GEOEPANBLHOE ATEHTCTBO

NO TEXHUYECKOMY PEFYAUPOBAHUIO U METPONOIMN

HALWOHAMNBbHBIN rocT P
CTAHOAPT
POCCUNCKOMN 53149—
®EOEPALWUMU 2008

PbIBA, MOPCKMUE BECMNO3BOHO4YHbIE
U NPOAYKTbl UX NMEPEPABOTKU

KonuyectBeHHOe onpepeneHue cogepxaHus
BUoreHHbIX aMMHOB MeTOAOM BbICOKO3(hheKTUBHOMN
XWUOKOCTHOM XpomaTtorpadum

U3spaHue oduymanbHoe

B3 1—2009/628

Mockea
Cranpaptuncopm
2010


https://meganorm.ru/mega_doc/fire/opredelenie/18/apellyatsionnoe_opredelenie_rostovskogo_oblastnogo_suda_ot_113.html

rOCT P 53149—2008

MpeagncnoBue

Llenu v npuHuMnel cTaHgapTusaumm B Poccuiickoin ®epepaummn ycraHoBneHbl degepanbHbiM 3aKOHOM
oT 27 nekabps 2002 r. Ne 184-93 «O TexHUYeCcKkoM perynmpoBaHiny», a npasuna npumMeHeHnst HauoHanbHbIX
ctangapToB Poccuiickoit deagepaumm — FOCT P 1.0—2004 «Ctanpaptusauuns 8 Poccuiickon deaepaumun.
OCHOBHbI€ NOMOXEHNA»

CBefeHUA o cTaHaapTe

1 PA3SPAGOTAH ®IYIM «ATNaHTUYECKWiA Hay4YHO-NCCReaoBaTeNbCKAA MHCTUTYT PbIBHOro X035CTBa U
okeaHorpacumy (Pryr «ArnaHt HUPO»)

2 BHECEH TexHunyeckum kommuteToM TK 335 «MeToabl UCNbITaHWIA arponpoMbILLIEHHON NPOAYKLMUM Ha
6e3onacHoOCTbY

3 YTBEP)XOEH M BBEJEH B JEMCTBUE Mpukasom PegepansHOro areHTCTsa No TEXHUHECKOMY pe-
rynmpoBaHuio U MeTpornorum ot 18 aexkabpsi 2008 r. Ne 587-cT

4 BBEJEH BIEPBbIE

UHpopmayust 06 U3MeHeHUsIX K HacmosiuemMy cmarOapmy nybrukyemcs 8 exxe200Ho uzdasaeMoM UH-
gopmayuoHHOM ykasamerne «HayuoHanbHble cmaHdapmbl», @ MEKCm U3MeHeHUU U rorpasok — 8 exeMme-
CAYHO U30asaeMbix UHGhOPMaUUOHHbIX yKkasamersix «HauuoHaneHble cmaHdapmei». B cnydae nepecmMompa
(3aMeHbi) unu ommMeHsl Hacmosiueeo cmaHdapma coomeemcemeyrouiee ysedomiieHue bydem onybrnukosaHo
8 eXXeMeCsIYHO uzdagaeMoM UHhopMayLOHHOM ykazamene «HauyuoHanbsHele cmaHdapmely. Coomeemcmey-
rowjas uHghopmayusi, yeedomMrieHue U meKkecmabi pa3Melaromces makxe 8 UHhopMayuoHHoll cucmeme obujezo
r1on1b308aHUsi — Ha oghuyuarnsHom calime PedepanibHO20 azeHMemea 10 MexXHUYeCKOMy pe2yuposaHuio u
Memporioauu 8 cemu VIHmepHem

© CraHgaptuHdopm, 2010

Hacroswuin ctaHaapT He MOXeT GbITb NOMHOCTLIO MW YacTUYHO BOCNPOM3BEAEH, TUPaXKMPOBaH 1 pac-
npocTpaHeH B KadecTBe ouvumanbHOro usaaHus 6es paspelueHust degepansHoro areHTCTsa no TeXHUIECKo-
MY perynupoBaHuio U MeTponorum
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HAUWOHANBbHBIA CTAHAOAPT POCCUUCKOWN GOEREPALMUMU

PbIBA, MOPCKUE BECMNO3BOHOYHbLIE U NMPOAYKTbI UX NEPEPABOTKU

Konu4yectBeHHOe onpeaeneHue cogepXaHua GUMOreHHbIX aMUHOB MEeTOAOM
BbICOKO3(pheKTUBHOM XMAKOCTHOM XpoMaTorpaduun

Fish, marine invertebrates and products of their processing.
Quantitative determination of biogenic amines content by HPLC method

DNara BBeaeHna — 2010—01—01

1 O6nacTb NpUMeHeHuUA

Hacrosiuumid ctaHaapT pacnpocTpaHsaeTcs Ha pbiby, Mopckue 6ecro3BOHOYHBIE U NPOAYKTHI UX NepepaboT-
K1 1 yCTaHaBNMBaET MeToA onpedeneHus cogepkaHusi 6uoreHHbIX amuHoB (BA) (rucTamuHa, kKagasepuHa, nyT-
pecuuHa, TUpaMuHa, CnepMmnHa U cnepMuanHa) MeToaoM BbICOKO3(hEKTUBHOM XUAKOCTHON XpomaTtorpadun.

