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MpeaucnoBue

EBpasuiickuii coBeT no ctaHgapM3auyun, MeTponormn n cepmudpmkayumn (EACC) npeacraensieT coboii
pervoHanbHoe o6beAuHEHNE HaLMOHANBHBLIX OpPraHoB No CTaHAApTU3aLMKU rocyAapcTB, BXxoasawux B Coapy-
xectBo HesaBucumbix MNocyaapets. B aanbHeliluem BoamoxkHO BeTynneHe B EACC HaynoHanbHbIX opraHoe
no craHaapTM3aLun Apyrux rocyAapcrs.

Llenwn, ocHOBHbIE NPUHLUNBI U OCHOBHOI NOPSAAOK NpoBeAeHna paboT N0 MeXTrocyAapCTBEHHOW cTaHzaap-
Tusayun ycraHosnenbl NOCT 1.0—2015 «MesxrocygapcTBeHHas cucteMa crtaHgapmsayun. OcHOBHble nono-
xeHua» n NOCT 1.2—2015 «MexrocyaapcTBeHHas cucTeMa ctaHAapM3aayun. CTaHaapTbl MeXrocyZapeT-
BEHHble, NpaBUNa U peKoMeHAaLWMn N0 MEKTOCYAapCTBEHHOW cTaHaapmsauvu. MpaBuna paspaboTku,
NPUHATUA, OBHOBNEHNA N OTMEHbI»

CeeaeHunA o cTaHaapTe

1 NOANOTOBNEH HayuHO-NpoOWSBOACTBEHHLIM pecnybnUKaHCKMM YHUTapHbIM npeanpustmeMm «beno-
pPYCCKWiA rocyAapCcTBEHHBIA MHCTUTYT cTaHAapTM3aumn u cepmmdukayumn» (benfMMCC)

2 BHECEH lNocctangaptom Pecnybnuku benapycb

3MPUHAT EbpasuiickuM coBeToM NO CTaHAApPTU3ALMM, METPONOMW W cepTudmkayuu (npoTokon
Ne 88-I1 ot 25 man 2016 r.)

3a NpuHATHe cTaHZapTa NPOronocoBany:

Kparkoe HaumeHoBaHWe cTpaHbi Kopa, cTpaHbl CoxpaljeHHoe HaMMEHOBaHUE HaLM OHANbHOMo
no MK (UCO 3166) 004—97 no MK (WCO 3166) 004—97 opraHa No cTaHAAPTU3ALIMK

ApmeHusa AM MunHakoHoMuku Pecnybnuim Apmenns
Benapycb BY lNocctanpapT Pecnybnuikn benapyco
KasaxcTtaH KZ lNoccraHaapT Pecnybnuim KasaxcraH
KbipreiscTaH KG KbipreiscTaHgapT
Pocewiickaa depepayva RU Poccranpapt
TagxukncTaH TJ TagpxukcTaHgapT

4 HacToAawwid cTaHAapT MAEHTUYEH MexayHapoaHomy ctaHAapTy ISO 10130:2009 Cosmetics — Analy-
tical methods — Nitrosamines. Detection and determination of N-nitrosodiethanolamine (NDELA) in cosmetics
by HPLC, post-column photolysis and derivatization {(Kocmetwueckne cpeactBa. AHaNUTUUECKUTE METOADI.
HutposamuHel. ObHapykeHue n onpeaeneHne N-HutposoguataHonamuHa (NDELA) B kocmeTuke MeETOAOM
KUAKOCTHON XpomaTtorpacdun Bbicokoro paspeiueHus (HPLC), nOCT-kONOHOWHbIM hOTONU3OM U NONYUEHUEM
NpoU3BOAHbLIX).

MexayHapoaHbii cTaHAapT paspaboTaH TexXHWJYEeCKUM KOMUTETOM No crtaHgaptusayun ISO/TC 217
«Kocmetuka» MexayHapoaHoii opraHusayumn no craHgapmaagun (1ISO).

B ctaHaapT BHeceHO cneayiollee pefakYUOHHOE U3MeHeHWe: HaMMEeHoBaHUe HacTosWero ctaHaapTa
W3MEHEHO OTHOCUTENBHO HaUMEHOBAaHNA MEKAYHapPOAHOTo cTaHAapTa € Lenbio npumeHeHns obobwaioue-
ro NOHATUA B HauMeHoBaHUW cTaHaapTa B cootBercTBuM ¢ TOCT 1.5-2001.

OduymanbHble 3K3eMNNAPbl MEXAYHAPOAHOIO CTAHAAPTA, HA OCHOBE KOTOPOro NOArOTOBMEH HACTOALLWA
roCyAapCTBEHHDIA CTaHAAPT, U MeKA yHapoAHbIX CTaHAapTOB, HA KOTOpblE AaHbl CCbUkKM, MMetoTes B Hauvo-
HanbHoM coHae THIMA.

CreneHb cootBeTCTBUA — MaeHTMUHaA (IDT)

5 BBE/JEH B IEMCTBWE nocraHoeneHnem [occranpapta Pecny6nukn Benapycs ot 19 aBrycta 2016 1.
Ne 66 HenocpeaACTBEHHO B KAa4ecTBe rocyAapcTBeHHONo ctaHaapTa Pecnybnukm benapych ¢ 1 anpena 2017 .

6 BBEJJEH BNEPBbIE

Unhopmayua o eeederuil e deiicmeue (npexpauwieHuu deiicmeust) Hacmosweso cmaHdapma u usMe-
HeHull K HeMy Ha meppumopLiLl yKa3aHHbIX ebiuie aocydapcme nybruKyemces 8 yxasamesisax HauloHaribHbiX
(eocydapemeentbix) cmaHOapmos, u30asaeMbiXx 8 amux socydapemeax, a makke e cemi VinmepHem
Ha cailmax coomeemcimeyioliLIX HauyluoHartbHbIX (2ocydapcmeeHHbiX) opaaHoe o cmaHdapmusayiil.

