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Mpeaucnosune

Lienn v npuHumnel cTaHgapTm3auum B Poccuiickoin @efepauym ycTaHoBneHbl ®efepanbHbiM 3aKkOHOM OT
27 neka6bps 2002 r. N» 184-d3 «O TeXHUYECKOM perynvpoBaHuu», a npasuia NpUMEHEeHNs HauuoHabHbIX
cTaHfapToB Poccuiickoii ®epepaunn — FOCT P 1.0—2004 «CtaHgapTtusauua B Poccuiickoii ®epepauun.
OCHOBHbIE NOIOXEHUSA»

CeefeHus o cTaHgapTe

1 NOATOTOBJ/IEH OTKpbITbIM aKUMOHEPHbIM 06WEecTBOM «LieHTpanbHbIli  Hay4yHO-uccnefoBa-
TebCKUI MHCTUTYT KOXEBEHHO-06YBHOM NpoMblwisieHHocTU» (OAO «LIHWWKIM») Ha ocHOBe cOBCTBEHHOTO
ayTEHTUYHOrO NepeBoja Ha PyCCKWi A3bIK CTaHAapTa, yKasaHHOro B NyHkTe 4

2 BHECEH ¥YnpaBneHuem TeXHUYECKOro perynmpoBaHus n ctaHgaptnsaunn degepasbHoro areHTcrea
Mo TEXHNYECKOMY PeryimpoBaHunio 1 MeTponornm

3 YTBEPXAEH W BBEJLEH B ,EI,EMCTBVIE Mprkazom PefepasbHOro areHTcTBa rno TeXHNYecKomy
perynuposaHuio n MeTponorum ot 12 Hos6ps 2010 r. No 377-cT

4 HacToswwmii cTaHAapT naeHTUYeH mexayHapogHomMy ctaHgapTty MCO 17234-1:2010 «Koxa. MeTogpl
onpejeneHns cogepxaHus asokpacuteneli BokpalleHHol koxe. YacTb 1. OnpegeneHne cogepxaHus apoma-
TUYECKNX aMUHOB, NOYYEHHbIX U3 asokpacutonen» (ISO 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»).

Mpy 3TOM HaMMeHoBaHWe HaCTOALLEero cTaHAapTa U3MEHEHO OTHOCUTENNbHO HAMMEHOBaHUSA YKa3aHHOTro
MeXAyHapoAHOoro ctaHaapTa aAns npueegeHus B cootsetctane ¢ FOCT P 1.5 (nyHKT 3.5).

Mpv NpyMeHeHNn HacToALero cTaHAapTa PEKOMEHAyeTCsA UCMO0/Ib30BaTh BMECTO CCbI/TOYHbIX MEXAyHa-
POAHbIX CTaHAAPTOB COOTBETCTBYHOLLME MM HALMOHaNbHbIE CTaHAapTbl Poccuiickoin ®efepauun 1 mexrocy-
[apCTBEHHbIE CTaHAapThl, CBEAEHNSA O KOTOPbLIX MPUBEEHbI B ONOTHUTENILHOM NPUIoXeHun JA

5 BBEJEH BIEPBbIE

MHdopmauns 06 n3MeHeHnsax K HacTosileMy cTaHgapTy nybnvkyeTcs B eXerogHo nsgasaemom
MHopMaLnoHHOMYKa3aTene «HauvoHanbHble CTaHAapThi», @ TEKCT U3MEHEHNA N NONPaBOK — B eXeMe-
CAYHO M3gaBaeMbiX MHPOPMALMOHHbIX yKa3aTensx «HauvoHanbHble cTaHAapThi». B cnyyas nepecmoTpa
(3aMeHbl) UM 0TMeHbI HAC T OALLEro CTaHjapTa cooTBeTCTBYLee yBejoMmeHne 6yjeT ony61KkoBaHo
B ©XXEeMeCsA4YHO N3aaBaeMoM MHPOpPMaLMOHHOM ykasaTene «HaunoHanbHble cTaHgapThi». COOTBETCTBY-
oLan nHchopmaums, yseomaeHe n TeKCT bl pasMeLlalnTca Takke B UHpOopMaLMoHHON cucTeme obLero
nonb30BaHMA — Ha ohmumnanbHOM caliTe ®eABpasblloro areHTcTBa N0 TEeXHNYEeCKOMY PerynmpoBaHuio u
mMeTponoruv B ceTu NHTepHeT

© CraHgapTuHgopm. 2011

HacTosiuii cTaHfapT He MOXEeT GbITb NO/IHOCTLI0 UM YACTUYHO BOCMPOU3BEAEH, TUPAXKMPOBAH 1 pac-
MPOCTPaHEH B kKayecTBe ohuLmanbHOro nsganus 6e3 paspelleHus ®efepasbHOrO areHTCTBa N0 TEXHUYECKO-
MY perysiupoBaHuio 1 MeTposiorum
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HALULMWOHANBHBIN CTAHAAPT POCCUWNCKOWN GENLEPALUMN

KOXXA
MeToabl onpefeneHuns cofepxaHusa asokpacuteneli B okpaweHHol Koxe
YacTtb 1
OnpepeneHne cogepXaHus apoMaTUyecknx aMmMHOB, NOMTYUYEHHbIX U3 a3okpacuTenei

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

fataBBegeHns — 2012—01—01

1 O6nactb NpUMeHeHUs

HacToAwuii cTaHAapT ycTaHaBMBaeT MeTo/, OnpeaesieHnss CoflepXXaHusi HEKOTOPbIX a3oKkpacuTenei,
MMetLLMX cBO60AHbIE apOMaTUYECKNE aMUHBI.

