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2009 — 188c.
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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
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3. YreepxaeHb! I naBHbIM rOCYAQPCTBEHHbBIM CaHMTapHBIM BpauoM Poc-
cuiickoif @enepaunn, flepseiv 3amecturencM MuHHCTpa 3XPaBOOXPAHEHHA
Pocenitckoit Penepannn, akagemukom PAMH . T, Onuwenxo.

4. Beezaenbi BnepBebie.
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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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YTBEPXJAIO

PyxosoxuTens ®egepansHoit ciayxOb

110 HAA30pY B cepe 3aMUTH

npas notpebureneii u 6 aroIoityyus 4elIoBexa
I‘nanmxﬁ rocynapcm frviet AHUTapHLIA Bpad,

I'.T. OnunieRKo

'*v" « 30» MO 20
.f-lIaTa nseuenmz- A 1 ceici]! /q 2VCE,

4.1. METOJIbI KOHTPOJUI )G'II\/H/I“IECKI/IE OAKTOPHI.

‘Meroanveckue yKasanus
10 ONPERCICHHIO OCTATOYHBIX KOIHYECTB KBHHK/NOPAKA B 3ePHE PHCA METOAOM
BbICOK03dPpexTnBHOM mnmcoc'mon xpomatorpadun
MYK 4,191 06

HacTosmme Mertomudeckme  yka3amus ycrauasnnnamr METOH  KammIspHod
rasoXKHAKOCTHOH XpoMaTorpag®u Ans onpeneicHHA MacCOBON KOHLEHTPANUy KBHHKIOPaKa
B 3epHe pHca B axanasone 0,025 - 0,25 mr/kr.

KeuHKI0paK - nefcTByoniee pemecTso npenapara POBOC, KC (250 r/n), dupma
«ATpOnPOMXHMCHa0Y.
3,7-nuxnopxuHonuH-8-kaptonosas kucinora (ITUPAC)
COM
Cl N
-~ cl
C10H5CI2NO2
Mon. macca 242.1
BecuseTHoE KpPHCTAUIMYECKOE BEHIECTEO. Temneparypa ruiaBsieHus: 274°C.
Hasnenune mapos: menee 0,1 Mlla (20°C). KoapuumenT pacnipenenenus H-OKTAaKO/BOKA:
Kow logP = -1,15 (pH 7). Tnotsocts 1,75.  PacTBOpHMOCTL B 3TaHOnE, aUETOHE — 2 I/KT
(20°C). TlpaxTHHEcKH He paCTBOPHM B APYTHX OPTAHAHECKHMX PaCTBOPHTE/IX.
BemecTBO ycTOMUMBO K HArPEBaHMIO W CBETY, a Takxe B Axanasone pH or 3 no 9.
pKa 3.34 (20°C).
Kpamwras moxcuxonozuyeckan XapaKxmepucmura:
Octpas nepopaisras TokckanocTs (LDsg) A kpeic — 2680 Mr/xr, Mpune#t — 6onee

5000 Mr/kr; octpas mepmanbuas TokeHuHocTs (LDso) st kpsic - Gonee 2000 mr/kr; ocTpas

3 nan
MEraNsuponHas Toxcuarocts (LCsg) aa kpric — Gonee 5200 mr/m” Bosayxa (4 vaca).
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KBHAKIOpaK HE OKasHB2ET DAa3fIpaxaloero NEHCTBHA Ha KOXKY H CIH3HCTYIO
060n04Ky I'71a3 KPOIHKOB.

O6nacmb npumenerus npenapama

Tpenapar ®OBOC, KO (250 r/n), AB. KBHHKIOpAK — IIped- ¥ NOCNEBCXONOBLIA
CeNeKTHBHBII repOHIMA 41 G0pPLGE! ¢ COPHERMH PACTEHMAMH Ha IUIAHTALMAX pHCa.

MJY B puce ~ 0,05 Mr/kr.