© lNoccrangapt, 2016

Hacroswmi craHaapT He MoXeT GbMb BocnpouaBefeH, TUPaXKMPOBaH U pacnpocTpaHeH B KayecTBe
odmynanbHoro usaatna 6es paspelueHus MNoccraHaapTa Pecnybnukm benapych
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BBeneHue

Okpyxalolwaa cpeaa, NPOAYKTEI NUTaHUA, CPeACTBa JIMYHOW MrMeHbl MOTyT BbICTYNate B KauyecTeBe
MCTOMHUKOB N-HUTpO3aMWHOB, C KOTOpbIMWA HeNoCcpeACTBEHHO B3auMogeicTByeT YenoBek. B xoae nccnego-
BaHWl 6bino BbiABNEeHO, UYTOo N-HUTPO3aMWHLI NPOSIBASIOT NOTEHUWAaNbHYO KaHLEPOreHHYH aKTMBHOCTb
B OTHOLUEHUN HEKOTOPLIX BUAOB XKUBOTHBIX, B CBA3W C YeM MUHUMW3aUWA BosgelictBua N-HUTposamuHOB
Ha OpraHu3aM YenoBeka NpU3HaHa OAHOW W3 BaKHEWWMX Leneld coxpaHeHWs 3gopoBbA niogeid. Cpeaun
N-HuTpozamuHoB N-HuTpozoguataHonamuH (NDELA) npusHaH B KadyecTBe NOTEHUWANbLHOMO 3arpA3HATENns
KOCMETUYEeCKOW NpoayKuun.

B cBsA3v ¢ 3TMM 6bino paspaboTaHo HECKONBKO aHaNWMTUYECKUX MeTohoB oBHapyKeHWs U onpegeneHns
npucytcTena NDELA B kocmeTuueckoid npogykyun. MNMpumepamn Takux METOA0B ABNAKOTCA METOA ra3oBok
XpomaTtorpadun/TepmosHepreTMUeckuii  aHanus, XWAKOCTHaA XpowmaTtorpadus BbICOKOro paspellueHus
B COUYETAHUWN NGB0 ¢ Macc-CnekTpoM eTPUYECKUM onpegeneHnen, 6o ¢ poTONN30M Y KONOPUM ETPUYECKUM
KONWYecTBEHHbIM onpeaeneHuem. B nocnegHem meTofe npuMeHsOTCH HoBelWe TexHonoruu, obecneun-
BalOLWUEe MaKCUMarbHYO TOYHOCTb onpegenennsa NDELA, nossonsiowme MUHAMW3UPOBATb PUCK UCKYC-
cTBeHHoro obpasoBaHna NDELA B aHanusupyeMmoi npoaykyMnM U NPOBECTU TOYHOE KONUYecTBEHHOE onpe-
AeneHue.

MeToa, npMBeAeHHbIA B JaHHOM CTaHAapTe, BKNOYaeT B cebs pasaeneHue v onpeaeneHnus cogepkaHus
cnefoBbiX Konuuecte N-HUTposoguaTaHonamuHa (NDELA) B nHmpegneHTax KOCMEeTUUYECKOA Npogykuyun 1
MaTpULax KOCMETUYECKOW NPOAYKUMM NpPYU NOMOLYM BbICOKO3(h(EKTUBHOW KMAKOCTHOW XpomaTtorpadun
B COYETAHWUW C NOCT-KONOHOUYHBLIM ¢hOTONM30M U NONYUYeHUEM NP OU3BOAHDIX.

B ocHoBY HacTosAWEro cTaHAapTa NONOXKEHbl pe3ynbTaTbl COBMECTHBIX UccnefoBaHuii [2] cemun nabo-
paTtopuii, onybnukoBaHHble B 2006 roagy. Kputepumn gocToBEPHOCTU NpUBEAeHsI B [2].
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rOCYJAPCTBEHHbIA CTAHAAPT PECMYESIMKU BENAPYCb

NPOAYKLMNA KOCMETUYECKAA
O6HapyxeHune u onpeaenexune coaepxkanua N-HurposoanasraHonamuna (NDELA)
MeToZI0M Bbicoko3thdeKTBHOMN XMAKOCTHO I XpomaTorpacuu (HPLC),
NOCT-KONOHOUHLIM (POTONMU3OM U NOMYYEeHUEeM NPOU3BOAHbIX

NPAQYKLUbLIA KACMETBIYHAA
Bbiaynente i BbisHausHHe 3mecTy N-HiTpo3agsiaTaHonaminy (NDELA)
mMeTaZlaM Bbicoka3ceKTblyHal BagkacHai xpamararpadii (HPLC),
nocT-KarnoHa4yHbiM cpaTonizam i aTpbIMaHHEeM BbITBOPHbIX

Cosmetics
Detection and determination of N-nitrosodiethanolamine (NDELA)
by High-performance liquid chromatography (HPLC), post-column photolysis and derivatization

Hara eBeaermn — 2017-04-01

1 ObnacTb NnpuMeHeHMA

HacToswmii craHAapT ycTaHaBnuBaeT MeTof obHapykeHUA U onpefeneHus cogepxaHusa N-HUTpo3so-
AvataHonaMuHa (NDELA) B kocMeTuueckoil NpoOAYKUUM U Cbipbe ANA €€ W3IrOTOBNEHUS, C NPUMEHEHUEM
Bbicokoath hekTMBHOW XuaKocTHOI XpomaTtorpacdun (HPLC) ¢ nOCT-KONOHOWHbIM (POTONN30M WU NON YYEHUEM
NPOU3BOAHDbIX.

HanHblii MeToA He npuMeHAeTea AnNA obHapyXeHna niunn onpeaeneHus coaepXXaHnsa ApyrMx HATPO3a-
MWHOB, a Takcke AnA obHapyxeHusa niunu onpeaenerns cogepxxatns NDELA B npoaykuun, He siBnsioLLeiics
KOCMETUYECKOI NPOAYKLMEN UNK ChIPbEM ANSA €€ UrOTOBNEHUA.