2 HopmaTuBHbIE CCbIKA

B HacToALwem cTaHgapTe UCMO/Ib30BaHbl HOPMAaTUBHbIE CCbIJIKU HAa cneaytolme ctaHaapTbl:

MCO 2418 Koxa. MeToabl oT60pa npob n ngeHtTudmkaumnsa nabopatopHbix 06pasL,oB

NCO 3696:1987 Bopa ana nabopatopHoro aHanusa. TexHuyeckne TpeboBaHns U METOAbl UCTbITAHUS

MCO 4044 Koxa. NoprotoBka 06pasL,oB 415 XMMUYECKOro aHanmsa

NCO 17234-2 Koxa. MeToabl onpefiefieHUs COAEPXaHUS as3okpacuTesieil B OKpaLLeHHbIX KOXax.
YacTb 2. Onpegenexune 4-ammHoasobeH3ona

Ona paTvpoBaHHbIX CCbIJIOK MPUMEHSOT TOMbKO yKa3aHHbI BapuaHT. [N HefaTupOBaHHbIX CCbINOK
NPUMEHSAIOT CaMblil NOCNeAHWI BapuaHT fOKYMeHTa (BK/toYas BCe 3MEHEHMWSA 1 Nonpasku).

3 OcHoBHOe npaBw/1o

OnpegensemMble a3okpacuTeIn MOryT pas3pyluaTtbCs BOCCTAHOBUTE/IbHLIM pacLlenieHnemM a3orpynmsbi
(asorpynn) HaoguH unn 6onee U3 NepevnceHHble HUKEe apoMaTUieCKUX aMUHOB, BHECEHHbIX BNPUIOXeHNe 8
npasun EC 1907/2006 (cm. Tabnuuy 1).

B COOTBETCTBUM C COBPEMEHHBLIMU JOCTUXEHUSIMUN HAYUYHbIX 3HAHWIA UCMO/Ib30BaHNE 3anpeLLeHHbIX a3o-
Kpacutenei npy N3roToBAEHUM KOX JONYCKAETCS, Kak NpaBu/io, ec/iv OKpaLleHHbIe KOXU nogJatTcs paclien-
NIeHVI0 Nog, Bo3feiicTBMeM onpefesieHHbIX ycnosuii (9.2), npu 3ToM Nosy4valoT oguH unn 6o/siee aMUHOB,
yKasaHHbIX B Ta6nuvue 1. nonpenensiemMoe KoM4ecTBo 1t060ro U3 Hux npesbiwaeT 30 Mr/kr.

Ta6nuya 1— ApomMaTuyeckne amMUHbl, BHECEHHbIE € npunoxeHne 8 npasun EC 1907/2006

Ne n/n Homep CAS VHpekc Homep EC HavmeHoBaHue BeLlecTBa
1 92-67-1 612-072-00-6 202-177-1 AmpeHnn-4-ammH;
4-amuHoaundenun;
KCEHUAaMUH.
2 92-87-5 612-042-00-2 202-199-1 BeH3nanH
3 95-69-2 — 202-441-6 4-XNOpPTONYyNAUH

N3paHne opuymnansHoe
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OkoHuaHue Tabnuybl 1

Nt n/n Homep CAS MHpekc Howmep EC HaumeHoBaHMe BellecTsa
4 95-59-8 612-022-00-3 202-080-4 2-HapTMnamuH
5% 97-56-3 611-006-00-3 202-591-2 0-aMNHO0a30ToNYyonN;

4-aMnHO-2'.3-anbleTunasobeH3on:
4-0-TONyNNa3o- 0-TONYNANH

6a 99-55-8 — 202-765-8 5-HUTPO-0-TONYNANH

7 106-47-8 612-137-00-9 203-401-0 4-xnopaHuunH

8 615-05-4 210-406-1 4-MeToKCM-N1-heHnneHgmamuH

9 101-77-9 612-051-00-1 202-974-4 4,4’ -meTUneHgnaMuH;
4.4' -apnamunHoaneHnnmeTaH

10 91-94-1 612-068-00-4 202-109-0 3.3- -ANXNOp6EH3NANH;
3.3 -guxnopaudernn-4.4' -nneHgnamunH

11 119-90-4 612-036-00-X 204-355-4 3.3'-AMMeTOoKCMbEeH3NANH;
0-ANaHN3NANH

12 119-93-7 612-041-007 204-358-0 3,3'-gumeTnn6eH3NamnH;
4.4-nN-0-TONYNANH

13 838-88-0 612-085-00-7 212-658-8 4.4' -MeTUNEeHAN-0-TONYNANH

14 120-71-8 — 204-419-1 6-MEeTOKCU-T-TONYUAUNH;
p-Kpe3nauH

15 101-14-4 612-078-00-9 202-918-9 4.4'-meTuneH-6mc-(2-xnopaHnmnH).
2.2'-guxnop-4.4' -meTuneH-guaHnnmH

