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[lpeaucnoBue

Llenn u npuHuMnel ctTaHgapTusauum B Poccumnckon PeagepaumyctaHoBneHbl PegepanbHbIM 3aKOHOM OT
27 nekadbpst 2002 r. Ne 184-03 «O TeXHUYECKOM perynmpoBaHiun», a npasuna NnpuMeHeHnst HauMoHanbHbIX
cTaHaapToB Poccunckon egepaunmmn — OCT P 1.0—2004 «CtaHpgapTtusauma B Poccunckon Peagepauun.
OCHOBHbIE MNONOXEHUAY

CBeneHNnAa o ctaHaapTe

1 NMOAIrOTOBJIEH OTKpbITbIM  akuMoHepHbIM  0obulecTBOM «LleHTpanbHbIN  Hay4YHO-UCCNeaoBa-
TeNbCKNA UHCTUTYT KOXeBeHHO-00yBHOW npomblwnieHHocTu» (OAO «LUHUWKIT») Ha ocHoBe coBCTBEHHOro
ayTEeHTUYHOro NnepeBoja Ha PyCCKUU A3bIK cCTaHaapTa, yKasaHHOTo B NyHKTe 4

2 BHECEH YnpasneHnem TexHn4ecKkoro perynmpoBaHua n ctaHgaptusaynm @egepanbHOro areHTCTBa
No TeEXHNYECKOMY perynmpoBaHuio 1 MeTpOoorin

3 YTBEPXXOEH W BBEAEH B JEWCTBUWE MMpukasom PeaepanbHOro areHTCcTBa no TEXHNYECKOMY
perynupoBaHuio U MeTpoiorn oT 12 Hoabpsa 2010 1. Ne 377-cT

4 HacTtoawmn ctaHgapT ngeHTudeH mexxayHapogHomy ctaHgapty NCO 17234-1:2010 «Koxa. MeToabl
onpegeneHnda cogepXaHnga asokpacutenen B okpalleHHoOM Koxe. HacTb 1. OnpeaeneHne cogepXaHnUga apoma-
TUYECKNX aMUHOB, NoNyvYeHHbIX N3 aszokpacutenen» (1ISO 17234-1: 2010 «Leather — Chemical tests for the
determination of certain azo colorants in dyed leathers — Part 1: Determination of certain aromatic amines
derived from azo colorants»).

[Tpn 3TOM HaMMeHOoBaHWe HacTosILWero ctaHgapTa U3MeHeHO OTHOCUTENbHO HAUMMEeHOBaHUSA YKa3aHHOro
MeXxayHapoaHoro ctaHgapTa ananpueeaeHnda B cootTBeTcTBUe c T OCT P 1.5 (NyHKT 3.9).

[Tpy NpUMeHeHNN HaCTOoALLEro cTaHaapTa pekoMeHayeTcsl UICNONb30BaTb BMECTO CChINMOYHbBIX MeXayHa-
POAHLIX CTaHOAPTOB COOTBETCTBYOLWME UM HauuoHanbHble cTaHgapTel Poccunckon @egepaln 1 MEXrocy-
OapCTBEHHbIE cTaHO4apThl, CBeAEHMNS O KOTOPbIX NPpUBeAeHbl B AOMONMHUTENbHOM Npunoxenunn A

5 BBEAEH BINEPBbIE

VIHipbopmMmayuss o6 UBMEHEeHUSX K HacmosweMy cmaHoapmy rnybnuKkyemcs 8 eXe200H0 u3oasaeMoM
UHpOPpMaUUOHHOM YKazamerne «HalyuoHalnbHble cmaHOapmabi», a mekcm UaMeHeHUU U rornpasoK — 8 eXXxeMe-
CSYHO U30asaeMbiX UHPOPpMaUUOHHbLIX yKalzamernsax « HayuoHanbHble cmaHOapmeiy. B criydyae nepecmompa
(3aMeHbl) Ui OMMeHbI Hacmosauw,e20 cmaHOapma coomeemcemesyrouiee yeeoomreHue byoem ornybnukosaHo
8 eXKeMeCsI4HO U30asaeMoM UHpopMaylUOHHOM yKkazamerne «HayuoHarnbHbie cmaHOapmbly. Coomeemcmaeay-
rowasi UHgopmMmayus, yeeooMIIeHUe U meKkcmsl pa3Melliaromcsi makxe 8 UHpopMallUuoHHOoU cucmeme obujez2o
rob308aHuUss — Ha ogulyuanbHOM calime PedepallbHO20 a2eHmemea rno mexHU4ecKoMy peayrnupogaHuro U
MempoJsiozauu e cemu MIHmepHem

© CtaHgapTuHgopm, 2011

HacTtoawumn ctaHaapT He MoXeT ObITb NOMHOCTLIO UMM YacTUYHO BOCTNIPOU3BEAEH, TUPaXXNPOBaH U pac-
MpocTpaHeH B KayecTBe oduumanbHoro nsgaHmsa 6es paspeweHns PegepanbHOro areHTcTBa Mo TeEXHNYECKO-
MY PerynmpoBaHuo U MeTPOoorum
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HAUUWOHANBbHBILU CTAHOAPT POCCUUCKOWNW OGEOLEPAUUNMN

KOJXA
MeToabl onpeAaeneHua coaepxaHua asoKkpacuterneu B oKpalleHHOU Koxe
YacTtb 1

OnpepneneHue coaepXXaHUAa apoMaTU4YeCKUX aMMHOB, NONyYeHHbLIX U3 asoKpacuTenemn

Leather. Methods for determination of certain azo colorants in dyed leathers.
Part 1. Determination of certain aromatic amines derived from azo colorants

[NaTta BBegeHna — 2012—01—01

1 Obnactb NpUMeHeHUA

Hactoawunin ctaHgapT ycTaHaBNMBaeT MeTod onpeaeneHus cogepXaHnusa HEKOTOPLIX asoKkpacuTenen,
MMeLWnX CBODOAHbIE apoMaTUYeCcKne aMUHbI.