1. Merpoornyeckre xapaKTepHCTHKH

ITpu cobnioneHMK BCeX DPErTAMEHTHPOBAHHLIX YCIOBMH MPOBENEHMA aHANH3A B
TOYHOM COOTBETCTBHH C JAaHHOM METOXMKOM WOFPEWHOCT: (M €€ cOCTaBusKomue)
pe3yNbTaTOB H3MEPERHH NPH ROBEPHTENBHOM BepoaTHOcTH P=0,95 He npeBsitnacT 3Ha4CHHUH,

NpHBeSEHHEIX B TaGMune | 419 COOTBETCTBYIONUMX AMaNa30HOB KOHUECHTPAlH.

Tabnuna 1
Mertponorudeckue napaMeTphl
Hunanazon Tlokazarens Cranpapraoe Tlpenen Tpenen
AHanuzu- onpeaensieMeix TOYHOCTH OTKNOHECHHUE NOBTOPAEMO-~ BOCIIPON3BO-
pyeMelfi KOHLEHTpaumH, (rpanunua TIoBTOpAEMO- cTH; T, % numocTh, R, %
obvexr Mr/kr OTHOCHTENBHON <TH, o, , %
NOrpeUIHOCTH),
13, % P=0,95
ot 0,025 g0 0,1 Bka. 50 6,4 18 21
3epHo
pHca Gonee 0,1 xo 0,25 25 48 13 15
[TonsoTa w3BACYEHMSs BCINECTBA, CTAHOAPTHOC OTKIOHEHHE, [HOBEPUTENbHBIN

HHTepBaNl CPeNHEr0 pe3yAbTaTa JNA  IOAHOTO JAMamasoHa KoHUeHTpauw# (n = 20)

npusenieHs! B Tabnune 2.

TaGnuna 2
Merponorudeckue napamerpsl, P = 0,95, n =20
Ipenen JHuanazon Cpennee Crannaptroe | Jlosepurens-
Aunanusupye- | ofHapy- | ompenemAeMBIX 3HAYECHHE OTKIIOHEHHE, | HBUA HHTEpBAN
MBIH 00BEKT JKEHAA, KOHLCHTPauu#, | onpenencHus S, % CpenHero

MI/KT MI/KT % pe3ynsTara, +,

%

3epro pHca 0,025 0,025 -0,25 81,0 4,8 1,4




1. Meroa n3mepeHui
Metoguka ocHoBaHAa Ha ONIPEXENEHHH BELIECTBA C NOMOLIBIO BHICOKO3((EKTHBHOK
KAOKOCTHOM  xpomarorpaduu  (BOXX) ¢ ynsTpadmoneToBsM [ETEKTOpPOM HOCHE
[MEJIOYHOTO THAPONM3a aHamMsupyemoidt mpobp1 3epHa obpaborkofi 0,1 N pacTBOpoM
THAPOKCHIAA HATPHA, IKCTPAKLWH ANETOHOM, NOCHENOBATENLHON OYACTKH SKCTPAKTa Ha
KOHUCHTpUpYIom®x narponax C18 Sep Pak, sarem Sep Pak Silica.
Konn4ecTBeHHOE OnNpecneHHe NpPOBOAATCA METOXOM abCOMOTHOM KamnOpoBKy.
B npenmaraeMpiX YCNOBHAX ONpEJENEHHs METOX cuEHMbH4YeH B [PHCYTCTBHH
NECTHIHAOB, TPHMEHAECMBIX B TEXHOJIOTHH BBIPALIMBAHHA DHCA.
3. Cpencrsa niMepennii, BCHOMOraTeabHbIE YCTPOlicTBA,
PeaKTHBbI ¥ MATEPHANDI
3.1, Cpeocmea usmepenui
XKumxocTHO®  xpomatorpap ¢ ymstpadmomerosM Homep Nocpeectpa 15945-97
ZETEKTOPOM ¢ niepeMeHHOR mHol Bosasl (pupmer Perkin-
Elmer, ClIIA)
Becn! anamataueckue BJIA-200 I'OCT 24104
Becwl naGoparophbie ofiiero nasHauenus, ¢ HanbonsmmM T'OCT 7328
npepesoM B3semMBaEMs mo 500 r  m npenenom
ponyctuMo# norpemuocty +/- 0,038 ¢
KonGe! Mepuble BMecTHMOCTRIO 2-100-2, 2-500-2, 2-1000-2 T'OCT 1770
PH-metp monens pH-211 (dupmer HANNA Instruments, Homep I'ocpeectpa 14300-94
TCepmanus)
Mepb1 Macchl TOCT 7328
Iunerkn  rpaxyvpoBsadHble 2-ro  Kkinacca Ttounoctw I'OCT 29227
pmecTaMocThiO 1,0; 2,0; 5,0; 10 oM’
IpoGupky rpagynposannsle ¢ npunUiHdosasnolt npobkoi I'OCT 1770
BMECTAMOCTEIO 5 ¥ 10 oM’
Unnreapel MepHBIE 2-ro Kyacca TOMHOCTH BMecTHMocthe ['OCT 1770
25, 50, 100, 500 # 1000 cv®
JomyckaeTcs HCMNONb30BaHWE CPEOCTB H3MEPEHUN ¢ AHAIOTHYHBIMA HIH JIYYIIAMH
XapaKTepHCTHKAMH.
3.2. Peaxmuagbt