16 101-80-4 — 202-977-0 4,4' -oKCNANaHNNNH

17 139-65-1 — 205-370-9 4,4' -TNOANAHUNNH

18 95-53-4 612-091-00-X 202-429-0 0-TONYWUANH.
2-aMUHOTONYON

19 95-80-7 612-099-00-3 202-453-1 4-meTun-/n-peHnnengnammy

20 137-17-7 — 205-282-0 2.4,5-TpumMeTUNaHUANH

21 90-04-0 612-035-00-4 201-963-1 0-aHU3NANH;

2-MeTOoKCMaHUINH
22" 60-09-3 611-008-00-4 200-453-6 4-amuHoazobeH30nN

" CAS Homepa 97-56-3 (Ne 5) n 99-55-8 (N? 6) B 6yayuwiem 3ameHAT Ha CAS Homepa 95-53-4 (Ne 18) u 95-80-7
(Ne 19).

bA30KpacuTenu, KOTopbie MOryT 6biTb Npeo6pa3oBaHbl U3 4-amMnHOa306eH30/1a NPU YC/IOBUSX HACTOALWEro MeToAa
B aHUNUH U (Mnn) 1.4-hbeHuneHanamuH. NpucyTcTBUE 3TUX KpacuTenein onpegensatoT no NCO 17234-2.

4 OCHOBHbIe NPUHLMIbI

Mocne o6e3xupusaHna obpasew, KOXn NogBepraT AeACTBUIO AUTUOHWUTA HATPVSA B BOAHOM 6ydhepHoM
pactsope (pH = 6) npu 70 °C B 3aKpbITOM cocyfe. AMUHbI, NOJTy4YEeHHbIE B NPOLIeCCe BOCCTAHOBUTENBHOMO pac-
WwenneHus. nepeeoasaT B a3y MeTUN-TpeT-6yTWI0BOro admpa NocpefcTBOM XUAKO(A3HON 3KCTpakuuu,
NCMOJIb3YA KN3€e/IbIyPOBYIO KOJIOHKY. DKCTPaKT METUN-TPET-6YTUI0BOr0 aghrpa KOHLEHTPUPYIOT NPU yMepeH-
HbIX YC/T0BUSAX B POTALMOHHOM BaKyyMHOM McnapuTesie 1 ocTaTok pacTBopsaloT B NOAXOAALLEM pacTBopuTerse B
3aBNCUMOCTY OT MeToAa, NPUMEHSEMOrO A/15 onpefesieHNs aMm1HOB.

OnpepeneHre aMMHOB BbIMO/IHEHO NOCPEACTBOM BbICOKO3(h(hEKTUBHOM XMUAKOCTHOWN XpomaTorpadum ¢
NpYMeHeHNeM Anofo-maTpuyHoro getektopa (HPLC/DAD), ToHKocnoliHo xpomaTtorpadgum (TLC. HPT1_C)n
[EeHCUTOMETPUYECKOro KONIMYECTBEHHOTO onpefeneHuns, KanuaaspHoi razosoi xpomatorpadun ¢ naameH-
HO-MOHM3AaLUNOHHBbIM AEeTEKTOPOM W/MNN Macc-cnektpomeTpuyeckum getektopom (GC/FID u/wnn MSD). nnn
KanunnspHeIM 31eKTPodhope3om € AMo[0-MaTpuyHbiM geTektopom (CE/DAD).

2
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AMWHbBI [O/KHBI 6bITh MAEHTUMLMPOBaHbI MO KpaiHen Mepe ABYMS pa3MyHbIMU XpoMaTorpatunyeckn-
MU MeToAamu, YTo6bl n3bexarb /IObIX BO3MOXHbIX OLIMGOK, BbI3BAHHbLIX MPUCYTCTBYHOLMMY BeLLecTBaMu
(Hanpumep, M30Mepbl aMUHOB, KOTOPbIE TaKKe MOTyT ObITb MAEHTU(ULMPOBaHbI). KonnyecTBeHHOe onpese-
neHve amunHa BbinonHAwT HPLC/DAD.

5 Tpeb6oBaHusA 6e30NacHOCTMU

5.1 Apomartmyeckve amuHbl 3-ro Kfacca OnacHOCTW OTHOCATCA UAWM MPeAnosioXUTeNbHO OTHOCATCA K
KaHLueporeHHbIM BelecTBam. J/lloboe obpalleHne ¢ aTMMK BelecTBaMm AO/HKHO OCYLLEeCTBAATLCA CTPOro B
COOTBETCTBUU C HALMOHA/IbHbIMU NpaBunamMm 34paBooxpaHeHnss 1 6e30MacHOCTU.

5.2 OTBETCTBEHHOCTb /ML, WUCMOJb3YHLWNX HACTOSLWMNIA MEeToA UCNbITAHUIA U yKa3aHHble BeLLEecTBa,
COCTOMT B NPUMEHEHUN Hagnexallero 6es3onacHoro o6opyaoBaHus.

5.3 J/labopaTopHas npakTuka Ao/KHa 6bITb cnegyowas. NMprMmeHeHre 6e30NacHON CTEKISIHHOWN Nocyabl
B laboparopuun, MHAMBUAYaIbHOTO pecnMpaTopa v MHAMBUAYa/bHbIX MepyaTok npu paboTe ¢ NopoLKoo6pas-
HbIMMW KpacuTensaMm 1 apoMaTnyeckMMy aMUHaMu.