2 HopmaTtuBHbIe CCbINKH

B HacTosilem cTaHgapTe MCNomnb30BaHbl CChIIIKU Ha crefylolme cTaHaapThl:

MOCT P NCO 5725-1—2002 To4HOCTb (MPaBUMbHOCTb U MPELM3NOHHOCTb) METOAOB U Pe3ynLTaToB
nsmepeHuin. Hactos 1. OCHOBHbIE NONOXEHUS U U3MEPEHUs

FOCT P NCO 5725-2—2002 To4HOCTb (NpaBUILHOCTb U NPELM3UOHHOCTL) METOAOB N pe3ynbTaToB
n3mepeHunin. Yactb 2. OCHOBHOWM MeToA onpeaeneHns NOBTOPSIEMOCTU U BOCIPOU3BOAUMOCTU CTaHAAPTHOMO
MeToaa N3MepeHuin

FOCT P NCO 5725-6—2002 TouHOCTb (MPaBUMbHOCTL U MPELM3MOHHOCTL) METOAO0B U pesynLTaTtoB
naMepeHuin. Yacts 6. Vcnonb3osBaHue 3Ha4eHUn TOYHOCTW Ha NpakTuke

FOCT 61—75 PeakTtuBbl. Kucriota ykcycHas. TexHuyeckne ycrioBus

FOCT 199—78 PeakTuBbl. HaTpuii yKCYCHOKUCBINA 3-BoAHBIA. TexHU4eckue ycnosus

FOCT 1770—74 (MCO 1042—83, NCO 4788—80) Mocyna MepHas nabopatopHas CTeKkNsHHasA, Ln-
NUHAPBI, MeH3YpKK, Konbbl, Npobupky. ObLme TeXHUYecKe ycrnoBus

FOCT 2603—79 PeakTuBbl. ALETOH. TexHU4eckue ycnosus

FOCT 3118—77 PeaktuBbl. Knucnota consHas. TexHu4eckune ycnosus

FOCT 4166—76 PeakTtuBbl. HaTpuii cepHOKUCBIA. TexHUYeCKUe YCroBus

FOCT 4201—79 PeakTusbl. HaTpuin yrinekucnblil KUCHbIA. TEXHUYEcKne ycrosus

FOCT 4204—77 PeaktuBbl. Kucnota cepHas. TexHnyeckne ycrnosus

FOCT 4328—77 PeakTuBbl. Hatpusi ruapookuck. TexHudeckme ycnosust

FOCT 6709—72 Bopga anctunnupoBaHHas. TexHuueckre ycrnosusi

FOCT 6995—77 PeakTuebl. MeTaHon-s4. TeXHnYeckue ycrnosus

FOCT 9293—74 (MCO 2435—73) A3s0T razoobpasHblil U Xuakuin. TeXxH14Yeckne ycrosus

MOCT 12026—76 Bymara cunstpoBansHas nabopartopHas. TexHu4eckune ycriosust

FOCT 22300—76 PeakTuBbl. 3chupbl 3TUNOBLIA M BYTUNOBEIA YKCYCHOM KUCIIOTEI. TeXHU4eckve ycrioBus

FOCT 24104—2001 Bechl natopatopHble. O6LMe TexHUUeckne TpeboBaHUs

MOCT 25336—82 MMocyaa 1 oBGopyaosaHue nabopatopHble CTekNsiHHbIe. TUMbl, OCHOBHbIE NapaMeTpel
1 pasmepsl

FOCT 29227—91 (MCO 835-1—81) lMocyaa nabopatopHas cTeknsHHas. MNuneTku rpagyMpoBaHHbIe.
YacTb 1. O6wume TpeboBaHus

FOCT 29228—91 (MCO 835-2—81) lMocyaa nabopatopHas cTeknsaHHas. MuneTku rpagynpoBaHHbIe.
YacTb 2. MuneTku rpagyuposaHHele 6e3 yCTaHOBMEHHOTO BpeMeHU oxXuaaHust

