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Mpeavcnosne
Llenun, oCHOBHblE MPUHLMMNbLI U OCHOBHOM NOPAA0K NPOBEAEHUA PAa6OT MO MEXToCcyAapCTBEHHON cTaHAap-
Tnsaumm yctaHosneHbl FOCT 1.0—92 «MexrocygapcTBeHHaa cuctema craHgaptusanmm. OCHOBHbIE NONoXe-
Hua» 1 FTOCT 1.2—2009 «MexrocyfapcTseHHas cuctema ctaHgaptusauumn. CtaHgapTbl MEXrocy4apCTBEHHbIe,
npasuia v pekoMeHAaLMN No MeXrocyjapCTBEHHOW cTaHaapTu3auuu. MpaBuna paspaboTku, NPUHATUS, NpuMe-
HeHVsA. 06HOB/IEHUSA Y OTMEHbI»

CBefeHua o cTaHgapTe

1 NOArOTOBNEH ®epepasnbHbIM rOCYAapCTBEHHBIM YHUTAPHBIM NPeAnpUATUEM «ATIaHTUYECKUiA Ha-
YUYHO-MCCNEef0BaTENbCKAN UHCTUTYT PbIBHOrO X0351cTBa M okeaHorpadgmmu» (Pryr «AtnaHt HAPO»)

2 BHECEH ®epgepasnbHbIM areHTCTBOM MO TEXHUYECKOMY perynvpoBaHuio 1 metposorum (PocctaHaapT)

3 NMPUHAT MexrocyfapCTBEHHbIM COBETOM MO CTaHA4apTU3aLmmn, MeTposaorum n ceptudmkaumnmn (NpoTo-
kon ot 1okTabps 2012 r. Np 51)

3a npuHATME NPOronocoBasiu:

KpaTkoe HavmeHOBaHMe CTpaHbl Kog, cTpaHbl CokpallieHHOe HaMMeHOBaHVe HaLMoHaIbHOro opiana
no MK (MCO 3166)004-97 no MK (MCO 3166) 004-97 no ctaHgapTM3auum

ApmeHus AM MuH3koHOMUKN Pecny6nunkun ApmeHus

Benapycb BY FocctaHpgapTt Pecny6nukn Benapycb

KasaxcTtaH Kz Focctanpapt Pecny6nukn KasaxcrtaH

Kuprusua KG Kbiprei3ctaHgapT

MongoBsa MD Monpoaa-CtaHgapT

Poccusa RU PoccTtaHpapTt

Y36ekucraH uz Y3ctaHgapT

4 Tpukasom defepasibHOrO areHTCTBa Mo TEXHUYECKOMY peryiMpoBaHunio U MeTposorum ot 29 Hosbps
2012 r. Ne 1625-cT MexrocyaapcTBeHHbIi cTaHAapT FOCT 31789—2012 BBeeH B ieliCTBME B KA4eCTBE HaLU-
OoHasbHOro ctaHgapta Poccuiickoin ®epepaunm ¢ 1 niona 2013 1.

5 HacTtosiwuii ctaHaapT NOArOTOB/IEH HA OCHOBE npumeHeHusi TOCT P 53149—2008

6 BBEJEH BIMNEPBbIE

MHpopmaums 06 U3MEHEHUsIX K HACTosLLeMy CTaHAapTy Ny6MKyeTCs B eXerogHoM UH(DOpPMaLIMoH-
HOM yKasaTesie «HauuoHa bHble CTaH4apTbi» {0 COCTOsAHMIO HA 1 AHBaps TeKyLEero roga), a TekcT us-
MeHEeHMii 1 NMONPaBOK — B €XXeMeCAYHOM MH(POPMALMOHHOM yKaszaTesie «HaunoHabHble cCTaHgapThi». B
c/lyyaB nepecMoTpa (3ameHbl) UM 0TMeHbl HACTOSALLEro cTaHAapTa cooTBeTCTBYloLee yBefoMIeHe
6yneT ony6/MKOBaHO B eXeMeCsiUHOM MH(DOPMaLVOHHOM yKasaTene «HauuoHanbHble CTaHgapThi». Co-
0TBeTCTBYWAs MHPOpMaLMS, YBEAOM/EHNE N TEKCTbl pasmMelLanTCcsl Takke B MH(OPMaLWOHHO cuc-
TemMe 06LEero nosfb3oBaHus — Ha ouLMa/bHOM caiiTe defepanbHOr0 areHTCTBa N0 TEexXHUYECKOMY
perynupoBaHuo 1 MeTponorum B ceTu VIHTepHeT

© CrtaHgapTuHdopm. 2014

B Poccuiickoit ®efepalyum HacTosLLUIE CTaHAAPT He MOXET ObITb NOMTHOCTbIO UM YACTUYHO BOCNPOU3BE-
[€H, TVPaX1poBaH 1 PacrnpocTpaHeH B KayecTBe OhMLMANbHOMO U3fhaHnst 6e3 paspelueHusi deaepasbHOro
areHTCTBa Mo TEXHUYECKOMY PEerysiMpoBaHuio 1 MeTposiorim
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M E X T OCUVY 4APGC CTUBETHHBbB 1 CTAHOAPT