HaHHbIi MeTo NpUMEHAETCA ANA aHaiW3a KOCMETUUECKOW NPOAYKUWW B TOM chiyyae, ecnu 3arpss-
HeHve npoaykuun NDELA BosmoxHO nocpepcTBoM WHrpeauweHToB, nub6o obpasoBatne NDELA BosmoXHO
B pesynbTare cMeLleHUA UHIPEeAUEHTOB, MeTo SIBNSETCH anbTepHATUBOW MeToAy, WanoXxeHHoMy B [1].

HaHHbili METOA HE NPUMEHSAETCA K MATPUL|aM, COAEPXALYAM OKUCIUTENBHbIE KpacuTenu.

2 CywHoCTb MeTOAa

MpoBoasaT akcTparmposaHne NDELA n3 npob kocmeTnueckol npoaykyuKn, ncnonb3ays Bogy. Ecnn npobbl
HE AWCNEPrUpPYIOTCA B BOAE, WSBNEYEeHWe BbINONHAIT nocpeAcTBoM TBepAodasHOW akcTpakyun (TP,
cm. 5.3.3) ¢ ucnonbsoBaHuem kapTpugxa C18, nubBo KUAKOCTHOW SKCTpaKUuK, UCNONb3YA AUXNOPMETaH
B KayecTBe pacTBopuTena (MasnedeHne XM, cm. 6.3.2). MonydeHHble 3KCTpakTbl aHANNU3UPYIOT METOAOM
BblcokoadhcheKTUBHOW knakocTHOW xpomaTorpachum (HPLC) ¢ nocT-KONOHOUHBIM hOTONM3OM U NONYUYEHUEM
nponsBoAHbiX. NDELA oTaensioT oT KocMeTUYECKo MaTtpuubl ¢ NoMoLlbio obpalyeHHo-tha3oBoii XKNAKOCTHOW
XpomaTorpachuun. B pesynbrate choTonusa nog BosAeWCTBUEM YNbTPacMONeTOBOro U3NYJeHUs AFHUTpOsHaA
CBfsb paspbiBaeTcA ¢ obpasoBaHWeM HUTPMT-MoHa. CornacHo peakyun Mpucca HUTPUTHAA PyHKUMOHANBbHAA
rpynna AnasoTupyeTca cynbgaHunamugom B KUCNOW cpene, a saTem coeauHseTca ¢ N-(1-Hadmvn) sTunen-
AvamuH aurngpoxnopuaom (NED), obpasya asokpacuTenb NypnypHoro UBeTa, KOTOPbIA KonMuecTBeHHO
ONpeAenAlT CNeKTPohOTOMETPUYECKUM METOAOM NMPU MaKCUManbHOW ANWHE BOMHbI, Amax, paBHOA 540 HmM
{cm. MNMpunoxeHune B).

Mpucyterere NDELA moxeT GbiTe NoATBEpKAEHO NOBTOPEeHUEM aHanusa Ges ctaguu coTtonusa (npu
3ToOM He obpasyeTcsl HUTPWUT-WOH, MOCKONbKY HE NpOUCXOAUT paspbiB N-HUTposHOW cBsisn). OTcyTcTBUE
XpoMarorpadyeckoro NUKa Npy BPeMeHW yaepxusaHus, cooteetcTBylowjem NDELA Ha xpomarorpamme,
NOATBEPKAAET, UTO NUK, HAbnagaemblid npy nepeoM aHanuae, cootBeTcTByeT NDELA.

WU3gaHue ouumankHoe
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3 PeakTuBbl

3.1 MeTtaHon, npurogHeiii ana HPLC aHanusa.

3.2 Bopa, npurogHaa ansa HPLC aHanusa.

3.3 AuxnopmeTtaH, npurogHblii gna HPLC aHanusa.

3.4 N-Hutrpo3soaustaHoNaMUH, U3BECTHOW CTENEHN YUCTOTLI, NpeBbluatoLleii 95 %. CAS No [116-57-7].

3.5 OprodocchopHan kncnota, 85 %, aHaNUTUUECKOW CTENEHN YNCTOTBI.

3.6 Auerar amMOHMA, aHANUTUYECKOW CTENEHN YACTOTLI.

3.7 PacTBOp auerara aMmMoHMA, 1 Monb/ .qua.

PacteopaioT 77,08 r auetata ammonuns (3.6) 8 1 é0 am® Boabi 3.2).

38 Pacmop auerara ammormna, 0,02 mons/am”.

BepyT 20 cM® pacTBOpa aleTaTa aMMOHUS C KOHUeHTpauven 1 Monbiam® (3.7) n AoBoaAST oGbem BoAO
(3.2)g0 1 .qm

3.9 N-(1-Hadmin) sruneHanaMuH AWrMAPOXNOPUA, USBECTHON CTENEHW WICTOTHI, Npesbilaoilleid 98 %.
CAS No. [1465-25-4].

HaHHbIi peakTB AOITKeH XPaHUTLCA B rePMETUUHO YKYNOPEHHOW yNakoBKe B 3alMLLEHHOM OT CBETA MECTe.

3.10 Cynbdharmnamua, M3BECTHON CTENEHN YUCTOTLI, Npesbillalowei 99 %. CAS No. [63-74-1].

3.11 Peaxrue Npucca

PacTtBopsawoT B MepHou konbe 0,25 r N-(1-HadhTun) sTMNEHAWAMUH AVMAPOXIT Jmna (3.9) B BoAE (3.2),
JoBoAsT obbem o 250 cm®. PactBopsior 4,0 r cynbdanunamuaa (3.10) B 250 cm® 5%-oro (Macca/obbem)
BOAHOro pacTsopa opTodocdopHOl KMCNOTLI, NPUrOTOBAEHHOIO M3 opTodoctOpHOI KMCNOTHI CO CTENeHbID
uicToTbl 85 % (3.5). CMeluMBaloT peareHTbl B CKNAHKE U3 CTeKNna AHTapHoro useta. CMech XpaHAaT B 3alw-
LEHHOM OT CBeTa MecTe.