5.4 PaboTy cnefyeT NpoBOAUTL B COOTBETCTBMM C HALMOHANBHBIMW U MECTHLIMW NpaBunamu 6e3onac-
HOCTMW.

6 Annapartypa

O6bl4yHOE 1 cneynduyeckoe nabopaTtopHoe o6opyaoBaHue criegyloLee.

6.1 CTeKIsAHHbI TEPMOCTONKNIA COCY/ C Fa30HENPOHULLAEMOLi MPOOKOWA.

6.2 HarpeatesibHasa nauTa ¢ necyaHoli 6aHelt (Mopckoii necok 0,1—0,3 MM) unn BoasiHasi 6aHsA ¢ Tep-
MOCTaTOM.

6.3 TepmomeTp c LeHoit aeneHus 0.5 °C. nsmepeHue temnepatypbl go 70 °C.

6.4 MepHble KOn6bl pa3fINyHO BMECTUMOCTH.

6.5 MonunponuneHosas UV CTEKNSHHAA KONOHKa1>C BHYTPeHHUM AviameTpom oT 25 40 30 MM 1 AINHO
oT 14040 150 MM, CO CTEKISAHHBIM (PUIBTPOM B BbIXOLHOM OTBEPCTUM U 3aM0/IHEHHASA MOPUCTBIM FPaHyInpo-
BaHHbIM KMN3Ee/brypoM.

6.6 MonunponuaeHoBbIi AN NOAN3TUNEHOBLIN WNPUL, BMECTUMOCTbLIO 2 CM3.

6.7 BakyyMHbli1 pOTaLMOHHbIN cnapuTerb.

6.8 lMwuneTtkn BMmecTumocTbio 10,5,2,1 cm3.

6.9 CBepx3ByKoBasi 6aHsA C TepMOCTATOM.

6.10 Kon6bl KpyrnofoHHble BMecTumMocTbio 100 cm3co cTaHfapTHbIM Wwavdgom NS 29132.

6.11 O6opygoBaHue ANA MHCTPYMEHTa IbHbIX aHa/IN30B:

- aBTOMatuuecknin annaukatop anss HPTLC unu TLC;

-fEeHCUTOMETD;

- kanunnsapHelii anektpocopes ¢ DAD;

- KanUNNsApHbIA ra3oBblii Xxpomartorpad), WMHXeKTop ¢ AgeneHnem/6e3 aeneHuns, npeanovyTUTENbHO ¢
MS/MSD;

- HPLC c perynatopom rpagueHTa, npegnoytutensHo ¢ DAD. nan HPLC-MS.

7 PeakTvBbl

Bce ncnonb3yemble peakTuBbl fOMKHbI UMETb KBa/IMPUKALMIO «Y. [. a.».

7.1 MeTunossblii cAnpT.

7.2 MeTun-tpeT-6yTUNOBbLIV achup.

7.3 HaTpuit AUTMOHUT, MUHUMasIbHas uncToTa 87 %.

7.4 BogHblli pacTBOp ANTMOHMUTA HaTpus. 200 Mr/cM3; TOTOBAT eXeHEBHO.

7.5 n-rekca.

7.6 AMUWHbI, NepeyncneHHble BTabnuue 1(HavBbicllan cTeneHb CTaHAAPTHOW YNCTOTbI).

' Extratut NT20 — konoHka, noctaBnsemas Merck, yxxe 3anofHeHHas KN3enbrypom, aBAsieTca NpUMepom noaxons-
e KOMOHKM, MMetoweiica B Toproene. 3Ta MHpopMauus npuseeHa ANs yao6CcTBa nosb3oBaTefieil HacTosALWero cTaH-
fapTa v He ABnsieTca ero tpe6oBaHveM. MoryT 6bITb MCNOMb30BaHbl PABHOLEHHbIE KOMIOHKW, €C/TIN OHWU NOoKa3biBalT COMNo-
CTaBUMble pe3ynbTaThl.
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7.7 WcxopHblii pactBop amnHoB (7.6): 400 mr/gm3B yKCyCcHO-3TU10BOM achmpe ansa TLC.

7.8 VicxopHblii pacTBop amunHoB (6.6): 200 mr/gm3B MmeTunoBom cnupTe ana GC. HPLC, CE.

7.9 BydhepHblii pacTBOp IMMOHHOKMCNOW connt, 0.06 Monb/am3. pH = 6.

7.10 CTaHAapTHbI pacTBop ANS KOHTPONSA npouecca noayvyeHnss amumHa: 30 MKr/cM3 pacTBoputens,
CBEXEeNpUroToB/IEHHbIN N3 UCXOAHbBIX PAcCTBOPOB (7.7 nnn 7.8) B 3aBUCMMOCTM OT aHA/IMTUYECKOro MeToa.

7.11 20 %-Hbli1 (06BbeMHbIV Bec) pacTBop NaOH B MeTunnosom cnupTe: 20 r NaOH pacTtBopstoT B 100 cm3
MeTWN0BOro cnupTa.

