpomaTtorpamMmbl OC xpacureneir ITornco 4R, KK u AKK, mosyueHHbIE
B YKa3aHHBIX YCJIOBUsAX Ha KosioHKe Polaris C8 A. KoHIeHTpaIuio Kpacuresieii Ompeiesisyii METOA0M abCOJTIOTHOM
rpaayupoBku ¢ uctosb3oBanueM OC kpacuresieil. IlojydeHHBIE TPayMpPOBOYHBIE 3aBUCHMOCTH OITMCHIBAIOTCS
YPaBHEHUSMU IEPBOTO MOPAAKA ¢ KoadduIimeHTaMu perpeccuu 0,9988 st [ToHco 4R B Auaniazone KOHITEHTpAIHI
OT 1 10 100 MKT/cM3 0,9970 it AKK u 0,9979 s KK B iramazoHe KOHIEHTPALHH OT 10 710 400 MKT/CMS3.

Ha xpomarorpamMmmax JByX KOMMEpPYECKHX OOpasIloB, B cocTaBe KOTOpPbIX MeTogioM BITCX Obun
neHTUUIINPOBaH, He YKa3aHHbIN B MapKUPOBKe kpacuresb IToHco 4R, kpome nuka KK mpucyTcTByIOT MUKW,
BpeMs y/IepKUBAHUSA KOTOPBIX cOOTBeTcTBYeT BpeMeHu yep:kuBanus OC Ilonco 4R (pucynok 7.1). Conep:kanue
ITonco 4R B obpasnax cocrapiser 42,3 macc.% u 48,5 macc.%. Ha xpomatorpaMmax KOMMepUYeCKHX 00OpaslioB,
B COCTaBe KOTOPBIX MeTozamu crekrpodoromerpun U BOTCX Opuia umentudwumupoana AKK, kpome muka,
cootBetcTByIonero KK, ooHapy:keHbI KU ¢ BpeMeHamu yaep:kuBaHus, coorsercTByiorre OC AKK (prcyHOK 7.2).
Copnepsxanne AKK B 3THX 00pasiiax cocTaBseT OT 30 /10 100 Mace.%.

PesysbTaThl, IOJTy4eHHBIE IIPH AHAJIN3€ KOMMEPUYECKHX 00pa3IioB MUIIEBbIX 00aBok MeTogamu CP, BOTCX
1 BIXKX B cocraBe KOTOPBIX ObLI 3asByIeH KpacuTesib Kapmun E120, mpuesiens! B Tabuile 5. CO aHanmu3 msaTu
KOMMEpPYECKHX 00pa3lioB, YKa3aHHBIX IO/ HOMepaMmu 11, 18, 23, 28, 37 BBIABWI HUJEHTUYHOCTh HX CIIEKTPOB
cnextpam norionienns OC AKK, Tak kak npu usmeHeHnd pH 1x pacTBOpPOB MOJIOXKeHNE MAaKCUMyMa MPAKTUYECKU
He u3MeHWIOoCch. CrieKTpbl 00paslioB MO/ HOMepaMH 9, 12, 13 u 15 omuvaioTes oT cuekTpoB OC KK u AKK, uro
MOXKET CBHUJIETEJILCTBOBATh O HAJIMUMHU B HUX COCTaBe HECKOJIbKHX Kpacuresieid. CIeKTPhl OCTAIBHBIX 00pa3IoB
ueHTUYHbI crekTpaM OC KapMUHOBOU KHCJIOTHI (Tabsmiia 5). B pesysbrare upaeHTH(DUKAIIUE KOMMEDPUYECKUX
00pa3s1oB kpacuteseit MetogoM BOTCX BbIsABIIEHO ecATh 00pa3IoB, YKa3aHHbBIX B TAOJIUIIE 5 10T HOMEPaMU 9, 11,
12, 13, 15, 16, 18, 23, 28, 37 comepskarux AKK u nBa obpasia (N2 1 u 2), B cocTaBe KOTOPBIX WJIEHTU(MUITTPOBAH
He3asiBJIEHHBIA Kpacutesib IToHCco 4R. B ocTaibHBIX KOMMeEPYECKHX 00pasnax uaeHTuUuIpoBaHa Toabko KK.
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PucyHox 6 — Xpomamoepammbvl Kpacumeaneti:

1 - obpasey cpasHerus Iorco 4R; 2 — obpasey; cpasHeHUS KAPMUHOBOL KUCA0MbL; 3 — 00pa3el CPABHEHUA 4-AMUHOKAPMUHOB0U KUCAOMbL.