U3paHve ocmumansbHoe
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M pwnmeyaHune—lpy NONb30BaHNN HACTOSILMM CTAHAAPTOM LienecoobpasHo NPOBEPUTL AENCTBUE CChIOY-
HbIX CTaHAApPTOB B MH(OPMAUMOHHOW cucTeme obWero nonb3oBaHusi — Ha oduumnanbHoM cavite PepepanbHoOro
areHTCTBa Mo TEXHWYECKOMY PEryNIMPOBaHUIO N METPONOTUK B CeTU MHTEPHET Nnn No eXerogHo n3gasaemomy nHgopma-
LIMOHHOMY YyKa3aTento « HaumoHarnbHble cTangapTbl», KOTOPLIN ONYGNMKOBaH NO COCTOAHUIO Ha 1 SHBapA TEKyLWero roaa, u
Mo COOTBETCTBYIOLUUM €XEMECSIYHO M3AAaBaeMbiM MHDOPMALUMOHHBIM yKa3aTensam, onyGnukoBaHHLIM B TEKYLLEM roay.
Ecnu ccbinoyHbi cTaHgapT 3aMeHeH (M3MeHeH), TO NPU NOSb30BaHWM HACTOAWMM CTaHAAPTOM cneayeT pyKOBOACTBO-
BaTbCHA 3aMEeHSIIOLLMM (M3MEHEHHbIM) cTaHAapPTOM. ECnmn cebiNOuHbIN CTaHgapT OTMeHeH Ge3 3ameHbl, TO NONOXEHNE, B KO-
TOPOM JAaHa CCbilKa Ha HEro, NPUMEHSIETCA B 4acTu, He 3aTparmBatowWwen 3Ty CCbInky.

3 TepMuWHBbI U onpeaeneHns

B HacTosilem cTanaapTe NpUMeHeHb! cneaytowme TepMuHbLl ¢ COOTBETCTBYIOLWMMI onpeaeneHuaMn:

3.1 pepuBatusauua: lNonyvyeHne NPou3BOAHBIX aMUHOB C 5-AuMeTUNaMuUHo-HadpTanMHCYNbMOHUN
xnopugom (garHcun-xnopugom, AHC-xnopuaom), obnagatowmx dpnyopecueHUnen.

3.2 AHC-npousBoaHble: CoeaAnHeHNA, NONyYeHHbIe B pesynbTaTe XMMUYECKOW peakuuu aMUHOB C
5-aumeTunamuHo-HadTanuHcynbLMoHNN Xnopuaom (aaHcun-xnopuaom, AIHC-xnopuaom).

4 CyuwHocTb MeTOAa

CylUHOCTb MeToAa 3akslovaeTes B 9KCTpakumm 6uoreHHbIX aMMHOB pa3baBneHHbIM pacTBOPOM TPUXIIOp-
yKcycHol kucnoTel (TXY) n3 romoreHuMsumpoBaHHON Npobbl, O4UCTKE 3KCTpakTa Ha MOHOOOMEHHOW cmore
Amberlite-CG50, npeakonoHoYHON AepuBaT3aumMm aMUMHOB AnA NONYyYeHUs1 UHTEHCUBHO hyopecUmpyIOLLIMX
MPOU3BOAHBIX C MOCIeAYOLMM KONIMYECTBEHHBIM onpeaeneHueM BblAeneHHbIX aMUHOB BbICOKO3(dheKTUBHOMN
XNOKOCTHON Xpomatorpaduen.

Mpeaen obHapyxeHns aMMHOB B aHanuU3npyeMbix npoaykTax ot 5 ao 50 mr/kr.

5 PeakTuBbl

A30T razoobpasHbiin 1 xxuakuii no FOCT 9293.

AueToHuTpun ana BOXX, oc. 4. (Hanpumep, npeanpuatus «Kpnoxpom», copt 0-2).

AuetoH no MOCT 2603, u. a. a.

Bymara cdunbTposansHasa nabopatopHas no FOCT 12026.

Boaa auctunnuposaHHas no MOCT 6709.

BonokHucThil kKBapLeBbin maTepuan (ksapuesas saTta) CKB no [1].

Hatpua rugpookucs no FOCT 4328, x. u.

HaTtpuir cepHokncnbin, 6essogHein, no FOCT 4166, 4. 4. a.

Kucnora TpuxnopykcycHas no [2], X. u.

Kucnota consiHas no FOCT 3118, ctaHaapt-tutp 0,1H.

KucnoTta ykecycHas, x. 4. no MOCT 61.

Kucnota nepxnopHasi, no HOpMaTUBHLIM JOKYMEHTaM.

Kucnota cepHas no FOCT 4204, x. J.

Hatpuin yrnekucnbiin kucnbii no FOCT 4201, x. u.

Hatpun ykeycHokucnbii no FOCT 199, x. u.

Hatpuia cepHokucnbiia 6e3soaHbiin, no FOCT 4166, x. v.

MeTtaHon no FOCT 6995, x. u.

Otunauetat no FOCT 22300, 4. 4. a.

ByTunmeTunoBbi acoup No HOPMATUBHBIM JOKYMEHTaM, X. Y.

5-aumeTunamunHo-HadTanuHcynboHUN xnopua, (aaHcun-xnopua) oupmel Merck nnm aHanorU4HbIA No
HOPMaTUBHLIM JOKYMEHTaM.

PunbTpbl 06e330mnbHbIe PO-PC-15 «cuHAA neHTa» no [3].

PunbTpbl M3 MTI, pasmep nop 0,20 Mkm, AnameTp 13 mm no [4].

CopbeHT Amberlite-CGS50, conpmbl Sigma Uim aHanornyHbIA Mo HOPMATUBHBLIM AOKYMEHTaM.