7.12 Bogano NCO 3696:1987.

8 OT60p M NogroToBka 06pasLOB

OT60p 06pa3LoB kKo — no NCO 2418. NogrotoBka 06pa3y,oB KOXM A8 aHanm3a — no MICO 4044. Ecnu
oT6op o6pasyoB no NCO 2418 He npeAcTaBnseTcs BO3MOXHbIM (Hanpumep, KOXW OT TFOTOBbIX M3fe-
nuin — o06yBK, ogexapl), To Nogpo6HOCTN 0T60pa 06pa3L,0B 40/KHbI ObITb OTPAXKEHbI BNPOTOKO/1E€ UCMbITAHWIA.
Cnepabl Knes [0o/XHbI 6bITh yAaNeHbl MEXaHUYEeCKUM NyTeM.

[nsa npoBeneHus aHanunsa 1,0 r UamMenbY4EHHON KOXM B3BELLUMBAKOT U KOJIMYECTBEHHO NEPEHOCAT B peak-
LMOHHBIN cocyg, (6.1).

9 MpoBeaeHve aHanIM3a

9.1 O6e3xunpuBaHue

1.0 r3MesnibYeHHOl KOXn 06pabaTbiBaloT B 3aKpbITOM cocyfe BMecTumMocTbio 50 cm3(6.1) c20 cm3rekca-
Ha (7.5) Ha cBepx3BykoBOi1 6aHe (6.9) npn 40 °C B TeueHune 20 myH. Cnoli rekcaHa cnusatoT. Koxy ToTyac obpa-
6aTbiBalOT Takum xe obpasom, Kak npexge, ¢ 20 cm3 rekcaHa. OCTaTOUHbIV rekcaH UcnapsaT B OTKPbITOM
cocype.

9.2 BoccTaHOBUTENbHOE pacwenneHune

17 cm36ydhepHoro pacteopa (7.9), npeaBapuTensHo nogorpetoro o (70 n 5) 9C. o6aBnsA0T Kk 06pasLy.
PeakumnoHHbI cocyg (6.1) repmeTuyeckn 3aKpbiBalOT U. NOCNE BCTPAXUBAHWS, BbIAEPXWUBAKOT B BbITSHXKHOM
LwKadyy Ha necyaHoli unn BoasiHoi 6aHe (6.2) B TeueHue (25 + 5) muH npy Temnepatype (70 1 2)sC. Temneparty-
pa 70 °C go/kHa 6bITb 4OCTUTHYTA BHYTPU peakTUBHOro cocyfa. 310 criefyeT KOHTPO/IMPOBaTb C NOMOLLbIO
[OMNONTHUTENBHOTO CoCyfia C TEPMOMETPOM BHYTPMU.

3arem gob6asnsaoT wnpuuem (6.6) 1.5 cm3BoAHOrO pactsopa ANTUOHUTa HaTpus (7.4) U cocyf BblAepXu-
BaloT B TeueHne 10 MuH npu Temnepatype 70 °C . [lanee fobasnsaioTewle 1,5cm3B0OAHOMO pacTBopa AUTUOHUTA
HaTpus 1 cocyf HarpeBaloT ellie 10 MUH. a 3aTeM OxX/1axalT 4,0 KOMHATHOV TemnepaTypbl BOAOM.

9.3 XwnpgkodasHas akcTpakumsa

Mcnonb3ys CTEKMAHHBIA NECTUK, peakLMOHHbI pacTBOpP 0CBO60XAAIOT OT BOJIOKOH KOXMW hUNbTPOBAHM-
€M Ha Kn3esibrypoBoii KosioHke (6.5) Takum obpa3om, 4To6bl abcopbLma KOMOHKOM npoucxoanna B TeYeHue
15 MUH.

B cocyg go6asnsioT 5 cmM3meTun-TpeT-6yTnnosoro acmpa (7.2) n 1 cm320 %-Horo pactsopa NaOH B
MeTunosom cnupTe (7.11) kocTaTky BO/IOKOH KOXUK. CoCyA 3aKpbIBaIOT Y BCTPSAXMUBAIOT 3HEPTUYHO U NEPEHOCAT
B KN3€e/IbIyPOBYIO KOJTOHKY (6.5).

MpombiBatOT peakTBHbI COCY/ C 0OcTaTka MM BOJIOKHa cHavana 15cm3,a 3atem 20 cm3meTun-TpeT-6yTu-
N0BOro adpa U NEpPeHOCAT B KU3e/IblypOBYI KOMOHKY A/11 BbIMblBAHWS aMWHOB. 3aTeM MNpOMbIBaOT
HenocpeacTBEHHO KOMOHKY 40 cM3MeTun-TpeT-6yTnI0Boro agmpa. NpombiBHONM pacTBOp co6upatoT B Kpyrio-
[OOHHY0 KON6y BMecTuMocTbo 100 cm3(6.10).

OKCTpaKT MeTUI-TpeT-6yTuNoBoro adupa crywarnT npubénmsutensHo Ao 1 cm3 (He nepecylwimBaTts!) B
BakyyMHOM poTaunoHHOM ncnaputene (6.7) B cnabom BakyyMe npu Temnepartype He 6onee yem 50 °C. OcTta-
TOK aghmpa 3aTeM ucnapsioT, NPUMeHsAs cnabblii NOTOK MHEPTHOTO rasa.