2 HopMaTuBHbIE CCbINKN

B HacTosiILeM cTaHaapTe UCMOMb30BaHbl HOPMAaTUBHbBbIE CChINTIKM Ha crieayroLne ctaHaapThl:

NCO 2418 Koxa. MeTtoabl oTbopa npod nngeHtTndurkauma nadbopaTopHbIX 0bpasLoB

NCO 3696:1987 Bopga ansa nabopatopHOro aHanusa. TexHudeckme TpeboBaHUAa U MeToabl UCMNbITaAHUS

NCO 4044 Koxa.[logroToBka cbpasLoB A1 XUMNYECKOro aHanumsaa

NMCO 17234-2 Koxa. MeToabl onpegeneHUa coaepXaHuda asoKpacuTesrien B OKpalleHHbIX KoXax.
YacTb 2. OnpegeneHue 4-ammHoaszobeHsona

[Onsi naTUpoOBaHHBIX CChINMOK NPUMEHSIOT TOMbKO YKasaHHbIN BapuaHT. [Onsa HeaaTUpOoBaHHBIX CChINOK
MPUMEHSIIOT CaMbliA MOCNEAHNA BapUaHT AOKYMeEHTa (BKIoYasi BCe U3MEHEHUS U NONpPaBKK).

3 OCHOBHOe npaBuno

OnpegendemMble a3zoKkpacuTenm MOryT paspyllaTtbCa BOCCTaHOBUTENbHBIM pacllenneHnem asorpynnol
(azorpynn) Ha oauH Unndonee U3 nepevyncrieHHble HUXKe apoMaTU4YeCKUX aMUHOB, BHECEHHBIX B MPUNOXeHUe 8
npasun EC 1907/2006 (cm. Tabnunuy 1).

B cOOTBETCTBUM C COBPEMEHHBLIMU AOCTUXKEHUAMU HAYYHLIX 3HAHUW UCMONb30BaHME 3anpelleHHbIX a30-
Kpacuteneu npu N3roTOBNEHUN KOX A0MNycKaeTCd, Kak npaBnio, eClni OKpalleHHbIe KOXM noaaarnTcs pacllen-
NeHuo nNoa BO3AeUCTBMEM onpeaeneHHbIX YCrnosui (9.2), npy 3TOM nonydvaroT oanH Unm 6onee amMumHOB,
yKasaHHbIX B Tabnuue 1, nonpegensemoe Konmy4ecTso Ntodoro ns H1Mx npesbiwaeT 30 Mr/Kr.

Tadbnunuya 1 — Apomatndeckne ammHbl, BHECEHHbIE B npunoxenune 8 npasun EC 1907/2006
Ne n/n Homep CAS MHpeke Homep EC HanmeHoBaHWe BellecTBa
1 02-67-1 612-072-00-6 202-177-1 dupeHnn-4-amun;
d-amnHOANMEHNN,
KCEHUITAMWH,;
2z 02-87-5 612-042-00-2 202-199-1 beH3anavH
3 95-69-2 — 202-441-6 4-XNOPTONYNAVH

U3paHune odbmumanbHoe
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OkonyaHue mabnuubi 1

Ne n/n Homep CAS MHaekc Homep EC HanmeHoBaHWe BeLlecTBa
4 05-59-8 612-022-00-3 202-080-4 Z2-HadTUNamMmmH
5° 07-56-3 611-006-00-3 202-591-2 O-aMUHOa30TOnNyorn,
d-amnHO-2',3-aumMmeTnnasobeH3on;
4-0-TOoNynnaso- o-ToNnynavH
6° 09-55-8 — 202-765-8 5-HUTPO-O-TONYNAVH
I 106-47-8 612-137-00-9 203-401-0 4-XnopaHunuH
3 615-05-4 210-4006-1 4-MeTOKCU-m-peHnneHgnamMmmH
O 101-77-9 612-051-00-1 202-974-4 4,4’ -meTUNneHgnammH;
4.4" -pnammHognpeHnnmMeTaH
10 91-94-1 612-068-00-4 202-109-0 3,3’ -anxnopbeH3nauH;
3,3’ -anxnopanderHunn-4,4’ -nneHanammny
11 119-90-4 612-036-00-X 204-355-4 3,3’ -AMMETOKCMBEH3NONH;
O-ANaHN3NanH
12 119-93-7 612-041-007 204-358-0 3,3’ -AauMeTUNOeH3nanH;
4.,4" -gn-o-TonyunavH
13 838-88-0 612-085-00-7 212-658-8 4,4 -meTnneHan-o-TonynavH
14 120-71-8 — 204-419-1 6-MEeTOKCU-M-TONYNAWH;
p-Kpe3nanH
15 101-14-4 612-078-00-9 202-918-9 4,4 -meTnneH-omc-(2-xnopaHnnuvH);
2,2' -aquxnop-4,4’' -metnneH-anaHnnvH
16 101-80-4 — 202-977-0 4.4’ -oKenanaHumnu
17 139-65-1 — 205-370-9 4.4’ -TnognaHuInH
18 05-53-4 612-091-00-X 202-429-0 O-TONYNANH;
2-aMUHOTOIYOIT
19 05-80-7 612-099-00-3 202-453-1 4-meTnn-m-peHnneHanammy
20 137-17-7 — 205-282-0 2,4,5-TpmeTnnaHunnmnH
21 90-04-0 612-035-00-4 201-963-1 O-aHU3NAWH;
2-MEeTOKCUaHWUINH
22" 60-09-3 611-008-00-4 200-453-6 4-aMNHOA300eH30/

