[
33:2? XUMUMNYECKAS BE3BOITACHOCTD / CHEMICAL SAFETY SCIENCE, 2022, 6, (1), 173 — 189

Nuankanus v naeHTHGUKANNA ONACHBIX BeNIECTB

VK 543.632.9 DOI: 10.25514/CHS.2022.1.21011

MeToauka u3mMepeHUuil MacCOBbIX KOHIleHTpaumid arugosa-40,
anerodgenona, syakauura-Il-askcrpa H, cyandpenamuaa Il
B BOJHBIX MATpHULIAX

A. A. Kysoekoea™, M. C. Typko, T. II. Kpbimckaa

Pecny0inKaHCcKoe yHUTapHOE Tpeanpusatie «HaydHo-npakTHueCKuil EHTP THIHEHBI»,
r. Munck, Pecniy6nuka benapycs, e-mail: zav_Isi@rspch.by

[Mocrynuna B penakimio: 11.05.2022 r.; mocne nopadotku: 19.05.2022 r.; npunsita B nevats: 23.05.2022 1.

AHHOTanusi — B XuMUYeCcKOW NPOMBIIIEHHOCTH MpPU MPOHU3BOACTBE MAaTEPHAIIOB U H3JCIUN
WCIIOJIL3YIOT Ppa3lIUYHbIE BEIISCTBA, BBICTYMAIONIME B POJIH MOHOMEpPOB, PaCTBOPHUTEIICH,
KaTaJanu3aTopoB, CTAOMIN3aTOPOB, AHTUOKCHAAHTOB M T.J. B dYacTHOCTH, MpU HM3TOTOBICHUU
MTOJIMMEPHBIX MATEPUAIOB IIMPOKO HMCIIONB3yeTcs aruaon-40 Kak aHTHOKCHJIAHT, aneTo()eHOH Kak
pactBopuTtenb, Bynkaut-II-skctpa H u cynsdenamua 1l xak ByiakaHuzatopsl. JlaHHBIE BelecTBa
MOTYT MHTPHPOBATh M3 MAaTCPUAIIOB W W3JCIUN B BOJHBIC MATpPHUIBL. B MuUpe He CyIecTByeT
METOJIMKM WX COBMECTHOTO oOmpeneneHus. BrepBeie pa3paboTaHa MeTOAMKA OJHOBPEMEHHOTO
onpeneneHus: arugona-40, aneropenona, Bynakanuta-Il-skctpa H u cynbdenamuna 1 B BogHbIX
Matpunax. OmpeneneHue MPOBOAAT C TOMOIIBIO METOJa BBICOKOI(P(PEKTUBHON KUIKOCTHON
xpomatorpadpun (BOXKX) ¢ gerextupoBanuem npu 240 HM U MeToAa aOCOTIOTHOW KaauOpPOBKH.
[IpeBapuTENHHO BENIECTBA ABYKPATHO SKCTPATHPYIOT U3 50 cM° BOJHOM BBITSKKH JUXJIOPMETAHOM
no 30 cM®, MONydeHHEIH SKCTPAKT KOHIIEHTPUPYIOT O] BAKYYMOM, CyXO# OCTAaTOK PacTBOPSIOT B
aneronutpune (1 cvm®). B kauecTBe cTamuoHAapHOH (assl UCmomb3yeTcs kononka Nucleodur C18
Pyramid (Macherey-Nagel) (250 mm x 3,0 MM, 3epraenue 5,0 Mkm; TemnepaTypa Tepmoctata 25°C).
CMmech BOJIBI C alIETOHUTPUIIOM U 2-TIPOTIAHOJIOM B COOTHOIIEHUH 4:74:22 (110 00beMYy) UCTIONb3YeTCs
Kak moABWkHas (aza. [Ipenerr KoJMuecTBEHHOTO ONpeesICHUSI MACCOBOM KOHIICHTPAIIMH BYJIKAIIUTA
B BOJHOH BEITSKKE M3 TOBapoB TOTpeOmeHms cocrapuser 0,31 wmr/mm®, cynbgenammma I —
0,08 mr/nm®, armmona-40 — 0,13 mr/mm®, arneroenona — 0,02 mr/ame.

Knrouesvie cnosa: maccoBas KOHIIEHTpAIMsi, BHICOKOA((EKTUBHAS KUIAKOCTHAs XpomaTtorpadus,
Y®-nerekTupoBaHue.
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Abstract — In the chemical industry various substances are used in the production of materials and
products, acting as monomers, solvents, catalysts, stabilizers, antioxidants, etc. In particular, in the
production of polymeric materials agidol-40 is widely used as an antioxidant, acetophenone as a
solvent, vulkacit-P-extra H and sulfenamide C as vulcanizers. These substances can migrate from
materials and products into water matrices. There is no method of their joint determination in the
world. For the first time a method for the simultaneous determination of agidol-40, acetophenone,
vulkacite-P-extra H, and sulfenamide C in aqueous matrices has been developed. The determination
is carried out by high-performance liquid chromatography (HPLC) with detection at 240 nm and
absolute calibration method. Preliminarily the substances are extracted twice from 50 cm? of an
aqueous extract with dichloromethane, 30 cm?® each, the resulting extract is concentrated under
vacuum, the dry residue is dissolved in acetonitrile (1 cm®). A Nucleodur C18 Pyramid (Macherey-
Nagel) column (250 mm x 3.0 mm, grain size 5.0 um; thermostat temperature 25°C) is used as a
stationary phase. A mixture of water with acetonitrile and 2-propanol in a ratio of 4:74:22 (v : v) is
used as a mobile phase. The limit of quantitative detection of vulcacit in water extracts from consumer

goods is 0.31 mg/dm?, sulphenamide C — 0.08 mg/dm?3, agidol-40 — 0.13 mg/dm?, acetophenone —
0.02 mg/dm?.

Keywords: mass concentration, high-performance liquid chromatography, UV detection.

BBEJIEHUE

B xuMu4eckol pOMBINIEHHOCTH TPU TTPOU3BOACTBE MAaTEPHUATIOB U M3JICITHMA
WCIIONB3YIOT ~ pPa3IMYHbIC  BEIIECTBA, BBICTYMAIONIME B POJM  MOHOMEPOB,
pacTBOpHTENCH, KaTalW3aTOpOB, CTAaOMIM3aTOPOB, AHTHOKCHUIAHTOB HM T.1. B
yacTHOCTH, aruaoi-40 (Cyxoil TOpPOIIOK WM KPYHMHOKPHUCTAIMYECKHUE TPaHyJIbl)
IIUPOKO MPUMEHSIETCS KaK aicopOeHT U aOCOpPOEHT, OKUCIUTENb U BOCCTAHOBHUTEIb,
IPOLIECCUHTOBAs J00aBKa (YCKOPUTENb, aKTUBATOP ), AaHTHOKCUIAHT, CTAOUIN3aTop (B
TOM 4YHCJE Kak yJIbTpadUOIETOBBIA CTAOMIM3ATOP, 3AMINAIOMINA H3ACIUS OT
Jerpajaluyu  TpU  BO3JEUCTBUM YyIbTpaduoiieTa) MpH MPOU3BOJICTBE TOBAPOB
NOTpeOJICHNs,, B YaCTHOCTU TUJIACTUKOBBIX W PE3MHOBBIX H3JCNIHA, B TOM YHUCIE
UTPYIICK ISl IeTel, UTPOBBIX IJIOMIA0K, CTIOPTUBHBIX TOBAPOB. MOXET BXOJIUTH B
COCTaB THUIIEBON YIaKOBKH, OYMa)KHBIX TapesIOK, OJHOPA30BBIX CTOJIOBBIX PHOOPOB
u ap. [1]. Y3-3a cBouX acopOUpYIOIMX CBOWCTB arua0ia-40 MOKET UCIOJIb30BaThCS
KaK CPEJICTBO JUIS BIIMTHIBAHMS JKUIKOCTH; OJIaroaapsi CBOMM are3uBHBIM CBOMCTBAM
BXOJIUT B COCTAB KJICEB M CBSA3YIOIIHMX BEIIECTB PA3TMIHOTO HA3HAUCHUS; IPUMCHSCTCSI
B CPEJICTBAx IO YXOIy 32 aBTOMOOWJISIMHU; MCIIOJB3YIOT B KAUECTBE HAIOJHUTEIS B
Kpackax, TEeKCTHJIE, TUTACTMACCE | T. [I.; BXOJUT B COCTaB U3OJISAIIMOHHBIX MAaTEPUAJIOB
JUTSL 3aIUTHI 3IaHANA OT IIyMa, XOJIOJa M T. 1., a TAaKKE B DJICKTPOU3OJISIIMOHHBIX
MaTrepuaiax; UCTOIL3YIOT MPU MPOU3BOJICTBE PA3IMUHBIX CMa30YHBIX MAaTEPHAIIOB (B
TOM YHCIIE [IJIs1 IBUTATEIICH ), TOPMO3HBIX KUAKOCTEH, Macen u T. 1. [1]. Arugon-40 mo
cucreMe MEXIyHApOLHOTO COK03a TEOPETUYECKOM W NPUKIAAHOM XUMHH
(International Union of Pure and Applied Chemistry, IUPAC) umeet na3Banue 4-[[3,5-
ou[(3,5-muteptOyTri-4-ruapokcudenun)merwi|-2,4,6-rpumetmwndennn| metun]-2,6-
nureptoytundenoi, ero CAS-nomep (Chemical Abstracts Service number) 1709-70-
2 [1]. dnsa yenoBeka arumon-40 MOXET MPEICTABIIATh OMACHOCTh MPHU CIydaitHOM
IPOIJIATHIBAHUM, MPU KOHTAKTE C KOXKEH M TJia3amu, Npu BAbIXaHUM. JlJIS MIUPOKUX
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cioeB HacelieHHs: arugoii-40 MoKeT ObITh OMaceH MPU KCIOJb30BAHUHM TOBAPOB,
U3TOTOBJICHHBIX M3 HECEpTU(DUIIMPOBAHHBIX TOJMMEPHBIX MATEpUAJIOB, a TaKXKe
HEKAueCTBEHHOM ObITOBOW XuUMHUHU. ArHn01-40 TOKCHYEH C JOJTOCPOYHBIMU
HOCJICICTBUSIMHU JIJIs1 BOJTHBIX OpPraHu3MoB [2].

