rocyapcTBEHHOE CAHUTaPHO-3MNAEMUONOTMYECKOEe HOPMUPOBaHME
Poccuiickoii ®egepaumn

4.1. METOAbl KOHTPONA. XUMNYECKUWE ®ATOPbI

OMPEAENEHWE OCTATOYHbIX
KONMMYECTB NECTNLNAOB
B MW EBBLIX MPOAYKTAX,
CE/IbCKOXO3AWCTBEHHOM CbIPbE
M OBBEKTAX OKPY XA LWEW CPEAbI

C60pHMK METOANYECKMX YKa3aHWi

MYK 4.1.2076—4.1.2088—06

W3paHue ouumansHoe

Mocksa, 2009


http://www.kruzhevo-len.ru/vyazanye-kardigany-kruzhevnye-bluzki.html

4.1. METO/Ibl KOHTPOJIAA. XUMHWYECKHUE ®ATOPDI

ONPEAEJEHUE OCTATOYHBIX
KOJIMYECTB NECTUINIOB
B IIMIEBBIX NPOJAYKTAX,
CEJIbCKOXO3SIiICTBEHHOM CbhIPBE
1 OFBEKTAX OKPYIKAIOIEMN CPEBI

COOpHUK METOAUYECKHX YKa3aHHH

MVYK 4.1.2076—4.1.2088—06

HW3nanue opuuuanbHoe



bbK 51.21
037

037 Onpexaejienne OCTaTOUHBIX KONUYECTB MECTULUAOB B INHLIE-
BbIX MPOAYKTAaX, CEJILCKOXO3ANCTBEHHOM ChIpbe W O0BEKTaX OKpy-
warolled cpeapl: COOpHUK MeTOnMueCKHX ykasanui.—M.: Pene-
pasibHbl LEHTp TMrHeHsl ¥ anugeMHosorun PocnotpebGHamsopa,
2009 — 188c.

1. Coopuuk noarorosned PelepanbHbiM HayMHbIM UEHTPOM I'ATHEHbI
M, ®. O. Jpucmana (akapemux PAMH, npod. B. H. Pakutckuii, npod.
T. B. IOnuna); npu ydactm cncumanucros desepanbHoil cnyxOut 10 Han30py
B cepe 3aiumTst npaB noTpeGureneii u Gnaromonyuns yenoseka. Pazpaborumnkm
METOJOB YKa3aHbl B KAXKAOM U3 HHX.

2. PexomenpoBanb Kk yrsepxicHuio Komuccuelf 1o rocyaapcTBeHHOMY
CAHHTAPHO-INUJIECMUNECKOMY HOPMUPOBaHUO Npu deiepansioil cnyxbe 1o
Ha[30py B cdepe 3alnThl npas notpebureneit n 6aaronosyuns yenosexa.

3. YreepxaeHb! I naBHbIM rOCYAQPCTBEHHbBIM CaHMTapHBIM BpauoM Poc-
cuiickoif @enepaunn, flepseiv 3amecturencM MuHHCTpa 3XPaBOOXPAHEHHA
Pocenitckoit Penepannn, akagemukom PAMH . T, Onuwenxo.

4. Beezaenbi BnepBebie.

BbK 51.21

®opmar 60x88/16 Meu. . 11,75
Tupax 100 3x3.

THpaxXMpOBAHO OTUENOM H3JATENLCKOro 00cCaeueHns
deepanbHOro UEHTPA THIHEHB M ANKAeMHoorny Pocnotpebuansopa
117105, Mocksa, Bapmasckoe ur., 19a
Otnenenve peanusauny, Ten.fake 952-50-89
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YTBEPXKIAIO
Pyxosomnrens ®egepancroi Ciryx6u

1O HaA30py B chepe 3amuTh

nipas notpebutenedi n Sgaronomyyus 4enopeka,
T naaﬂyn«mcynapcm IHBIH QaHHTapHHIR Bpay
Pocmﬁcxoﬁ Dénepa %

@ ‘ [. Onuuenko

4.1. METOJibl KOHTPOJIA. XI/MI/fLIECKPIE GAKTOPBL

MeToanvecKne yKa3anus
[0 ONPEAEJICHHI0 0CTATOMHBIX KOJIHIECTB KBHHK/I0PAKa B 3¢PHE PHCa METOAOM
KanaaaapHoH raaomumcoc;m%i)& Xxpomarorpapun
pt

A
MYK4.1. -06

Hactosmme MeTONHYECKHWE  YKa3aHWsA  YCTAHABIMBAIOT METON  KaNWUIAPHON
rasoXHAKOCTHOH XpoMaTorpadBR Ans onpeleNeHHs MacCOBON KOHUEHTpalME KBHHKIIOpaKa
B 3€pHe pUca B guanasone 0,025 - 0,25 mr/xr.

Ksunknopak - neficteyromee semecreo npenapara ®ALIET, KC (250 r/x), ¢upma
«BACOD».
3,7-nouxnopxunonuy-8-kapGonopas xucnora (IUPAC)
CO,H
Cl N
I 2
>l

C10H5CI2NO2
Mon. macca 242.1

BecuserHoe KpHCTaUTHYeckoe BemlecTBO co cnabum 3amaxoM.  TeMneparypa
rnasnerns: 274°C. Ilpy warpesannu soime 237°C paspymraercs. Japnenpe napos: menee 0,1
MITa (20°C). Kosbdunuenr pacnpenenenus s-okranon/Bogma: Kow logP = -1,15 (pH 7).
ITnorrocrs 1,75,  PacrBOPHMOCTE B ITAHONE, AUETOHE — 2 T/KT; STHIIALIETATE, XHITHIOBOM
sbupe — 1 r/kr; aneTOHMTpHNE, NUXJOPMETAHE, TOYONe, rexcane — Menee 1 r/kr (20°C).
PacTBOpEMOCTS B Boge - 0,065 mr/ir (pH 7, 20°C).

BeurecTBo ycTOHYMBO K HAarpeBaHMIO M CBETY, @ Takxke B auanazone pH or 3 go 9.
pKa 3.34 (20°C).
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Kpamxkas moxcuxonozuveckas xapaxmepucmuxa:

Octpas nepopanbuas ToxcHuHocTb (LDsg) wia kpsic — 2680 mr/kr, Mbumel ~ Gonee
5000 mr/kr; octpas sepmansHas TokcHIHOCTh (LDso) ana kpeic - 6onee 2000 Mr/kr; octpast
HHranAumoRHas Toxcuunocts (LCs) Ans kpric — Gonee 5200 Mr/m® Bo3xyxa (4 yaca).