PbIBA, MOPCKME BECMO3BOHOYHbLIE U NMPOAYKTbI MX MEPEPABOTKN

KonuyecTtBeHHOe onpejesieHne cofepxaHus 6MOreHHbIX aMUHOB METOA0M
BbICOKO3( D EKTUBHOI XUAKOCTHOI XpomaTorpadguu

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

fNaTta BBegeHns — 2013—07—01

1 O6nactb NpUMeHeHUs

HacTosilmii cTaHfapT pacnpocTpaHseTcs Ha pblby, MOpckue 6ecno3BOHOYHbIE U MPOAYKTLI MX Nepepa-
60TKM 1 yCTaHaBIMBaET METO, ONpefeieHns cogepXxanHus 6rnoreHHbix ammHoB (BA) (rucTamuHa, kKagaBepuHa,
nyTpecuuHa. TupaMuHa. ChepMuHa W ChnepMuiuHa) MeToAOM  BbICOKOIMMEKTVBHOW  XWAKOCTHOW
Xpomartorpaduu.

2 HopmaTuBHbIE CCbIKU

B HacTosilLeM cTaHAapTe KCno/ib30BaHbl HOPMATUBHbIE CCbIJIKM Ha cnefyowmne cTaHaapThl:

FOCT NCO 5725-1—2003 To4HOCTb (MPaBUAbHOCTb U NPELN3NOHHOCTL) METOAOB M Pe3y/bTaToB N3Me-
peHuii. YacTb 1. OCHOBHbIE NOMOXEHWA U ONpeaeneHuns

FOCT NCO 5725-2—2003 ToYHOCTb (MpaBUIbHOCTb U NPELN3NOHHOCTL) METOAOB U pe3y/ibTaTtoB U3Me-
peHuii. YacTb 2. OCHOBHOI MeTog, onpeaeneHns noBTopAeMOCTU U BOCNPOU3BOANMOCTM CTaHAapPTHOrO MeTo-
Aa n3mepenuii

FOCT NCO 5725-6—2003 To4YHOCTb (NPaBWU/IbHOCTb U MPELM3NOHHOCTb) METOL0B U pe3y/bTaToB u3mMe-
peHuii. YacTb 6. Vicnonb3oBaHne 3Ha4YeHnin TOYHOCTU Ha NpakTuke

FOCT 61—75 Peaktusbl. Kucnota ykcycHas. TexHuyeckune ycnosus

FOCT 199—78 PeakTuBbl. HaTpuii yKCyCHOKUCbIV 3-BOAHbIN. TEXHUYECKME YC/I0BUS

FOCT 1770—74 (NCO 1042—83, NCO 4788—80) Mocyna mepHas nabopaTtopHas CTEKISHHAA, LNANH-
APbl. MEH3YPKK, KON6bI, NPo6Uupkun. O6LLNE TEXHUYECKNE YCNOBUSA

FOCT 2603— 79 PeakTuBbl. ALETOH. TexHuyeckme ycnoBus

FOCT 3118—77 Peaktusbl. Kucnora consiHas. TexHNn4eckune ycnoBus

FOCT 4166—76 PeakTuBbl. HaTpuii cepHOKMCAbIA. TEXHNYECKNEe YCoBUSA

FOCT 4201—79 PeakTuBbl. HaTpuii yrnekucnbliii KUCAbIA. TEXHUYECKME YC/I0BUSA

FOCT 4204— 77 PeakTtuBbl. Knucnota cepHas. TexHuyeckme ycnosus

FOCT 4328— 77 Peaktusbl. Hatpusa ruapooknch. TexHuyeckne ycnosus

FOCT 6709—72 Bopga AgucTunnnpoBaHHas. TexHu4eckue ycrioBus

FOCT 6995— 77 PeaktuBbl. MeTaHo/-A4. TeXHUYeckme ycnosus

FOCT 9293— 74 (MCO 2435—73) A30T ra3o06pasHblii 1 XMAKUIA. TeXHnYeckme ycnosus

FOCT 12026—76 bymara cuibTpoBasibHas nabopatopHas. TexHuyeckme ycnosus

FOCT 22300—76 PeakTnBbl. 9dVpbl 3TUIOBbIA 1 6YTUNOBbIA YKCYCHOW KUCMOTbI. TEXHUYECK/e yCnoBus

FOCT 24104—2001* Becbl nabopartopHble. O6Lme TexHUYeckue TpebosaHus

FOCT 25336—82 lMocyga n o6opyfoBaH/e nabopaTtopHble CTEKSHHbIE. TUMbl, OCHOBHbIE NapameTpbl
1 pasmepbl

* B Poccwuiickoii depepauunn gelictesyet FOCT P 53228—2008.