AnetodeHon (OecrBeTHasl >KHUAKOCTB), MOMHMO TOTO, YTO MCIIOJIB3YIOT B
XUMUYECKON TMPOMBIIIJIEHHOCTH B KadyeCTBE CHEIHAIbHOIO PACTBOPUTENS IS
lactTMacC M CMOJI,  Karajnu3atopa B INOJUMEpU3aluu  oJeUHOB U
¢doroceHcHOMIM3aTOpa B OPraHUYECKOM CHHTE3€, MPUMEHSIOT MPH IMPOU3BOJICTBE
MUIIEBBIX MPOAYKTOB M TabauHBIX HM3ACIUNA KaK apoMaTH3arop, B MaphrOMEpHO-
KOCMETHYECKOW MPOAYKIMU KaK OTAYLIKY (MMEET CHaJKUN pe3KUi 3amax LBETOB
anenbcuHa wiau xkacMuHa). Ilo cucreme IUPAC anerodeHoH umeer Ha3BaHue
1-denmmranon, ero CAS-aHomep 98-86-2 [3]. V denoBeka npu nmpsMoM BO3JICHCTBUN
aneTo)eHOH MOXKET BBI3BIBATH pa3IpaXeHUE KOXH WM TJa3, B BBICOKHX
KOHIICHTPAIUAX MMapbl MOTyT ObITh HapkoTtuueckuMu [3]. Ha mmmpokume macchwl
HaceJeHHs alleTO(PEHOH MOXKET BO3/ICMCTBOBAThH Uepe3 3arpsi3HEHHbIE aTMOC(HEPHBIi
BO3J1yX, IIOYBY, MUTHEBYIO BOY [5—6] 1 HEekaueCTBEHHBIC TOBAPHI MOTpedacHus [7, 8].
B mupe pazpabaThiBaroTCsi TEXHOJIOTHUHU 110 OYUCTKE BOJIBI OT areTodeHOHa Ha OCHOBE
Pa3IUYHBIX TIOJIX0JI0B, B YACTHOCTHU UMITYJILCHOTO KOPOHHOTO pa3psiaa [6].

Cynbdpenamun Il (cyxol MOpOIIOK WM KPYMHOKPUCTAIUIMYECKUE TpaHYJIbI
KPEMOBOTO I[BE€Ta) MCIOJB3YETCS B XUMUYECKON MPOMBIIIIECHHOCTH KaK YCKOPHUTEIb
ByJIKaHHM3aIuK pe3uH (Byikanusarop) [9, 10]. ITo cucreme IUPAC cynbdhenamua L]
umeeT HaszBanue N-(1,3-0eH30THA30-2-MIICyNIb(aHm)IMKIoreKcaHaMuH, ero CAS-
Homep 95-33-0 [9]. Cynbdenamun 1] MoXeT BBI3BIBATH y UEIOBEKA AJJICPTHUCCKYIO
KOJKHYIO peakunio. O4eHb TOKCUYEH I BOJHBIX OPraHu3MoB [9].

Bynkamut-I1-skctpa H (Oenblii mopomiok 0e3 3amaxa) HMCHOJIb3yeTCs B
XUMUYECKOHN TIPOMBIIIIEHHOCTH KaK YCKOPUTENh BYJIKAaHU3AIMKA OBICTPOTO TCUCTBHS,
HNPUMEHSICTCS TP MPOU3BOJCTBE IJIACTUKOBBIX MojauMepoB u pesun [11, 12]. Ilo
cucteme IUPAC Bynkanut-II-skctpa H, umeer crnenyromiee HazBanue: nuHK-N-3THII-
N-denunkapdbamoautroat (mo-anriuiicku Zinc N-ethyl-N-phenylcarbamodithioate).
Ero CAS-nomep: 14634-93-6 [13]. Bynkauut-II-skctpa H mo mapamerpam octpoii
TOKCUYHOCTH TPU OJHOKPATHOM BHYTPIDKEIYJIOYHOM BBEJIEHWUW OTHECEH K
MaJIOOTIaCHBIM BeliecTBaM (4 Kiacc OMacHOCTH). BhI3bIBaeT ciiaboe pasapakeHue
KOXKH M CIIM3UCTBIX 000JIOUEK TJia3, He MMPOHUKAET Yepe3 HEMOBPEKICHHBIC KOXKHBIC
nokpoBbl. OKka3bpIBaeT CeHCUOWIU3MWpyloliee JelicTBue. Moxker  00J1a1aTh
pPETPOTOKCUYECKHUM, TEPATOT€HHBIM M MyTareHHbIM aeictBueM [12, 13]. OueHb
TOKCHUYEH JJIA BOJHBIX OPraHW3MOB C JIOJITOCPOYHBIMH TocheacTBusMu [13].
Murpupyer B Boay W3 OyTaJHMCH-HUTPUJIOBBIX BYJIKAaHH3aTOPOB TOCIE 3-THEBHOM
skcnozunuu rpu 20 °C Ha yposre 0,08 mr/mve [14].

VYpoBuu wmwurpanuu arupona-40, anerodenona, Bynkauurta-II-skctpa H u
cynbernamuaa Il u3 ToBapoB moTpediieHNs B BOJIHBIE BBITSDKKH PETIAMEHTHPYIOTCS
psaaom TexHHYecKHX perjiaMeHTOB EBpa3suilckoro 3KOHOMHUYECKOIO coro3a (maiee —
EADC), B wactHoctu, TP TC 007/2011 «O G6e3omacHOCTH MPOAYKIIUH,
npeIHa3sHaYeHHOW i AeTed W moapoctkoB» (manee — TP TC 007/2011) [7],
TP TC 008/2011 «O 6e3onacHoctu urpymek» (mainee — TP TC 008/2011) [8]. B
cootBercTBuu ¢ TP TC 007/2011 m TP TC 008/2011 3HaYeHWS MUHUMAIBHO
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JOMYCTUMBIX KOJIMYECTB MUTPAIMU B BOJHBIE BBITSKKU BBIIICIIEPEUMCICHHBIX
BEIIECTB M3 TOBAPOB, M3TOTOBJIEHHBIX W3 TMOJUMEPHBIX MaTEpPUAIIOB H
npeJHa3HAYeHHbIX Il JeTedl U MOJAPOCTKOB,  COCTaBJISIOT s
synkanura-IT-skctpa H — 1,0 mr/am®, mna cynsdenamuna 11 — 0,4 mr/am®, pis
arunona-40 — 1,0 mr/am3, nna anerodenona — 0,1 mr/ame,

B nacrosimee Bpemst B Pecniyoniuke benapyces u ctpanax EADC onpenenenue
KOHIIEHTpalil anerodpeHona, cynbpenamuaa Ll u Bynkarura-I1-skctpa H B BomHbIX
BBITSDKKAX W3 TOBApOB MOTpeOIeHHs MPOBOIAT 1o [15] ¢ mcmonb30BaHueM MeToza
TOHKOCIIOMHON Xpomarorpaduu. [laHHBIA METOJ XapakTepus3yeTcsl AIUTEIbHBIM
BPEMEHEM aHaJIM3a, NPU 3TOM HE OTJIMYAETCS BBICOKOW YYBCTBUTEIBHOCTBHIO U
cnenupuaHoCThIO. [[1s1 ompeneneHus ypoBHeH mwurparuu arugoiia-40 B BOJHBIC
BBITSDKKH W3 TOBapoB moTpebsienust B PecnyOnmke benapyce um ctpanax EADC
METO/MKHU HE CYLIECTBYET.