Kpnnxsiopax He 0KasblBaeT pa3NpaKalomiero HEHCTBMS HA KOXKY M CIH3HCTYIO
ofono4ky rnas KpoJHKOB.

Ofiaacmy npumenenun npenapama

Mpenapar G®ALET, KC (250 r/a), a.B.
CENeKTHBHbIH repOHLMA Anst 60pE6bl ¢ COPHLIMH PaCTEHHAMH Ha [IAHTAIIHAX PHCA.

MUY B puce - 0,05 mr/xr,

1. Merposiornueckye XapaKTepHCTHKH

KBHHKJIOpAK - Npel- K NOCEBCXOAOBBIA

IIpu cobmonenun Bcex pernaMEHTHPOBAHHBIX YCHOBHM NPOBENCHHA aHaIH3a B
TOYHOM COOTBETCTBHM C JaHHOW MeToAMKOHE NOTpeMHOCTE (M ¢f COCTABNSIOIME)
Pe3yNETATOB H3MEPeHHH NpH NOBEPHTENEROHA BepoaTHocTH P=0,95 re npesrimnaeT 3HaveHuU,

TNPHBEACHHBIX B TAGMHLE 1 J/17 COOTBETCTBYIOMMX AUANA30HOB KOKUCHTPALKH,

Tabnuna 1
Merposoruyeckue napameTpst
Juanaion Tokasarens CranaaprHoe Tlpenen Ipenen
Ananuzu- onpegensemMsIx TOYHOCTH OTKNOHEHHE | rOBTOpAEMO- | BOCMPOU3BO-
pyeMblii KOHUEHTpauu#, (rpanuua TIOBTOPSAEMO- ctu, r,% | aumocty, R, %
obbexr mr/xr OTHOCHTENLHOH CTH, C¢, %
NOTPELIHOCTH),
18, % P=0,95
or (0,025 10 0,1 BKI. 50 5,9 16 19
3eprO
puca 6onee 0,1 no 0,25 25 5,2 15 17
IMonHora n3BjIEYCHHA BEWMIECTBA, CTAHJAAPTHOE OTK/IOHEHHE, NOBEPHTENBLHBIH

HHTEpBA CPENHEro pesynsTaTa M8 TNONHOrO ARRaNaszoHa KOHUeHTpauwii (n = 20)

npHBeneHs! B TaGxue 2.
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Tabnuua 2

Merponoruueckue napamertpsl, P = 0,95, n =20
[penen Huanasou Cpeanee Cranpapraoe | JlosepuTens-
ABannsupye- | oOHapy- | ONpPERENSEMEIX 3HayeHue OTKJIOHEHHe, | HbIA HHTEpBaN
Ml 00BeKT XEHHSA, KOHUCHTpaLHH, | onpelencHHs S, % CpelHEro
Mr/Kr MT/KE % pe3ynbTara, 1,
%
3epHo puca 0,025 0,025-0,25 86,5 4,4 2,6

1. Meron uamepenuis
MetonnKka OCHOBAaHA Ha ONPCHENEHHH  BEINECTBA C MOMOLIBIO KaITHIIAPHON
rasoxuakocTHoH xpomarorpadpmu  (IDKX) © AeTeKTOpPOM SNIEKTPOHHOrO 38XBaTa HOHOB
nocne  obpabotku ofpasua sepHa 0,1 N pacTBOPOM TMOpPOKCHAA HATPHs, 3KCTPaKUMK
aneTOHOM, NOCHCHOBATE/NIbHON OYHCTKH OKCTpakTa NepepacHpeficicHHEM B CHCTeMe
HECMEMHBAIOLIMXCA pacTBOpUTENEH, 3aTeM Ha KOHIEHTPHpYIowWeM nartpoHe Sep Pak Silica,
npeBpalllcHls KBUHKOpaKa B METHIOBBIH 3¢Hp o6paGoTkoi AHA3OMETAHOM.
KonuyecTseHHOE ONpeneneHHe MPOBOAMTCA METOHOM abCOMOTHOR KanOPORKHA.
B npemnaracMbIX yCNOBHAX ONpeleNCHUS METON CHEHH(KYEH B NPHCYTCTBUH
TIECTHILM/OB, IPHMEHAEMBIX B TEXHOJOTHH BBIPAILMUBAHHS PHCA.
3. CpeacrBa H3MepPEHNIH, BCIOMOraTeNbHbIE YCTPOMCTRA,
peax'mnbl H MaTepHAabl
3.1. Cpedcmea uzmepenui
TasoBeit xpomatorpad «Kpreramt-2000My, cHaGxeHHBIH
AETEKTOPOM 3MEKTPOHHOro 3axpaTa HOHOB ¢ mpexenom Howmep [Nocpeectpa 14516-95
JAETEKTHPOBAHHMSA 110 JIMHZaHY 5x10 M oere, NpeAHa3HaYeHHBIH
uist paboTe! ¢ KATHAAAPHOK KOJOHKOH.
Becn ananutHyeckue BJIA-200 I'OCT 24104
Becnl naGoparopHsie obero HasHauenws, ¢ HauGosnewnm I'OCT 7328
npenenoM B3pemmBaHHa Ao 500 r  m mpeneaoM

zonyctumolt norpewHoctHd +/- 0,038 r

Kon6s! Mepusie 2-25-2, 2-50-2, 2-100-2, 2-500-2 TOCT 1770
Mepsi Macen I'OCT 7328
Muxkpomnpuu MII-1 I'OCT 20292

[TuneTks  rpagympoBaHHble 2-r0  Knacca touHoctH T'OCT 29227

2%



BMecTHMOCTHO 1,0; 2,0; 5,0 1 10 o™’
[MuneTtkn  rpadgyvpoBaHHBIE 2-r0  Kiacca
BMECTHMOCTBIO 25

TIpo6HpKy rpasyHpOBaHHbIE BMECTHMOCThIO 10 cm®

TourocT T'OCT 29227

TOCT 1770

Ilununaper MepHpie 2-ro Knacca TOYHocTH BMecTEMocThio T'OCT 1770

25, 50, 100, 200 u 1000 cMm®

Ilonycxae’rca HCIIONB30BAHKE CPCACTE HM3IMCPCHHA C BHANOIHYHBIMH WK JIYYLIHMH

XapaKTepHCTHKaMH,

3.2, Peakmuen!