TupamuH, KagaBepuH, NyTpecuUuH, cnepMuanH, cnepMuH, MMCTaMUH UMK UX TMAPOXIopUaLI MacCoBOM
[onei oCHOBHOTO BellecTBa He MeHee 98 %.

JonyckaeTcs MCnonb3oBaHWe ApYrMxX peakTUBOB U MaTepuarnos Mo KayecTBY He HMKe YKasaHHbIX B Ha-
CTOsILLIEM CTaHaapTe.

2
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6 CpeacTtBa usmepeHun u obopyaoBaHue

Annapart ans BCcTpsixuBaHus npob nobon Mapku.

BaHsa BoagaHaa nabopatopHas ¢ MHTEPBANOM TeMnepaTtypbl HarpeeaHusa 25 °C—100 °C.

Becbl nabopaTopHble 06Lero HasHa4YeHUs BbICOKOTO UMK cneLuanbHOro knacca TOMHOCTU ¢ Hauborb-
wumM npeaenom easewmnsaHus 200 unm 210 r n ueHon aenenua 0,1 mr no FTOCT 24104.

Ucnaputens poTauMoHHbIA Moboit Mapkin.

Kononka xpomatorpaduueckas ans BOXKX, ¢ senuunHoi achcbekTnBHocTU He MeHee 5000 TeopeTudec-
KWX Tapenok no nukam onpeaensieMblX aMMHOB.

XpomaTtorpad XXuakocTHbIN N1o6oi Mapku ¢ hnyopumMeTpuIeckuM AeTEKTOPOM (ananasoH ANWH BOSH
B036yxaeHusa 300—350 Hm, peructpaumm 500—530 Hm).

Hacoc BogocTtpyiHein nabopatopHiiin no MOCT 25336.

Mukpousmenbuutens TkaHel noboi Mapku ¢ YactoTon 06opoToB He MeHee 8000 06/MUH.

LeHnTpudyra naboparopHas.

MoHomep yHuBepcanbHbii Nioboi Mapku.

Konbbl mepHble 2-50-2, 2-100-2 no MOCT 1770.

Mukpownpuupl Ha 100 mkn.

Munetkn 4-1-2 unn 5-1-2, 4-2-10 no NOCT 29227.

Munetkn 1-1-1, 1-1-2, 2-1-5 no NOCT 29228.

BopoHka cteknaHHas BPO 100-14/23 no MOCT 25336.

Kon6a 50-14/23 no MOCT 25336.

CTtakaH xumuyecknin B-1-100 unu B-1-150 no MOCT 25336.

CrakaHbl Ans B3selwwmsaHns (6rokebl) no FOCT 25336.

LWnatenu, cTeknsaHHbIe Nanoykun, CTEKIIAHHbIE Kanunnapbl.

[lonyckaeTca npuMeHeHne Apyrux CpeacTB U3MepeHuin  060pyaoBaHUs MO XapaKTePUCTUKaM U Kayec-
TBY HE HWXE YKa3aHHbIX B HACTOsILLEM cTaHaapTe.

7 lMpoBeaeHne NcNbITaHUA

7.1 MoAaroToBKa K UCMbITaHUIO

7.1.1 Ouuctka pacTBopUTenen

PacTtsoputenu nepesd aHanvM3oM MpPoBEpsIlOT Ha HanMuMe NpUMeEcei, MeLlatoLMX onpeaeneHnto aMmu-
HOB, 1, NP1 HEOBX0ANUMOCTN, AOMONHUTENBHO OYMLLIAIOT U NEPErOHSIIOT OBLLENPUHATEIMU METOAAMMN.

7.1.2 MpuroTtoBneHMe UCXOAHbLIX PacCTBOpPOB

FoTOBAT UCXOAHBIE PAcTBOPLI TMCTaMUHA, KadaBepuHa, NyTpecuuHa, TupamuHa, crnepmmHa U cnepmu-
AvHa, a Takke 1,7-OnamuHorenTaHa (BHyTPEHHero ctaHgapTa) MaccoBol KoHLeHTpaumeit 1 mr/cm3. [ins aTo-
ro Haesecky 0,100 r tHANBMAYanbHOro aMmnHa, B3BELLIEHHYIO C TOYHOCTbLIO 10 TPeThero 3Haka, KonMyecTBeHHO
nepeHocaT B MepHyto konby Ha 100 cm® u goeoaaT ac meTku 0,2M pacTBOPOM CONsAHOM KMcnoTel. Mpu uc-
NoNb30BaHUU MAPOXIOPMAOB aMUHOB HEOBXOAMMO NEpecUNTLIBaTL Maccy HaBeCckU C y4eTOM KonudecTsa
Mornekyn ruapoxnopuaa. Hanpumep, macca HaBecok rmapoxnopuaos aMmMHoB Ans npurotosneHns 100 cm®
pacTeopa:

ructamungurngpoxnopug — 0,166 r;

nyTpecumHaurungpoxnopug — 0,183 r;

KagasepuHaurngpoxnopug — 0,171 r;

cnepmuanHTpurngpoxnopug — 0,175 r;

cnepmuHTeTparugpoxnopug — 0,172 r;

TupamuHrugpoxsopug — 0,126 r.