KeHuxfiopak, TEXHHYeCKHH nNpOLYKT C  COHNEp)XKaHHEM
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aeficreyromero Bewectsa 99%: (¢. Sunrise Chemicals Co Ltd,,

Kwnraif)

AUETOH, 0CY 'OCT 2306
ALlCTOHHTPWI I XpomaTorpadud, X4 TV 6-09-4326-76
Boxa meHoHH3oBaHHaA I'OCT 6702
Kncnota opro-dochopras, xa, 85% I'OCT 6552
Kucnora cepras, Xu TOCT 4204
Mertuen XAOPHCTHIH (ZUXIOPMETAR), X4 FOCT 12794
MeTnnosei# cnupt (MeTasom), X4 I'OCT 6995
Harpu#t ruapokcun (warp exxuit), X4 TOCT 4328

Jonyckaercss HCNONE30BaHHE PEAKTHBOB MHBIX NPOM3BOLUTENEH C AHAIOTHIHOH MM

fonee BricoxOR KBaNTHHKAUHEH,
3.3. BcnomozamensHbie yempolicmea, Mmamepuasist

Annapar JUi1 BCTpAXHBaHus Tunia ABY-6¢ TY 64-1-2851-78
Bans ynprpassykonas ¢bupmsr Joray (Iseftuapus)
Bymaxcnele QURBTPEI «kpacHag — JeHTa», oOe3sonenunle win TV 6-09-2678-77
$uLTPH H3 XpoMaTorpadudeckoif 6ymaru Barman 3MM
Boponka Broxrepa rOCT 25336
Boponxu koHycHsle quametpoM 30-37 1 60 mm TOCT 25336
I'pywa pe3nnoBas
HinpnxaropHas Symara, yRuBepcanbHas
Kon6a Bynsena I'OCT 25336
Kon6u1 mitockomonnste BMecTHMOCTHIO 100, 250, 400-500 cv® T'OCT 9737
Kon6s! rpywessanple Ha mumbe BMectamoctsio 100-150 [OCT 9737
oM’
MemOGpannnie GHUALTPE KANPOHOBHIE, AMAMETPOM 47 MM

Ha6op ns dpunsTpanms pacTopurenell uepes MeMGpany

Hacoc BoaocTpy#tHbit BaKyyMHBIH T'OCT 10696
CrakaHbl XHMHYECKHE, BMECTHMOCTBIO 100, 500 o’ T"OCT 25336
Crexnosara