Ksuaknopak, aHaNHTHYECKHH CTAHIAPT C CONepKaHHeM

neftcryrowero sewectra 99,6% (¢, «BACO»)
AlLETOH, 0CY

Bosa menoHu3oBaHHasx

lexcaH, x4

Kamus ruapokens, x4

Kucnota cepras, x4

MertuieH x0puCTHIMl (AUXIOpPMETaH), X4
MeTrunaMHH rHAPOXJIOPHA, 4

MeTunoBslit cniupT {(MeTaHOM), X4

Mouesuna, uaa

Harpuit 230THCTOKHCHBINR, X4

Harpu# ruapoxcnn (Hatp eaxui), x4

Harpuit yraekucnst xucnsi#t (HaTpu#l ABYYTACKHCABIR), X9
Hatpuit xnopucrteifl, X%

Crexnoeara

CnupT 3TUNOBLIA peKTH(UKOBAHHBIM!

Odup BHUITANOBBIH (IR HAPKO3a)

I'OCT 2306
I'OCT 6702
TV 6-09-4521
rOCT 4328
TOCT 4204
rOCT 12794
TVY 6-09-3755-74
TOCT 6995
roCT 6691
FOCT 4197
FOCT 4328
I'oCT 4201
IroCT 4233

FOCT P 51652-2000
umn TOCT 18300
®apmakones CCCP

Jomyckaetcs HCIONB30OBaHHE PEAKTHBOB WHBIX NPOH3BOAWTENEH ¢ aHanoruuHoH unu Gonee

BBICOKON kBamuuKanued.

3.3. Bcnomozamentsnvie ycmpodicmea, mamepuanst

A30T 0c060# YHCTOTHI, H3 OaIoHa

I8

rocr 9293



Anmapat Ana BeTpaxHBanus THna ABY-6¢

Baus ynerpassykoas gpupmsl Jonay (IIsefinapus)

BymaxHsle QUABTPE! «KpacHas

neHra», 00e3301CHHEIE HIN

buALTPH! H3 XpoMmarorpadudeckoi Gymary BatMan 3MM

Boposika Broxuepa

BOpOHKH JeNHTENBHBIE BMECTUMOCTLIO 500 cm’

BopoHxu koxycHsie nuamerpoM 30-37 u 60 MM

I'pyina pesunoBas

Hapuxatopras Gymara, yHuBepcansHas

Kon6a Bynsena

Konbur kpyrnononsan Ha miamde sMectumoctsio 300, 500 u

1000 o’

KonGui nnockononHble BMecTHMOCTBIO 100, 250, 500 om’

KonGst rpymesnanbie Ha

CM3

uaude BMecTHMOCTBIO 100-150

Kononxa xanmmgpuas DB-5, gaanoit 30 M, BHYTpeHHMM

Iuamerpom 0,25 MM, TomuuHa aneHkH copbenra 0,25 MxM

Jlen

Hacoc BonocTpy#Hbii BakyyMesHi

Iatponsr ans rteepmodasHoi skcrpakuud Sep Pak Silica,
(Waters, CI1IA), o6Bem coplerTa 2 o™’

PextudukaunonHas KoNMoHHa ¢ YMCIOM  TEOPETHYECKHX

Tapenok He Mexee 50

PotausosHsli BaKyyMHEI! uenapurens B-169 ¢upmer Buchi,

Uiseituapus

CraKaHbi XMMHYECKHE, BMECTHMOCTEIO 100, 500 1 2000 oM’

CrexnoBara

CrexsHHbIe NANOYKH

Tepmometp nabopaToprsii

VYcTaHOBKa INTA NEPEroOHKH pacTBOpHTENEH

XonoaunsHUK BoASHOM! 06paTHEIA

Inpruer MEAHUHHCKAE C pasbeMoM JIploepa BMECTHMOCTBIO §

E44

TV 64-1-2851-78
TY 6-09-2678-77
roCT 25336

rocT 9737
[OCT 25336

I'OCT 25336

roCT 9737

TOCT 9737

FOCT 10696

TOCT 25336

I'OCT 16590

[OCT 25336-82
r'OCT 22090



w10 oM
JonyckaeTcs npuMeHeHAe Apyroro 0GOpYAOBaHusS C  AHANOFHYHBIME HMIIH JTYYIIHMH

TEXHHYECKHMH XapaKTePHCTHKAMH.
4, Tpebonanuna GesonacHocTH

4.1. Ipu sbmonuenun Hamepenudt HeoOxoaMMo coGmonaTs TpeGOBaHHA TEXHHKH
6ezonacHocTd npH pabore ¢ xuMH4YeckuMn peaktuBamu no [OCT 12.1.007, tpebosanns
anexrpobesonacHocty npy pabore ¢ InexrpoycraHoBkamu no OCT 12.1.019, & takxe
TpefioBaHHA, H3NOKEHHBIE B TEXHUYECKOH AOKYMEHTAUUY Ha ra30Bbil xpomarorpad.

4.2. TlomewieHHe AOKAO COOTBETCTBOBATH TpeGOBAHHAM NOXXapobe3onacHOCTH 10
I'OCT 12.1.004 n umers cpeacrsa noxaporymenns no I'OCT 12.4.009. Cozepxanue
BPEIHBIX BEUIECTB B BO3AYXE He JIOMKHO ITPEBBINATs HOPM, ycTaHoBneHusix I'H 2.2.5.1313-
03 «Ilpenensro-nomyctuMere koruerTpaund (IIJK) Bpenssx BelnecTs B Bo3gyxe pabouveit
soue, Opranusanns o6yvenns paGoThukos GesomacHocTn Tpyaa - no 'OCT 12.0.004.