B wmwupe, B nmnpuHmnumne, He pa3paboTaHa METOJUKA OJHOBPEMEHHOTO
onpeneneHus: aneropenona, arugona-40 (Irganox 1330), cynbdenamupa 11,
Bynkanuta-Il-skctpa H B kakoi-nmubo wmaTpuile KakuMm-Iubo crnocoboM, HO
HpeCTaBICHBI METOIbI ONpeiecHus alleToderona u aruaoiaa-40 (Irganox 1330).

Metonbl  ompeneneHusi aneroeHoHa, KaKk IMPaBUIO, OCHOBaHBl Ha
UCIIOJIb30BAaHUU Ta30BOM XpomaTorpaduu C XpOMaTo-MacC-CIEKTPOMETPUUYECKUM
JNETEKTOPOM C TPEABAPUTEIBHBIM KOHIEHTPUPOBAHMEM aHAJIUTA OPraHUYECKHM
pactBoputenieM [ 16—19]. Ognako pazpaboTaHbl U METOABI OMIPEICIICHHS alleTOPEeHOHA
Ha ocHoBe BDJXKX. B wuactHocTH, Ha caiite kommnanuu Macherey-Nagel [20]
npejacrasieHa uHpopmanusa 06 ycnousix BOXX aneropenona Ha oOpaTHo-(a3zoBoii
KoJoHKe. Takke Opa3wibCKUE YYeHble pa3padoTalidi METOJ  OIpeaesieHUs
aneTo(peHOHa W JIPYrUX KETOHOB B AJIKOTOJbHOM MPOAYKUMU C MPEABAPUTEIbHBIM
MOJYyYEeHHUEM UX 2,2-TUHUTPOPEHUITUAPA30HOB U nocinenyromeit BOXX [21].

B mupe cymecTtByeT Macca HaydHBIX paboT mo omHoBpemeHHo BIXKX
AHTUOKCUJAHTOB, HCIHOJIb3YEMBIX MPHU MPOU3ZBOACTBE MOJIMMEPHBIX MATEPUATIOB:
arunoia-40 (Irganox 1330, Ehtanox 330), Irganox 1010, Irganox 1076 u Irgafos 168.
Hampumep, Ha caiite kommannu Sigma-Aldrich [22] npeacraBnena undopmarus 06
yenoBusix BOXKX armmona-40 (Ehtanox 330), Irganox 1010, Irganox 1076 wu
Irgafos 168. B cratee [23] mpencraBieHa CBOAHAS TaOJMIA, TAC OTPaXKEHBI BCE
MMEIOIIHNECS] TOIXO0IbI U METOAMKHU ompeseicHus] (EHOJBHBIX AaHTHOKCHIAHTOB B
NOJIMMEPHBIX MaTtepruaiiax Merogqom BOXX.

N3 anHanu3a auTepaTrypHbIX AAHHBIX ciedayeT, uro meton BOXX, koTopsiii
XapaKTEPU3yeTCsl BHICOKOM YYBCTBUTEIBHOCTBIO U CEJIEKTUBHOCTBIO, U JKUJIKOCTHAS
AKCTPAKIIMS SBJISIOTCS BOBMOXHBIM PEILIEHUEM [l OJHOBPEMEHHOIO OIpEACIICHUS,
1o KpaitHeit mepe, aneTopeHona u arugoia-40, B BOAHBIX BbITSDKKAX.

[enpro HAMMX HCCIEIOBAHUN SIBUJIACh pa3padOTKa METOJUKH ONpEeeiIeHUs
MaccoOBBIX KOHIIeHTpanuii arunona-40, anerodenona, Bynkauurta-Il-skctpa H u
cynbenamuaa 1] B BogHBIX MaTpuIiax Ha OCHOBE BHICOKOA((DEKTUBHOM KUIKOCTHOU
xpomatorpaduu ¢ nerekTupoBanueM B Y O-cBeTe.

Hannass wmetoauka Oyaer BocTpeOOBaHA TPU MPOBEIECHUU CAHUTAPHO-
TUTMEHUYECKUX UCTIBITAHUI TOBAPOB, U3TOTOBJICHHBIX M3 MOJUMEPHBIX MaTEpHUATIOB
U TpeIHa3HAYCHHBIX IS JeTe M MOAPOCTKOB, HA COOTBETCTBUE TPEeOOBAHUSIM
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TP TC 007/2011 u TP TC 008/2011. MeToanka Take MOXKET ObITh HCIOJIb30BaHa IS
ompeaeneHus aruaoia-40, aneropeHona, Byakanurta-I1-askctpa H u cynspenamuaa 1]
B JIFOOBIX BOAHBIX MAaTPHIIAX, BKIIOYAs IIUTHEBYIO BOMY.

JKCHHEPUMEHTAJIBHASA YACTD

[Ipu pazpaboTke METOAMKM U3MEPEHUI MAacCOBBIX KOHIIEHTpauuid arumoia-40,
Bynkanura-I1-skctpa H, cynbpenamuna LI, anerodeHoHa B BOAHBIX BBITSIKKAX W3
TOBApOB TMOTPEOJICHUS] W TPOBEACHUM DKCIEPUMEHTAIBHBIX  UCCIEIOBaHUN
nokasareyied TOYHOCTH JIaHHOM METOIMKU HCIOJIb30BAIU CIIEAYIOIINE PEAKTUBBI:
Bynkauut-II-skctpa H ¢ maccoBoil foisieli oCHOBHOro BemiectBa He MeHee 98,0%
(mpouzBonactBo «TCly», fAnonus); cymphenamun Il ¢ maccoBoii moseli OCHOBHOTO
BemiecTBa He MeHee 98,0% (mpousBoaicTBo « TCly, SAnonus); areToeHOH ¢ MaccoBOit
noJiel OCHOBHOro BemniecTBa He MeHee 98,0% (mpousBoacTBo «Acros Organicsy,
benbrus); arumon-40 ¢ maccoBoi J101€li OCHOBHOrO BeliecTBa He MeHee 98,0%
(mpousBoacTBO «Sigma Aldrichy, CIIIA); Boga nucTUImupoBaHHAs; AlICTOHUTPUIT JJIsI
BOXX (mpousBoactBo «Carlo Erba», ®panuwms); auxnopmeran s BIXKX
(mpomsBoactBo «Carlo Erbay, ®pannust); 2-npomanon s BOXKX (mpou3Boactso
«Carlo Erbay, ®panius).

Pa3paboTky MeETOAMKM BeIM C€ NOPUMEHEHHEM BBICOKOA((EKTUBHOIO
KuakocTHoro xpomarorpada Agilent 1260 Infinity, ocHameHHOro AHOIHO-
MATPUYHBIM JICTEKTOPOM C JUANA30HOM JIJIUH BOJIH PETUCTPAIlMU CIEKTPOB U
curHasioB 190 —450 uwm, xpomarorpaduyeckoii komonkoi Nucleodur C18 Pyramid
(munoM 250 MM, BHYTpeHHUM auameTpom 3,0 MM, 3epHeHueM 5,0 MKM, MPOU3BOICTBO
«Macherey-Nagel», ['epmanust), nporpammubiM obecnieueHueM Agilent ChemStation
Rev.B.04.01 (mpouzBoacto «Agilent Technologiesy, CIIIA).