"6y epHblit pacTBop Ne 1.09437.1 000. nocTtaBnsemblii Merck, sBnsieTca npumMepom noAxoasuiero pactesopa, nme-
lowerocs BToproene. 3Ta MHopmauusa npusejeHa Ans ya06CTBa Nonb3oBaTe el HacCTOALWEro cTaH4apTa u He siBnseTcs
ero tpe6oBaHnem. PaBHoLeHHble 6ydepHble pacTBOPbl MOTYT GbITb MCMOMb30BaHbI, €C/TM OHU NOKA3blBAIOT CONOCTABNMbIE
pesynbTaThl.
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OCTaToK TOTHAC e NEPEHOCST B MEPHYIO KONBY BMECTUMOCTbIO 2 cM3(6.4) M JOBOAST 40 METKU METUIIO0-
BbIM CMIMPTOM (MM YKCYCHO-3TWUM0BbLIM 3chupoM anst TLC meToaa). STOT pacTBOP roTOB A/ UHCTPYMEHTa/IbHO-
ro aHanmsa.

9.4 TpoBepka aHaTMTUYECKOW CUCTEMDI

[nsa npoeepkn meToga onpegeneHus 1,0 cm3 cTtaHgapTHoro pacteopa (7.10) BHOCAT B peakLUOHHBINA
cocyg (5.1), cogepxawmii 16 cm3 nogorpetoro 6ycepHoro pacteopa (7.9). 3aTem BbINOAHAT nNpoLeaypsl,
M3/10KeHHble B 9.2, 9.3. Hopma M3BNeYEHNs [0/XHA COOTBETCTBOBATL C/IeAYHLINM MUHUMasbHbIM Tpebo-
BaHUAM:

- amuHbl Ne 1—Nu4. Ne 7. Noe 9—N9 17, No 20 n No21—70 %;

- amuH Ne 8—20 %;

- aMUHbI 18 n 19—50 %;

- amuHbl NeNo 5.6 122 (cm. cHocku B Tabnuue 1).

10 KanmbpoBka

[ns kanmbpoBKM NCNOMb3YHT CTaHAAPTHbIN pacTBop ¢ 30 Mkr ammHa/cm3pactBopuTens (7.10).
11 Xpomatorpadguueckme onpeaeneHms

11.1 OcHoBHOEe npaBsuio

MockoNbKy fonycKkaeTcs UCMO/b30BaTh pas/inyHbie TUNbl 060pyA0oBaHus, 06LMe napamMeTpbl He MoryT
ObITb YCTAHOB/IEHbI. lapameTpbl, NMpuBEAEHHbIE Aanee, 6Gblin YCMELWHO NMPOBEPEHbI U UCMO/b30BaHbl B
aHanmsax.

11.2 XpomaTtorpaduyeckne aHanumsbl NS KOIMYECTBEHHOTO M KaYyeCTBEHHOTO OnpefeneHuii:
BbICOKO3(hheKTUBHAA XNAKOCTHAA xpomaTorpadus (HPLC)

D/0EHT 1: MeTU/IOBBLIN CNUPT;

aneHT2:0,575 raurngpodocgara ammonHus + 0.7 rrmgpodpocdarta HaTpus B 1000 cm3Bogbl, pH = 6.9;
HenoAagwxHas ¢pasa: LiChrospher 60 RP-select B> (5 mkm) 250 * 4.6 mwm;

Temneparypa KosioHku; 40 *C;

pacxog: 0,8—1,0 c™m’ /MuH;

rpafmeHT: Hayano — 15%anteHTa 1. IMHelHoe yBennyeHne o 80% anteHTa 1B TeueHne 45 MuH;
o6bem npobbl: 10 MkaM3;

napameTpbl geTekTnposaHusa: DAD ¢ gnnHamu BosH 240,280 1 305 HM.

11.3 XpomaTtorpaduueckme onpegeneHnsa onsa kKa4ueCTBEHHOTo 06HapyXeHus

11.3.1 KanunnsipHas razoBas xpomaTtorpacdus (CG)

KanmnnapHas KosloHKa: cpeaHsis NossipHOCTb, Hanpumep, SE 54 unu DB 5. gnuvHa 50 M, BHYTpEHHUIA gna-
mMeTp 0,32 MM. To/IWMHA NNeHKN 0.5 MM..

nporpamMma UHXekTopa: ¢ feneHmem/6e3 geneHuns notoka:,

Temnepartypa nHxekropa: 250 °C..

TemnepaTypHas nporpamma: 70 °C B TeyeHune 2 MuH. fo 280 °C npu 10 °C/MuH, 280 °C B TeUyeHne 5 MuH;

netekrtop: MSD. ckaHupoBaHue Banana3oHe 45—300a. e. Mm.;

ras-HocuTenb: resuii;

06beM Npobbl: 1 MKAM3, 6e3 fefieHNss NOToKa NPOo6bl B TEYEHNE 2 MUH.

11.3.2 KanunnsipHblii anektpogopes (HPCE)

250 mkgm3ncnbiTyemoro pactsopa cmelumsatoT c 50 MkgM3HCI (¢ = 0.01 monb/gm3) nnponyckarT Yepes
MeM6paHHbIi chunbTp (0,2 MKM). DTOT pacTBOp aHaIM3MPYHT NOCPEACTBOM KanUNSAPHOIO 30HA/IbHOTO 3/1€K-
Tpodhopesa.