S. TpeGoBannd k KBaMHPUKALKH OTIEPaTOPOB
K BHINOSTHEHWIO H3MEPERHH JOMYCKAIOT CeNHaIUCTOB, HMEIOIMX KBATHOHKALMIO He
HHXe 1abopaHTa-HCCNe0BATENS, ¢ ONBITOM paGoTHI Ha ra3soBoM Xxpomarorpade.
K nposenenmio npoGONOLroTOBKH JOMYCKAIOT omeparopa ¢ KpanHdukanmeit
«nabopant», UMerOWEro OnkbIT paboTsi B XxuMuyeckot naGopaTopun.
6. YciaoBua uamepennit
Tlpu BEIMONHEHHH M3MEPEHHH COOMIONAIOT CIEYIONIME YCIOBUA:
® NpOLECCH MPHIOTOBJICHAA PacTBOPOB H ITOATOTOBKH Npol K aHamH3y NPOBOAAT
TpH TemnepaType Bosyxa (2015)°C u oTHOCHTENBHOM BaXHOCTH He Gonee 8§0%.
¢ BBLIIOJMHEHHE H3MEpeHWH Ha XHIKOCTHOM Xpomartorpade HpoBOIAT B YCNOBHIAX,
PEKOMEHIOBAHHBIX TEXHHYECKOH BoKymeHTauueH k nprbopy.
7. HoaroToBKa K BHINOJIHEHHIO H3MepeHU N
HaMepeHHaM nNpeawecTsyOT CHEAYIONIME onepauun: nomydenne N-HHTPo30-N-
METHIIMOYEBHHB! (IpH HeOOXONHMOCTH), PacTBOpa KHA30METaHA, OYHCTKA OPraHM9ECKHX
pacTsopHTenel  (NpH HEOOXONMMOCTH), NPHIOTOBACHHWE TPalyHPOBOYHEIX PacrBOpOB,
yCTaHOBJIEHHE rPaXyHPOBOHHON XapaKTEPHCTHKE.
7.1, IIpuzomosnenuae 40%-1020 pacmeopa udpoKcuda Kanun
B MepHyOo K06y BMecTHMOCTBIO SO cM® nomemaror 20 T' [MAPOKCHAAR HATHS,

pacTBOpSKOT B 25-30 cM’ MUCTHIMHpOBAHHON BOMIBI, NOBOJAT BOIOH O METKH.

40



7.2, Honyuerue N-numpo3o-N-memunmouesur st

B OTCYTCTBHE KOMMEDHECKOTO lipenapaTa HHTPO3OMETHIMOUCBHHBI OCYIECTBIAIOT
ero CHHTE3.

Bce paBoTe! He06X0AHMO IPOBOANTE B BRITHKHOM mKady!

B kpyryiononsyio konby Ha ummude BMECTHMOCTBIO | M, CHAGKEHHYIO OGpaTHBIM
XonoaunbHYKOM, nmoMewmaot 80 r merunammea ruapoxnopupa B 300 r MOYEBMHEI,
PACTROPAIOT comepxumoe B 400 M’ BOXBI M KUMATAT 3 4 ¢ OGPATHBIM XOMOMMIBHKKOM Ha
Boaanoit Gawe. Pacteop B KonGe oXNAXOAIOT AO KOMHATHOM TeMIepaTyphl H HOGABIAIOT
B nero 110 r HATpuTa HaTpas, OXnaxaloT B 6aHe co bAOM, coxepxammm NaCl, g0 0°C u
MEJVIEHHO NpPH NEPEMCLIMBAHMH BAMBAIOT B cMech 600 r  Jbaa u 60 oM
KOHUEHTPHPOBAHHON CEPHOW KHCOTbI, MOMEMICRHYIO B CTAKAH BMECTUMOCTHIO 2 AM’,
OXJIAKIAEMBIH CHApY)KH CMECBIO NbA2 C NOBapEHHOH cONMbIO. DBrmasmime KpucTaink:
HHTPO3OMETHAMOYEBHHEl  HEMEANCHHO OT(GHNBTPOBLIBAIOT Ha BOpoHKe BroxHepa, xopomo
OTCACHIBAIOT [OJ BAKYYMOM W IIPOMKIBAIOT Ha QUILTPE NEAAHOR BOLOH.

Bunmanue! HATPO30METHIMOYEBHHY XPaHAT B TEMHOH CKISHKE B XONOMHIBHAKC,
TAaK KaKk NoJ feHCTBHEM CBETa M TEMJa OHA MOJXKET B30pBAThCS.

7.3. Hony4enue pacmsopa duasomemana

JluazoMeTan B3pHIBOOTIACEH M O4eHb  AR0BMT. Bce  paGoTel HeoGxozmmo
NPOBOJKTEH B BEITAXHOM IuKady!

B xonuueckyio konby ra 100 cM® rocaT 20 e 40%-noro pactsopa KOH u 50 v’
AW3THIOBOTO 3(hHpa, Konly noMematoT B GaHI0 €O ABAOM ¥ OXNAKKAKOT SO TEMNEPATYpPH 2-
5°C. B OXJIBKICHHYIO CMECh TTOPUMAMM NPH IMEPEMEIUTNBAHYHN Ha MarHUTHOH Meiuanke WM
MyTEM  BCTPAXHBAHMS BHOCAT 5 T HHUTPOIOMETHIMOMEBHHBL. PEakUHOHHYIO CMech
BHUIEPXHMBaOT Ha xonoxy 10 mumyr. 3arem SGMpHBIE CNOH CAHBAIOT B YHCTYIO
KOHHUYECKyIo Konby BMecTHMOCTBIO 100 cM’, noGasasor 10-15 rpanyn KOH n konGy
ocTaB/AIoT B Gake co KoM Ha 2,5-3 yaca 1A OCYIIEHHs pacTBopa.

Pacteop namasoMeraHa B 2¢Hpe rONCH K YNOTpeONEHMIO NpPH XPaHEHHH B
XONOAUNbHUKE B TeueHue 1-2 cyrox. [Ipy xpaneHun COCyRB ¢ NUA30METANOM HEAB3A NNOTHO
3aKpbIBaTh!