[Ipu mpoBeneHWH WUCCIEIOBAHMWN MO OIICHMBAHUIO PAa0OUYUX XapaKTEPUCTHK
METOJIMKHA H3MEPEHUN YCTaHABIIMBAIN MTOKA3aTEH MPEIU3MOHHOCTH U MIPaBUIBHOCTH.
[TokazaTenu MpeU3UOHHOCTH (ITOBTOPSIEMOCTH U MPOMEKYTOYHOM MPELU3UOHHOCTH)
ONpeAesiin  JUIsl KaXJIO0ro BellecTBa Uil BCEro Juamna3oHa ONpeeeHHUS.
CraTucTiyeckue JaHHbIE MOJYYEHBl MO pe3ysibTaTaM U3MEPEHUN MOJAENBHBIX MPOO
BOAHBIX BEITSDKEK: B 50 cM® BONHBIX BBITSDKEK M3 TOBAPOB HOTPEOJICHHS,
V3TOTOBJICHHBIX M3 PE3MHO-JATEKCHBIX KOMIIO3MIMH, BHocumd mo 1,0 cme:
1) rpagynpoBOYHOrO pacTBOpa C MacCOBOW KOHIIEHTpalueil Bynkamnura-I1-skctpa H
25 mkr/cm®, cynbdenamuna LI 10,0 mxr/cm®, anerodenona 2,5 mxr/cm®, armnona-40
25 mkr/cm®; 2) TpajydpOBOYHOIO pacTBOpa C MACCOBOM  KOHIEHTpauuein
synkanura-IT-skctpa H 50 mxr/cm®, cymsdenammpa 11 20 mxr/cm®, aneropenona
5,0 mkr/cm®, armgona-40 50 mxr/cm®; 3) rpagyHpOBOYHOrO PacTBOpa C MAaccOBOM
KOHLeHTpauei Bynkanura-IT-skctpa H 100 mMxr/cm®, cynepenamuaa 1 40 mMxr/cm?,
aneropenona 10,0 mxr/cm®, arumona-40 100 mxr/cm®,

BoaHbie BBITSDKKHM U3 TOBApOB MOTPEOJICHUS, M3TOTOBJIEHHBIE M3 PE3UHO-
JATEKCHBIX KOMIO3UIMH, MOJy4yaldu Kak omnucaHo B riaBe 3 MHCTpykuuu 1o
npumenennto  Ne 016-1211 «Mertoabl OLIEHKM TUTHEHHYECKOH ©Oe30MmacHOCTH
OTIENBHBIX BUAOB MPOAYKINU I neteit» [24] co ceputkoit Ha 1.3.71 TOCT 25779-
90 [25]: MmomenbHAs cpelia — IMCTUUTMPOBAHHAS BOJIa; COOTHOIIIEHUE MacChl 0Opasia
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K 00bemy mogmenbHOM — 1:10; m3menbueHue oOpasiia Ha (parMeHTHI pa3MepoM
1 cMm x 1 cm; akeno3unius — 3 4; Temmeparypa sxcnosunuu — 37°C.

Jlanee mpoBouIM TPOOOMOATOTOBKY M XpoMaTorpaduuecKuii aHaau3 COrJIacHO
pa3paboTaHHOM METOAMKE U3MepeHui (omrcano Hxke). B xoe BHyTpri1abopaTopHbIX
UCCJIEIOBAHUI TIOKa3aTeled MPElNU3UOHHOCTH pa3padOTaHHOM METOIUKH IS
KaKJIOTO BEIIECTBA HA KaXIIOM YPOBHE H3MEPEHUN B YCIOBUSX MPOMEKYTOUHOU
NPELU3NOHHOCTH C JBYMSI U3MEHSAIOMIMMUCS (PaKTOpaMH «IepCOHa, BBIMOIHSAIOMIUN
U3MEPEHUS» U «BpEMsD» ObLIO MpoBeAeHO no 16 onpexnenennid. Kaxxoe onpenenenve
BKJIIOYQJIO 2 €IMHMYHBIX PE3yJIbTaTa MCHBITAHUI, IOJYYEHHBIX B YCJIOBHSX
noBTopsieMocTd. OO1Iee KOIMMYECTBO M3MEPEHHUH B YCIOBUSAX MPOMEXKYTOUHOU
MPEIU3UOHHOCTH JIJIS1 K&KIOTO BEIIECTBA Ha 3-X YPOBHAX U3MEpEeHUi cocTaBuio 96.

[TokazaTenp TMOBTOPAEMOCTH S,,%, YCTAHABIMBAIM KaK MaKCHMAaJIbHOE
OTHOCUTEIBHOE  CTAHJAPTHOE OTKJIOHEHHE [MOBTOPSIEMOCTH W3  3HAYEHHUI,
pPacCUMTaHHBIX I KaXA0ro ypoBHs. Ilokazarens MpoMeKyTOUHON MPELU3UOHHOCTH
Srycroy1 /0> ONMPEACTSUIM KaK MAaKCHMAJIbHOE OTHOCHTEIBHOC CTaHAAPTHOC OTKIOHCHHE
MIPOMEKYTOUHOM MPEIU3UOHHOCTH U3 3HAYEHUI, paCCUNTAHHBIX JIJIS1 KXKJI0TO YPOBHSI.

[Ipenen moBTopsemocTH, I, %, U Openes MPOMEKYTOUYHON NPEUU3UOHHOCTH,
R,%, ycTanaBnuBaiu no (gpopmynam

r=28xSs,, (1)

R=28xS5.. (2)

[IpaBMWILHOCTH METO/IA OLICHUBAJIM MOKA3aTeJIEM CTEIeHU n3BIeYeHus1. CTeneHb
u3BieueHus BynkaruTa-II-askctpa H, cynsdenamuna 11, anerodenona, armmona-40
M3ydajqd B TIpolecce BHYTPUIAOOPATOPHBIX  HUCCIAEJOBAHUM B  YCIOBUSAX
MOBTOPSIEMOCTU IyTEM aHajiiu3a MOJECNbHBIX MPo0. B KadecTBe MOJEIBHBIX MPOO
UCIIOJIb30BAIM: 1) BOJIHBIE BBITSDKKH M3 TOBapOB MOTPEOJCHUS, U3TOTOBIEHHBIX U3
PE3MHO-JIATEKCHBIX KOMIIO3UIIMM; 2) BOJHBIC BBITSKKA W3 TOBAPOB TMOTPEOJICHMS,
VU3TOTOBJIEHHBIX U3 PE3UHO-JIATEKCHBIX KOMIIO3ULMW, C MW3BECTHOM MAaCCOBOM
KOHIleHTpanueld  BynkauuTa-II-skctpa H, cynbpenamuga I, amerodenona,
arunoina-40, morydeHHbIe MyTeM BHEeCeHHS B 50 cm® BogHO# BeITSDKKM 1o 1,0 em®:
a) TpalydpoOBOYHOI0 PacTBOpa ¢ MAcCOBOM KOHIIEHTpaluen ByJskanura-II-skctpa H
25 mkr/cm®, cynsdenamuna LI 10,0 mxr/cm®, anerodenona 2,5 mxr/cm®, armnona-40
25 wMxkr/cm3;, ©) TpaJyMpOBOYHOIO pAacTBOpa C MAacCOBOH  KOHIIEHTpaluei
BynkanuTa - [1-3kctpa H 50 mxr/cm®, cynspenamuaa LI 20 mxr/cm®, anerodenona 5,0
Mkr/cm®, arugona-40 50 wmkr/cm®.  Jlanee npoBOAMIM NIPOOGOIOATOTOBKY W
XpoMmaTtorpadUuecKuii aHaJn3 COIVIaCHO pa3pad0TaHHON METOJIUKE HW3MEpPEHUM
(omucaHo HUXKe).

[Ipn mpoBeneHUH HCCIEAOBAaHUN TMOKa3aTessl MPaBUIBHOCTU METOJUKHU JIJIS
KOKJIOTO BEMIeCTBA JJIsI KaXJIOTO YPOBHS W3MEPEHHH OBLIO TMPOBEACHO IIO
8 onpenenenuii. Kaxmoe ompeaeneHue BKIOYATO 2 EAUHUYHBIX pe3yjbTara
WCTIBITAaHUH, TIOJIYYCHHBIX B YCIOBUSX MOBTOpsieMOCTH. OOImiee KOJIUYECTBO
M3MEPEHUN B YCIOBUSIX MPOMEKYTOUHOU MPEUU3UNOHHOCTH JJI KaXJA0T0 BEIIECTBA Ha
2-X YpOBHSIX U3MEPEHUN cocTaBUiO 32.