Cre/sHHEIE NAI0YKH

[Marpons! nna TReprodasHoit skcTpaxunr C18 Sep Pak,
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Classik (Waters, CILIA), Macca copbenta 360 Mr
IMarpons: ans TeeprodasHoi axcTpaxuun Sep Pak Silica,
(Waters, CIHA), o6rem copGenTa 2 o’
Poraunonusnt BakyymHeii ucnapurens B-169 ¢upmer Buchi,
IseAuapus
YcTaHoBKa JUIA IEPETOHKH PacTBOpUTENEH
Xpomarorpaduyeckas KONOHKa CTajupHas, AnuHOH 25 oM,
BHYTPEHHHM JuametpoM 4,0 MM, comepskamas Kpomacun 100
C18, seprennem 7 MKM
IUnpuu ans BBoAa o6pasiioB ANA XUAKOCTHOTC XpoMaTorpada
BMECTHMOCTBEO 50 ~ 100 Mn’
IUnpHns! MegnunnckAe ¢ pazsemoM Jinioepa BMecTHMOCTEIO 5 T'OCT 22090
u10cM’
Lonyckaercs MpuMeHeHne Apyroro 060pyROBaHHA C  QHATOTHYHBIMH HIIH JIyYIIHMH

TEXHHYECKHMH XapaKTepHCTHKAMH,
4, TpeGoBanus GesonacHOCTH

4.1, Tlpu BBINONHEHMH W3MepeHu#t HeoGXoamMO COOGMIORATh TPEOOBAHHA TEXHHKH
Ge3onmacHocTH mpH paGoTe ¢ xuMHueckumy peaxtHBamH no OCT 12.1.007, tpeGopanus
anexkrpoGesonacrocTi npa pabore ¢ anekrpoycraHoskamu no FOCT 12.1.019, a Taxe
TpeGoBaHNs, H3NOXKEHHbIE B TEXHHYECKOH JOKYMEHTalHY Ha XHAKOCTHOH Xpomarorpad.

4.2. IoMelneHue NOMKHO COOTBETCTBOBATH TPeGOBaHUAM N0OXKapo0e30nacHOCTH MO
IOCT 12.1.004 n umerb cpeactBa moxapoTymenus no FOCT 12.4.009. Cogepianue
BPEIHEIX BEINECTB B BO3AYXE HE AOMMCHO NpPEBHINATh HOPM, yeranosNeHHex ['H 2.2.5.1313-
03 «IIpeaensro-gonycramuie KorueHTpawuu (1K) Bpeansix BemiecTs B Bo3xyxe paboueit
soHsI». Oprannsauus oGyvenua paGotHukos GesonmacHocTH Tpyha - no FOCT 12.0.004.

S. TpebGoBanus K KBaJHPHKALHH ONEPATOPOB
K BBIMONMHEHMIO H3MEPEHMUIT QOMYCKAOT CNEUHANHCTOB, HMEIOIHX KBATHQHKAMIO He
HyKe nabopaHTa-HeCneRoBaTeNs, ¢ ONBITOM pabOoTh! Ha JKHAKOCTHOM XpoMmarorpade.
K nposenesuio npoGONOATOTOBKM HOMYCKAIOT oOneparopa ¢ KsanmHQHKanHeH
«rabopaHT», HMEIOIIEro ONLIT paboTs! B XUMHYECKoH 1ab0paTopHH.
6. Yenous H3MepeHHH