“ CAS Homepa 97-56-3 (Ne 5) n 99-55-8 (Ne 6) B byayuwem 3ameHsT Ha CAS Homepa 95-53-4 (Ne 18) n 95-80-7

(Ne 19).
® AzokpacuTenu, KoTopble MoryT BbITb Npeobpa3oBaHbl M3 4-aMMHOa306eH30Na NPY YCNOBUSIX HACTOSILLEro MeToaa
B aHunuH n (nnun) 1,4-dpeHnnengnamut. lNpucytcremne atnx kpacutenen onpeaensiot no MCO 17234-2.

4 OCHOBHbI€ NPUHUMUNDI

[Tocne obesxupmnBaHua obpasel, KoXn noasepraroT AeUCTBUIO ANTUOHUTA HATPKUA B BOAHOM ODydepHOM
pacTBope (pH = 6) npun 70 °C B 3aKkpbITOM cocyae. AMUHbBI, NONYyYeHHbIe B NpoLecce BOCCTAHOBUTENBHOMO pac-
LenneHnsl, nepeBoasaT B dpasy MeTUN-TpeT-0yTUnoBoro adupa nocpeactBOM XKUAKogasHOW 3KCTpaKLUuu,
NCMONb3YHA KN3EMbrypoBYHO KOMOHKY. QKCTPAKT METUN-TPET-OYTUNOBOrO aprpa KOHLUEHTPUPYIOT NPU YMEpEH-
HbIX YCINOBUAX B pOTALMOHHOM BaKyyMHOM UCMAapUTene MoCTaTOK PacTBOPAOT B nogxo4dLllemM pacTBopuUTene B
3aBUCMMOCTUN OT MeToaa, NPUMEeHAEeMOro ans onpeaeneHmns aMmmHoB.

OnpeaneneHne aMMHOB BbINMOTHEHO NOCPeACTBOM BLICOKO3IPEKTUBHOWM X KUOKOCTHOM XpoMaTorpadpun C
npuMmeHeHuem guogo-matpudHoro getektopa (HPLC/DAD), ToHkocnonHon xpomatorpadgun (TLC, HPTLC) n
OEHCUTOMETPUYECKOTO KONMMYECTBEHHOIO onpeaeneHuns, KanunnapHon rasaoBon Xxpomatorpadu ¢ nnamMmeH-
HO-UOHWU3ALMOHHBIM AeTEeKTOPOM U/nMnn Mmacc-cnektpometpudeckum getektopom (GC/FID n/mnn MSD), nnu
KanunnssipHbIM anekTpodopesom ¢ anoao-maTtpudHeim aetektopom (CE/DAD).

2



[OCT P UCO 17234-1—2010

AMUHBI OTKHbI ObITb MAEHTUPMLUPOBAHEI NC KpauHe Mepe ABYMS pasNnMYHbIMU XpomMaTorpadnyecku-
MW MeTodamMun, YTobbl n3dbexaTtb NodbIX BOIMOXHLIX OLLUMOOK, BbI3BAHHbLIX MPUCYTCTBYIOWMMN BeWleCcTBaMU
(Hanpumep, N30Mepbl aMUHOB, KOTOPbIE Takke MOTYT ObITb MAEHTURULMPOBaHLI). KonnyecTBeHHOe onpeae-
neHue amunHa soinonHaoT HPLC/DAD.

5 TpeboBaHMA 6e30NacHOCTH

5.1 ApomMaTudeckne amuHbl 3-ro Knacca onacHoCTU OTHOCATCSH MU NPeanonoXUTeNbHO OTHOCATCS K
KaHUEepOoreHHbIM BewecTBaMm. Jlloboe obpalleHne ¢ 3TMMM BeLlecTBaMn A0IMKHO OCYLLIECTBNAATLCA CTPOro B
COOTBETCTBUWN C HALMOHANbHBIMW NpaBUNamMmn 3apaBooxXpaHeHuns 1 6e3onacHoOCTI.

5.2 OTBETCTBEHHOCTb NUL, UCMOMNb3YIOLWMX HACTOALWMIA METO UCMNLITAHUA U YKasaHHbIE BELIECTBa,
COCTOMUT B NPUMEHEHNN Haanexawero besonacHoro ooopyaoBaHus.