Cmechb NpUrogHa K UCNonb30BaHUIO B TeueHWe NATU AHeli Nocne NpUroTOBNEHUA W JOITKHA OCTaBaTLCA
6ecyBeTHOW Npy XpaHeHUW npu Temneparype ot 2 °C ao 8 °C.

4 Annapatypa

Wenonb3yioTea craHAapTHble naboparopHblie cTeknsaHHas nocyaa u obopyaosaHue, a Take:

4.1 MexaHM4eCKMI CMECUTeNb UNK cMecuTenb Vortex® .

4.2 CreknaHHbe Buanbl Ana HPLC BMmectumocTtiio 20 em’c HaBUHUMBaloLeiics Kpbilwko Poly-Cone®.

4.3 NonunpormneHoBaA MUKpPONPoOupKa BMecTUMOCTbLIO 1,5 oM’ ans UeHTpndyrupoBaHus.

4.4 CMecUTEeNbHLM TPOUHUK C ManbiM MePTBbLIM 06 LEMOM.

4.5 Cuctema AnA NpoBeAeHUA TBepAodasHOW :-n(c'rpacuuu npumeﬂﬂeuaﬂ ANS NpoBEAEHVN TBep-
AochbazHoii skcTpakyumn (TOI) npob (Hanpumep, Vacmaster® " nnu Vlsuprep® )

4.6 Uenrpudcpyra, cnocobHaa passuBaTtb yckopeHue He MeHee 20000 g ¢ nporpaMMypyeMbiM Temne-
PETYPHBIM PEXNMOM.

4.7 KonoHka ,qna TBepAoq)a:mou 3KcTpaKumu, Hanpumep Sep Pak® ) ¢ kapTpugkamn C18 Waters
wnu Bakerbond® " C18-6 CM ¢ 500 mr obpaueHHo-chasHOro oKTageyuncunada, NPUBUTONO K CUNUKarenio,
co cpegHum auameTpom vyactuy (APD), paBHbiM 40 mkm, 60A.

4.8 Annaparypa AnA XWAKOCTHOM XpoMarorpathwm BbICOKOro paspeileHMn, BKovalowas: gemndep
NyNbCUPYIOLWIA, EMKOCTb ANSA 23MNIOEHTA, HAacoc, cUCTeMy BBoAa Npobbl, cucteMy 06paboTkM AaHHbLIX,
T. €. MHTEMPATOp, COEAUHEHHbIW C AETEKTOpOM n3nyuyeHun Yd/Buaumoro gnanasoHa, ocHaleHHbIM BOMNb-
cpamoBoii namnoi ¢ yyBcteutenbHocTblio 0,001 AUFS wnu 0,0005 AUFS (absorbance units full scan —
ONTUYECKUX eAVHML, NOSIHOrO CKAHUPOBaHNSA).

4.9 Hacoc ana noaaum peaktusa Mpucca: Hacoc HU3Koro AasneHus 6es nynbcayuu, Tacke gonycka-
€TCA MCNoNb30BaTbh BTOPOM HACOC XXUAKOCTHOro xpomatorpada (LC) ¢ TakuMu ke XapakTepucTukamu, Kak
¥ yKasaHHoro paHee.

4.10 Moaynb dotonusa: hoTOXMMUUECKNI peaKTop, BKNIOYAIOWNA TE(NOHOBYIO PeakLUOHHWO ciupanb
«BbICOKOTO AABNEHUNA», ANUHOA 5 M (UNK 6 M) N BHYTPEHHUM AnaMeTpoMm 0,3 MM, pacnonaratowyiocs BOKpyr
Y®-namnbl HA3KOro AaBneHns, ncnyckatoweli usnyyeHne npu AnvuHe BofiHbl 254 HM (Hanpumep doTopeak-
Topbl Beam Boost® ﬂ)

AnnapaTypa Komnauvm Poly-Cone®, Vortex®, Vacmaster®, \ﬁsuprep Waters wnu Bakerbond®, Sep Pak®,
Spherlsorb u Beam Boost® sensetca NPUMEPOM NPOAYKLMH, vluelomeucﬂ B Npoaaxe. Ora vHdopMaLmAa npuBeaeHa
AnA yaobcTBa nonb3osareneil HACTOALLEro CTaHAAPTA N He ABNAETCA PEKNaMoii YkazaHHOW NPOAYKLMM CO CTOpOHI ISO.

2
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411 nocT-KOHOHO'-IHbIH MOAyNb wnu Tepmoctar, obopyaosaHHbli TednoHoBOW peakyWoHHOW
cnupanbio o6bemMom 1 cM”, U CMECUTENbHBIM TPOWHWUKOM C ManbIM MEPTBbIM 06 beMoM. Cnnpanb AokHa Gbimb
cKpyJyeHa onpeaeneHHbIM 06pa30|u| € Lenbio NpeAoTBpaLleHNsa pasMbiBaHna XpomaTtorpadguueckux 3oH [3)].

4.12 Xpowmarorpacmyeckan aHanuTU4Yeckas KonoHKa ¢ oOpaieHHow dhasonm C18, Hanpumep,
Spherisorb®"” ODS Il (okTageyuncunana), salyLieHHAs NPEAKONOHKOM.

Xpomartorpaduyeckas KonoHKa

- AnNWHa: 150 mm
- BHYTPEHHUIA ANaMeTp: 4,6 Mm
- pasMep JyacTuy: 5 mMKm
MNpeakonoHka

- ANuHa: 10 mm
- BHYTPEHHWIA AnaMeTp: 4.6 MM
- pasMep vacTuy: 5 mKm

4.13 KoHdurypauma nocT-KoNoHOYHOW CUCT eMbl peakTopa (cm. Mpunoxerne C)

CoeavHuTENBHbIE TPYOKKW, YCTAHOBMEHHbIE MOcne KnanaHa Beoga npobbl, AomkHbI BbITb HacToONbLKO
KOPOTKUM W, HACKOMbKO 3TC BO3MOXKHO.