N3paHne opuynanbHoe
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FOCT 29227—91 (NCO 835-1—81) lNocyga nabopartopHasa cTeknsHHasA. MNuneTkn rpagyvupoBaHHbIe.
YacTb 1. Obume TpebosaHus

FOCT 29228—91 (MCO 835-2—81) [locyaa nabopatopHasa cTeknsHHas. MNuneTkn rpagynpoBaHHbIe.
YacTtb 2. MNuneTkn rpagynposaHHble 6e3 yCTaHOB/IEHHOIO BPEMEHUN OXUaHUs

MpumeyaHune — Mpu NONb3OBAHUM HACTOSIWUM CTAaHAAPTOM LeNecoo6pas3Ho NPoBepuTh AEliCTBUE CCbINOY-
HbIX CTaHAapTOB a WH(OPMAUWOHHON cucTeme 06l Ero Nofb30BaHUs — Ha oduuManbHOM caiite ®eaepanbHOro
areHTCTBa N0 TEXHUYECKOMY PETY/IMPOBAHUI0 U METPOJIOTHN B CETU VIHTEPHET UK NO eXerogHoMy MHOPMaLNOHHOMY yKa-
3ateno «HauynoHanbHble CTaH[aPTbl», KOTOPbI ONY6/IMKOBAH MO COCTOAHMIO HA 1 AHBApS TEKyLlero roga, 1 no Bbinyckam
€XeMeCsA4YHOro NHOPMaLMOHHOTO yKkasaTens «HaunoHanbHble CTaHAapTbi» 3a TeKyLnii rod. Ecnm cCbiNnoyHbIi cTaHaapT
3aMeHeH (M3MeHeH), TO NP1 NOMIb30BaHUM HACTOSAW WM CTaHA4APTOM CnefyeT PYKOBOACTBOBATLCA 3aMeHSIOWUM (MU3MEHEH-
HbIM) CTaHAAPTOM. ECAN CCbINOYHbIN CTaH[apT OTMEHeH 6e3 3amMeHbl, TO NOJIOXEHNWe, B KOTOPOM AaHa CChisika Ha Hero,
NPUMEHsAeTCs B 4aCTW, He 3aTparusaloLleii 3Ty CCbi/Ky.

3 TepmuHbl 1 onpeaeneHns

B HacToALlem cTaHAapTe NpUMeHeHb! criefytolne TEPMUHbI C COOTBETCTBYIOLLMMM ONpeaeieHUAMN:

3.1 pgepuBatusaumsa: lofnyyeHne nNpou3BOLHbIX aMUHOB C 5-AMMeTUNaMUHO-HaTaNNHCYbOHNUA
X10pMAoM (gaHcmn-xnopuaom. AHC-xnopmaom). obnagatowmx dyopecueHume.

3.2 JHC-npoussoAgHble: CoefVHEHNs, MONYYeHHble B pe3ynbTaTe XUMUYECKON peakuum aMUHOB C
5-amMmeTnaaMuHO-HadTaIMHCYNbGOHMA X10puaoM (AaHcun-xnopugom, JHC-xnopugom).

4 CyuwHocTb MeToga

CyLHOCTb METOAa 3aK/14aeTcs B IKCTPaKLMN 6OreHHbIX aMUHOB pa3baB/ieHHbIM PacTBOPOM TPUX/I0-
pykcycHol kucnotbl (TXY) M3 romoreHn3MpoBaHHON NPOG6bI, OYMCTKE IKCTPaKkTa Ha MOHOOOGMEHHOI cmose
Amberlite-CG50. npeaKko/IOHOYHO AepuBaTM3aLumy aMUHOB /15 NOMYYEHUSI UHTEHCUMBHO (h/TlyOpecLupyoLmnx
NPON3BOAHBIX C NOCNEAYIOLWUM KONMYECTBEHHbIM ONpeAeneHneM BbleIeHHbIX aMUHOB BbICOKO3(D(heKTUBHO
XWAKOCTHON XxpomaTorpaduei.

Mpepen o6HapyxeHWs aMUHOB B aHa/IM3npyeMbiX Npoayktax ot 5 Ao 50 mr/kr.

5 PeakTuBbl

A30T razoobpasHsblii nxunagkuini no FOCT 9293.

AueToHuTpun gns BOXXX. oc. u. (Hanpumep, npeanpuatTusa «Kpuoxpoms», copT 0-2).

AuetoH no FOCT 2603, 4. 4. a.

Bymara counbTpoBasnibHas nabopatopHas no FOCT 12026.

Boga guctunnuposaHHas no NOCT 6709.

BonokHucTbIl KBapueBbIi MmaTepuan (kBapuesas Barta) CKB.

Hatpus rugpookucs no FOCT 4328. x. u.

HaTtpwuii cepHokuchbliA, 6e3BoAHbIN, No FTOCT 4166. u. 4. a.

Kucnota TpuxiopykcycHas. X. u.

Kucnota conaHaa no FOCT 3118, ctaHaapTt-tutp 0.1H.

KucnoTta ykcycHas, X. 4., no NOCT 61.

Kucnota nepxsopHas, no HOPMaTUBHbLIM JOKYMEHTaM.

Knucnota cepHas no NOCT 4204. x. u.

HaTtpwuii yrnekucnolii kucneliii no FOCT 4201. x. u.

Hatpwuii ykcycHokucnbiii no FOCT 199. x. u.

HaTtpuii cepHokmcnblii 6e3B0aHbIN, no FTOCT 4166. Xx. u.

MetaHon no FOCT 6995, x. u.

Stnnauetat no NOCT 22300. u. 4. a.