5.3 JlabopaTopHad npakTtuka aosrmkHa obiTh cneaytowad. lNpnumeHeHne 6e3onacHon CTEKNSAHHON MNoCcyAbl
B TabopaTopun, UHAUBUAYaNbLHOro pecnuparopa n UHAUBUAyanbHbIX NepyaTok npu padboTte ¢ NopoLKoobpas-
HbIMW KpacUTenamum n apomMaTtuyecKuMmm aMmmHamu.

5.4 PaboTty cnegyet NpoBOAUTL B COOTBETCTBUU C HALUMOHANbHBIMU U MECTHLIMU NpaBunammn besonac-

HOCTNA.

6 Annapartypa

ObbIvHOE U cneundnyeckoe nabopaTopHoe 0dbopyaoBaHUE crieayioLlee.

6.1 CTeKknsaAHHbIN TEPMOCTONKNIA COCy C ra3oHENPOHULLaeEMON NPOOKON.

6.2 HarpeBaTtenbHas nnuta c necyaHon baHen (Mmopckon necok 0,1—0,3 mm) Unun soasiHasa 6aHs ¢ Tep-
MOCTaTOM.

6.3 TepmomeTp cueHou geneHnsa 0,5 °C, usmepeHue tTemnepatypbl 4o 70 °C.

6.4 MepHble KONbbl pasNMYHON BMECTUMOCTMN.

6.5 MonunponuneHoasa unun cTeknaHHas konoHka!) c BHyTpeHHUM anameTpom oT 25 Ao 30 MM 1 ANUHOW

oT 140 oo 150 MM, co cTeknAHHbIM OUNBbTPOM B BbIXOAHOM OTBEPCTUM 1 3anofIHeHHAsA NOPUCTLIM rPaHyINpPo-
BaAHHbIM KU3eNbrypoM.

6.6 MonunponuneHoBbIA NN NONU3TUNEHOBBIN LLUNPUL, BMECTUMOCTBLIO 2 CM3.

6.7 BakyyMHbIN pOoTaUMUOHHBIA UCNAPUTESb.

6.8 MuneTtkm BMecTuMocTbio 10,5, 2, 1 cMm3.

6.9 CBepx3ByKoBas baHA C TEPMOCTAaTOM.

6.10 KonGbl kpyrnoaoHHbie BMecTumMocTbio 100 cm? co ctaHaapTHbIM Wwinudom NS 29132.

6.11 ObopyaoBaHue AN UHCTPYMEHTAarlbHbIX aHaNU30B;

- aBTOMaTudecknit annnmkatop ana HPTLC nnn TLC;

- JEHCUTOMETP;

- KanUNnsapHbIM anekTpodgopes c DAD;

- KANUNNAPHBIA ra3oBbIA XpoMaTorpad, UHXeKTop ¢ aeneHuem/6es aeneHust, NpeanovTUTENbHO C
MS/MSD;

- HPLC c perynatopom rpaguneHTa, npeanodtutensHo ¢ DAD, unn HPLC-MS.

7 PeakTuBbl

Bce ucnonb3syemole peakTuBbl AOIMKHbI UMETb KBanupukauuio «4. 4. a.».

7.1 MeTUNoBbLIN CNUPT.

7.2 MeTtun-TpeT-6yTNNOBBLIN 3UP.

7.3 Hatpun gUTUOHUT, MUHUManbHaa YMcTota 87 %.

7.4 BoaHbi pacTBOp AUTUOHUTA HaTpus, 200 Mr/cMm3; roTOBAT eXeHEBHO.

/.5 n-rekcaH.

7.6 AMUHBI, nepevncneHHsle B Tabnuue 1 (HamBbIcLIas cTeneHb CTaHAapPTHOW YACTOThI).

D Extralut NT20 — KONoHKa, noctaensemas Merck, yxe sanonHeHHas KU3enbrypom, ABnseTcs NpumMepom noaxoas-
LLLEN KONMOHKN, UMEKLWENCH B TOProene. 3ta nHhopmaumus npueeaeHa ansa yaobcrea nonb3oBaTenen HaACTOSALWEro CTak-
aaprta u He siBnsieTcs ero tpeboanmnem. Moryt 6biTb MCMONBb30BaHbI PABHOLEHHbLIE KONMOHKWU, €CINN OHU MOKA3bIBAKOT CONO-
CTaBUMbIE pe3ynbTaThl.
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7.7 NcxoaHbin pacTtBop aMnHOB (7.6): 400 mr/am3 B yKCyCHO-3TUNOBOM 3cupe ana TLC.
7.8 WcxoaHbll pacTBop amuHoB (6.6): 200 mr/am® B meTtunosom cnnpte Ana GC, HPLC, CE.
7.9 BydepHbit pacTBOp NMMOHHOKKcoM conn'), 0,06 monb/am3, pH = 6.

7.10 CtaHpapTHbIM pacTBOpP ANA KOHTPONA npouecca nonydyeHnsa amuna: 30 mkr/cm3 pacTBoputens,
CBEXernpuroToBNeHHbIN N3 NCXOOHbLIX pacTBOPOB (/.7 unn 7.8) B 3aBUCUMOCTU OT aHaNMMTUYeCcKoro metoa.

7.11 20 %-Hbin (06beMHbIV Bec) pacTBop NaOH B meTunosom cnvpTe: 20 rNaOH pacTteopsatoT B 100 cm®
METUNOBOTO CrnpTa.