7.4. Ouucmra opzanuseckux pacmeopumeneil
7.4.1, Ayemon
PacTBopuTens Cywar Han MOJICKYIAPHEIMHA CHTaMH 4 A H TOABEpraroT $pakuioHHOMN

feperoHKe Ha PEKTHQUKAIHOHHON KOJIOHHE, HETHKOM cOOpaHHOH W3 CTEKNA ¢ HMCHOM
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TEOPETHYECKHX Tapenox He McHee 30. o mauana or6opa rnaBHO# (QpPakUHH APHEMHHK
HECKOJIBKO a3 NMPOMBIBAIOT HHCTHIUIATOM. ITeperoHKy npoao/pkaroT IO TeX nap, noka B

* aueroma. Temmepatypy

COCYne I YIEpPeroHKW He ocTaHercs npubnu3urensHo 100 cm
BOMAHON Ganu cnedyeT CHHXKATh MO Mepe YMEHbIOEHHs 06beMa alleToHa, BO BCEX Cydasx

OHa He IOINKHA NPEBHINIATH TEMIEPATYpPy KuNeHus auetona Gonee uem na 207,

7.4.2. Xnopucmbiti memunen

XAOPHCTRIR METHIER NMPOMEIBAIOT NMOCHEHOBATENBHO 5%-HBIM BOZHBIM PacTBOPOM
kapOoHaTa RaTpHs, HaCBHINEHHBIM PACTBOPOM X/IOPHCTOTO KaNbLHs, CyaT Hal Ge3BOAHBIM
kap0oHATOM KANHA H WEPErOHAIOT HNH MOABEPraloT PeKTH(OHKAUMOHHON NEeperoHke Ha
KOJIOHHE C YHCIIOM TEOPETHYECKHX TapeloK He MeHee 50,

7.5. lTpuzomoenenue 0,1 N pacmeopa eudpoxcuda Hampua

B mepnyro kon6y BMecTHMOcTHIO 1000 cM® moMewawoT 4 I rHAPOKCHAA HATDHI,
JOBOAAT BOROH A0 METKH, TIUATEALHO NIEPEMENIHBALOT.

7.6. ITpuzomoenenue 2padyuposouHsIX pacmeopos i pacmeopa sHeceH R

7.6.1. Hcxoduwiti pacmsop keuwxknopaka Ons 2padyuposku  (konyenmpayus 100
mx2/er’). B MepHYIO Konby BMecTHMocTsio 100 cM® momemator 0,01 r KBHHKJIOpaxa,
pacTBOpsIOT B 50-70 cM’ aleToHa, JOBONAT X0 METKH 3THM e PacTBOPHTEIIEM, THIATE/LHO
nepeMelnbator. PacTBOp XpaHHTCA B XONOAMALHIKE B TEUCHHE MecALA.

I'panynpoBouHsie pacTBopst Ne 2-5 KBUHKAOpaKa FOTOBAT OGBEMHEIM METOAOM ITyTeM
TI0CNeN0BATENLHOrO pa3baBnenns UCXONHOTO PacTBOpa.

7.6.2. Pacmsop xeunknopaxa Ons enecerus (konyenmpayus 10 Mr2/er).

B mepHyro konby BMecTuMocThi0 100 on’ nomemasor 1,0 eM® HexoaHoro pacTBopa ¢
koHueHTpaunek 100 Mkr/er® (n. 7.7.1.), [ROBOOAT [0 METKH &UETOHOM, TUIATENBHO
flepeMeIHBaloT.

PacTBOp XpaHHTCH B XO/NOMMIBHUKE He Gonee MecAua.

DTOT pacTBOp HCNONBIYIOT MU TNIPHrOTOBACHHA Mpo6 ¢ BHECEHHEM NpH OLIEHKe
ONHOTEl H3BJIEYEHHS AEHCTBYIOWIEro BEIIECTBA METOAOM (BHECEHO-HAHACHO», a TaKke
KOHTPOJIE Ka4uecTBa pe3yNbTaToB H3MEpPeHu# MeTonoM No6aBok.

7.6.3. Hcxoonwili pacmeop Memuno6ozo 3Qupa KkeUHKAOpaxa Onsf 2padyuposKu
(konyenmpayun xeunxnopaxa 1 mxz/cm’). B KpYTIOAOHHYIO KONGY BMECTHMOCTHIO SO oM’
nomemator 0,5 cM® ucxoamoro pacTBOpa KBUHKJIOpaKa ¢ KonueHTpaumeit 100 Mxr/cm3,
BHOCAT 5 cM> pacTBOpa QHa30MeTaHa, BAEpkHBaloT 10 MHH NpU KOMHATHON TeMIeparype.

OTRyBalOT pacTBOPHTENL ITOTOKOM TEIIOTrO BO3xyxa (moMeinas konby Ha cnaGo nomorperyio
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BOAARYIO 6aHio) focyxa. OCTaTOK pacTBOPAIOT B CMECH rekcad-aneroH (3:1, no ofbemy)
nopunsmu no 10-15 cm’, nepenocs B Mepuyio Kox6y BMeCTHMOCTBIO 50 cm’, HOROHAT 5TOH
e CMECBIO [0 MCTKH, [IEPEMEUIMBAIOT. PacTBOp XpaHHTCA B XONOXH/IbHEKE He Gonee 15-
TH nHel.

PactBoper Ne 2-5 roroBAT OGLEMHBIM METONOM TIYTeM MOCHEAOBATENLHOrO
pasbaBNeHHs HCXOXHOrO PacTBOPA.

7.6.4. Pabowue pacmeopui NeNe 2-5 memunoeozo supa xeumxnaopaxa 0
2padyuposxu (konyenmpayus xeunxnopaxa 0.025 - 0.25 MK2/CM).

B 4 mepHele xon6bl BMecTHMOCTBIO 100 cvM® moMemaoT mo 2.5, 5.0, 10 u 25 oM’
HCXOJHOTO PacTBOPa METHIOBOTO 3hUpa KBHHKIOPAKA ¢ KOHLCHTpauHe# KBUHKNOpaka 1
MKr/cM® (n. 7.6.3.), ROBODAT O METKH CMECBIO rekcaH-aueToH (3:1, mo o6seMy), TmaTensHo
TIEpEMELIHBALOT, ONY4alOT paboyue pacTBopel NeNe 2 - § ¢ KOHLIEHTpaUHeH! KBHHKIOpaKa
0.025, 0.05, 0.1 ® 0.25 MKI/cM®, COOTBETCTBEHHO.

PacTBOpE! XpaHATCA B XONOZHABHYKE He Gonee 5-TH KueH,

7.8. Ycmanosnenue 2padyuposoqnodi xapaxmepucmuxu

['paynpoBOYHYI0 XapaKTEPHCTHKY, BBIPAXAIOUIYI0 3aBHCHMOCTh I[UIOIUAMH ITHKA
(MB*cek) oT KOHIEHTPallHH KBHHKJIOpaka B pacTBOpe (MKI‘/CM3), YCTaHaBJIMBAIOT METOJOM
abcomoTHoO# KanuGpOBKH 0 4-M pacTBopaM AAA rpaxynpoBkd NeNe 2 ~ 5.