ByTrnmeTnnoBbIit achup N0 HOPMATUBHBIM AOKYMEHTaM, X. 4.

5-pgumeTnnammHo-HadTanmHeynb@oHna xnopug (aaHcun-xnopug) oupmbel Merck nnm aHanormyHbIi no
HOpPMaTUBHbLIM [OKyMEHTaM.

®unnbTpbl 06€330/bHBIE DO-PC-15 «CUHAA NTEHTax.

dunbTpbl M3 MTOI, pasmep nop 0.20 Mkm. gnameTp 13 mm.

Cop6eHT Amberlite-CG50. coupmbl Sigma nnv aHanornyHbli N0 HOPMATUBHBLIM AOKYMEHTaM.
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Tupamum, KagasepuH, NyTPECUUH, CNepMUANH, CNEPMUH, TMCTAMUH WK UX TMAPOX/IOPUAbLI MACCOBOM
[loneii 0CHOBHOTO BellecTBa He MeHee 98 %.

[JonyckaeTcs UCnoNb3oBaHue pyrux peakTMBOB 1 MaTEPUANOB N0 KAYeCTBY He HIKE YKa3aHHbLIX B Ha-
CTOSILLEM CTaHAapTe.

6 CpefcTtBa nsmepeHunii 1 obopyaoBaHune

Annapart gnsa BCTpAXMBaHUA Npob6 No60oi Mapku.

BaHsa BogsAHasA nabopartopHas ¢ UHTEpBasoM TeMnepaTypbl HarpeBaHus 25 °C—100 °C.

Becbl nabopatopHble 06LLEro Ha3HauyeHUs BbICOKOrO MW CneuuanbHOro knacca TOYHOCTM € Hanbosb-
WM npegenom B3sewwnBanua 200 nnm 210 r n ueHoi genennsa 0,1 mr no FOCT 24104.

Vicnaputenb poTaLuoHHbI N060W Mapku.

KonoHka xpomatorpaduyeckasn gna BOXX, ¢ BenmunHoli achpekTmBHOCTM He meHee 5000 TeopeTuuec-
KMX Tapesiok No nvkam onpeaensieMblX aMUHOB.

XpomaTtorpad XunaKoCTHbIA N060i Mapku ¢ thlyopuMeTpuyeckM AeTEKTOPOM (AnanasoH A/IMH BOMH
B036yxaeHuss 300—350 HMm , pernctpauun 500—530 Hm).

Hacoc BogocTpyiiHblii nabopatopHblii no FTOCT 25336.

MuKpousmenbunTenb TkaHeli N60I Mapku ¢ YacToToil 060poToB He MeHee 8000 06/MUH.

LieHTpudpyra na6opartopHas.

MoHOMep yHMBepCasibHbIN 11060 MapKu.

Kon6bl MepHble 2-50-2, 2-100-2 no FOCT 1770.

Mukpowwnpuubl Ha 100 MK/.

Munetkn 4-1-2 vnn 5-1-2,4-2-10 no FOCT 29227.

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

BopoHka cTeknsaHHas B®O 100-14/23 no NOCT 25336.

Kon6a 50-14/23 no FOCT 25336.

CrtakaH xvmunyeckuin B-1-100 nam B-1-150 no FOCT 25336.

CrakaHbl AN B3BelumBaHusa (6tokcbl) no MFOCT 25336.

LLinatenu, CTeKNsAHHbIE NasIOYKU, CTEKMSAHHbIE Kanuasapbl.

JlonyckaeTcs ucnonb3oBaHue ApYrux CpeAcTB U3MepeHuii 1 BcrnoMoraresibHoro o6opyaoBaHuns no
MEeTPONIOTUYECKUM, TEXHNYECKUM XapaKTepUCTUKaM M KayeCTBY He HUXEe yKas3aHHbIX B HACTOSLEM CTaH-
fapre.

7 MNpoBegeHve ncnbiTaHWi

7.1 lMopArotoBKa K UCNbITaAHUIO

7.1.1 OuuncTka pacTBoputenei

PacTBopuTENM NEpes, aHaNM30M NPOBEPAIOT HA HaNNYKMe NPUMECe, MeLlaLLux onpeeeHnio aMMHOB,
1, Npu Heo6X0AMMOCTK, AOMOMHNTETBHO OYULLLAIOT Y NEPETOHAIOT 06LWENPUHATLIMU METOLaMM.