T1pu BHINONHEHNH H3MEPEHHUH COOMONAIOT CEAYIOLHE YCIOBHA:
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® [IpOlECcCH NPHATOTOBJNEHUA DAcTBOPOB H INOATOTOBKH Npol X aHaaH3y NPOBOAAT
nipH ToMTepaType Bosgyxa (20+5)°C 1 oTrocHTENBHOK BraxmocTH He Gonee 80%.
* BLINOJNIKCHHE H3MEDCHMI HA KHMIKOCTHOM XpoMaTorpade NMpOBONAT B YCHOBHSX,
PEKOMEHIOBAHHEIX TEXHHYECKOH oKyMenTaumei x npubopy.
7. IloAroToBKS K BLINOJIHEHHIO H3MepeHHH
HaMepennaM NpemuIeCTBYIOT CHEAYIONAE ONEPAUHM: OYHCTKA OpraHHYecKUX
pacrBoputeneii  (MpH HeoOXOMMMOCTH), NPHTOTOBICHHWE pACTBOPOB, TIPANYHPOBOYHBIX
pacTBOpOB, pacTBOpa BHecenud, nomsuxuo# daser mm BOXX, koHmMnmoRmposaHue
xpoMatorpadpuyecKOf  KONOHKH, YCTRHOBIEHHE TIPAAYMPOBOYHOH  XapaKkTepyMCTHKH,
NOAroTOBKa KOHUEHTPHpYyronxux narpoxHos C18 Sep Pak.
7.1. Ouucmra opzanuseckux pacmeopumeneii
7.1.1. Ayemonumpun
AUETOHHTPH/ KHNATAT ¢ 0OPaTHEIM XOJNOMMIBPHEKOM Haj NEHTOKCHIOM docdopa He
meHee 1 4gaca, NOCNE HErO TIEPErOHMIOT, HENOCPEACTBEHHO nepeA ynoTpeGneHHeM
ALETOHHTPHI NOBTOPHO IIEPETOKAIOT HAl NPOKANCHHBIM KapboHaTOM Kamnd.
7.1.2. Ayemon
AUETOH NeperoHmoT Hax HeGomswuMu KkommaecTsoM KMnO; M npoxaneEHLIM
xap6oHaTOM Kaud,
7.1.3. lexcan

PactBopuTeNnh . NOCAEAOBATENbHO NPOMEIBAIOT MNOPUMAMHM  KOHUGHTPUPOBaHHON
CEPHOH KHCNOTSI, A0 TEX MOp, TI0Ka OHA HE NIEPECTAHET OKPALTHBATECA B JKENTHIHA UBET, 3aTeM
BOJOH 10 HEATPANbHON PEAKIKH NPOMBIBHBIX BOA, IEPETOHMIOT HAJ [TOTALIOM.

7.1.4. Xnopucmuiii memunen

XnoprcThiii METHIEH NPOMBIBAIOT HOCJICHOBATENbHO 5%-HBEIM BOAHBIM PACTBOPOM
xapGoHaTa HaTPHA, HACHINCHHLIM PaCTBOPOM XJIOPHCTOTO KajbliMs, CYmaT Hal Oe3BOXHBM
kapOOHATOM KATHA H NEPErOHAIOT MM NOABEPraloT PeKTH(QHKANHOHHOM NEpEroHke Ha
KOJIOHHE C YHCJIOM TEOPETHYECKHX Tapenok He Menee 50,

7.2. [Tpuzomosnenue 1 N pacmeopa 2udpokcuda Hampun
B Mepuyio xonfy BmecTumocTeio 1000 cm® momemaror 40 r FHOPOKCHZA HATPHA,

ROBOIAT BOJOH A0 METKH, TIMATEIILHO NepeMEIIHBAlOT.
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7.3. llpuzomosnenue 2 N pacmeopa ceproii Kuciomsi

B mepHyio kon6y BmectamocTtsio 1000 e’ nomemator 300-400 v’ nemonu3oBanHOH
BOABL, BHOCAT 28 cM’ KOHLEHTPUPOBAHHOM CEPHOH KMCOTEH, NEPEMEUIHBAIOT, AOBOMAT
BOZIOM JO METKH, BHOBb NEPEMEIHBAIOT.

7.4. IToozomoska konyexmpupyowjux namponos CI18 Sep Pak

KOHLEHTPADYIOLHHA TaTPON NPOMEIBAIOT ¢ TIOMOIIBI0 MEAMIMHECKOro niprna 10 ov®
METAHONA CO CKOPOCTHIO NIPOXOXKICHHSA PacTBOPHTENA Yepe3 NaTPOH 1-2 Kamiy B CEK., 3aTeM
10 cM’ JAeHOHH3HPOBAHHOHN BOJEI, IofKHcReHHOH 2 N pacTBopoM cepHO KucnOTHE 1o pH 2,5
(xontpons ¢ momompio pH-Merpa). [latpoHsl TOTOBAT HENOCPEACTBEHHO Iepen
MCNONL30BAHHEM.