B ucnapurtens xpomarorpada sBoasT 1 MM’ KaXIOro TPafgyHpOBOYHOTO PacTBopa M
AHATH3UPYIOT B YCNIOBHAX XpoMarorpabuponanus no n. 9.3. OCyIIECTBAAIOT He MERee 3-X
napaienbHeX H3MEPERHH.

8. Or6op n xpaHeure npod

OrGop Npo6 NPOM3BOJMTCA B COOTBETCTBHM ¢ NpPABUIAME, ONPEHCNCHHEIMH
FOCTamu 6293-90 «Puc. TpeGoBaHHus npH 3aroToBKax H mocraBkax», 13586.3-83 «3epwo.
IIpaBuna npHeMxH H MeToAb! orbopa mpo6», «YHRGUMUEpOBaHHBIME NpaBuiaMH oTGOpa
1po0 CeNbCKOXO03AHCTBEHHON RPOMYKUHH, NUINEBLIX APOAYKTOB ¥ O0BEKTOB OKpYxaromeh
cpennl JUIs ONpeeNiecHHA MHKPOKOI4ecTB riecTHIaoB (Ne 2051-79 ot 21.08.79).

3epHO NOACYWIMBAIOT B TEMHOTE OO MOCTOAHHOTO BECR M XPAHAT B TKaHEBBIX
MEINOYKaX B CYXOM, 3aMUICHHOM OT CBETa MECTe NIPH KOMHATHON TeMneparype He Gonee 6-
TH wMmecsaues. Hamenbuennsie npoGer 3epHa (aranuTH4eckne o6pasusl Maccod 20 1)

3aMOPaXHBAIOT M XpaHAT NIpr Temneparype —18°C.
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9. Buinoanenue onpeneseHus

9.1. Dxcmpaxyus

O6pasen H3MENLYECHHOTO 3¢pHa puca Maccolt 50 r TOMEWaloT B MIOCKOJOHHYIO KONy
BMeCTHMOCTBIO 500 ¢’ Ha mude, goGassior 100 em® 0,1 N pacTBOpa rHAPOKCHAA HATPHS
# NMOMEWAlOT Ha BCTPAXHWBATENs Ha | uac. 3aTem B HaGyxmyro Maccy srocsT 200 oM’
alleToHa, NepeMEIKBAIOT ITYTEM BCTAXUBAHHA B TEYEHUE 5-TH MER.

ITpo6am naloT OTCTOATBCA 1 4ac, 3aTeM HANOCANOYAYIO XHAKOCTE (GHMABTPYIOT Ha
BOpoHke BloXHepa ¢ MOMOMIBIO pa3pAXeHAs, CO3AABAEMOr0 BOAOCTPYHHBEM HACOCOM, Yepes
NBOHHON (GUNBTP «KkpacHad JeHTa», OCallok Ha (QMIsTpe npombibaior 30 oM’ aneToHa.
O6vennnennsie oTGUABTPOBAHNBIA IKCTPAKT H NPOMBIBKY NEPEHOCAT B KPYIIOAOHHYIO
xonby BmectHMocThio 300 cm’, BHocAT 3 oM’ KOHUEHTPHPOBaHHOK CEpHOH KHMCIOTHI
NEpeMEIHBAIOT M YIapHBAlOT A0 BOAHOTO ocTtaTka (85 — 90 oM.

K Bonnomy octaTky ocTopoxHo (neHooOpasosande!) HOGRBISIOT MOPLUAMH TBEpABIH
ruapokapbonaT HaTpus (okono 6 r), nosons pH 1Ko 8 (koHTpoAb No HHANKATOpHOK GyMmare).
3ateM pacTBOp NEPEHOCHAT B ACTUTENBHYIO BOPOHKY BMECTHMOCTHIO 500 oM’ ¥ moaBepraior
OYHCTKE o 1. 9.2,

9.2. Ouucmxa IKCmpaxKma 6 CUCmeme HECMEUUEAIOUSUXCR PaCmeopumeneii

K 3KcTpaxTy B nenmTembHOW BOpoHKe f06aBAsoT 100 CM’ XNOPHCTOrO MeTHieHa,
KHHTEHCHBHO BCTPAXMBAIOT B TEYEHHE 2-X MuH. [10CN€ NONHOTO PasgeNeHns CI0eB HHKHIOK
opraiuyeckyro  basy OTZensoT M O0TOpachBaloT. [IpoNeXypy TNPOMBIBKM 3KCTpPaKTa
NMOBTOPAOT nopudell puxnopMmerara 100 cM’.  3arem BomHmit pPacTBoOp NOAKHCIAIOT
KOHUEHTPUPOBaHKOH cepHORt kucnorodt mo pH 2 {oxomo 1,5-2 cM®), xoHTposmmpys ero
3HaueHHe N0 MHAMKATOpHOU Gymare. BrocAT B Boporky 100 cM® XJIOPHCTOrO MeTHIeHa,
HHTEHCHBRO BCTPAXMBAIOT B Te4eHHE 2-X MHR, IIocie MOMHOro paszieNeHus CIOEB HHKHIO
OpraHB4eckyro $asy OTAENAT, IEPEHOCHT B KPYTIONOHHYIO Konby BMeCTHMOCTHIO SO0 om’;
GunpTpya yepes ciaok Ge3BogHOTO cymbdara Harpus (2 cM), MOMeIeHRBIH Ha OyMacHOM
¢unbTpe B KOHYCHON XHMHYECKOA BOPOHKE. DKCTPAKUHMIO IIOBTOPAIOT TPHXKABI TODUHAMH
xsopucToro Mertmnesa mo 100 oM. Jlns yAyqmenAs pasgeneHna das B ACNHTENBHYIO
BOPOHKY BHOCAT HaCBRHEHHbIA PacTBOP XJIOPHCTOr0 HaTPHA.