Benuuuny crenenn u3BiaedeHus MmeToa, Rec;, momyyanu mo hopmyse
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Rec =——2, (3)

rae  Pi— pe3ynbraT eIMHUYHOTO ONpeAeeHUs] MaCCOBOM KOHIIEHTPAIIMH BYJIKAIUTA

(cynbenamupa 11, anerodpenona, arunona-40) B npobe ¢ 106aBKOM, Mr/mm°;

Po — maccoBast xoHueHTpamus Bynkanuta-II-askctpa H (cynbdenamupa 11,

aneropeHona, arugona-40) B npobe 6e3 J06aBKU, MI/IM°;

y — MaccoBas KOHIEHTpaiusi ByJkaruta-II-skctpa H (cynbdenammma L,

aneroeHoHa, arujona-40), BHeceHHas B IpoOy, MKT/cM®,

PaccuuThiBanu cpeiHIO CTENEHb U3BJICUEHUS ByJKaluTa, (cyabdenamuna L1,
arnetoeHoHa, aruyoyia-40) ReC B OTHOCUTENBHBIX SIMHUIIAX U B Y.

Jns  ycraHOBIEHUA TpagyHpOBOYHOM  XapaKTEPUCTUKH, BBIPAKAKOLIEH
3aBHCHMOCTH IUIOMIAAN XPOMATOTrpauuecKoro MHKa OT MacCOBOM KOHIIEHTPAIUU
BEIIIECTBA B PacTBOPE, TOTOBHWJIN IIIECTh CEPHHA TPATyHPOBOYHBIX PACTBOPOB IO ITSTH
3HaYEHUSIM MacCCOBOM KOHIIEHTPAIIMU BEIECTBA MO0 BCEMY JUANA30HY OMPEISISIeMbIX
MacCCOBBIX KOHIIEHTpaluii: s arunona-40 u Bynkamura-I1-skerpa H ot 25,0 Mxr/cm®
10 100,0 mxr/cm®, cynspenamunaa Ll ot 10,0 Mxr/cm® 1o 40,0 mxr/cm®, anerodenona
or 2,5 mrr/cM® mo 10,0 mxr/cm®. IlapameTpbl IpagyHMpOBOYHO XapaKTEPHCTUKH
PacCUUTHIBAJIA METOIOM HAaUMEHBIIIUX KBaJIPaTOB.

Jns pacdyera OTHOCUTENBHOM PACIIMPEHHOW HEONPENEICHHOCTH METOIUKHU
Obl1a pa3paboTaHa MOJENIb U3MEPEHHSI MACCOBOM KOHIIEHTPALIUU KaXKIO0TO BEIIECTBA
B BOJHOM BBITSDKKE X, MI/IM3, KOTOPYIO MOKHO 3aIIUCaTh B CIIEAYIOLIEM BHUIE:

X_CxVxF 4)
V, x Rec

rie C — maccoBas KoHIeHTpamus Byikanura-II-skctpa H (cynbdpenammma 1,
aneropeHona, arunona-40) B mnpobOe, HaWAEHHas IO TPagyuPOBOYHOM
XapaKTEPUCTUKE, MKT/ cM?,;

V —o0beM aleTOHUTPUIILHOTO AKCTPAKTA, MOATOTOBJIEHHOIO K

xpomarorpadupoBanuro, cM° (1,0 cv’);

V1 — 00beM BOJHOM BBITSKKH, B3ATHIN 171 ananu3a, (50,0 cmd);

F — dbaxTop moBTOpsieMocTH;

Rec — creneHb U3BICUCHUSI B OTHOCUTEIBHBIX €AMHUIIAX.

3a pe3yabTaT U3MEPEeHUsI MPUHUMAIOT CpeHeapu(PMETHIECKOE 3HAUCHHUE JIBYX
OTIPE/ICJICHUM, MTOJTYyYEHHBIX B YCIOBUSIX MMOBTOPSIEMOCTH.

Hcexons u3 Moenu u3MEpEHU M aHAIM3a U3MEPUTEIIBHON TPOLEAYPBL, MOKHO
BBIJICIIUTh CIIEAYIOIIME HCTOYHUKA HEOMNPEICICHHOCTH MacCOBOW KOHLEHTPAILNU
Bynkaruta-I1-akctpa H (cynbdenamuna 1, amerodenona, armmona-40 B BOgHOM
BBITSIKKE:

1. TpaayupoBOYHAs XapaKTEPUCTUKA, T.€. CIAydalHbIE KoJieOaHUs TMPU WU3MEPECHUU
IJIOIIA/IeN MUKOB, KOTOPbIE OKA3bIBAIOT BIMSHUE KaK HA OTKJIMKH MPU MTPOBEIACHUN
IpayupOBKH, TaK U Ha u3MepsieMblil oTkiuk C,y;

2. TpaJyupOBOYHAs XapaKTEPUCTUKA, T.e. Ciay4dailHble J(QeKThl, pe3yIbTaToM
KOTOPBIX SIBJSIOTCS MOTPEIIHOCTH MPUITHCAHHBIX UCXOJHBIX 3HAYEHUI MacCOBOMU
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KOHLeHTpanuu Bynkauura-II-skcrpa H (cynppenamuna L, anierodenona, arumona-

40) B rpanyupoBOUHbIX pacTBopax C,x;

3. BO3MOJXKHBIE PACXOXKIEHHUS MEXAY MapajulelIbHbIMU ompeaeneHusmMu  (paxrop
CXOAUMOCTH, F..);

PaBUILHOCTh METO/Ia U3MEPEHUN (CTENIEHb U3BJICUCHHUS);

OTHOCUTEIbHAS ~ CyMMapHas CTaHIapTHas  HEOMPEICIEHHOCTh  MacCOBOM
KoHIleHTparuu Bynkaruta-Il-akctpa H  (cympdpenamuma 1, amerodenHona,
arunoiia-40) B BogHou BEITsDKKE U(X)/X, %, HAXOIUTCS B COOTBETCTBHH C 3aKOHOM
pactpoCTpaHEHHUs HEOMPEIEICHHOCTe dYepe3 OTHOCUTEIbHBIC CTaHIAPTHHIC
HEOMpPEACICHHOCTH BIUSIONIUX BEIUYUH (OTHCAHBI HIXKE).

OTHOCHTENIbHAS PaCHIMPEHHAs] HEONPEACIICHHOCTh MaCcCOBON KOHIICHTPAIHH
ByakaiuTa-I1-akctpa H (cynmepenamuna 11, amerodenona, arumona-40) B BomHOM
BeITsDKKE U(X), %, paccyuThIBacTCsA 4epe3 YMHOKEHHE OTHOCHUTEIBHOW CyMMapHOM
cranaapTHoi HeomnpeaeneHHocTr U(X)/X, %, Ha koaddurreHT oxBaTa K, BHIOpaHHBIH
B TPEINOJIOKEHUH HOPMAJIbHOTO  paCIpe/IeNieHuss M3MEpsSeMON  BEJIUMYUHBI.
Kosddurment oxpara st HOPMaJIBHOTO pacIpe/esieHus paBeH 2 MpU ypOBHE
nosepus 95 %.

PacueTsl mokazareneil TOYHOCTH pa3paOOTAHHBIX METOJMK TPOBOIWIH C
noMoInbko GyHKImA porpammbel Microsoft Excel.

oa &

PE3YJBbTATBI U UX OBCYXJIEHUE

Ha nepBom sTane ucciegoBaHuii HamMu ObUT pa3paboTaH CIOCOO COBMECTHOIO
OTIPE/ICJICHUS] MAacCCOBBIX KOHIeHTpanuid ByJikaruta-Il-skctpa H, cynbdenamuna 11,
aneroperona, arugona-40 (Irganox 1330) B BOAHBIX BBITSKKAX M3 TOBApPOB
notpednenus. Hccnegyemble BellecTBa XOPOIIO PAaCTBOPUMBI B OPraHUYECKHX
pPacTBOPUTENISAX, B YACTHOCTH, B JUXJOPMETAHE, IMOATOMY CIOCOO OCHOBaH Ha
JBYKpPAaTHOM OKCTpakIMM JaHHBIX BemecTB u3 50 cM®  BOJHOW BBITSIKKU
nuxjopmeranoM 1o 30 ¢cM® Ha POTAMOHHOM BCTPSAXUBATENE, KOHIEHTPUPOBAHUH
NOJIyYEHHOTO DKCTpakTa TIOJ BaKyyMOM, pAaCTBOPEHHMHM CYXOro OCTaTka B
aneronutpune (1 cM®) W ompemeneHMM MacCOBBIX KOHIIEHTPAIMA BELIECTB C
npumeHenneM BOXXX ¢ nerekmueit B Y d-cBete u MmeTo1a aOCOTIOTHOM TpalyipOBKH.