Kannnnsap 1: 56 cm. 6e3 NoKpbITUSA, BHYTPEHHW gnameTp 50 MKM. C yBENUYEHHOW A/IMHOI ONTUYECKOTO
nyTu;

Kanunnap 2:56 cm, ¢ NoKpbITUEM NONNBUHUAOBLIM cnupToMm (MBA), BHYTpeHHWI gnameTp 50 MKM. C yBe-
NIMYEHHON ANVHOW ONTUYECKOTO NyTK;

1 L»Chro3pher60 RP-select B aspnseTcs npyuMepoM NoAX0OA4SLWEro BelwecTsa, MMetLweroca B Toproene. 3ta uHgop-
mauua npusejieHa AN yao6cTBa nosnb3oBateneil HaCTOAWEro cTaHjapTa n He ABNsAeTcA ero Tpe6osaHnemM. PaBHOLEH-
Hble Bel|ecTBa MOryT 6bITb MCMO/Ib30BaHbI, €C/IN OHU MOKa3blBAIOT CONOCTABUMbIE pe3y/bTaThl.
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6ydepHbIi pacTBop: chocdaTtHbI 6ydepHblid pacTBop (¢ = 50 mmonb/gm3), pH = 2.5;

Temneparypa KonoHku: 25 °C;

HanpsxeHue: 30 kB:

NPOAO/IHKUTENBHOCTL UHBEKUNN: 4 C;

NPOAO/IXUTENbHOCTbL MPOMbIBaHUA: 5¢;

petektop: DAD c givHamun BonH 214.240,280. 305 HM.

11.3.3 ToHkocnoitHaa xpomatorpacus (TLC)

11.3.3.1 MnactuHkn (HPTLC): cunukarens ¢ I0OpPeCcUeHTHbIM uHAMKaTopom F 254, pasmep
20 x FOcwm;

06bem nccnegyemoro pactsopa: 5 MkAM3. HAHOCKMbIN B BUAE NNHUM aBTOMAaTUYECKMM annjinkaTopom;

NOABWXKHBI pacTBoOpuTe/b: X10pohopm/ykcycHas kucnoTa B cooTHowweHUN 90:10 06beMHbIX YacTeld.

11.3.3.2 MnactuHkn (TLC): cunukarens 60. pasmep 20 x 10 cM. 3aN0NIHEHHbIE SUEKM:

o6bem uccnegyemoro pactsopa: 10 MKAM3. HaHeCeHKe B BUAE TOUYEK aBTOMaTUYECKUM annimkaTopom,;

noABWXHbIV pacTBopuTenb 1: X/10podhopM/yKCYCHO-3TUNO0BLIM 3hnp/yKCyCcHas KNCA0Ta B COOTHOLLEHUN
60:30:10 06bEMHbIX HacTel;

NOABWXKHBIA pacTBOpPUTENb 2: XNOPOhOpPM/METUNOBBIN CNNPT B COOTHOLIEHNM 95:5 06beMHbIX YacTeli:

peaktn 1:0,1 % NaN02B KOH (c = 1 monb/am3);

peakTuB 2:0.2 %. anba-HadTon (C = 1 Monb/am3).

12 O6paboTka pe3ynibTaTtoB

KoHUeHTpaumMio aMvHa BbIYMCAAIOT HA OCHOBaHUN Nnowagei nuka MHANBUAY/IbHbIX aMUHOB, CCbINAsACh
Ha KOHUeHTpauwuio 30 MKr/Am3 rpynnbl aMnHOB AN15 Kanuoposku (7.10). CofepxaHue amrHa BblYMCAAIT Kak
MaccOBYH [0/110 W, Ml OTA,e/1bHOr0 KOMMOHEHTa/Kr KOXu, no hopmyne

w=h Py,

A,-T

A, — nnowagb nnka amnHa B obpasue, eAUHNLbI NIOLaAN:

P, — KOHUEHTpaLuMsa aMuHa B Ka/IM6POBOYHOM pacTBOpe, MKI/CM3;

V— ob6bewm, 40 KOTOpOro foBefeHa npoba B cOOTBETCTBUM € 9.3 (KOHEUHbI 06beM Npo6bl), CM3:
AK— njowaab nka aM1mHa B Ka/IMGPOBOYHOM pPacTBOpe, eAUHMULbI oW aau:

T — maccoBas fo1a 06pasua Koxu, cogepxaliancs B KOHeYHOM 06bemMe Npoobsl, T.

13 MpoToKoN ncnbITaHni

MpOTOKO NCMbITAHUIA AOMKEH COAEPXAaTb C/IeAyLLY0 MHhopMmaLmio:

- CCbIJIKY Ha HACTOALLMI CTaHAapT;

- TUMN. NPOUCXOXAeHNE N 0603HAYEHNE NPOaHaNN3MPOBAHHOIO 06pasLia KOXu Uam YacTu OT Hero:

- OTAesbHble UCNoNb3yeMble NpoLesypbl U MeToAbl, UCNOMb3yeMble A/ O6HapYXeHUs 1 onpeseneHns
(BTOpOI1 MeTOA, NCNOIb30BaHHbIA 4715 NOATBEPXKAEHNS MOMOXUTE/bHLIX Pe3y/1bTaToB);