7.1.2 TIpUrotoBneHne NCXOAHbIX PacTBOPOB

[OTOBAT NCXOAHbIE PACTBOPbLI TMCTaMUHA, KaJaBepuHa, nyTpecumnHa. TMpaMuHa, cnepmmHa u cnep-
MuanHa, a Takke 1,7-gunammHorentaHa (BHyTPeHHero ctaHfapTa) MaccoBoi KoHUeHTpaumein 1 mr/cm3. Ans
atoro Haeecky 0,100 r nHAMBUAYa/IbHOTO aMUHa, B3BELLEHHYI0 C TOYHOCTbLIO 0 TPETbero 3Haka, KosimyecT-
BEHHO NEPEHOCHT B MEPHYH K016y Ha 100 cM1u foBoasT Ao MeTkn 0.2 M pacTBOPOM COMISIHOW KUCMOTHI.
Mpu ncnonb3oBaHUM NMAPOXIOPUL0B aMUHOB HEOOXOAMMO NEPeCcHNTbIBATL MacCy HaBECKU C y4eTOM KOJIN-
yecTBa MOMEKYN ruagpoxnaopuga. Hanpumep, macca HaBeCcok rmapoxs0puaoB aMMHOB A1 NMPUTOTOB/IEHUSA
100 cm3 pacTteopa:

rmctamumHanrngpoxnopug — 0,166 n

nyTpecuyuHgurngpoxnopug — 0.183 r;

KafasepuHgurngpoxnopug — 0,171 r;

cnepMmuguHtTpurnapoxnopung — 0,175r;

cnepMmuHTeTparngpoxnopug — 0,172,

TMpamuHrugpoxnopug — 0.126 r.

MpnmeyaHne — FMapoxnopuabl GUOreHHbIX aMUHOB [OJIKHbI GbiTh BbICYLIEHbI B TEYEHNE CYTOK B aKCMKaTope
Ha/j KOHLEeHTPUPOBAHHON CEPHOI KUCNOTOM.



FOCT 31789—2012

7.1.3 TpurotosieHne rpagynpoBOYHbIX PACTBOPOB

pagyvpoBOYHbIE PACTBOPbI FOTOBAT U3 CTaHAAPTHbLIX PacTBOPOB. [/15 3TOro B MepHble KONGbl BMECTU-
MocTbto 100 cm3oTmepuBatoT no 0.5; 1.0; 2.5; 5.0 1 10,0 cM3kaxa0ro ammHa n osBoaAT o6vem 4o meTkn 0.2M
pacTBOPOM COJIAHOW KMCNOTbI. MoyyaloT rpafynpoBOYHbIE pacTBOPbLI C MAcCOBONM KOHUeHTpauueli no 0.005.
0.010. 0.025, 0.050 1 0,100 mr/cM3 Kaxf0ro amuHa.

7.1.4 TMpuroToBaeHne auetTaTHOro 6ydepHoro pacresopa

8.2 r aueraTa HaTpus MepPeHOCcAT B MepHyto konby Ha 1000 cm3, f06aBns0T 6 CM3 yKCYCHOW KUCOTbI 1
[OBOAAT A0 METKM AMCTUNNMPOBAaHHON BoAdoi. 3HayeHue pH 6ydepHoro pacTBopa [AO/MKHO COCTaBAATb
4.7 ¢ 0.1. PerynupytoT pH 1M pacTBOpOM rmapokcuaa HaTpust Un YKCYCHOI KUCTOTOA.

7.1.5 MpurotoBaeHne pacTBopa YKCYCHOI KMC/OTbl MONSAPHOW KOHUeHTpauueii 0,02 monb/gmM3

1.2 r yKCYCHOW K1CNOTbl NOMELLAOT B MEPHYI0 kon16y Ha 1000 cM3u AOBOAAT 06BEM A0 METKU ANCTUNNN-
pOBaHHOW BOLJOMA.

7.1.6 TMpurotoBaeHne pacTBopa COJISIHOW KUCOTbl MONAPHOW KOHUEeHTpauuei 0,2 monsb/gm3

7.3 T CONAHOW KNCNOTbI NOMeLLaloT B MepHY'0 konby Ha 1000 cmM3u f0BOAAT 06bEM [0 METKU ANCTUNIN-
pOBaHHOW BOLJOMA.

7.1.7 MpurotoBfieHne pacTsopa 5-guMeTnnaMmnuHo-HaTannHcynbgoHun-xnopuaa (4aHcunxsnio-
puga) KoHueHTpauunein 5 mr/cm3

50.0 Mr gaHcuxnopuga B3BeLLMBalOT C TOYHOCTbIO A0 AeCAThIX 40/1el, NoMeLLalT B K016y BMECTUMOC-
Tbto 20—25 cm3u gobasnstoT 10 cM3 aueToHa.

7.1.8 MoparoToBka KooHKM ¢ Amberlite CG-50

2.0 1 noHoo6MeHHo cmonbl Amberlite CG-50 3anmBatoT 50 cm3 auetaTHoro 6ydpepHoro pactsopa no
7.1.4 v BbIAEPXMBAIOT B TeUeHue 24 4, Nocsie Yero 3anosHAT KOJIOHKY W Aal0T CTedb 3/110aTy TakuMm 06pasom,
4yTO6bI HAf crioem copbeHTa ocTaBasniocb He 6onee 3 MM pacTeopa, npuansatoT 50 cm3pacTBopa CoNSAHOM Knc-
NOTbl MOMISAPHOI KOHLeHTpauueli 0,2 Monb/amM3, AaloT CTeyb PacTBOPY, HO HE AOMYCKAKT BbICbIXaHUS KOSTOHKA 1
npunmsatoT 100 cm36ydhepHOro pacteopa.