[Ipu ycraHoOBKE yCJIOBHI  XpomaTorpaupoBaHHsl IS  COBMECTHOTO
onpeneneHus ByakamnuTa-I1-askctpa H, cynsdenamuna L, anietodenona, arunona-40 B
BOAHBIX BBITSDKKAX M3 TOBapoOB IMOTPEOJEHUS ONUPAIMCh Ha HUH(OpMauIo,
npeAcTaBieHHY0 Ha caitax komranuu Macherey-Nagel [20] 00 ycmoBusx BOXKX
aneropeHona u kommanuu Sigma-Aldrich [22] 00 ycnoBusix BOXX arunmona-40
(Ehtanox 330), Irganox 1010, Irganox 1076 u Irgafos 168.

B kauecTBe cTanuoHapHoii Gasel Hamu ncnosb3yercs kononka NUCLEODUR®
C18 Pyramid npousBojactBa Macherey-Nagel (pazmepom 250 mm X 3,0 MM, 3epHEHHE
5,0 Mxm), Temnepatypa TepMocTara koioHku — 25°C. Ha caiite komnanuu Macherey-
Nagel [20] mma BDXX  auneropeHona  peKOMEHIYIOT  HCIOJIb30BaTh
xpomatorpapudeckue kojaonku NUCLEOSHELL® RP 18 (pasmepom 100 mm X
4,6 mm, 3epuenuem 2,7 mkm) NUCLEODUR® C18 Gravity (pasmepom 100 MM X
4,6 mM, sepuenuem 1,8 mxm), NUCLEODUR® C18 Gravity (pasmepom 100 mm X
4,6 mM, sepuenueM 3,0 mxm), NUCLEODUR® C18 Gravity (pasmepom 100 mm X
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4,6 MM, 3epHenuem 5,0 MKM) mpu TemmepaType TepmocTara kojoHku 25°C. [ns
AIIOUPOBaHUS alleToheHOHa MPUMEHSIOT CMECh allETOHUTPHIIA C BOJOW B HaYaIbHOU
KOHIIeHTpalu anetonutpuia 40 % c¢ mociaeayromyM TOBBIIIEHUEM 3a 4 MUH
pazaenenus 10 100 %. Pa3nenenne BeAyT CO CKOPOCTHIO ITOTOKA AIt0eHTa 1,5 cMé/MuH.
JleTekiuto arieToeHoHa OCymecTBIAIOT npu 230 HM.

B kauecTtBe mOABMKHOM (a3pl HaMU TPUMEHSETCS CMECh BOJIBI C
AlleTOHUTPUIIOM U 2-TIPOIMAHOJIOM B COOTHOIIeHUH 4:74:22 (1Mo o0BeEMY), PEKHUM
STIOMPOBAHUS — H30KPATHIECKUM, CKOPOCTH TIOTOKA TOABMKHOM (Ba3el — 0,4 cvm3/muH,
00BbeM BBOZIa POOBI B KOJIOHKY — 5 MM®, 00IIas JIMHA BOJIHBI AeTeKiuu — 240 HM,
HMIMPUHA e — 4 HM, BpeMs aHanmm3a — 15 muH. Ha calite kommanun Sigma-Aldrich
[22] nns BOXKX arunmona-40 v Ipyrux aHTUOKCHUJIAHTOB MOJUMEPHBIX MaTepUATIOB
IpH pas3jelieHnu Ha Kojonke Ascentis Express C18 (mmnoit 10 cMm, tuameTpoM 3 M,
3epHeHreM 2,7 MkM) npu temmeparype 40 °C Taxke PEKOMEHIYIOT B KauecTBe
MOJIBIDKHOU (ha3bl MCIOJIB30BaTh CMECh BOJIbI, allETOHUTPUIA M 2-TIPOIAHOJa, HO
pasJeNeHre BEIyT CO CKOPOCTBIO MOTOKa dmroeHTa 1,0 cM®/MuH B rpagueHTHOM
peXHUME: M3HAYaJbHO MCIIONB3YIOT 2-MIPOIaHoN B KOHUEHTpauuu 43%, B TeueHHue
3,6 MMH U3MEHSIOT KOHLEHTpauuio aneroHutpuna ¢ 37% npo 55%, ynepxuBaror
alETOHUTPUI B TeueHue 2,4 MUH B KoHIeHTpamuu 55%. OO0beM BBOAa MpoOBI B
KOJIOHKY COCTABIISIET 5 MM>. J[ETEKIUIO BENIECTB OCYIIECTBISIOT IIpU 280 HM.

[Ipu ycTaHOBJIEHHBIX HAMU YCIOBHUSIX XpOMATOrpaUpOBaHUs BpeMsl aHAIIM3a
coctaBisieT 17 MuH, BpeMd yaep:kuBaHus aneropenona — (3,2+0,3) muH, ByJakaura-
[T-skctpa H — (4,0£0,3) muH, cynbdenamuma I — (4,5+0,3) muH, arumoma-40 —
(13,840,3) mun. Ha pucynke 1 mpencraBieHa XxpomMaTorpamma pasJeieHUs CMecu
cTaHgapTHbIX BemecTB arugoia-40 (Irganox 1330), arietodenona, cyianhenamuaa 11,
Bynkauura-I1-skctpa H, BHECEHHBIX B BUJI€ 100aBKH B BOJHYIO BBITSKKY U3 TOBapOB
noTpeOIeHUs, OJYyUYEHHAs C UCIIOIb30BaHUEM Pa3padOTaHHOTO crioco0a.

DAD1 F, Sig=240,4 Ref=off (BYNKAHWU3ATOPbI 2021 FOR METHOD015-1502.D)
mAU

300 1 |3.981
250 - |+.540

] |3‘247
200

150

100 14.030

50 —

Puc. 1. XpomaTorpamma pas/iesieH!sl CMECH CTaHJApTHBIX BEIECTB alleTOPpeHOHa B KOHLIEHTPAIIUH
10,0 mxr/cm® (Bpems ymepxkwuBamus — 3,247 wmmH), BynkamuTa-Il-skctpa H B KOHIEHTparum
100,0 mxr/cm® (Bpemst yaepxkusanus — 3,981 mun), cyasdenamuna 11 B xornentpanuu 40,0 Mxr/cm®
(Bpemst ynepsxuBanus — 4,540 wmum), arugona-40 B kommentpammu 100,0 Mkr/cm® (Bpems
yaepxxuBanus — 14,030 mun).

Fig. 1. Separation chromatogram of a standard substance mixture of acetophenone at a concentration
of 10.0 pg/cm? (retention time — 3.247 min), vulkacite-P-extra H at a concentration of 100.0 pg/cm?®
(retention time — 3.981 min), sulfenamide C at a concentration of 40.0 pg/cm? (retention time —
4.540 min), agidol-40 at a concentration of 100.0 ug/cm?® (retention time — 14.030 min).
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[Ipenen KOMMUECTBEHHOTO OINPENETICHHUSI MACCOBOW KOHIIEHTPALIUU BYJIKAIIUTA-
IT-5xctpa H B BOAHOMN BEITSKKE M3 TOBapoB moTpedienus cocrtasnser 0,31 mr/am?,
cynbpenamuna 1 — 0,08 mr/am3, armmona-40 — 0,13 wmr/mm°, aneropeHoHa —
0,02 mr/ams.

Ha BTOpoM »Tamne uccieioBaHWil Ha OCHOBE BBIINIEYKa3aHHOIO criocoda Oblia
pa3paboTaHa MeTOAuKa u3MepeHuil «MaccoBble KOHIEHTpAIlMK BYJIKAIUTA,
cynbpenamuaa 1, amerodenona, arumona-40 B BOAHBIX BBITSDKKAX H3 TOBapOB
noTpebaeHuss. Meroanka u3mepernii merogoM BOXKX». MeTtonuka ycTaHaBiInBaeT
QITOPUTM  U3MEPEHUM  MAaCCOBBIX  KOHIEHTpauuu  Byinkanuta-II-skctpa H,
cynepenamuaa 1, amerodenona, armmoma-40 B BOMHBIX BBITSDKKAX W3 TOBApOB
noTpebIeHnsl B JMala30HaX MacCOBBIX KOHIeHTpamuii: ot 0,5 mo 2,0 mr/am® s
synkanuta-IT-skctpa H; ot 0,2 mo 0,8 mr/mm® mnsa cynspenamuna LI; ot 0,05 mo
0,2 mr/mm® ans anerodenona; ot 0,5 10 2,0 mr/am® s arumona-40 metomom BOXKX.