/.12 BopanoNCO 3696:1987.

8 OT60p M noaroToBka odbpa3uoB

OT1bop obpasuoB koxx — no NCO 2418. ToarotoBka obpa3uoB koxu ansg aHannda — noNC0O 4044. Ecnin
oTOop obpasyoB no NCO 2418 He npeacrtaBndeTcsi BO3IMOXHBIM (HanpuUMeEpP, KOXWM OT FOTOBbLIX WU3e-
nun — obyBK, oaexabl), TO NoAPOOHOCTN OTOOPAa 00PAa3LLOB ACMKHBI ObITh OTPAaXEHbI B MPOTOKOMNE UCTIbITaHUN.
Cneabl Knes AoMKHbI ObITh YaAaneHbl MeXaHUYECKUM NyTem.

[Ons nposegeHnst aHanusa 1,0 r usMenibMeHHOW KOXW B3BELUMBAIOT U KONMMYECTBEHHO NEPEHOCAT B peak-
LLMOHHBIN cocya (6.1).

9 lNMpoBegeHne aHann3a

9.1 ObGe3xupuBaHue

1,0 r u3smenbYeHHOM KOXM 0bpabaThiBatoT B 3aKpbITOM cocyaie BMecTUMocTbio 50 cm® (6.1) ¢ 20 cm® rekca-
Ha (7.5) Ha cBepx3BykoBoM baHe (6.9) npn 40 °C B TeveHue 20 mnH. Cnou rekcaHa cnuearoT. Koxy ToT4yac obpa-
DaTbIBalOT TakuMm e obpasom, Kak npexae, ¢ 20 cm® rekcana. OcTaTodHbIN rekcaH UcnapsaT B OTKPbITOM
cocye.

9.2 BoccTaHOBUTENbHOE pacluenfneHume

17 cm3 6ydepHoro pacteopa (7.9), npeasaputensHo nogorpetoro go (70 £ 5) °C, nobasnsawT K obpasLy.
PeakunoHHbIA cocya (6.1) repMeTUYECKN 3aKpbIBAOT WU, MOCNe BCTPAXMBAHUA, BblAEPKMBAKOT B BbITS)XKHOM
LKadpy Ha necyaHon MNMBoasiHoN baHe (6.2) B TedeHue (25 = 5) MuH npu Temnepatype (70 £ 2) °C. Temneparty-
pa 70 °C gomkHa ObITb AOCTUrHYTa BHYTPU pEeakTUBHOMO cocyaa. QTO crneayeTt KOHTPONMMPOBaTh C MOMOLLLHO
OOMOJTHUTENbHOIO cocyga Cc TEPMOMETPOM BHYTPMW.

3atem gobasnawoT wnpuuem (6.6) 1,5 cm® BogHoro pacteopa ANTUOHUTA HaTpua (7.4) U cocy BblAepXu-
BatoT B TedeHne 10 MuH npu temnepatype 70 °C . Janee gobasnsatoT elle 1,5 cMm® BogHOro pactsopa AUTUOHUTA
HaTpua U cocy HarpesatoT ewle 10 MUH, a 3aTeM oxnaXxdalT 40 KOMHaTHOU TeMnepaTypbl BOOOW.

9.3 XuakodazHana akcTpakyma

Mcnonb3ys CTEKMSAHHBIN NECTUK, peakUMOHHBIN pacTBOP OCBODOXAAKT OT BONOKOH KOXU PUNbTPOBAHU-
EM Ha KM3enblrypoBOW KOMoHKe (6.5) Taknm obpasom, 4Tobbl abcopbunst KONOHKOW Npoucxoauna B Te4eHue
15 MUH.

B cocyn pobasnawT 5 cm® meTun-tpeT-6yTUnosoro adpupa (7.2) u 1 cm? 20 %-Horo pactesopa NaOH B
MeTunoBoM cnupte (7.11) KocTaTKy BONOKOH KOXU. Cocya 3aKpbiBaloT UBCTPAXMBAKOT SHEPTUYHO U MEPEHOCAT
B KN3ENbrypoBYH KOMOHKY (6.5).

[TpoMbIBaOT peakTUBHBIN COCY] C OcTaTKaMum BoJlokHa cHadana 15 cm3, a3atem 20 cm3 meTun-tpeTt-o0yTu-
floBoro adomvpa M NepeHocAT B KU3ENbIypOBYH KOJIOHKY AN BbiMbIBAaHUA aMWHOB. 3aTeM MpoMbIBaoT
HenocpeacTBEHHO KONoHKY 40 cm? meTun-TpeT-b6yTnnosoro adpupa. NMpomMbiBHOM pacTBOp cobupatoT B Kpyrino-
[OHHY0 Konby BMecTumMocTbio 100 cm? (6.10).

OKcTpakT MeTun-TpeT-6yTunoBoro acdupa crywarT npubnmsntensHo ao 1 cv?® (He nepecywunBaTh!) B

BaKyYMHOM poTauMoHHOM ncnapurtene (6.7) B cnabom Bakyyme npu temnepartype He bonee yem 50 °C. OcTa-
TOK 3pupa 3aTeM UcnapsioT, NPUMeHsAd cnabblv MOTOK MHEPTHOIO rasa.