7.2 TpoBefeHne ncnbiTaHns

7.2.1 BblgeneHue 6MOreHHbIX aMWHOB M3 NPOAYKTa

Hasecky npogykta maccoii 10 r nomewatoT B Konby BMecTMMocTbio 100 cM3, f06aBNAOT BHYTPEHHWI
cTaHgapT o6bemom 1 cm3um f0BOAAT A0 MeTKM 10 %-HbiM pacTBOPOM TPUXIOPYKCYCHOW KACNOTbI. 3aTeM romo-
TEHU3NPYIOT NOJTyYEHHYIO CYCNEH3NI0 B TeHeHNe 1—2 MUH CO CKOPOCTbI0 He MeHee 8000 06/MUH. MonyyYeHHy0
cMech hunbTpyoT Yepes cknagyatblii unbTp.

7.2.2 OuncTka huabTpaTa Ha KOJlIoHKe ¢ MOHOOOMeHHol cmonoii Amberlite CG-50

B konby BmectumocTbio 50 cm3npunusatoT 4 cm3cunbtpata no 7.2.1,0.4 cm3pactBopa rmapookucu Ha-
Tpus MaccoBoii koHLeHTpauueii 20 % n 30 cm3aueTaTHOro 6ydepHoro pacteopa. pH pacTsopa fo/KeH 6biTb
4.7 10.1. MoAroToB/EeHHbIN TakumM 06pa3oM pacTBOpP OCTOPOXHO HAHOCAT Ha KOMoHKY no 7.1.8. MpombiBatoT
konoHky 30 cm3aueTaTHoro 6ydhepa, nocne Yero 3OMPYT amyHbl 0.2M pacTBOPOM COJISHOW KMCNOTbI 06be-
MoMm 20 cm3. 5 cm3anoaTa noMeLatoT B KPYr1040HHYH KON6y BMeCTUMOCTbI0 50 cM31 BbiNapuBatoT Ha poTop-
HOM vcnapuTtesie fgocyxa npu Temnepartype He Bbiwe 60 BC.

7.2.3 Monyyenne AHC-Npoun3BOAHbIX BblAENEHHbIX GUOrEHHbIX aMUHOB

K cyxomy ocTaTky, nonydyeHHomMy no 7.2.2. npunusatoT 0.1 cM3HacbILLEHHOro pacTBopa bukapboHaTa Ha-
Tpusa (pH 8.5—9) n 1 cm3aueTtoHoBoro pacTteopa JHC-xnopuaa ¢ koHueHTpauueii 5 mr/cm3. Konby 3akpbiBatoT
KPbILLKOW, CMECb OCTOPOXHO NepeMeLLnBaloT U BblAepXuBarT npu Temnepatype 55 BC B TeueHne 14 B Tem-
HOM MecTe, nepuoAmnyeckn nomelunsas. 3atem oxnaxgatoT U skcTparmpytoT JHC-npon3BogHble 6yTuameTu-
NOBbIM 3ahMpoM Tpwxabl N0 5 cM3, 06beAVHEHHbIV 3KCTPAKT BbICYLUMBAKOT, Nponyckas yepe3 UAbTp C
6€e3B0AHbIM CyNbhaToOM HaTpus, Mocne Yero BbiNapuBatoT Ha POTOPHOM UcnapwuTesne npu Temnepartype He
Bbile 30 °C. Cyxoii ocTaToK pacTBopsatT B 1 cm3aleToHuTpuna. iamMepeHust BbINOHAKT HEME/IEHHO, Npu
3afepxKe namepeHuii 6onee Yyem Ha 10 MuH nocne npoueaypbl NOlyYEHUA aHann3 NoBTOPSIOT 3aHOBO.

7.2.4 MpurotoBneHune AHC-Npon3BOAHbLIX NCXOAHbBIX PACTBOPOB

Ans nonydyeHns AHC-Npon3BOAHbIX UCXOAHbLIX pacCTBOPOB 6GMOreHHbIX aMUHOB 1 cM3 Kaxaoro ctaHgap-
THOro pacTsopa o 7.1.2 BbinapusaloT Ha pOTOPHOM UcnapuTene gocyxa npu temneparype He sbiwe 60 °C. rno-
C/le Yero NPoBOAAT NpoLueaypy Aepusartusauum no 7.2.3.

7.2.5 MpurotoBneHve JHC-Npon3BOAHbLIX rpagynpoBOYHbIX PAcCTBOPOB

[nsa nonyyeHns rpafynpoBoYHbIX pacTBopoB HC-Npon3BOAHbIX 6UOreHHbIX aMUHOB 1 CM3Kax4oro rpa-
[yVpOBOYHOTO pactsopa no 7.1.3 BbinapuBaloT Ha POTOPHOM UCMapuTesie gocyxa npu Temneparype He Bbille
60 °C. nocne yero NpoBOAAT Npoueaypy Aepusarusauum no 7.2.3.

4
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7.2.6 OnpepeneHve cogepxaHnusa 6MOTreHHbIX aMUHOB

7.2.6.1 Ycnosus xpomaTorpacupoBaHus

Ycnosus nposefeHnst xpoMaTtorpamnyeckoro aHaamsa nogovpatoTcs B 3aBUCUMOCTM OT BUAA NMPUMEHS-
€MOro XWAKOCTHOro xpomartorpada 1 xpomaTorpatyeckoin KOSIOHKN.