W3mepeHrie MaccoBBIX KOHIIEHTpAIMii B BOJIHBIX BBITSDKKaX M3 TOBapOB
HOTPEOJIEHUS COTJIACHO METO/IMKE U3MEPEHUH BKIIIOYAET CIAEAYIOUINE ONEPaLUu:

— TPUTOTOBJIEHUE IPATYUPOBOYHBIX PACTBOPOB;

— YCTaHOBJIEHHE TPaAyWPOBOYHON XapaKTEPUCTUKU, BBIPAXKAIONICH 3aBUCUMOCTD
TUTOLIAAN XpOMaTOrpauyecKoro MmuKa OT MacCOBOM KOHIIEHTpaIuu Bynkanurta-I1-
skcrpa H (cynsdenamuna L, anerodenona, arugona-40) B pacTBope;

— TOJIrOTOBKA MPOO K U3MEPEHUSIM;

— xpomatorpadupoBaHUe Ha XHUIAKOCTHOM XpoMarorpade ¢ AMOTHO-MATPHYHBIM
JIETEKTOPOM.

Jns  ycraHOBIEHUA TpagyHpPOBOYHOM  XAPAKTEPUCTUKH, BBIPAKAIOLIEH
3aBHCHMOCTH TUIOMIAAN XPOMATOrpauuecKkoro mMhKa OT MacCOBOM KOHIICHTPAIUU
Bynkanuta-I1-akctpa H (cynbdenamuna LI, aneropenona, arumona-40) B pactBope,
TOTOBAT HIECTh CEPUM T'PAyUPOBOYHBIX PACTBOPOB MO MSITH 3HAYCHHUSM MAaCCOBOM
KOHIleHTparu  Bynkaruta-Il-okctpa H  (cynedenamupa I, amerodenona,
aruzoia-40) o BceMy auamna3oHy OMpPEC/IIEMbIX MAcCOBBIX KOHIIeHTpaiuii. Hamu
ObLIa MOATBEPK/ICHA JIMHEHHOCTh B TIpeienaXx TpeOyeMbIX AUana3oHOB JJisi KaX0ro
BeliecTBa (pUCyHKH 2 — 5).

1 000,00 -

y = 88,9010x + 3,6758
R2=10,9963

800,00 -
600,00 -

400,00 -

IIromane nuka, MAU

200,00 +

0,00 T T T T T 1
0,00 2,00 4,00 6,00 8,00 10,00 12,00

KonnenTparist, MKr/cm3
Puc. 2. I'pagyupoBouHbIii TpaduK 3aBHCHMOCTH IUIOLIAM MHKa aleToeHOHa OT €ro MacCcOBOU
KOHIIEHTpAalMK B pacTBOpE B auamna3one 2,5—10,0 MKT/CM®.

Fig. 2. Calibration plot of the dependence of the acetophenone peak area on its mass concentration
in solution in the range of 2.5-10.0 pg/cm?.
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CornacHO METOJIMKE H3MEpPEHUil KOHTPOIb TPaIyWpOBOYHOrO rpaduka s
aneTopeHoHa MPOBOAUTCS MO 2-0M TOUKE, HOPMATUB CTAOMIBHOCTHU paBeH 4,2%.

3 000,00

y = 27,4934x - 112,9313
R? = 0,9967

2 500,00 -
2 000,00 -
1500,00 -

1 000,00 -

[Tnomane muka, MAU

500,00 -

0,00

0,00 20,00 40,00 60,00 80,00 100,00 120,00

Konnentpauus, Mxr/cm3

Puc. 3. I'panyrpoBOUHBIi TpaduK 3aBUCUMOCTH IIOMAAM Nuka Byrnkanurta-II-askctpa H ot ero
MAacCOBOU KOHIIEHTpaIMu B pacTBope B Auamnaszone 25,0—100,0 MKT/CM®.

Fig. 3. Calibration plot of the dependence of the vulkacite-P-extra H peak area on its mass
concentration in solution in the range of 25.0-100.0 pg/cm?®.

CorynacHO METOJMKE W3MEPEHUN KOHTPOJIb IPaJyupOBOYHOrO Tpaduka s
Bynkauura-I1-skctpa H mpoBonutces no 2-oif Touke, HOpMaTUB CTAOUIILHOCTH PaBEH
5,5%.
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1 400,00 - y = 32,4648x - 1,3378
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400,00 -

200,00 -

0,00

0,00 10,00 20,00 30,00 40,00 50,00

Konuentpauus, Mxr/cm3

Puc. 4. I'panynpoBOUHBIN rpaguK 3aBUCUMOCTH IUIOIIAIU NTUKa cyilbdenamuaa Ll ot ero maccoBoit
KOHIIEHTpaluu B pactBope B quanazone 10,0—40,0 MKT/CMS.

Fig. 4. Calibration plot of the dependence of the sulfenamide C peak area on its mass concentration
in solution in the range of 10.0-40.0 pg/cm?®.

CornacHO METOJIMKE H3MEpPEHUN KOHTPOJb TPagydpOBOYHOTO rpaduka Aiis
cynbernamuaa 1l mpoBoauTcs mo 2-0if ToUuKe, HOpMATUB CTAOMIBHOCTH paBeH 4,7%.
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2 500,00

y =20,3693x - 11,0646

2 000,00 - =~ 0.9980

1 500,00

1 000,00

ITnomane nuka, MAU

500,00 -

0,00 T T T T T 1
0,00 20,00 40,00 60,00 80,00 100,00 120,00

Konnenrpauus, Mxr/cm3
Puc. 5. I'panynpoBoYHBIi Ipaduk 3aBUCUMOCTH IUIOINAAM THKa aruaonia-40 oT ero maccoBoi
KOHIIGHTpAIlUK B pacTBope B nuamazone 25,0-100,0 MKT/CMS.

Fig. 5. Calibration plot of the dependence of the agidol-40 peak area on its mass concentration in
solution in the range of 25.0-100.0 pg/cm?®.

CoryiacHO METOJMKE H3MEPEHHM KOHTPOJb TPaayHMpOBOYHOrO rpaduka s
arunmona-40 mpoBoaUTCS 1O 2-0¥ TOYKE, HOPMATHB CTAOMIILHOCTH paBeH 3,1%.

JIns mpoX0KAEHUST METPOJIOTUYECKONW aTTECTALMM METOAUKUA B benopycckom
roCcyJIapCTBEHHOM MHCTUTYTE METPOJIOTUU YCTaHABIMBAIN paboure XapaKTEPUCTUKHU
(mokazaTeny  TOYHOCTHM  U3MEPEHUW U OTHOCHUTEIBHYH)  PacCUIMPEHHYIO
HEOIPEICIICHHOCTh) pa3pabOoTaHHONW METOAMKH U3MEPCHUN.

JlaHHBIE O TmOKa3zaTelsiX TOYHOCTH M3MEPEHUN ObLIM TOJY4YeHBl U3
BHYTPHUJIa00paTOPHOTO IKCIIEPUMEHTA B YCIOBUSX MMOBTOPSEMOCTH U MPOMEKYTOUHOM
NPEIU3NOHHOCTH C U3MEHSIOMMUMHUCST (AKTOpaMu «IIEPCOHAN, BBITOIHSIONTII
U3MEPEHUS» U «BpeMs». BbIOPOCOB B COBOKYMHOCTH SKCIEPUMEHTAIBHBIX JAHHBIX
oOHapyxxeHO He Obuto. [lomydeHHBIE 3HAUYE€HMs MOKa3aTejaedl TOYHOCTH METOIUKU
M3MEpPEHU MaCCOBBIX KOHIICHTpaluii arieTogeHona, cynbhenamuaa L, Bynakanura-I1-
akcTpa H arnpmona-40 B BOJHBIX BBITSDKKAX MPEICTABICHBI B Tabmuiie 1.