XpomaTtorpaUyeckylo KONMOHKY HanpamMyio noncoe,quHﬂmT K cucTeme BBoAa npobbl, cHabxkeHHOMH
npobooTtbopHoii neTneid BMecTMMocTbio 50 mm® unu 100 mm®. doToxumuueckuii peakTop (1), cHabXeHHbIA
OTKpLITON TpyBuaTod peakyMoHHON cnupanbio U yneTpaduoneToBol namnoi (cnyckaloLell nanyJyeHne npu
ANUHe BoSHbl 254 HM), NOACOEAVHAIOT K BbIXOAY XpoMaTorpacduueckoid konoHKU. Bbixos choTOXMMUUEecKoro
peakTopa NoACOEAVHAIOT K OAHOMY U3 OTBETBNEHUA CMecuTenbHoOro TpoiHuka (2). Bropoe oTBeTBREeHWe
TpolHWKA NOACOEAVHAIOT K Hacocy, NoAaloLWEeMY peareHT Ans nonydeHus nponssogHbiX (3). TpeTbe otBETE-
neHVe NOACOEAVHSAIOT K TpybuaTOoMy peakTopy, BKNlJallwemy TednoHoByld TpybOKy, pacnonoKeHHYIo
B NOCT-KONOHOUHOM Mogyne (4). Beixoa TpybuaTtoro peaktopa NOACOESAUHAIOT K AeTekTopy Yd/Buaumoro
nanydyeHua (cnektpocoTometp) (5). MUKk aNOUPOBAHHDBIX BEWECTB KOHTPOMMPYIOT ¢ NOMOLLbIY MUKPOKOM-
nbloTepa, OCHaLEHHOrO UMEIOLYUMCSH B Npogake CTaHAapTHLIM NporpaMHbiv obecneyeHnem.

5 MpurotoBnenue u xpaHeHue npob

5.1 O0wWMe NonoxeHA

NPEAYNPEXAEHUE — BonblMHCTBO N-HUTPO3aMMHOB ABNAIOTCA MOTeHUManbHLIMU KaHuepo-
reHamy, Heo6xXoAWMO NPeANpPUHATL BCE BO3MOXHbIE Mepbl NMPeAOCTOPOXHOCTM BO u3bexaHue
BO3AeMCTBUA MX Ha YenoBeKa.

Bce onepauwvn, cBA3aHHble ¢ UCMonb3oBaHWeM N-HUTPO3aMMHOB WM UX PacTBOPOB, AOMKHbLI
BbINOMHATLCA B XOPOLIO BEHTUNUPYEMOM BbITSXKHOM Wikady nnu namuHapHom Gokce.

YacTo npuMeHsAeMble pe3VHOBLIE XUpyprudeckue nepuyarkM He oGecrneuMBaloT AOCTaTOMHOM
sawmtbl. Ux HeoOxoaMMoO cHMMaTbL M BblOpacbBaTb cCpa3y e Nochne UCNoNb30BaHuA, a He HOCUTbL
B TeveHue ANUTENLHOIo NepMoga BpeMeHn.

Mobble pacTBOpbI, coaepxawme N-HATPO3aMUHbI, AOIDKHL] YAANATHCA Ge30nacHbM CNocooom.

Ynorpacpmnonerosoe (YP) usnyueHme pasnaraer N-HUTpo3aMuHbl, NMO3TOMY pacTBopbl N-HUTpO-
30AM3TaHONaMMHa M ApyrMe pacTBopbl N-HUTpO3aMMHOB (CTaHAapPTHblE PacTBOPbY/3KCTPaKTbl)
XpaHAT B 3alliMIieHHOM OT cBeTa MecTe Npu Temneparype ot 2 °C go 8 °C.

Beoja aHanM3vpyeMoil NpoObl AOMKeH OCYLIeCTBNATLCA He NosAHee 24 4 nocne NpMroToBneHnn
3KCTpaKTa Npoobl.

5.2 NpwrotoBneHe rpagyupoBoYHbLIX pacTBOpPOB

5.2.1 OcHOBHOM rPaayMpoOBOYHbIN pacTBOP

lNoToBAT ocHOBHOMA rpagyupoBodHbIM pacTBop (Sp) NDELA B Boae ¢ KOHUeHTpauweid 1 mricm®. HanHbiid
pacTsop XpaHaT He Honee 6 mec B 3alyMLEHHOM OT CBETa MecTe npu Temnepatype ot 2 °C ao 8 °C.

5.2.2 NpaayMpOBOUYHBIIA PacTBOP ¢ KoHUeHTpauuei 10 mir/cm®

W3 ocHoBHOMO rpagyvpoBOYHOIO pacmopa (Sy) pasbasnenuem B Boge (1:100) roToBAT rpagMpOBOUHbIiA
pacTBOp ¢ KoHLeHTpauueii 10 mkrfcm® (S,). MNoBTOpHOE pasbaBnexHve S, B coomomeHuu 1:100 BbInOAHSAIOT
ANA NONyYeHWs rPaZlyMpPOBOMHOrO pacTBopa (S,) ¢ KoHueHTpauued 100 Hricm®. Bce npuroToBneHHbie
pacTBOpbl XpaHAaT He Bonee Hegenw B 3alULEHHOM OT CBETa MecTe Npu TemnepaTtype ot 2 °C go 8 °C.
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5.2.3 PaGoune pacrBopbl

MocnepoBaTencHbIM pasbaBneHnemM rpagyvpoBouHoro pacteopa (S;) Bogoli rotoBaT paboune rpagyn-
POBOYHBIE PacTBOpbI C KOHLeHTpayueil 1 Hrfcm®, 2 Hricm®, 5 Hricm®, 10 Hrfem® n 20 Hrfem® (cm. pucyHok A.1.)
HaHHble pacTBOPLI FOTOBATCA K&XAbIA eHb U XpaHATeA B 3alULEHHOM OT cBeTa MecTe (cM. Tabnuyy 1).