7.5. oozomoexa nodewicnoii ¢pazet ons BIXX

B Meprylo xonGy BmecTEMocTsio 1000 oM’ nomentator 380 oM’

ANETOHHTPUNR,
620 cv® nemonmsoeamHOM BoAs,, 0,5 oM opTto-thocopHOH KHCIQTH, NEPEMEUIHBALOT,
GunsTpyIoT Yepe3 MeMOpaHHBIH GHABTD.
7.6. Konouyuonuposarue xpomamozpapuuecKkoii KonoHKY

TIpoMbIBarOT KONOHKY MOABIKHONA (ha3od (NpHroTOBNIEHHOH 1O N, 7.5) NPH CKOPOCTH
nojga4YH pacTeopurens 1 cM’/MHH He MeHee 2-X JacoB JI0 YCTAHOBMCHHS CTaGHIbHON 6a30Boi
JHHRH,

7.7. Hpuzomosnenue 2padyuposo4rsIX pacmseopos i pacmeopa éHecerun

7.7.1. Hcxoowwii pacmeop keunxiopaxa Ons zpadyuposxu (konyewmpayus 100
mx2/cr). B Mepuyio konby BmectumocTsio 100 cM® momemator 0,01 I KBHHKIOpaKa,
pacteopaioT B 50-70 cM® MeTaHOMa, IOBOAT 10 METKH 3THM )K€ DACTBOPHTENEM, TIHATENBHO
nepeMelnHBaloT. PacTBOp XpaHHUTCA B XOJIOAWNALHHKE B TedeHHe Mecsua.

pamynpoeoussie pacTBopsl Ne 2-5 KBHHKNOPaKa FOTOBAT 06HEMHBIM METONOM NyTEM
MOCCAOBATENBHOrO pa3baB/ICHHA HCXOXHOTO PacTBOPa.

7.7.2. Pacmeop Ne 1 xeunxnopaxa 013 zpadyuposku u ereceHun (konyenmpayus 10
mr2/er’).

B mepHyio xonby BMecTuMocTRIO 100 eM® omewaror 1,0 oM’ HcxogHOTO pacTBopa ¢
koHueHTpamuest 100 Mrr/eM® (n. 7.7.1.), JHOBOOAT IO METKH METAHOJNOM, TIIATENHHO
NepeMeIuHBaloT.

PacTBOp XpaHMTCH B XONOAMNLHUKE He Golee Mecana.
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3TOT pacTBOp KCHOJMB3YIOT IS NPHIOTOBJIECHHA Npob ¢ BHECEHHWESM NPH oueHKe
TIONHOTE! H3BNCYEHHA [CHCTBYIONIErO BEIIECTBA METONOM «BHECEHO-HalJEHO», a TaKke
KOHTPOJIE KAYECTBA Pe3yNbTaTOB U3MEPECHHH METOAOM N06aBOK.

7.7.3. Pabowue pacmeoper NeNe 2-5 xeunxnopaxa Ona zpadyupoexu (koxyenmpayus
0.05 - 0.5 mxa/er’).

B 4 Mepnste konbur BMecTHMOcTb0 100 oM’ momemmator mo 0.5, 1.0, 2.5 1 5.0 o’
pactBopa Ne 1 ¢ xonuertpauneli 10 Mxr/cM® (1. 7.7.2.), HOBOHAT 4O METKH HONBYKHOH
¢azoii, npurorosneRHoN Mo n. 7.5, TmMAaTeNBHO IIEPEMEIMHBAIOT, TMOAYYalOT paboune
pactBopsi NeNe 2 - 5 ¢ kouuentpamme# xsumxiaopaka 0.05, 0.1, 0.25 m 0.5 mxr/em’,
COOTBETCTBCHHO.

PacTBOpBI XpaHATCA B XONOAWIILHUKE He Gonee 5-TH aHel.