O6benuHeHHBI AUXA0PMETAHOBMIY JKCTPAKT YNApHBAIOT HA POTALIHOHHOM BAKYYMHOM
HCrapuTene npu TeMnepatype 6aHu He BbIle 40°C 1o o6bema 3-4 cm®. OCTaTOK ¢ OMOLIBIO
NMHNETKH NEPEHOCAT B IPAJyHpOBAHHYIO HpOBHDKY BMECTHMOCTbIO 10 cM’, HoBOZAT 06beM

pactBopa o 10 o’ NOPUHAMH RMUXAOpMeTana Mo 2-3 o, [IpEABAPHUTEABHO ONOJACKHBad
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#MH xonBy. [lanee npoBoasT OUKCTKY 110 11. 9.3
9.3. Ouucmka 3cemparkma Ha Konyermpupyrowem nampaie Sep Pak Silica
AJTHKBOTY MOMyueHHOTO Mo 1. 9.2. pacTsopa o6bemMoM B | ¢M® BHOCAT C NOMOLIBIO
MEXHIMHCKOTO IMpHLa Ha Cyxol KOHIEHTpUpytommit naTpoH Sep Pak Silica co cxopocTrio
nponycKanus pacTsopa 1-2 xammi B cek. Konby ononackusaor 1 oM’ XfOPHCTOre METHACH,
KOTOpEIA Taloke HaHOCAT Ha natpod. Ilocne Haiecenns mpo6El MATPOH NPOMBIBAIOT 3 oM
CMECH METAHON-XNIOPHCTHIR MeTuneH (5:95, no o6semy), amoar oTbpacsiBaioT. Bewecrso
ITOHPYIOT ¢ matposa 4 cM’ CMECH METAHON-XIODHCTHIA MeTHIeH (40:60, no obnemy),
cobupasi amoaT B KPYIIONOHHY:o KonGy, YNapHBAIOT NpH Temneparype He Bemne 40°C
aocyxa. OcraTok pacTBopsioT 8 0,5 e’ aueToHa H MOABEPraroT ACPUBATHIALAH 110 IT. 9.4.
9.4. Jepueamuzavun
K pacreopy » konbe, nonydewsoMy no n. 9.3, npubasasor 2 oM’ pacTBopa
ouasoMmeTaHa, BelgepxuBaoT 10 MHH npu KomHarHO# Temneparype. Ecimu 3a sToT
NPOMEXYTOK BPEMEHH PACTROP OGECIIBEUMBAETCA, BHOCAT NOTIONHHTENSHO 2 M’ pacTBopa
AWa3OMEeTaHa W BHOBb BeEepxuBaworT 10 MuH npH koMHaTHOH TeMneparype. OtayBaioT
pacTBOpHTENE (nomemas xoialy Ha cnabo rnomorperyro BogsHylo Gamio) mocyxa. Ocratok
pacTBOpAIOT B 5 cM’ CMECH reKCaH-aleTOH (3:1, no obneMy) M aHaNU3UPYIOT B YCHOBHAX
xpomarorpadupoBanus 110 1. 9.5.
9.3. Yenosua xpomamozpaguposanun
Xpomatorpad razoserit «Kpuerann-2000M» ¢ eTeKTOpOM 3/MEKTPOHHOrO 3axBaTa
HOHOB.
KonoHka kanwmunspuas DB-5, mmno#t 30 M, BHyrpeHHum nuamerpoM 0,25 M,
TOMWKHA neHkH copbenta 0,25 Mxm
TemnepaTypa aetektopa: 310°C
ucnapurens: 270°C
Temneparypa TepMocTaTa KONIOHKH NIPOrpaMMMpoBaHHas, HavansHas Temneparypa -
210°C, BImEpKKa 5 MHH, HarpeB KOJOHKH CO CKOPOCTBIO S IPai/MHH XO TEMNEpPAaTypsi
250°C, BbIOEPXKKA | MHH, fasee Harpes ¢O CKOpocThio 30 rpal./MHH A0 TeMIIEpaTyphl 270°C.
Ckopocts rasa | (asor): 31,2 cm/cex, naenerne 125 klla.
I"a3 2 (asor); geneuue noroka 1 : 8,4; c6poc 8,1 oM’ /Mny
Xpomarorpabrpyemsiit obsem: 1 mm’
OpHeHTHPOBOYHOE BPEMA YAEPXKHBAHHA METHIOBOr0 3¢ Hpa KBYHK/IOpaKa: 6 MUK 50

CEK
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JinreHHEIH quana3on aerektuposanus: 0,025 — 0,25 ur
Ofpasue, garomue nwkw, CombuMe, YeM  TPagyMpOBOYHBIN PacTeROp <
xoRuenTpanuei 0,25 MKr/cM’, pa3GaBIIOT CMECHIO TeKCaH-ALETOH (3:1, no o6vemy).

MpoSy BBOmAT B MCMapHTens xpomaTorpada He MeHee ABYX pa3. YCTaHaBAMBAIOT
NI0IAb MHKa, ¢ MOMOIIBIO IPAYMPOBOYHOTO rpadHka ONpenessioT KOHUCHTPAUHIO
KBHHKJIOpaKa B XpOMATOTpadHpyeMoM pacTBOpe.

10. OGpaGoTka pe3yabTaToB aHAIH3A

Conepxanue kBuHKIOpaka B mpoGe (X, MI/Kr) pacCYMTRIBAIOT 1O hopMYye;

B*K*V
D, G , the
m
B - KOHUeHTpauUMs KBHHKNOpaKa, HalAEHHas MO rPaXyHpOBOYHOMY rpaduky B

COOTBETCTBHH C BEAMYKHON NIOMAM XPOMATOrPadHIECKOrO IHKA, MKT/CM;
V - o6beM IKCTpaKTa, NOATOTOBREHHOrO Mis XpoMaTorpadupoBanns, om?;
m - Macca aHanH3HpYyeMoro ofpasia, I

K =10, ¢ y4etom obbema 3KCTpaKTa, B3ATOrO M/IA aHANH3A.

11, TIpoBepka HPpHEMAEMOCTH Pe3yALTATOB NAPARACILHLIX ONMpPeNeTeHH

3a pesyneTarT aHanM3a NPHHKMAKT CpeaHee apHQMETHYECKOe pe3yNbTAaTOB ABYX
NapaUTENbHEIX ONpeleNiennli, pacXoXIeHHe MEXKAY KOTOPHIMH HE NpeBbIIaeT npefena
nosTopsiemocTH (1):

2~[X‘—X,{‘100Sr

1
X, +X,) M

rae X, Xz- pe3ynbrathl NapasicabHbIX ONpeReNneHui, MI/KT;
r- 3HaUEHHE Npejena NoBTopAeMocTH (Tabauua 1), mpu stoM 1= 2.80,.
Ilpu HeBbmmonHeHuu ycnosus (1) BBIACHAIOT TNpPHYHHB MpEBBIMICHHA npeacna

NOBTOPACMOCTH, YCTPAHAIOT HX H BHOBb BBIIONNHAKOT aHANH3.