MpumepHble ycnosus xpomatorpaduyeckoro onpegeneHms 6MoreHHbIX aM1HOB:

XungkocTHoli xpomatorpad Shimadzu LC-2010A c hnyopecLeHTHbIM geTekTopom RF-10A.

KonoHka gnvHoi 250 Mm 1 gnametpom 4.6 Mm c obpalleHHol asoin C18. pasmep yacTul, 5 MKM.

MoaewmxHasa hasa: aueToHnuTpusn, metaHon. 0.02M pacTBOp YKCYCHOW KUCNOTbI.

IpagneHT: aueToHUTpUI — o1 30 % A0 50 % B TeuyeHne 30 MUH.

MeTtaHon oT 30 % fo 50 % B TeyeHne 30 MUH.

0.02M pacTBOp yKcycHol kucnotbl — ¢ 40 % go 0 % B TeueHue 30 MUH.

[nunHa BonHbl BO36yxatowero ceeta 337 HM. amuccun — 520 Hm.

CkopocTb antoupoBarus: 1 ma/mMvuH. O6bem BBOAMMOI Npo6bl: 20 MK/

7.2.6.2 'pagyvpoBka xpomatorpada

pagynpoBky xpomaTorpadpa npoBoAAT, UCNONb3ysA AepuBaTHbIE rPasyMpoOBOYHbIE PACTBOPbI, MPUrOTOB-
NeHHble no 7.2.5 ¢ gob6aBneHmemM BHYTPEHHEro ctaHjapTa. B kauecTBe BHYTPEHHEro cTaHAapTa UCMOMb3yoT
1,7-pnammnHorenTaH.

B ycnosusix, N03BONAIOLWNX pa3fenmTb BCe COCTaBHble BeLlecTBa KannbpoBoYHOWR cmecun (cm. 7.2.6.1).
3anMcbiBalOT HE MeHee Tpex XxpomarorpaMm A/18 Kaxaoro pacreopa.

OnpegensoT cpefHeapupMeTMyeckoe 3HavyeHvue naowann nMKoB Kaxaoro amuHa, paccuymMtaHHoe u3
Tpex xpomarorpamm.

OTAenbHO 3annChIBatOT MO JBe XpomMaTorpammbl 418 KaKA0ro amnHa 415 onpefesieHns BpeMeHu yaep-
XWBAHUA. UCMNOSMb3ys [AepuBaTHble UCXOAHblE PacTBOPbl, MPUIOTOB/IEHHbIE MO 7.2.4, 06BEM WHXEKLUN
1—2 mKn.

Ha ocHoBaHUM NOMyYEHHbIX AaHHbIX MPOBEPSAIOT CTAOUNBHOCTL 3HAYEHU BPEMEHW YepX1BaHUs aMu-
HOB 1 paccynTbIBaOT rpafynpoBoYHbIE KOSMPULNEHTHI.

CX0AMMOCTb 3HAYeHWU i BPEMEHW yAEPXMBaHNA CUATAIOT YA0BNETBOPUTE/IbHON NPU OTK/TIOHEHWUW 3Haue-
HUIA BpeMeHWn yaepxunsaHna He 6onee yem Ha 5 %.

pafyMpoBOYHbIN KoadhhuumeHT K, onpegensemblii akcnepuMeHTasibHO B 3aBUCMMOCTU OT BblGpaHHbIX
YC0BUWIA AeTEKTPOBAHUS NO XpOMaTorpaMmMe CTaHAapTHON cMecy GUOreHHbIX aMUHOB, BKAYatowen 1.7-au-
amuHorenTaH. 419 KaXA0oro aMmnHa BblYMCAAIOT No dopmyne

K=Ar - . 1
m2s, @)

rae Tn— macca BBeeHHOro aMuHa, MKT,
S2 — n/iowanb nvka BHyTpPEeHHero ctaHjapTa, yen. eq.;
T2— mMacca BHYTPeHHero ctaHgapTa, MKr;
Sn— nnowanb nuMKka WHAWBMAYASIbHOTO MNOMMLMKIMYECKOro apomartuyeckoro yrnesogopoga (MAY).
yen. ea.
pafynpoBOYHbIN KOadhuumeHT K paccumTbiBalOT A5 KaKLOr0 KOMMOHEHTa Kaxwioro pacteopa. Ero
3HaYeHUs He AO/IKHbI OT/IMYATLCA OT cpeAHeapudmeTnyeckoro 6onee yem Ha 10 %.
7.2.6.3 T[lpoBefeHve n3MepeHuii
AHanusnpyemble pacTBopbl XpomartorpadupyoT ABax/bl B O4UHAKOBbIX YC/OBUSIX.
Onpegenexune cogepxaHna 6GMOreHHbIX aMMHOB NPOBOAAT METOAOM BHYTPEHHEro cTaHjapTa.