7.8. Yemanoenenue 2padyupo6onroti xapakmepucmuxu
pagynposounylo xapakTepucTHKY, BRIPOKAIONIYIO 3aBHCHMOCTD IUIOIAAHN NHKa (OTH.
€NHHMIbI)} OT KOHUEHTPAIlHH KBHHKIOpaKA B PacTBOpe (MKr/cM®), yCTaHABAHBAIOT METONOM
abcomotrolt xkammOpoBKHE 1O 4-M pacTBOpaM WA rpamgynposku NeNe 2 — 5.

B nuxextop xpoMaTorpada BBOXAT 20 MM’ KAXAOro IPagyHpOBOYHOTO Pactsopa M
AHATH3HPYIOT B YCAOBHAX XpoMarorpadupoBakns mo n. 9.3. OCyHecTBAAIOT HE MeHee 3-X
NApaILNeILHBIX H3MEPEHHH.

8. Or6op u xpanenne npob

Or6op nmpo6 NpOM3BOAMTCE B COOTBETCTBHH ¢ [PaBHJIaMM, ONpeleNeHHBIMHA
['OCTamu 6293-90 «Puc. TpeGosanna npy 3aroToBKax M nocraskax», 13586.3-83 «3epro.
[IpaBuna npuemxy um Meroas! otGopa npob», «YHHOHIMPOBAHHEIMH NpaBHIamMu otGopa
npo6 CenbcKOXO3AHCTBEHHOH NMPOMYKIKH, HIICBEIX NPOXYKTOB ¥ OGBEKTOB OKpYXKaromeH
Cpemsl AJ1s OlpeeIeRus MUKPOKOANYECTB mecTHUAoB (Ne 2051-79 ot 21.08.79).

3epHO NOACYWHBAIOT B TEMHOTE OO IOCTOSHHOIO BECa M XpaHAT B TKaHEBBIX
MEUIOYKAX B CYXOM, 3aIIHIICHHOM OT CBETa MECTE TIPH KOMHATHOH TeMneparype ne Gonee 6-
TH Mecsues. HamenpueHHsle npoGm 3epxa (aHamuTHyeckne ofpasubi Maccoii 20 1)
3aMOPa)KHBAIOT H XpaHaT mpH Temneparype —18°C.

9. BrinonHexue oupeaenecHUA

9.1, Ixcmpaxuun

Ofpazen H3MENILUYEHHOTO 3epHa prca Maccol 20 r noMemaioT B NIOCKOXOHHYIO KoAby
BMECTHMOCTBIO 250 cM’ Ha minudie, moGasnsior 100 cm® 0,1 N pacTBOpa rHAPOKCHAA HATPHA

H NOMEWaKT Ha BCTpAXMBaTens Ha | wac. 3atem B Habyxumryro maccy sHocar 100 o™’
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ALIETOHA, NEPEMEUIMBIOT YTEM BCTAXHBAHHA B TEUCHHE 3-X MHR.

IIpo6amM pmaroT oTcToATBCH 1 yYac, 3aTEM HANOCANOYHYIO MHAKOCTH GHIBTPYIOT Ha
BOpOHKe BloxHepa ¢ MOMOMIBIO Pa3psLKEHHSA, CO3AaBAEMOr0 BOZOCTPYHHEIM HACOCOM, depes
RBOMHON ¢uIBTp «kpackad jeHtan, OTGUIBTPOBAHEBIA 3KCTPAKT MEpPEHOCAT B MEpHBIA
UMIHHAD BMeCTHMOCTRIO 250 oM ¢ npmmnadoBaHHOM nPOGKOH, NEpPEMELTHBAIOT,
H3IMEPSIOT 0bbeM pacTBOpa, 1/5 ero wacTh, SKBHBANEHTHYIO 4 T 3epHa (oxono 20 o),
NEPEHOCST B KPYTTIONOKHYIO KonGy BMecTuMocThio 100  ov’, momxucnsior 2 N pacTBopoM
cepro# KHCIOTE! R0 PH 4, KOHTPOMHpYs €ro 3HaYeHHe N0 HHAUKAaTOPHOH GyMmare, yrHapHBEIOT
JO BOJHOTO OCTaTKa Ha POTALMOHHOM B3KYYMHOM HCIapHTeNe npu Temieparype OaHH He
sene 40°C. B konGy BHOCAT 15 ¢M® HeHOHH30BAHHON BOABI, IONKHCTEHHOH 2 N pacTBOpoM