R bydepHbin pacteop Ne 1.09437.1 000, noctaBnaembinn Merck, aBnsetcsa npumMmepom Nnogaxoasiwero pacrtesopa, uMe-
IOLLErocs B TOProere. 3ta nHdhopmaums npyeeaeHa ans yaobcrea nons3oBaTenen HacToOSWEro cTaH4apTa v He ABNSIETCA
ero TpeboBaHnem. PaBHoUeHHbIE BydhepHbie pacTBOPbI MOIYT BbITb MCNONBb30OBAHbI, €CIN OHU MOKA3bIBAOT COMNOCTABUMbIE
pe3ynbTaThl.

4
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OcTaToK TOTYac XXe NepeHOCAT B MEPHYHO KONby BMeCTUMOCTbIo 2 cM® (6.4) 1 A0BOAAT 0 METKA METUMO-
BbIM CMTUPTOM (U YKCYCHO-3TUNOBbIM 3donpom anda TLC meToaa). STOT pacTBOP roTOB ANA MHCTPYMEHTalnbHO-
ro aHanusa.

9.4 lNpoBepKka aHANUTUYECKOU CUCTEMDI

[1nsa npoBepkn meTtoga onpegenennsa 1,0 cm3 ctaHgapTHoro pacteopa (7.10) BHOCAT B peakUMOHHbIN
cocya (5.1), cogepxawmn 16 cm® nogorpetoro 6ydepHoro pacteopa (7.9). 3aTem BbINOMAHAT NpoLeayphl,
N3noXxeHHble B 9.2, 9.3. Hopma 1M3Bne4YyeHUa gomkHa COOTBETCTBOBATL Crieaylolmnm MUHUMabHBIM Tpebo-
BaHUAM:

- aMUHbI N2 1—N24 Ne 7 Ne9—Ne 17, Ne 20 uNe 21—70 %:;

- aMunH Ne 8—20 %:

- aMmnHBI NeNe 18 1 19—50 %;

- aMnHbI NeNe 5, 6 1 22 (cMm. cCHockM B Tabnumue 1).

10 KannopoBka

[1nsa kannbpoBKK NCNonNb3yT cTaHAapTHLIN pacTBop ¢ 30 MKr amuHa/cm® pacteoputens (7.10).

11 XpomaTtorpaigpuniecKkume onpeaeneHus

11.1 OcHoOBHOe NpaBuUno

[MockonbKy AonyckaeTcs UCNONb30oBaTh pasnnyHble TUNbl 06opyaoBaHus, obuime napamMmeTpbl HE MOTYT
OblTb ycTaHoBMNeHbI. MapameTpsbl, NpuBeaeHHble Aanee, ObINK yCcnewHo NpoBepeHbl N UCMONb30BaHbl B
aHanmsax.

11.2 XpomaTtorpadunyeckme aHanunsbl AN KONMUYEeCTBEHHOro U KayecTBeHHOro onpeneneHun:
BbiCOKO3pheKTUBHAA XXngKocTHana xpomartorpadua (HPLC)

ONOeHT 1: MeTUNOBLIN CNNPT;

antoeHT 2: 0,575 aurnpapodocdaTta ammoHusa + 0,7 rrmapodocdaTtaHaTpua B 1000 cm®Boabl, pH = 6,9;
HenoaBuxkHaa dasa: LiChrospher 60 RP-select B! (5 mkm) 250 x 4,6 MM;

TeMmneparTtypa KonoHkn: 40 °C;

pacxon: 0,8—1,0 cM3/MUH;

rpagueHT: Hadano — 15 % antoeHTta 1, nuHeHoe yeenndeHue Ao 80 % antoeHTa 1 B TeveHune 45 MUH;
obbem npobbl: 10 MKAM?;

napameTpbl geTektnpoBaHusa: DAD ¢ anuHamum BonH 240, 280 1 305 HM.

11.3 XpomaTtorpadundeckue onpenenieHuUa AnNd Ka4eCTBEHHOro oOHapyXeHus

11.3.1 KanunnapHana rasosasn xpomartorpadcgusa (CG)

KanunnapHaga KonoHKa: cpeaHada nonsapHoOCTL, Hanpumep, SE 54 nnn DB 5, anmnHa 50 m, BHYTpEeHHUN gna-
MeTp 0,32 MM, TonwKHa nneHkn 0,5 Mm;

nporpamMma UHXXeKTopa: ¢ geneHnem/6es geneHunsi noToka;

TemnepaTypa nHxekrtopa: 250 °C;

TemnepaTtypHasa nporpamma: 70 °C B TevueHne 2 MmnH, 4o 280 °C npn 10 °C/muH, 280 °C B Te4eHne 5 MUH;

pnetekTop: MSD, ckaHnpoBaHune B AnanasoHe 45—300a. e. M.;

ra3-HOCUTENb: rennin;

obbem npobbl: 1 MKkaMS3, 6e3 AeneHnsa NoToka Npobbl B TedeHne 2 MUH.

11.3.2 KanunnapHbin anektpodcgopes (HPCE)

250 Mmkam® ucnblTyemoro pacteopa cmelwumsatoT ¢ 50 mkam3 HCI (¢ = 0,01 monb/am3) n nponyckatoT Yepes
MmemopaHHbIn PunbTp (0,2 MKM). STOT pacTBOP aHaNMU3UPYOT NOCPEACTBOM KANUNNSAPHOro 30HaNIbHOIO 31ekK-
Tpodoopesa.