JuHeAHocTs KannBpoBOYHOW KPUBOIW NPOBEPAIOT B AManasoHe KOHUeHTpaywii ot 1 Hrfem® no 100 Hricm®
(oM. pucyHok A.2).

Mpumepbl TMIMYHBLIX XpoMaTorpaMi NpuBeAeHbl Ha pUcyHKax A.3 n A 4.

Ta6bnunya 1 — MpurotoBneHne pabounx pacTBopoB

0Ob6vem M
Paboune pacTso| NPOBOYHOIO Okonvarentibifi |Okonvarentasl  Tepuoa YcnoBua xpaHeHuA
P pel rp::.gmp opa (S2) obbem KOHUeHTpaLuma | crabunbHocTn x®
Pa6ouwii rpagyvpo- 3 3 3 Xpanut, B -
BOuHbIipacTBop W, 100 Mm 10 cm 1 Hricm 1cyr :4:::::5 OT CBETa
Pabounii rpagynpo- 3 3 3 Xpanums B saum-
BOUHbIA pacTBop W, 200 MM 10 cm 2 Hricm 1cyr :4e|-n-|ou OT cBeTa
o XpaHutb B 3FaAWMN-
PaGounii rpaayupo- 500 MM 10 cm® 5 Hricm® 1cyr LEHHOM OT cBeTa
BOYHbIA pacTBop W3 MecTe
. XpaHuTb B 3alu-
::Eﬁ;"p;pﬂgp\m 1cm® 10 cm® 10 Hr/cm® 1 cyr LWeHHOM OT cBeTa
MecTe
. XpaHuTb B 3awu-
PaGouuiit rpaaympo- 2o’ 10 cm® 20 Hricm® 1cyr LEHHOM OT cBETa
BOYHbIA pacTBop Ws MECTE

5.3 NpurotoBneHue Npobbl

5.3.1 O6Wwme NnonoxxeHns

Ecnn kocmeTudeckan npoaykuma aucneprupyetca (pactBopsaeTcs) B Boge, uasneueHne NDELA Heo6-
XOAWM O NPOBOAUTL NPU NOMoLYKM TBepAodasHoi akcTpakuum (TOI) (oM. 5.3.2).

Ecnun kocMeTMuYecKkas npogykuus He AUCNEPrUpyeTCcA B BoAe, ANA WU3BNEUEHWA WCNONbL3YIOT AUXNOp-
MeTaH (OXM) (cm. 5.3.3).

CnocobHocTe K AUCNEprupoBaHUID KOHKPETHOM KOCMETUUECKOW NPOAYKUWWA AONXKHA OLEHWBATLCA NpU
MCNONb30BaHUN COOTBETCTBYIOWErO W3Bnekawwero areHTa. WsBneueHne NDELA us ogHOW 1 TOW e
NPOAYKUUM He AonycKaeTcA npoBoguTs npu nomowm THO n XM oaHOBpeMeHHO; U3BNEKAOWWA areHT
AomkeH BbBupaTbea Ucxoaa U3 ero cnocobHocTn obecneunBats AvucneprupoBaHue. Mpoaykyus, kotopas
He AUCNEepPrvpyeTCs B BOAE, A0MKHA NOABEPraTbCH USBNEYEHMIO C Ucnonb3oBaHuem XM

5.3.2 TeepaodcasHan akcTpakuua (TP3I)

BapewwuBaoT npubnuantensHo 2,0 r npobbl B cTeknaHHoW Buane (4.2) 1 3anuUcbIiBAIOT TOUHYIO Maccy,
AvcneprupyioT n aosoaaT obbvem Bogoit ao 20 o’ MepemelumBaloT B TeueHne 15 MUH B MeXaHUUECKOM
cMecuTene unu B TeueHne 1 MUH B cMecuTene Vortex®. LleHTpudyrvupyioT B TeueHue 10 MmuH (nogroToBka
K T®3).

KOHAMLWMOHNPYIOT KONOHKY TBepAodasHoi akcTpakum C18 cHauana 3 cM® MeTaHona, 3aTem 3 oM
BOALI NpU pacxoae npubnusurensHo 3,0 cM>MuH. He no3BonsioT KONOHKe BbiCbIXaTb.

Momewaor 5 oM I'I%AI’OTOBHEI-IHOﬁ K T®D npobbl cBepxy katpuaxka C 18 konoHku TBepaodasHoW
SKCTpaKUuK, nepsBble 3 cM™ pacTBopa otbpacbiBaloT. Cobupalor nocneayowue 2 oM’ (npwn pacxoae npubnu-
auTensHo 3,0 CMSIMVIH) B CTEKNSAHHble BUanbl Ansa HPLC.

OuUnLTpYIOT coGpaHHbIl pacTBOp Yepes cooTBETCTBYIOWMA HUnbTp (Npy HeobXxoAUMOCTH).

3
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6 MNpoBenexne ncnbiTaHuA

6.1 O6wue nonoxermn

Ansa npurotoBneHHbix Npob oboux TMNOB aHaNU3MPYIOT NONYUYEHHbIW SKCTPakT Ha Hanuuue NDELA
metogom HPLC ¢ npumeHeHnem Y®-cotonusa u peakyvn Npurcca.

6.2 Ycnosuna npoBeaeHnA xpomarorpadmm

| Hacoc LC Hacoc, ocHaweHHbI gemndepoM nynbcauunin
PasgenuTtenbHas KonoHka CMm. 4.12
MpeakonoHka CMm. 4.12
O6bem BBOAUMOL Npobbl 50 Mm° unn 100 MM
MoasuxHan dasa pacTBop aueTarta amMOoHMA KoHUeHTpauuwed 0,02 monu/am’
(3.8)
Pacxoa noaBuXHOW chasbl 0,5 cM°/MuH
Pacxoa peaktusa pucca 0,5 cM /MuH
TemnepaTypa NOCT-KONOHOMHOMO peakTtopa | 50 °C
TepMocTaT KONOHOK 30°C
AnuHa BonHbI 540 Hm
Moaynb doronusa Cm.4.10
MNogava peakmea pucca Cm 4.9
[OCT-KONOHOYHBIA peakTop CMm. 4.11
HetekTop Cm. 48

6.3 YcTpoMCTBO peakuMoOHHOM CUCTEMbI

PeakynoHHasa cucTeEMa COCTOUT U3 YETbIpEX MHAUBUAYaNbHBIX YacTel:
a) XxpomaTorpaduueckas cucTema,

b) peakTop nocT-konoHouHoro OTONN3A;

C) XMMUWYecKUii peakTop;

d) aetekTop (cm. MpunoxkeHne C).