M pwumeyaHune— mapoxnopmabl GUOrEHHBIX aMMHOB AOMXKHbI OblTh BbICYLLIEHbI B TEYEHWE CYTOK B 3KCUKaTope
Haf, KOHLEHTPUPOBAHHON CEPHOMN KUCIIOTON.

7.1.3 MpurotoBneHue rpagyupoBOYHbLIX PacTBOPOB

paaynpoBOYHLIE PacTBOPLI FOTOBAT U3 CTaHAAPTHBLIX PACTBOPOB. [ 3TOro B MepHble konbbl BMecTU-
mocTbio 100 cm3 otmepuBsatot no 0,5; 1,0; 2,5; 5,0 1 10,0 cm3 kaxaoro amuHa 1 aosoaat o6bem 1o MeTkmn 0,2M
pacTBOPOM COJISIHOWM KUCTOTLI. [Nony4yaloT rpagaynpoBoYHbIe PacTBOPLI C MAaccoBON koHLeHTpauuei no 0,005,
0,010, 0,025, 0,050 1 0,100 mr/cm3 KaXKAOro amuHa.
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7.1.4 TMpuroToBneHue aueTaTHoro 6ydepHoro pacTeopa

8,2 r aueTata HaTpPUsA NEpPeHOCAT B MEpHYHo konby Ha 1000 cm3, 0o6aBnsAT 6 cM® YKCYCHOM KUCOTHI 1
[0BOAAT 00 METKUM AUCTUNNMpOBaHHOW BoAoi. 3HaueHne pH GydepHoro pacTBopa AOMKHO COCTaBMATb
4,7 £ 0,1. PerynupytoT pH 1M pacTBopom rugpoKkcuaa HaTpust Ui YKCYCHOM KUCMOTOM.

7.1.5 MpuroToBneHue pacTBopa YKCYCHOW KUCNOThI MONAPHON KOHLeHTpauuein 0,02 monb/am3

1,2 T YKCYCHOW KUCTNOThI NOMEeLLatoT B MepHY'Ho konby Ha 1000 cm3 1 oBoaaT 06bem [0 METKU AUCTUNNN-
pOBaHHOW BOLOMW.

7.1.6 MpuroToBneHne pacTBopa COMNSAHOM KUCNOTLI MONSIPHON KOHUeHTpauuen 0,2 monu/am3

7,3 T COMAHOM KICMOThI NOMELLAT B MepHYyto konby Ha 1000 cm® 1 goBoasaT o6beM A0 MeTKM AUCTUNMN-
pOBaHHOW BOLON.

7.1.7 MpuroToBneHue pacTBopa 5-auMeTUNaMmuHo-HadpTanMHcynbdoHUn-xnopuaa (AaHcunxno-
puvAaa) KoHUeHTpauuen 5 mr/icm3

50,0 Mr gaHcunxnopuga B3BeLINBAOT C TOYHOCTbIO A0 AecATbIX A0Oei, NOMeLLaioT B Konby BMecTUMoc-
Thio 20—25 cm® 1 gobasnawoT 10 cm® aueToHa.

7.1.8 MNoarotoBkKa konoHku ¢ Amberlite CG-50

2,0 1 noHooBMmeHHol cmonbl Amberlite CG-50 sanuealoT 50 cm3 auertaTHoro GydepHoro pactsopa
no 7.1.4 v BbIAEPKMBAKOT B TeueHue 24 4, nocrie Yero 3anorHsoT KOSIOHKY U AaloT cTeydb anaTty Takum obpa-
30M, 4TOBbI Hag crnoeM copbeHTa ocTaBarnock He Gonee 3 MM pacTeopa, npunueatoT 50 cm® pacTBopa cons-
HOWM KUCNOTbI MOMSAPHOM KoHLUeHTpauuen 0,2 Monb/ams3, AatoT CTeub pacTBOPY, HO He AOoNYCKaT BbIChIXaHWA
KOMNOHKM 1 npunueatoT 100 cms BydepHoro pacTeopa.

7.2 MpoBegeHne UCNbITaHUA

7.2.1 BblaeneHne 6UOreHHbIX aMMHOB U3 NpoAyKTa

Hagecky npoaykta maccoit 10 r noMeluaioT B konby BMecTUMocTbio 100 cm3, o6aBnAT BHYTPEHHUIA
cTaHaapT o6bemom 1 cm® u aoBoasaT Ao MeTkn 10 %-HbIM pacTBOPOM TPUXIIOPYKCYCHOI KUCTOThI. 3aTeM romo-
reHU3UPYIOT NOMYyYEHHYIO CYCreH3nio B TedyeHue 1—2 MUH co ckopocTbio He MeHee 8000 06/MuH. MonyyeHHyio
cMechb PUNbTPYIOT Yepes cknagdyaTbld PUnbTp.