Koaomxa 150x4,6 mm Polaris C8 A, 5 mxm. ITodsuwixcHas gpaza: 90% 06. 0,02 M ayemam Hampus 8 8ode u 10% 06. auemoHumpuaa

]

0,6 cm3 -mun™. JlemexmuposaHue npu 500 HM
Figure 6. Chromatograms for the colours:

1 — comparison samples of Ponceau 4R; 2 — comparison samples of carminic acid; 3 — comparison samples of 4-aminocarminic acid.
Column 150 x 4.6 Polaris C8 A, 5 mkm. Mobile phase: 90 vol. % 0.02 M sodium acetate in water and 10 vol. % acetonitrile, 0.6 cm3 -min™
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PucyHox 7 — Pesyavmamst BIXKX pasdeaeHus kommepHeckux o6pasyos nuiyesvix 006asox, 8 cocmase KOMopbix kpome
KAPMUHOB0U KUCA0MbL UOeHMUPUUUPOBAHBL KpACUMENLL:
1— IToHco 4R; 2 — 4-amuHokapmuHosas kucaoma. Koaorxka 150x4,6 mm Polaris C8 A, 5 mxm. ITodsuwxicHas gpaza: 90% 06. 0,02 M auemam
Hampus 6 8600e u 10% 06. ayemoHumpuAa, 0,6 cm3 - MuH™. /lemexmuposatue npu 500 HM
Figure 7. HPLC separation results for commercial samples of food additives, where, apart from carminic acid, the following colours
were identified:

1 — Ponceau 4R; 2 — 4-aminocarminic acid. Column 150%x4.6 Polaris C8 A, 5 mkm. Mobile phase: 9o vol.% 0.02 M sodium acetate

in water and 10 vol.% acetonitrile, 0,6 cm3 - min™. Detection at 500 nm

Tabauya 5 — Peayabmambl KOMNAEKCHO20 AHAAU3A KOMMePHeCKUX 00pa3yos kpacumeetl ¢ npumeHeHuem Memooos
cnexmpodgdomomempuu, MOHKOCAOUHOU U 8blcOK0dPPexmueHOll #UIKOCMHOU Xpomamozpagduu

Table 5. The comprehensive analysis results of commercial dye samples using spectrophotometry, thin-layer, and
high-performance liquid chromatography

&S Maxcumym 3HaueHue Ry
= o CBETOIOTJIOEHHA, HM B BILIOCHTE
Q
g3 B 0,1H B BOIHOM HHS:::I?;I;HP CoznepsxaHue3
%g XJIOPUCTO- pactBope KpacsIIuX BellecTB, %
§ S | BOmOpPOAHOMN aMMHaKa Noe 1t No 32 KpacHTesp
S KHUCJIOTE (pH 9,5)
0,00 0,95 + 0,02 KK 0,15 + 0,05
! 493 £1 518+1 0,23 £+ 0,03 - ITonco 4R 0,010 + 0,002
0,00 0,95 + 0,02 KK 0,8 £ 0,1
2 493 +1 518 +1
0,23 + 0,03 IIonco 4R 0,020 + 0,002
3 493 +1 518 £1 0,00 0,95 + 0,02 KK 10,0 + 0,2
4 493 +1 518 £1 0,00 0,95 + 0,02 KK 2.1+0,1
5 493 +1 518 +1 0,00 0,95 + 0,02 KK 2,0 + 0,1
6 493 +£1 518 +1 0,00 0,95 + 0,02 KK 48 + 2
7 493 +1 518 +1 0,00 0,95 + 0,02 KK 1,0 £ 0,1
8 493 +£1 518 +1 0,00 0,95 + 0,02 KK 20,0 + 0,2
528 + 1 0,95 + 0,02 KK 3,6 £ 0,2
9 498 +1 0,00 + 0,06
507 £1 0,26 + 0,02 AKK 0,8+0,2
10 493 +1 518 +1 0,00 0,95 + 0,02 KK 10,0 + 0,1
11 528 &1 933 £1 0,20 + 0,33 0,26 + 0,02 AKK 15,8 + 0,2
565 + 1 570 + 1
15 500 + 1 533 +1 0.00 = 0.18 0,95 £ 0,02 KK 15,0 + 0,1
565 %1 570 £1 0,26 + 0,02 AKK 17,5 £ 0,2
500 £ 1 530 £1 . 0,95 + 0,02 KK 10,0 + 0,1
13 565 £ 1 565 £ 1 0,00 + 0,08 0,26 + 0,02 AKK 20,5 + 0,2
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14 493 +1 518 £1 0,00 0,95 + 0,02 KK 5,50 = 0,08
500 £ 1 530 +1 ) 0,95 + 0,02 KK 0,30 £+ 0,03
15 0,00 + 0,18
505+ 1 568 £1 0,26 + 0,02 AKK 0,20 + 0,02
500 £1 530 +1 . 0,95 + 0,02 KK 2,3+0,1
16 565 £ 1 568 £1 0,00 0,09 0,26 + 0,02 AKK 1,2+ 0,2
17 493 +1 518 +1 0,00 0,95 + 0,02 KK 1,7+ 0,1
18 528 &1 930 £ 1 0,00 + 0,06 0,26 + 0,02 AKK 0,25 + 0,02
565 + 1 569 + 1
19 494 £ 1 518 £1 0,00 0,95 + 0,02 KK 0,7 £ 0,1
20 494 £ 1 518 £1 0,00 0,95 + 0,02 KK 2,0+ 0,1
21 494 + 1 518 +1 0,00 0,95 + 0,02 KK 51+1
22 494 +1 518 £1 0,00 0,95 + 0,02 KK 55+1
23 gzg i i ggg i i 0,00 + 0,06 0,26 + 0,02 AKK 0,17 £ 0,02
24 494 £ 1 518 £1 0,00 0,95 + 0,02 KK 5,5+ 0,1
25 494 + 1 518 +1 0,00 0,95 + 0,02 KK 2,0 + 0,1
26 494 +1 518 £1 0,00 0,95 + 0,02 KK 2.5+ 0,1
27 494 + 1 518 +1 0,00 0,95 + 0,02 KK 2,8+ 0,1
28 929 £1 932 £1 0,00 + 0,06 0,26 + 0,02 AKK 1,20 + 0,05
565 + 1 566 + 1
29 494 + 1 518 +1 0,00 0,95 + 0,02 KK 5,0 £ 0,1
30 494 +1 518 £1 0,00 0,95 + 0,02 KK 4,9 + 0,1
31 494 + 1 518 +1 0,00 0,95 + 0,02 KK 49 + 0,1
31 494 +1 518 £1 0,00 0,95 + 0,02 KK 8,3+0,1
33 494 + 1 518 +1 0,00 0,95 + 0,02 KK 2,0+ 0,1
34 494 +1 518 £1 0,00 0,95 + 0,02 KK 4,6 £ 01
35 494 + 1 518 +1 0,00 0,95 + 0,02 KK 10,8 + 0,3
36 494 + 1 518 +1 0,00 0,95 + 0,02 KK 9,6 +£ 0,2
37 222 i i 222 i i 0,00 + 0,06 0,26 + 0,02 AKK 1,3+ 0,1
Ilpumeuanus:

'pasjiesieHNe KpacuTeslel IPOBe/ieH B 3JII0eHTe — MUPUJUH : 3-MeTuI-1-0yTaHoJI : 2-MeTUI-IIPOIIaHOJI-1 : 3TAHOJ : aMMHUAaK 25%

¢ 06’beMHBIM COOTHOIIIEHHEM KOMITOHEHTOB 3 : 3 : 3 : 4 : 4 Ha mwiactuHe Sorbfil ITTCX-I1-B

2pas/ieieHue KpacuTesieli IpoBesieH B amoeHTe — 1/15 M docdarubiit 6ydbepHsbiit pactsop ¢ pH 5,6 Ha miacture Cellulose Merck
3KOJIMYECTBEHHBIN aHAJIU3 MTPOBEJIEH Ha KOJIOHKE 150x4,6 MM Polaris C8 A, 5 mxwm. IogBmkHas ¢aza: 90% 00. 0,02 M arierat HaTpus B BOZIE
1 10% 00. alleTOHUTPUIIA, 0,6 cM3-MUH™. [leTeKTHPOBaHKE IPU 500 HM

3akJIoueHue

Takum 06pa3oMm, IMpeyIoKeH KOMILIEKCHBIH ITOXO/T /7T UAEHTH(DUKATIMHI U KOJTTYECTBEHHOTO OIIpPEe/IeIEHUST
nnieBoro kpacutessi Kapmunbsl E120 B 11e51X BbIABIEHUS €ro (parbcuduKanum 4-aMIHOKAPMUHOBON KHUCJIOTOM
u ITonco 4R E124. Metoas! criektpodoromerpudeckoro u BOTCX ananmsa mpocTsl B UCHOJIHEHUH, HE TPEOYIOT
CJIOJKHOTO JIOPOTOCTOSIIIIET0 O0OPY/IOBAHHUs, IIO3TOMY MOTYT OBITh PEKOMEHJOBAHbI I WJIeHTH(DHUKAINH
KpacuTeJIer IIPH BXOTHOM KOHTPOJIE ChIPhS IPAKTUUECKH B JII0001 JTab0paTOpHU.

IIpemmoxker BI)KX meron misd waeHTHGUKAIIAN W KOJWUYECTBEHHOTO ompedenenns Kapmumua Ei120,
4-aMUHOKapMUHOBOU Kucotol u IToHco 4R E124 mpu uX COBMECTHOM NPHCYTCTBHU B ITHINEBBIX J00aBKax.
B pesysibTaTe MOHHUTOpPUHTA MHINEBBIX JOOABOK YCTAHOBJIEHBI (haKThl (DaTbCU(MUKANNN KapMUHOBOU KHUCJIOTHI
B KOMMepuecKux oOpasniax kpacuresiss Kapmutbl E120 1 B KOMILTIEKCHBIX ITHINEBBIX /I00aBKAaX, €r0 COJIEPKAIIIHX.

[TosyyeHHbIE pE3YJIbTATHl CBUJETEIBCTBYIOT O HEOOXOAMMOCTH KOHTPOJISI IIHINEBBIX KPACHUTEJIEH
U KOMILJIEKCHBIX MUITEBBIX /100aBOK, copepskarux Kapmunsl E120, Ha Hayln4urie B HUX He 3asIBJIEHHBIX KpacuTesen
JUIS TIpeZloTBpalieHus ¢aabcruduKaui U obecriedeHus1 TpeOOBaHUN TEXHUYECKUX PersiaMeHTOB TaMO3KeHHOTO
COI03a 10 0Ee30IaCHOCTH MUIEBOU IMPOIYKIIHH.
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