Kanunnsp 1: 56 cm, 6e3 noKpbITUS, BHYTPEHHU anameTp 50 MKM, ¢ yBETMYEHHOW ANMMHON ONTUYECKOTO
NyTW;

Kanunnap 2: 56 cM, ¢ NoKpbITUEM NONMBUHUNOBLIM cnUPTOM ([1BA), BHYTpeHHU gnameTp 50 MKM, C yBe-
NNYEHHOW ANTMHOU ONTUYECKOro NYTU;

T .
) LiChrospher 60 RP-select B sBnsietcs npumepom noaxogsero BELWECTBA, UMEIOLLETNOCs B TOProBre. 31a MHAPOP-
Mauns npuBeaeHa ans yaobcTea Nonb3oBaTenen HacToSAWEro ctaHgapra n He sBnsieTcs ero tpeboBanmem. PaBHOLEH-
Hble BEWECTBA MOIyT ObITb NCMONb30BaHbI, €CIN OHW NOKA3bIBAOT COMOCTABUMBbIE PE3YNbTaThl.
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BydepHbIn pacTBop: dpocdaTHbIN BydepHbI pacTeop (¢ = 50 mmonk/am3), pH = 2,5;

TemnepaTypa KONoHKN: 25 °C;

HanpsikeHne: 30 kB;

NpPoACIKUTENBHOCTb UHBEKUMNA: 4 C;

NPOACIKATENBbHOCTb NPOMbIBAHUA: S C;

netektop: DAD c annHamun BonH 214, 240, 280, 305 HMm.

11.3.3 ToHkocnounHasa xpomartorpadua (TLC)

11.3.3.1 InactnHkn (HPTLC): cunukarenbs ¢ dQnoopecueHTHeIM UHAuKaTtopoMm F 254, pasmep
20 x 10 cm;

o6beM uccneayemoro pacteopa: 5 MkaM3, HAaHOCUMBIN B BUAE NTUHUN aBTOMATUYECKAM anmniinkaTopomM;

NOABWMXKHBIWA pacTBOPUTESb: XNnopodgopmMm/ykcycHas kKiucrnoTta B cooTHoleHnMn 90:10 obbeMHbIX YacTen.

11.3.3.2 TnactuHku (TLC): cunmnkarens 60, pasmep 20 x 10 cM, 3anonHeHHbIe SYEUKH;

obbemM nccnegyemoro pacteopa: 10 Mkam3, HaHeceHUe B BUAe TOYEK aBTOMaTUYECKUM anmniuKaToOpOM;

NOABWMXKHBIWA pacTBopUTENb 1: XNopodpopM/yKCYCHO-3TUNOBLINA 3UP/YyKCYyCHada KMCNoTa B COOTHOLLEHNM
60:30:10 obbemMHbIX YacTen;

NOABMXKHLIWA pacTBOPUTESb 2: XNopodopM/METUOBLIA CMIMPT B COOTHOLWIEHWNN 95:5 00 beMHbIX YacTeu;

peakTns 1:0,1 % NaNO,, 8 KOH (¢ = 1 Mmonb/am3);

peakTus 2: 0,2 %, anbda-Hadton (¢ = 1 mons/gm3).

12 O6paboTKa pe3ynbLTaTtoB

KoHUeHTpauuo aMmruHa BbIMUCAAKT Ha OCHOBaHWUM Nowagen numka MHaAMBMAynbHbIX aMUHOB, CChINasiChb
Ha KoHUeHTpaumo 30 mkr/am3 rpynnebl amuHoB Ana kannéposku (7.10). CoaepxaHue aMmHa BbIYUCSIOT Kak
MaCCOBYHO OO W, MI OTAENIbHOTO KOMMNOHEHTA/KI KOXIN, N0 opMyne

_ Ap Py -V
A.-m

W

7

Ap — nnowaab NMKka ammHa B obpasue, eanHULbI Nowaau;
p, — KOHLEHTpaLns aM1uHa B KarimbpoBOYHOM pacTBOpeE, MKI/CM?;

V — obbem, go KoToporo AoBeaeHa npoba B cooTBEeTCTBUM € 9.3 (KoHeYHbIn 06beM npobbl), cm®;
A — nnowaabs n1uka amnHa B KanMbpoBOYHOM pacTBope, eaUHULbI NNoLaan;

m — mMaccoBas gonga obpasLa KoXu, cogepXallascsa B KoHe4yHoOM obbeme npobbi, T.

13 MpoTOKON NCnbITaHUN

[1pOoTOKON UCTILITAHU AOTKEeH coaepXaTb cneayoLwyo MHopMaLuuio:

- CChbIJTKY Ha HACTOALMN cTaHaapT;

- TUM, NpoUcXoxXaeHne n obosHavyeHne npoaHannManpoBaHHOro odbpasLa KoXn Unnm 4acTtu OT HEro;

- OTAENbHbIE NCNOMb3yeMble Npoueaypbl M METOALI, UCNOMNb3yeMble ANA 0DHAPYXKEHUA 1 onpeaeneHuns
(BTOpPOU MeToAd, UCNONb30BAHHbLIWM ANsI NOATBEPXAEHUA NONOXUTENBHBIX PEe3YNbTAaTOB);