7.2.2 OuucTtka cpunbTpaTa Ha KONMOHKe ¢ MIOHOOGMeHHOM cmonon Amberlite CG-50

B kon6y BMecTMMoCTbIo 50 cm3 npunueatoT 4 cm3 counstpatano 7.2.1, 0,4 cm3 pacteopa ruapookucu Ha-
TPUsi MaccoBoiA koHUeHTpaumeit 20 % u 30 cm® aueTaTHoro 6ydepHoro pacteopa. pH pacteopa AomkeH 6biTb
4,7 £ 0,1. MNoaroToBnNeHHLI TakuM 06pasom pacTBOpP OCTOPOXHO HAHOCAT Ha KOMOHKyY no 7.1.8. MpomeisaroT
konoHky 30 cm® aueTtatHoro 6ydpepa, nocne yero anoupyoT amuHbl 0,2M pacTBOPOM COMAHON KUCTOThI 06 be-
mMom 20 cm3. 5 cm3 antoaTta nomeLLaoT B KpYrmoAoHHYH0 KONy BMeCTUMOCTbH0 50 cm3 1 BbINapuBatoT Ha poTop-
HOM Ucnaputene gocyxa npu TemnepaType He Bbiwe 60 °C.

7.2.3 Nonyyenue JHC-Npon3BoAHbIX BblAeNeHHbIX 6UOreHHbIX aMUHOB

K cyxomy ocTatky, nosiydeHHomy no 7.2.2, npunusatot 0,1 cM® HacblweHHoro pacteopa 6ukap6oHaTa Ha-
Tpua (pH 8,5—9) 1 1 cm3 auetoHoBoro pactsopa [JHC-xrnopuaa ¢ koHueHTpauuen 5 mr/cm3. Kon6y sakpbisatoT
KPBILWKOW, CMECb OCTOPOXHO NMEPEMELLMBAIOT U BbIAEPXUBAIOT Npu Temnepatype 55 °C B TevyeHue 14 B Tem-
HOM MecCTe, Nep1Moandecky noMeLLnBas. 3ateM oxaxaatoT U akcTparupytoT JHC-npoussogHble 6yTunmeTn-
noBbIM 3hUpoM Tpwkabl Mo 5 cMm3, 06beaNHEHHbIA IKCTPaKT BLICYILIMBAOT, Nponyckas depes unbTp ¢
6e380AHbIM CynbdhaToM HaTpuUs, NOCHEe Yero BbiMapyMBalT Ha POTOPHOM UchapuTene Npy TeMnepaTtype He
Bbiwe 30 °C. Cyxoit ocTaTok pacTBopsloT B 1 cm3 aueToHuTpuna. MsMepeHus BLINOMHAIOT HemeaneHHo, npu
3aaepxke namepeHun bonee yem Ha 10 MUH nocre Npoueaypbl MOMyYEHUA aHaNn3 NOBTOPSAOT 3aHOBO.

7.2.4 NpurotoBneHue AHC-npon3sBOAHbIX UCXOAHLIX PacTBOpPOB

Ona nonyyenuna OHC-nponsBoaHbIX MCXOAHBLIX PACTBOPOB GUOreHHbIX aMUHOB 1 cM3 kaxaoro ctaHgap-
THOro pacTtsopa no 7.1.2 Beinap1BaloT Ha POTOPHOM UcniapuTene Aocyxa npu Temnepatype He Bbiwe 60 °C,
nocne 4yero NPoBOAAT NpoLeaypy AepyuBaTusauuu no 7.2.3.

7.2.5 MNpurotoBneHune [JHC-npousBoAHbIX IPaAyUPOBOYHbIX pacTBOPOB

Lina nonyveHust rpaayMpoBoYHbIX pacTeopos [AHC-nponsBoaHbIX GoreHHbIX aMuHoB 1 M3 kaxagoro rpa-
AynpoBOYHOro pacTeopa no 7.1.3 BbinapuBaioT Ha POTOPHOM Ucnaputerne gocyxa npyu temnepaTtype He Bblllue
60 °C, nocne Yero nposoaaT npoueaypy AepuBatusauum no 7.2.3.

7.2.6 OnpeageneHue cogepXaHusi GUMOreHHbIX aMUHOB

7.2.6.1 Ycnosus xpomMaTorpacgupoBaHusa

Ycnosus npoBegeHust XxpomaTorpadudeckoro aHanusa nogbupaloTcs B 3aBUCMMOCTU OT BAa NpUMEHSI-
€MOro XXUAKOCTHOro Xxpomarorpacda u xpomartorpacgpuieckon KONOHKU.

MpumepHble ycrioBus xpoMaTtorpaduyeckoro onpeaeneHns 6MoreHHbIX aMUHOB:
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KuagkocTHoi xpomaTtorpad Shimadzu LC-2010A ¢ nyopecueHTHbIM geTektopoM RF-10A.