BAXHO — Bpemna pabotbl Xxpomarorpaca AorpkHO ObITb NPoASIeHO He MeHee YeM Ha 15 mywH nocne
nossneHna nuka NDELA, 4yToObl NO3BONUTL 3MI0MpoBaHME NOTeHUMaNbHbLIX MHTPeAMEHTOR MaTpulibl.

Ob6wan xpomarorpatmyeckas M NoOCT-KONMOHOYHaA CUCTEMAa MNOCKie MCMONb30BaHUA AOSMKHa
npoMbiBaTbcA BoAgon. Ecnu cuctema He GyAeT Mcnonb3oBaTbcA B TedeHue Gonee ABYX AHed, TO
nepes NMPOMbIBKO BOAOW KONOHKY NPOMbLIBaIOT MeTaHonoM. Mpyu NoOBTOPHOM 3aIycKe CUCTEMbI €€
HeoGX0AMMO NPOMbITE BOAOK, YTOGbI M36eXarb BTOPUYHOM KpUCTanv3aumum.

7 ObpaboTtka pesynbTaToB

7.1 KannGpoBoyHan KpuBas
CtpoaT kanuBpoBOUHYIO KPUBYIO, HAHOCA Ha rpadMK KOHLEHTPaUMIO rPaAyWpOBOUHbIX pPacTBOpOB
NDELA (cm. 5.2.3) oTHOCUTENBHO UX NNOWAAN NKKAa.

B cnyyae KONUMUECTBEHHOrO onpegeneHUs no KannbpoBouHOW KPpUBOW koadppuUMEHT Koppensyun
AOMKeH cocTaBnNATL He MeHee 0,990.

7.2 YcnoBuA 3KkcnepyMeHTa, o0ycnaenusalowpe A ocTOBEPHOCTL USMEpPeHUNA
Cm. [2].
7.3 BbluncneHune KOHUEHTpaLIMN

Ona onpeaeneHua koHyeHTpayun NDELA B npobe npuMeHsAOT MeTo/] BHEIWHEro cTaHaapTa.

OnpeaensiioT METOAOM HaWMeHbLIMX KBaAPaToB NUHENHYID PEerPeCcCUOHHYIO 3aBUCUMOCTL Nnowaaen
MWUKOB_OT mméeu-rrpauuu NDELA B COOTBETCTBYIOWEM CTAHAAPTHOM PacTBOpe, BblpaXeHHOW B HAaHOrpaMMax
Ha cm® (Hrfcm®).
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JluHeliHaa saBucuMoOcTb yBENWUMBatoWelica KoHueHTpayu NDELA B craHAapTHbIX pacTBopax (Bblpa-
JKEeHHOW B HAHOIPaMM Ha cua) OT COOTBETCTBYIOWEN el Nnolaan NuKa BbipaskaeTca cnejyownuMm obpasom:
y=ax+b
rAe @ — HaknoH NUHWK perpeccuw;
b — oTpesok, OTCEKaeMbI Ha ocK Y;
y — smonnowaab nuka NDELA Ha xpomaTtorpamMe, nonyyeHHoOA Ans aHanusvp yemoro skcTpakra npobbi.
Maccosyio gonio NDELA B UcnbITyeMOoil KOCMETUYECKO NPOAYKLMW, W, BblpaKEHHWO B HIAT, BLIMMCNAIOT
cneayiowum obpasom:
p=(S-—b)a
w=p x Vim
rae p — koHueHTpayus NDELA B akcTpakTe npobbl, HrfcM”;
Sr — nnowags nuka NDELA, coaepxawlerocs B akcTpakTe npobbi;
b — oTpesok, oTceKaeMblii Ha ocu Y,
a8 — HaknoH KanubpoBOUHOI KPUBOIA;
m — macca npobbl KOCMETMUECKOA NPOAYKLWK, T;
V —20 cu® — ansa TOO (1BepaodasHoii SKCTpakLmK),
4 om® — pna XM (avxnopMeTaHa);
w — maccoBas gons NDELA B ucnbimyemoii KOCMETUUECKOH NPOAYKLWA, HI/T.

8 MpoTokon UCNbITaHNA

MpoTokon ucnbimaHus AONKeH COAepXaTb CNeAyioLlyio MHdopMaumIo:

a) CCbUIKY Ha HacToslWA CcTaHAapT;

b) naeHMdUKayMoHHbIE JaHHbIE UCTIBITYEMOI NPOAYKLMK;

¢) AaTy U MmeTof oTbopa npob (ecnu 3Ta HopMaLWA U3BECTHA);

d) Aaty nonyyenusa npobbl naboparopueii;

€) AaTy NpoBeAEHUA UCNbITAHWS;

f) pesynbTaThl UCTBITAHWA U €AVHULBI, B KOTOPbIX BbIpasKeHbl 3TV pe3ynbTaTtbl;

g) MeTOA U3BNeYeHNs,;

h) niobble ocobeHHoCTU, HaBNAaeMble NPU UCNbITAHAW;

i) BCe AelCTBUA, HE NPeAYCM OTPEHHbIE METOAOM, UMW AeHCTBUSA, KOTOPbIE MOrNK NOBNIUATL HA Pe3yNbLTaT.
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MpunoxeHne A
(cnpaBoOYHOE)