- pe3ynbTaThl aHanmM3a B MUNnMrpaMmMax Ha KunorpamMmm (cm. pasgen 12), angd aMmMHOB, BHECEHHLIX B
oTAeNbHbIN CMMCOK U COOTBETCTBYOLWUX creayiowmnmm naeHTudpukaluoHHbIM TpeboBaHUAM:

B cny4ae, ecnn ypoBeHb coaepKaHUst aMUHOBOTO KOMMNOHeHTa < 30 Mr/KT:

CornacHo BbIMONMHEHHOMY aHaNU3y a3oKpacuUTenun, N3 KOTOPbIX NoTyYeHbl NepeyYncrieHHble apoMaTUyec-
Kne aMuHbl, He BbINn 0OHapPYKeHb!;

B clny4ae, eCn ypoBeHb coepXaHUa aMUHOBOIo KoMnoHeHTa > 30 MI/Kr:

PesynbTaTbl aHanMsa NokasbiBaloT, YTO NpeAcTaBNeHHas KoxXa Oblna narotosneHa Unm obpabotaHa ¢
NCMOMNb30BaHNUEM a3oKpacuTernen, U3 KOTopbIX NoNyvYeHbl oauH Unn dbonee U3 nepeyncneHHbIX aM1MHOB;

B CNny4ae, eCnn ypoBeHb coaepXaHus 4-ammHogmndpeHnn n/unn 2-HadgptunammH > 30 mr/kr:

[Tpn NCNONBb3OBaHUN 3TOrO aHaANMMTUYECKOTro MeToda obHapyXeHbl 4-ammnHogndeHUn n/mnn 2-HadpTnna-
MWUH. be3 aononHUTenbHOM MHPOPMaL A HE MOXKET ObITb MOATBEPXKAEHO, UTO a30KpaCUTENN, U3 KOTOPLIX MONY-
YeHbl aMWUHbI, Dbl TN MCNOMb30OBAHDI.
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14 ToyHOCTbL MeTOoaAa

Cneaytowine gaHHble (Tadbnuua 2) ObInn nonyYeHsl Npyu COBMECTHOM UCNBLITAHUN pasNAYHbIX BUOAOB KOX
npun ncnonssosaHnum HPLC ¢ DAD. O6pasubl 6binun otobpaHel cornacHo NCO 4044, [1ns xuakodrasHOW aKe-
TpaKkuum ncnonb3oBaHbl KONMoHKKU Merck, Tina Extralut NT20 cepun Ne 11737

Tabnwuuya 2— MexnabopatopHble UCNbITAHUSA. TOYHbIE OAHHbIE

Obpazeu OBHapyKeHHbIE AMUHb 3HavYeHue, [ToBTOPAEMOCTL 1, CxoagumocTtb R,

KOXW MIT/KI MI/KT MI/KT
beH3ananH 13,5 5,4 8,4

A 3,3 ' AMMEeTOOKCUDEeH3nanH 15,4 4.4 0,4
3,3 " aumeTnnoeH3ngnH 20,5 7.1 9,5
beH3anaux 12,9 3.8 8,9
3 2-ToNynavH 37,5 15,4 38.5
c 3,3’ aumeTnnoeH3nanH 25,0 8.0 17,0
2-TONynavH 50,1 20,2 42,1

D beH3anagnH 16,5 3,0 7.1

[MpunoxeHve OA
(cnpaBoO4HOe)

CBeaeHUA 0 COOTBETCTBUU CCLITOYHbIX MeXAYHapoAHbIX CTaHA4apTOB
HauuoHanbHbIM cTaHgapTamM Poccunckoun ®egepauunu
(M AENCTBYIOLWUM B 3TOM KavyeCcTBe MeXrocyaapcTBeHHbIM cTaHA4apTam)

Tadbnwuwua OA.1

OBo3Ha4YeHne CCbINMOYHOro CTeneHb Obo3HavYeHne n HaMMeHOBaHUE COOTBETCTBYIOLLEro HaUMOHANBHOIO
MEeXOYHAPOOHOro craHgapTa COOTBETCTBUA craHgaprTa
NCO 2418:2002 IDT [OCT 938.0—75 «Koxa. lNpasuna npuemkn. Metoabl otbopa
Npo6»
NCO 3696:1987 — *
NCO 4044:2008 IDT [OCT 938.0—75 «Koxa. lNpasuna npuemkn. Metoabl otbopa
Npo6»
NCO 17234-2:2011 — *
* COOTBETCTBYIOLWMN HAUMOHANbHbIN cTaHA4ApT OTCyTCTBYET. 10 ero yrBepxgeHus pekoMmeHgyeTcs NCnonb3oBaTh

nepeBod Ha PYCCKUIM S3bIK JAHHOIoO MeXayHapoaHoro ctaHgapra. [epesoa A4aHHOIoO MexXayHapoaHOro craHaapTa Ha-
xoauTtcsa B PegepanbHOM MHOOPMALMOHHOM (POHAE TEXHUYECKUX PernamMmeHToB U CTaHA4apTOB.

[TpnmedaHune—B HacToawen Tabnuue NCNonNb30BaHO cneayoLlee ycnoBHoe 0603Ha4YeHNE CTENEHN COOT-

BETCTBUA CTAHOAPTOB:
- IDT — naeHTM4YHbIE CTAHAAPTHI.
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