8 O6paboTka pe3ynibTaTOB UCMbITAHUN

Ha ocHOBaHWM NOMYyYEHHbIX AaHHbIX ONPELENSOT MACCOBYH0 KOHLEHTPpaAL MO X KaxkJOoro amuHa, mMr/kr, B
npoaykTe no chopmyne

Y _ mcT*(S,/S3 -S 2/S4)

roe TCL— macca BHYTPEHHEero ctaHgapTa, BBEAEeHHOro B Npoby npoaykTa v npoGy KOHTPO/IbHOMO 06pasua,
MKT;
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K — rpagyvnpoBOYHbIi KO3hPMLMEHT, yCTaHOB/EHHbI no hopmyne (1);
S, — nnowagb nuka ammHa Ha xpomaTorpamme npobbl NPOAyKTa, yen. ea.;
52— nnowaab nuka aMuMHa Ha xpomatorpaMme npo6bl KOHTPOIbHOTO 06pasua, yen. ea.;
53— nnowaab nNuka BHYTPEHHero cTaHaapTa Ha xpomaTorpamMmme npo6bl NpoaykTa, yen. eg,.;
54— nnowanb nvka BHYTPEHHEro craHjapTa Ha XpomaTorpamme npob6bl KOHTPOMLHOrO 06pasua.
yen. ea.;

M — macca HaBecku, B3ATas 4518 aHanu3a, I.

PesynbTaTbl OKpYrnsAoT [0 AECATbIX Aoneli Lenoro yicna. 3a okoHYaTe lbHbI pe3ynbTaT ucnbiTaHus X
NPUHUMAIOT cpefHeapuMeTMUecKoe ABYX NapasiefibHbiX onpegeneHnii X, X2 ¢ TeM Xe YACIOM 3HavaLLmx
undp.

PesynbTar aHanusa npegctasnsoT B Buge (X £ A1), mr/kr npu P =0,95,
roe X — cpegHeapudMeTMyeckoe AByxX napannesnbHbix onpeseneHuii;

[, — rpaHuua vHTepBasia, B KOTOPOM abCcooTHASA NOrPeLIHOCTb M3MEPEHNI HAXOAUTCS C AOBEPUTESBbHOM

BepoATHoCTbo P =0.95.
XapakTeprcTuKy NOrpeLLHOCTU BbIYUCASIOT No hopmye

[ = 0.018X, 3)

roe 8 — rpaHuua uHTepsana, B KOTOPOM OTHOCUTESIbHAs MOrpeLlHOCTb U3MEPEeHUi HaxoauTcs ¢ A0Bepwu-
TeNbHOW BepoATHOCTbI0 P =0,95.

9 TpeboBaHMA K TOYHOCTU pe3y/ibTaTOB UCMbITAHWA

9.1 O6wwme nonoxeHns

ToyHOCTb (MPaBUIbLHOCTB U MPELM3NOHHOCTL) pesynbTaToB aHann3a onpeaesnaioT B COOTBETCTBUM C Tpe-
6oBaHusMM [1}—I3].

9.2 MeTposiornyeckne xapakTepucTukn

MeTos obecneunBaeT MnosnyyveHne pesynbTAaTOB M3MEPEHUS XapakTepucThKaMu, He MpeBbILaloLWUMu
3HA4YeHWil, NpMBeaeHHbIX B Tabnuue 1

Ta6bnuya 1

IpaHnua nHTepBana, B KOTOPOM
Onpefensemblii KOMMNOHEHT U Anana3oH OTHOCUTE/IbHAsA NOrPeLHoCTb Mpepen Mpepen
ero usmepeHuii, mrflr Haxof[mMTCA ¢ A0BEPUTENIbHON NOBTOPAEMOCTU . %  BOCMPOU3BOAUMOCTMN
BEpoATHOCTbIO P =0.95. %

rnctamux 19 18 41
MyTpecuuH 18 17 38
KapaBepuH 21 20 42
CnepmuH 28 26 46
TupamuH 26 25 39
CnepmunanH 22 21 40

10 TMpoTOKON UCMbITaHWA

MPOTOKON MCMbITAHUIA AO/KEH COAEPXATb CNeAyLLYy0 MHopPMaLIo:

- BCI0 MH(DOpMaLMio, He06XoAMMYIO 4151 NCHepnbiBaloLwel naeHTudrKauuy npoosl;

- METOZA MCMbITaHW 1 onpegensemMblii 3/1eMeHT CO CCbIJIKOM Ha HACTOALWIA cTaHfapT,;

- pesynbTaTbl UCMbITAHWIA C yKa3aHUeM eauHUL, N3MepPEeHNiA;

- paTy oT6opa npobbl 1 cnocob oTéopa (eCc/M OH U3BECTEH);

- faTy OKOHYaHWS NPOBELEHNS VCTbITaHWA;

- MHChopMaLMio O BbINOSIHEHUN TpeGOBaHWI K NOBTOPSAEMOCTN pe3ynbTaToB:

- BCe JeTa/im NPOBeAEeHNs UCMbITAHWIA, HE OTOBOPEHHbIEe B HACTOSAILLLEM CTaHJapTe WK He cunTatoLmecs
o6s3aTesibHbIMK, & TaKkkKe BCe HUMUAEHTbI, HaboAaBLuMecs Npy nNpoBefeHnn UCMbITaHuii, KOTopble MOrN No-
BNNATb HA KOHEYHbIV pe3ynbTar.
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