KonoHka anuHoit 250 mm 1 auametpom 4,6 MM ¢ obpalleHHoi chasoid C18, pasmep yacTuy 5 Mkm.

MoaswxkHas casza: aueToHUTpUn, metaHon, 0,02M pacTBOp YKCYCHOM KACMOTHI.

MpapueHT: auetoHUTpun — ot 30 % A0 50 % B TeyeHre 30 MUH.

MetaHon ot 30 % a0 50 % B TeyeHune 30 MUH.

0,02M pacTtBop ykcycHo# kucrnotel — ¢ 40 % ao 0 % B TeyeHune 30 MuUH.

OnuHa BonHbl Bo36yxaatolero ceeta 337 HM, aMuccum — 520 HM.

CkopoCTb 3/MoMpoBaHns: 1 MI/MUH.

O6bem BBOAMMOW NPOOLI: 20 MKI.

7.2.6.2 'pagyupoBka xpomarorpada

pagyvpoBky xpomaTorpada NpoBoAAT, UCMONb3YS AepuBaTHbIEe rPpafyMpOBOYHbIE PacTBOPbLI, MPUro-
TOBMeHHble No 7.2.5 ¢ fobasneHMeM BHYTPeHHero cTaHaapTa. B kayecTBe BHYTpeHHero ctaHgapTa UCNosb3ay-
0T 1,7-auamuvHorenTaH.

B ycnoBusx, No3BonsoWmMx pasaenntb Bce COCTaBHbIe BelllecTBa kanMbpoBovHou cmecu (cMm. 7.2.6.1),
3anMChLIBalOT HE MEHee Tpex XxpomaTtorpamMm Anst Kakaoro pacteopa.

OnpepenstoT cpegHeapudmeTndeckoe 3HavYeHne nioLaan MUKOB KaXKAoro aMmuHa, paccyuTaHHoe U3
TpeX XxpoMaTorpamm.

OTaenbHO 3anuekiBatoT Mo ABe XpoMaTorpaMMbl st KaXaoro amuHa Anst onpeaerneHust BpeMeHun yaep-
XMBaHUS, UCMONb3ysl AepuBaTHbIE UCXOAHbIE PAaCTBOPbI, MPUIOTOBMEHHbIE MO 7.2.4, 0ObeM UHXeKuun
1—2 mKkn.

Ha ocHoBaHUu Nony4eHHbIX AaHHbIX MPOBEPSAOT CTabUNbHOCTL 3HAYEHWIA BpeMEHW yAepXKUBaHNA aMu-
HOB W paccUMTLIBAOT rpadynpoBOYHbIe KO3(MULIMEHTDI.

CXoaAnMOCTb 3HaYEHUN BPEMEHN YAEPXNBaAHNS CHNTAIOT YAOBNETBOPUTENBHOM MPU OTKITOHEHUN 3HaYe-
HWUIA BpeMeHU yaepXnsaHus He bonee yem Ha 5 %.

MpagyvpoBouHbIi koadduLneHT K, onpegensieMblii 3KCnepumMeHTanbHO B 3aBUCUMOCTU OT BbIBpaHHbIX
YCroBUIN AeTeKTPOBaHUs No XpoMaTtorpaMmme cTaHgapTHOW cMeck BMOreHHbIX aMUHOB, BKITlovatoLwen 1,7-au-
amMuHorenTaH, Ans Kaxaoro amuHa BelYUMCNAT no dopmyne

K="nS2 (1)
mZSn,

rae m,— Macca BBeAeHHOro aMvHa, MKT;
S, — nnowaab nuka BHYTpeHHero ctaHaapTa, yen. eq.;
m, — Macca BHYTPEHHEro ctaHaapTa, MKr;
S, — nnowaab nvka WHAUBMOYanbHOro MOMLMKIMYECKOoro apomartudeckoro yrnesopopoaa (MAY),
ycn. eq.
pagyvpoBoYHbIN KoadbduULUMeHT K paccunTbiBaloT ANl KaXA0ro KOMMOHEHTa Kaxaoro pacrteopa. Ero
3Ha4YeHUs He OOSMKHBI OTNMYaTbLeA oT cpeaHeapudmeTndeckoro 6onee yem Ha 10 %.
7.2.6.3 MNpoBeaeHWe U3MepeHnin
AHanuanpyemble pacTBopbl xpomaTtorpadvpyoT ABaxKAbl B OAMHAKOBBIX YCIOBUSIX.
OnpepaeneHne cogepXxaHnsi BUOreHHBIX aM1MHOB NPOBOASIT METOAOM BHYTPEHHEro cTaHaapTa.