12, Odopmaenne pesyabTaToB

Pe3yneTaT aHanusa NpeAcCTaBIAtioOT B BUAE:

(} + A) Mr/kr npu BeposaTHocTH P=0.95,

A



rae X- cpemsee apu(MeTHYECKOe Ppe3yNbTATOB ONpEfENeHUH, NPH3HAHHBIX
NPHEMIEMbIMH, MI/KT;
A- TpaHHUa a6CONMOTHOMN NOTPENIHOCTH, MI/KT;

A =8*X/100,

8 - rpaHHDa OTHOCHTENBHOM MOrpEeMIHOCTH METONMKH (NOKa3aTenb TOYHOCTH B
COOTBETCTBHH C AXaNa30HOM KOHUEHTpauuit, Tabnvua 1), %.
Ecnu conepixatne KOMNOHEHTa MeHee HHXHEH rPaHHib] DMANa3oNa ONpenesseMbIx
KOHUEHTPANK i, pe3y/bTaT aHA/IN3A [IPeJCTaBISIOT B BHAS!
«co0epacanue KURKAOPAKa 6 npobe sepra meree 0,025 me/ k2n*

*. 0,025 m2/x2 - npeden 06HAPYHCEHUA.

13. Konrpoas xavecTsa pesyabTaToB H3mMepeHuit
OnepatuBnpif  KOHTPOJb NOrPEITHOCTH M BOCIPOH3BOAHMOCTH  HM3MEpEHHH

ocymectsaaerca B cootsercTedn ¢ TOCT P MCO 5725-1-6-2002 «TouHOCTE (IPaBUIILHOCTD
¥ TPCUNK3NOHEOCTh) METOAOB ¥ PE3YJbTATOB KIMEPEHMity.

13.1. CraGunsHOCTE pe3ynbTdTOB H3MEPEHWH KOHTPONMPYIOT NcpeX NPOBEXCHHEM
H3MEpeHUHl, aHATH3KPYS OfYH U3 rPalyHpPOBOYHBIX PaCTBOPOB.

132, TlnaHoBbii BHYTpHNAGOpATOPHbIN ONEPATHBHLIA KOHTPOJIb  NPOLEHYPHI
BBITIONIHEHHS aHAMH34 NPOBOAHTCH METOAOM I0GABOK.

Bennynna no6askn C, nomkHA YIOBAETBOPATD YCIOBHIO:!

C0=AA_F+AJ;_:’

rhe t A 5 (t AJ,) ~ XapaKTEpHCTHKA MOrPeliHOCTH (abCOMOTHAA TOTPEIHOCTD)

Pe3ybTATOB AHAIH3a, COOTBETCTBYIOIIAS COACPIKAHHIO KOMIIOHEHTA B HCIIBITYeMoM obpa3ie
(pacueTHOMY 3HAQYEHHIO CONCPXKAHUS KOMNOHEHTa B ofpasue ¢ no6aBxkof COOTBETCTBEHHO)
MTI/KT, IPH 3TOM:
Ay =10,84 A,
roe A- rparula a6conoTHON TOTrPEWHOCTH, MI/KT,
A =8 ¥X/ 100,

§- IpaHMUa OTHOCHTENHLHON NOIPEMIHOCTH METONMKM (MOK23aTesh TOYHOCTH B
COOTBETCTBHH C AHANA30HOM KoHUeHTpauu#, rabnuua 1), %.

PesynbTat KoHTpoNs npouenyps! Ky paccurTsIBaloT o hopmyne:
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K=X'-X-¢C,,
rae :Y—', ;?,Cd cpenHee apHQMETHYECKOE PE3yIbTaTOB 1TapAJIe/IbHBIX ONpENENeHHH
(NpH3HAHHBLIX NpHEMAEMBLIMA N0 11.11) comepKaHHsA koMmoHenTa B ofpasiie ¢ moGaBkof,
HCTBITYyeMOM 0Opasiie, KOHIEHTpalHs B00aBKM, COOTBETCTBEHHO, MI/KT;
HopmaTus xortpons K paccuntrisaior ro hopmyne
K=\/A 2t A"j-

TpoBonsT comocTtadienne pesyasrara KoTposs npouemypsl (K¢ ¢ HopmatHBOoM

kouTpons (K).
Ecni pesynsTaT KOHTPOILA NPONEAYPE! YROBIETBOPSET YCIOBHIO
Kl <K, @
Npoueaypy aHami3a MPH3HAIOT YOOBIETBOPUTEALHON,

Tpu nesbmMoOnHeRKY ycoBus (2) npouedypy KOHTPONS OBTOPSIOT. [Tpu nosTopHoM
HEBRINONHEHHH YCIOBHA (2) BHIACHAIOT IPHYMHEL, NPHUBOLALINE K HEYROBIECTBOPHUTEALHBIM
pe3ynsTaTaM, ¥ NPHHHMAIOT MEPB! O HX YCTPAHEHHIO,

13.3. TlpoBepka MpUEMNEMOCTH pe3yALTAaTOB M3MEpEeHHH, IMONYYEHHBIX B YCHOBHAX
BOCTIPOM3BOKHMOCTH:

Pacxoxuetine Mexy pe3ynbTaTaMyu H3MEPEHUH, BBINOIHEHHLIX B IBYX Pa3HbIX
n1a60paTopHAX, He KODKHO MPEBBINATH pesiesia BOCHpPOU3BoAuMocTH (R)

2-[X,—X,‘-100sR )
(X, +X,)

rae Xy, Xz — pesynsTaThl H3MEpeHHH B IBYX pa3HbIX 1abopaTopusix, MI/KT;

R - npenen Bocnpou3BoAMMOCTH (B COOTBETCTBHH C AMANA3CHOM KOHIEHTpALHIL,
Tabnuna 1), %.

14, Pa3paboranxu.

KOmuna T.B., ®enopoa H.E., Iopsuesa JI.B. (QenepancHbiii HaydHbI LeHTD

rurueHs! HM. ©.®. Dpucmana); Hsanos I'.E. (PocnotpeSnagszop).
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