MprMepbl KaMMBPOBOUHbIX KPUBbIX U TUMNYHbIX XpOMaTorpamMm

Ocb Y — niowaab nuka NDELA

PucyHok A.1 — KannbpoBoyHas Kpusasi, nokasbliBaroLlas SIMHENHy0 3aBUCMOCTb nnowaan nuka NDELA
OT ero KOHUeHTpauumn B gnanasoHe ot 1 Hr/cm pgo 20 Hr/cm'l

Ocb Y — nnowaab nuka NDELA

PurcyHok A.2 — KanmbpoBoyHas KpyBasi, nokasbiBaloLlas IMHeRHy0 3aBUCMOCTb niowaamn nuka NDELA
OT ero KOHUeHTpauuu B guanasoHe ot 1 Hr/icm340 20 Hricm3

X — Bpemsa aHannsa, MUH
a — xpomatorpamma ctaHgaptHoro pacteopa NDELA ¢ koHueHTpauueii 1 Hr/cm3.
b — xpomatorpamma ctaHgapTHoro pactsopa NDELA ¢ koHueHTpauuein 5 Hr/cm3

PucyHok A.3 — MNpumepbl xpomatorpamm cTaHgapTHbIX pactBopoB NDELA ¢ koHueHTpauveli 1 Hr/cm3u 5 Hricm3
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X — Bpems aHanusa, MUH

a — XxpomaTorpamma crtaHgapTHoro pactsopa NDELA c KoHueHTpaumein 100 Hr/cm3.
b — xpomatorpamma cTtaHgapTHoro pactBopa NDELA c koHueHTpauueir 100 Hr/cm3, He npoluejllero crtaguio
doTonmsa.

PucyHok A.4 — TMpymepbl XpoMatorpamm ctaHgapTHoro pactsopa NDELA ¢ koHueHTpauveld 100 Hr/cm3

X — KoathduumeHT geTepmuHaummn, R2, MuH

a — xpomaTorpamma craHgapTHoro pactsopa NDELA ¢ KoHUeHTpaumeli 5 Hr/icm3.
b — xpomaTtorpamMmma KocMeTM4eckoin npoaykumn (KoHueHTpauus 2 120 cvd).

C — XpomarorpaMma KOCMeTUYecKoi npogykuuu, B kotopyto BeefeH NDELA B KoHueHTpauuu 50 Hr/cM  (KOHLEeH-
Tpaunsa — 2 /20 cm3.

PucyHok A.5 — TprMepbl Tpex TUMUYHBIX Xpomarorpam
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Mpunoxexvne B
(cnpaBoyHOE)

®OTONN3 1 peakuust HUTPUTA C peakTUBOM pucca, ¢ 06pa3oBaHNEM a30KpacUTENs

MepB.bIii atan: ®oTomns

OHCHrCHr\ OHCHjCHa

N—N—O + HfO --rmv > NH & HNO2

OHCHZH2 OHCHZHZ

BTopoii aTan: peakuusi AMa3oTUpoBaHus

. Kicnas cpega
nh2scv NOz = ------moee » NHjSO;j - N=N - 2HD

TpeTwnii aTan: peakuns coeguHeHns

NH2S02— N+S N * J I~ NHjSOj NHCH2CH2NHz

nhch2ch2nh?2

PucyHok B.1 — ®0T0/M3 1 XMMMYECcKan peaxums
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MpunoxeHune C
(cnpaBo4HOE)

KoHdourypaums xpomatorpagouueckoii CUCTeMbl C NOCT-KO/IOHOUYHbLIM PefakToOpoM

1 — cdhoToxmmunyecknii peaktop: 254 Hm (cMm. 4.10)

2 — CMEeCUTENbHbIN TPOWHUK C MasibiM MepTBbIM 06bemMoM (CM. 4.4)
3 — Hacoc nogaum peaktmsa INpucca (cm. 4.9)

4 — peakuVOoHHbIN MoAynb unu Tepmoctart npu 50 °C (cm. 4.11)

5 — peTtekTop (Bonbhpamosas namna): 540 HM (cMm. 4.8)

6 — knanaH otbopa nNpobbl

7 — Hacoc (HPLC)

8 — oTxoAp!

PrcyHok C.1 — KoHdurypaumst cucteMbl Xxpomartorpadgmm v NocT-KOIOHOYHOTO MOAyNs
ansa onpegenedns NDELAb kocMeTUYeCcKon NpoayKuum
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Bubnuorpadun

ISO 15819 Cosmetics — Analytical methods — Nitrosamines: Detection and determination of
N-nitrosodiethanolamine (NDELA) in cosmetics by HPLC-MS-MS

(Kocmetnueckne cpepctsa. AHanumuueckne metoAbl. HuTposamuHbl: OBHapyxeHue n onpeae-
nexve N-HuTposoguataHonamuHa (NDELA) B kocm eTuke metogom HPLC-MS-MS)

A method for the determination of N-Nitrosodiethanolamine in personal care products: Collabora-
tively evaluated be the CTPA Nitrosamines Working Group, Intemational Journal of Cosmetic

Science, 28, 2006. pp.21-33
{Metoa onpeaeneHna N-HUTpo3OAWITaHONAMWHA B CPpeACTBaX NUUHOW MMMeHbl: CoBMecTHas
paspaboTka Paboueti rpynnbl CTPA no HuTposaMuHam)

ENGELHARDT, H., NEUE, U. D. Reaction detector with three dimensional coiled open tubes in
HPLC. Chromatographia, 1982, 15, pp. 403-408
{PeakMoHHLIH AETEKTOP C OTKPLITLIMKU TPYOKaMU ¢ TpexmMepHoi cnupanbHoli CTpyKTypoii B BOXKX)
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YK 665.58.014:543.544.5.068.7(083.74)(476) MKC 75.080 IDT
KnioueBble cnoBa: napgomepHo-KocMeTUdeckas npoAaykuns, N-HUTposamuHbl, N-HUTpo3oaMSTaHONAMUH,

XpOM aTDFpaCIDHFI, Macc-CneKTpoCKonnA
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