8 O6paboTka pe3ynbTaToOB UCNbITAaHUN

Ha ocHoBaHuM nony4eHHbIX AaHHbLIX onpeaenstoT MacCcoBYHO KOHLIEHTpaLMio X, KaXaoro amuHa, Mr/kr, B
npogykte no copmyne

X, = MerK(S; /SI\; ~S5184) )

rae m,, — Macca BHyTpeHHero ctaHaapTa, BBedeHHoro B npoby npoaykra u npoby KoHTpomnbHOro obpasua,
MKT;
K — rpagyvpoBoYHBIi kKoaduLmeHT, ycTaHoBMREeHHbIN no dopmyne (1);
S, — nnouwagb nuka aMmiHa Ha Xxpomatorpamme npoGbl NpoaykTa, yen. ea.;
S, — nnouwlaas nuka aMmiHa Ha Xpomarorpamme npobbl KOHTponbLHOro obpasua, ycn. eq.;
S; — nnowaab nNuKka BHyTPeHHero cTaHaapTa Ha XpomaTorpamme npobbl npoaykTa, yer. ea.;
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S,—nnowaab nNuka BHYTPEHHEro cTaHJapTa Ha xpomaTorpamme Npobbl KOHTponbHoro obpasua,
ycn. eq.;

M — macca HaBecku, B3ATas 419 aHanuaa, r.

Pe3ynbTaTbl OKpYrnsioT A0 AecATbIX AoNen Lenoro yucna. 3a okoH4yaTenbHbIN pesynbTaTt ucnbitaHus X
NPUHUMaIOT cpeaHeapudmeTUyeckoe AByX NapannenbHelx onpeaeneHnin X, u X, ¢ TeMm e YMCcnoM sHadalumx
undp.

PesynbTaT aHanusa npeactasnsioT B Buge (X + A), mr/kr npu P = 0,95,
rae X — cpeaHeapudmeTuyeckoe ABYX napannenbHblX onpeaeneHnii;

A — rpaHuua nHTepBana, B KOTOPOM abContoTHas MOrpeLLUHOCTL U3MEPEHUA HaXoOWUTCA ¢ A0BEPUTENb-
HoM BeposiTHOCTBIO P = 0.95.

XapaKkTepucT 1Ky NorpeLlHOCTI BEIYUCNISAT No hopmyne

A = 0,018X, (3)

roe 8 — rpaHula uHTepBaana, B KOTOPOM OTHOCUTENbHAsA NOrpeLlHOCTb U3MEPEHNIA HAXOAUTCSA € JOBEpUTENb-
HOW BeposATHOCTLIO P = 0,95.

9 TpeGoBaHMA K TOYHOCTU pe3ynbTaToB UCMbITaHUN

9.1 O6wue nonoxeHus

To4HOCTb (NPaBUIbHOCTL N NPELM3NOHHOCTL) Pe3ybTaToB aHanusa onpeaensiioT B COOTBETCTBUN €
TpebosaHuamn FOCT P NCO 5725-1, TOCT P UCO 5725-2, TOCT P UCO 5725-6.

9.2 MeTponoru4yeckue XxapakTepucTmku

MeToa obecneunsaet nonyvyeHne pe3ynbtatoB U3MepeHnsa ¢ MeTposIorm4eCKUMn Xxapakrepuctmkamm,
He npesBbilaownmMmmn 3Ha4YeHuN, npueeaeHHbIX B Tabnuue 1.

Tabnuua 1

MpaHuua MHTEpBana, B KOTOPOM
OnpepensiemMbiii KOMIOHEHT OTHOCUTESIbHAA NOrPeLHOCTL n Moene
1 AManasoH ero uaMepeHuid, HaXoAUTCS € I0BEPUTENBHON OBTO! Hpe?:(;w e socn owsag ﬁmj:)cm R %
Mr/Kr BeposiTHOCThO P = 0,95 P 7o P A v e
8, %
mctamuH 19 18 41
MyTpecuyvH 18 17 38
KapaeepuH 21 20 42
CnepmuH 28 26 46
TupamuH 26 25 39
CnepmnguH 22 21 40

10 MMpoTokon ncnbiTaHNK

MpoTokon UCNbITaHNIA AOMMKEH coaepXaTb CReayoLyo HdopmaLuuto:

BCto nHpopmaLmio, Heobxogumyto 4ns McHepnelBatowWwen aeHTUgmKaunm Npobbi;

MeToa UCNBITaHWUA 1 onpeaensieMblid SfIEMEHT CO CChINIKOM Ha HAaCToALWMIA CTaHaapT;

peaynbTaTbl UCMLITAHWIA C yKazaHUeM eQNHNL, U3MEPEHUIA;

aaty ot6opa npobbl 1 cnoco® oTbopa (ecnm oOH U3BECTEH);

OaTy OKOHYaHWsi MTPoBeAEeHNS UCTIbITAHWI;

nHpopMaLMo O BbINOMHeHUN TpeboBaHUiA K MOBTOPAEMOCTU pesybTaTos;

BCe JeTanu NpoBeAeHNUs UCMbITAHWUIA, He OrOBOPEHHBIE B HACTOSALLEM CTaHaapTe WK He cuMTarwmecs
obs3aTensHBIMK, a Takke BCe MHLMAEHTEI, HabnoaasLLMecs Npu NpoBeaeHNM UCMbITaHUA, KOTOPbIE MO Mo-
BMUATbL Ha KOHEYHbIA pesynbTarT.
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