Taonuya 1. 3nayeHus MokazaTesieil TOUHOCTH METOAUKHN U3MEPEHUN MACCOBBIX KOHIEHTPALINI
anetroenona, cynsenamuna L, Bynkarmura-I1-skctpa H, arunona-40 B BOJHBIX BHITSDKKaX B
3aJIaHHBIX TUAMa30HaX U3MEPECHUI

Table 1. Values of accuracy indicators of the measurement method of the acetophenone,

sulfenamide C, vulkacite-P-extra N, agidol-40 mass concentrations in agueous extracts in the given
measurement ranges

N ITokazatenpb
Jnana3zoH nu3mMepeHui IIpenen
N [Ipenen . MPaBUILHOCTH
OmpenensieMoe | MacCOBOM KOHIICHTPAIMH MPOMEKYTOYHOMN
IIOBTOPSIEMOCTH, (cremeHp
BEIIIECTBO B 0Opasmax s 0 MPEU3UOHHOCTH,
VICCIIEIOBAHUSI, MI/IM> e R, % TGS,
> ' Rec, %
AnerodeHoH ot 0,05 10 0,20 4 33 83,2
Cynshenammun L] ot 0,2 1o 0,8 3 31 96,3
B -11-
YAty 0t 0,5 10 2,0 3 13 98,2
skcTpa H
Arnnoin-40 ot 0,5 no 2,0 6 34 86,1
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BbiielMB  MCTOYHHUKKA HEOMNPEACICHHOCTH TPU  OMPEACICHHH MacCOBOM
KOHIIeHTpanuu ByskaiuTa-IT-skctpa H, cynshenamuna 11, arierodenona, arugona-40
B BOJHOM BBITSDKKE C IOMOIIBIO pa3pabOTaHHOW METOAWKH, Oblla paccyMTaHa
OTHOCHUTEJIbHAS PACIINPEHHAss HEOMIPEICTICHHOCTh METOANKN U3MEPEHHIA TS KaXKI0TO
BeriecTsa (Tadi. 2).

Tabnuya 2. bropKeT HEONPEACTICHHOCTH U3MEPEHUS MaCCOBOI KOHIIEHTpAIMU alleToOQeHoHa,
cynbdenamuna L, Bynkarura-I1-akctpa H, arugona-40 B BOJHBIX BBITSDKKAX B 3aJaHHBIX
JManazoHax U3MEepeHHi pu JoBepuTenbHoi BeposiTHOCTH P = 0,95 u koaddunmente oxsara k = 2

Table 2. Uncertainty budget for measuring the acetophenone, sulfenamide C, vulkacite-P-extra N,

agidol-40mass concentration in aqueous extracts in the given measurement ranges at a confidence
level P =0.95 and a coverage factor k = 2

3Hauenne | OTHOCHTEIILHBINA BKIIA]
Bnusronasg BemmunHa
OLIEHKH HEOIPeICICHHOCTH
. JUTSI arleToeHOHA 2,9
Crnyuaiinbie koneOaHus w(Cy)
NP M3MepeHny curpana | V1A cylnbdenamua I C 2 3,2
C. % qutst arunona-40 C 2,2
Ju1st BynkaruTa-I1-sxcrpa H 5,2
Ciny4aiinble 3 deKTHI, i ST R 4.9
pe3yJIbTaToOM KOTOPBIX
SIBISIOTCSL  TIOTPEIIHOCTH | g cymbdpenamuza L 2.4
INPUIMCAHHBIX HCXOJHBIX c u(Cx)
3HAYECHUN MaccoBoM | s arumpoia-40 C 1,0
KOHIICHTPAIINH BEIIEeCTBA B
e aust Bynkanuta-I1-skctpa H 1,0
pactBopax C, %
[TpoGomoaroToBKa = Un 0,008369
JUIs arleTopeHoHa 1,061
nis cynbdenamuaa L u(F,,) 0,849
®dakTop cXOaUMOCTH Fex X
uts arngona-40 X 0,354
Ju1s Bynkanura-I11-skerpa H 0,778
JUIs arleTopeHoHa 8,6
[IpaBHIILHOCTH METO/A s cynbhenamua L 2,9
0 Rec U wser.omn.
Rec, % Ut arunoia-40 6,9
ns Byakarnura-IT-skctpa H 1,3
OTtHocuTeNbHAs paclIupeHHast HeonpeaeneHHocTh U, %
JUTs arieTopeHoHa 21
Jutst cynbdenamuna 1] 10
ts arugona-40 15
Ju1s Bynkaruta-I1-skctpa H 11

Mertonuka Tmpomia METPOJIOTMUECKYI0  aTTecTaiuio B beropycckom
roCyJapCTBEHHOM HWHCTUTyTEe MeTpoisioruu, umeer Homep AMIU.MH 0020-2021 u
CBUJIETEIBCTBO 00 arrectanuu MeTonuku (Meroma) uiaMmepenuid Ne(020/2021 ot
06 nexaGps 2021 r.
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Takum oOpazom, Hamu pazpadborana Mmetoauka uamepennii AMI.MH 0020-2021
«MaccoBble KOHIIGHTpAIuu ByJKaluTa, cyiabhernamuaa 11, anerodenona, arnmona-40
B BOJIHBIX BBITSDKKaX W3 TOBApOB MOTpeOieHUs. MeTonuka M3MEPEeHUH METOI0M
BBICOKOA()(DEKTHUBHON KHAKOCTHOM XpomaTorpadgum». Meroauka yCTaHaBIMBAET
QITOPHUTM BBITTOTHEHUS U3MEPEHUN MACCOBBIX KOHIICHTPAITUH MUCCIIETYEMBIX BEIISCTB
B BOJHBIX BBITSDKKaX M3 TOBApOB TOTpeONCHHS s aneToeHOHAa B JHAIla30HE
MaccoBBIX KOoHIeHTpanumii ot 0,05 1o 0,20 mr/am® ¢ mpemenom mosropsemoctu 4%,
IpeiesioM MPOMEKYTOUHON mperu3noHHoCcTH 33%, cpelHel CTEeNeHbI0 W3BJICUCHUS
83,2%, oTHOCUTEIBHOM paclIMpEeHHON HeonpeaeIeHHOCTRIO 21%; 1is cynbheHamuaa
II B amamazoHe MaccoBbix KoHueHTpanuid ot 0,2 mo 0,8 Mr/nM° ¢ MpeaesioM
noBTopsieMoctu 3%, mpeaenoM MpoMeKyTouHoil mpenusuoHHoctu 31 %, cpenneit
cTeneHpo u3BiaedeHus: 96,3%, OTHOCUTENBbHON pacIIUPEHHON HEOIPEAeIEHHOCTHIO
10%; nns Bynkarnuta-I1-akctpa H B quanazone mMaccoBbIX KoHieHTpauui ot 0,5 10
2,0 wmr/mM® ¢ mpemenom  moBTOpseMocTH 3%, TIPENENOM  IPOMEKXYTOUHOM
nperu3noHHocTH 13 %, cpenneit crenenwsto m3BiedeHus 98,2%, oTHOCHTEIBHOM
paciMpeHHor HeomnpeaeneHHoCcThio 11 %; mns arnpona-40 B quana3oHE MacCOBBIX
xoHueHTpamuii ot 0,5 10 2,0 Mr/aM® ¢ mpenenoM MmoBTOpAEMOCTH 6%, MpeneaoM
MPOMEXYTOUHOHM mpenmu3nonHoctu 34 %, cpenHel creneHpio u3BnedeHus 86,1%,
OTHOCHUTEJILHON paclIiMpeHHON HeompeneneHHOCThio 15%. Meroauka Takke MOMXKET
OBITh MCHOJB30BaHA I omnpeaeneHust arupona-40, aneropeHona, Byikaruta-ll-
skctpa H u cynpdenamuna 1 B m00bIX BOJHBIX MaTpHUIaX, BKIIOYask MTUTHEBYIO BOY.

Memoouka usmepenuti AMU.MH 0020-2021 pazpabomana 8 pamkax 3a0aHusl
02.02. «Paspabomams  memooOuxy 6blNOIHEHUS UBMEPEeHUll  KOHYeHmpayuil
gyakayuma, cyavghenamuoa L], ayemocgpenona, acuoona-40 6 600HbIX BLIMANCKAX U3
mosapos nompedeHus: U NPO8ecmu CKPUHUH208ble UCCIe008aHUS YPOBHeU MUSpayuu
COBPEMEHHBIX AHMUOKCUOAHMOS, YyCKopumeel 8YIKAHU3AYUuU, pacmeopumeinel u3
moeapos OJisi HOBOPONCOCHHBVIX 8 MOOelbHble Cpedbl U nuujegvle NpPoOYKMbLY
noonpozpammul «bezonacnocme cpeowvt obumanus uenosexay I'HTII «Hayuno-

mexHu4ueckoe obecneyeHue Kavecmea u 00CMYNHOCMU MeOuyurHckux yeayey (2019—
2021 20001).
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