- pe3ynbTaThl aHanM3a B MWIMrpamMmmax Ha kuaorpamm (cm. pasgen 12). 4ns amMUHOB, BHECEHHbIX B
OTAENbHbIV CMUCOK M COOTBETCTBYOLWMX CEAYIOWMM NAEHTUDMKALMOHHBIM TPEGOBAHUSIM:

B C/ly4yae, ec/in ypoBeHb COAEepXaHUsA aMUHOBOro KOMMoHeHTa < 30 Mr/kr:

CornacHo BbINOJIHEHHOMY aHasIn3y a3okpacuTesiv, U3 KOTOPbIX MNOJTyYeHbl MepeyYncsieHHble apomaTtmyec-
Kne aMuHbI, He 6bl/IM 0BHapPYXeHbI;

B C/lyyae, ec/in ypoBEHb COAEPXaHNA aMUHOBOro KOMNOHeHTa > 30 Mr/Kr:

PesynbTatbl aHanu3a nokasblBaloT, YTO NpeAcTaB/eHHas Koxa 6blna n3rotossieHa uwiam o6pabotaHa c
MCMNo/b30BaHNEM a3oKpacuTesiei, U3 KOTopbIX NOyYeHbl O4UH UK 6oee 13 NnepeynceHHbIX aMUHOB;

B C/lyYae, ec/im ypoBeHb cofepXaHus 4-amuHogndeHnn nmnu 2-Hacdptunamut > 30 Mr/kr:

Mpu cnob30BaHMM 3TOr0 aHASIMTUYECKOTO MeTo4a 06HapyXeHbl 4-aMUHOANMEHW nnnn 2-HadTuna-
MUH. 5e34,0N0NMHUTENBHON NHAYOPMALMN HE MOXET ObITb NOATBEPXAEHO, UTO a30KpacuTeNn, U3 KOTOPbIX MNOJTY-
YeHbl aMVHbl, 6bI/TV NCMO/b30BaHbI.
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14 TouyHOCTb MeToga

Cnepytowume faHHble (Tabnuvua 2) 6611y NonyyeHbl NPU COBMECTHOM UCMbITAHWN Pa3/inyHbIX BUAOB KOX
npu ncnonb3osanun HPLC ¢ DAD. O6pasubl 6bi1v 0To6paHbl cornacHo MICO 4044. Ans xugkodasHoi akc-
Tpakumm ncnonb3oBaHbl KOSTOHKM Merck, Tuna Extralut NT20 cepumn N4 11737.

Ta6bnuuya 2— MexnabopaTopHble UcnbiTaHUA. TOYHbIE flaHHbIe

O6pasel, 3HaueHue, MooTopsicMocTs /. CxopumocTb R,

o O6HapyXeHHble aMUHbI nrln iler nrla
BeH3ngunH 13.5 54 8.4

A 3.3 1pumeToOoKCMBEeH3NANH 15.4 4.4 6.4
3.3' pumeTnn6eH3namnH 20.5 7.1 9.5

BeH3ngnH 12.9 3.8 8.9

. 2-TOoNynauH 37.5 15.4 38.5
3.3 '‘aumeTnn6eH3nguH 25.6 8.0 17.0

¢ 2-TONynaunH 50.1 20.2 42.1

D BeH3nguH 16.5 3.0 7.1

MpunoxeHne OA
(cnpaBoyHoOe)

CBefleHnsa 0 COOTBETCTBUN CCbIZTOYHbIX MEXAYHAPOAHbIX CTaHAapPTOB
HaunoHanbHbIM cTaHgapTam Poccuiickoli Pegepauun
(n pelicTByOW UM B 3TOM Ka4eCTBO MEXrocyAapCTBEHHbIM cTaHgapTam)

Ta6nuuya AA1

O603HaueHNe CCbINOYHOTo CreneHb 0O603HayYeHne N HaMMeHOBaHNe COOTBETCTEYIOLLETO HALMOHA/IbHOTO
MeXAyHapoAHOro ctaHaapTa COOTBETCTBUSA cTaHfapTa
MCO 2418.2002 HoT FOCT 938.0—75 «Koxa. lMpaBuna npuemkn. MeTogbl oTbopa
npo6»
NCO 3696:1987 - .
NCO 4044:2008 Hor FOCT 938.0— 75 «Koxa. MpaBuna npuemkun. MeTogbl oT6opa
npo6»
NCO 17234-2:2011 — .

* COOTBETCTBYIOL NI HAUMOHANBHBIA cTaHAapT oTCyTCTBYeT. [0 ero yTBepXeHUs pekoMeHAyeTcs UCNoNb30BaTh
nepeBoj Ha PYCCKMIA A3bIK AAHHOTO MEX/AYHAapO4HOro cTaHgapTa. MepeBos AaHHOTO MEXAYHAapO4HOro cTaHaapTa Ha-
xoauTcsi B ®eflepasbHOM UHDOPMALMOHHOM (HOHAE TEXHUYECKUX PErfaMeHTOB U CTaHAApPTOB.

NMpumeuvaHune — B HacToAwed Tabnuue NcnoabL30BaHO crejyllee yC0BHOe 0603HaYeHne CTeneHn cooT-
BETCTBUA CTaHJapTOB:
- IDT — nageHTUYHbIE CTaH4apThl.
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