cepHoO# kuMcnoTH a0 pH 2.5, nepeMelIHsaOT ¥ NOABEPraloT OIUCTKE o 1, 9.2,

9.2, Owucmexa Ixcmpaxma

PactBop B K0n16¢, NONY4EHHEIR 110 1. 9.1,. BHOCAT ¢ NOMOLILIO MEAMIIMHCKOTO LINPHLa
Ha KoHUeHTpHpylomu#i nmatpor C18 Sep Pak, noxrorosnensex no n. 7.4., co CKOpOCTEIO
nponycKkaHHs pacteopa 1-2 kammu B cek. [locne maHecewus npobbl maTpoH  Cymar
MpOMyCKaHWEM BO3TYXa B TeYCHHE | MHH, 3aTeM NpOMBIBAIOT 4 CM® CMECH aleTOH-TeKcaH
(3:97, no o6veMy), amoar orGpacsBaioT. BewecTBo SMOHPYIOT ¢ MAaTpoHa 7 cM® CMECH
aueroH-rekca (25:75, no o6beMy), cobrpas 3m0aT B KPYIJIOBOHHYIO KONGY, YIIAPHBAIOT €TI0
npu Temneparype He seiue 40°C gocyxa.

OcTatok B Konbe pacrBopsior B 1 oM’ XJIOPHCTOI0 METH/ICHA, NoMellas Ha
yAbTpas3BykoByio Oanro Ha 30 cex. ITomyueRHEIH pacTBOp BHOCAT ¢ MOMOUIBI0 MEAUIHHCKOTO
WINIPHNAa Ha CyXxOH koHUEHTpHpyrowui natpor Sep Pak Silica co ckopocThio mponmyckaHHs
pactBopa 1-2 karum B cex. Kon6y ononackupaior 0,5 cm’ XJIOpHCTOrO MeTH/IeHa, KOTOPLIA
TaKXKe HAHOCAT Ha narpoH. [Tocne Hanecenus MpoOH! NaTPOH CYIIAT MPOMYCKAHHEM BO3LYXa
B TeueHue 30 CeK 3aTeM NMPOMBIBAIOT 3 CM® CMECH METAaHON-XJIOPHCTEIH MeTuneH (20:80, no
06beMy), MOAT OTGPACHIBAIOT. BeIIECTBO HMOUPYIOT C NATPOHA 3 CM> CMECH METaHON-
xnopucthii Metnnen (40:60, no ofwemy), cobupas 2moaT B KPYrNOXOHHYK0 Konby,
ynapysaloT NpH TeMMepaType He BBIUE 40°C npocyxa. Ocrarox pacteopsmior B 1 o™’
MeTanosa, noMelnas Ha ynbrpa3BykoByio Gaxio Ha 30 cek, BHOCAT 1 cM® nogBRKHOM assl,
NOAroTOBACKHOMN o N, 7.5, BHOBb MoMemaloT konby Ha 30 cex Ha yneTpa3ByKoBylo HaHiO H

aHATM3HPYIOT COAEPXKAHHE KBHHKAOpaka 110 1. 9.3.
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9.3. Ycnosun xpomamozpagpuposanun
XunxoctHok xpomatorpat ¢ ymeTpagHONeTOBBIM geTekTOpoM  (dupMer Perkin-
Elmer, CILIA)
Kononxa crameHas pnuuOM 25 CM, BHYTPCHHAM RHaMeTpoM 4 MM, conepxaruas
Kpomacun 100 C18, sepuennem 7 mxm,
TemnepaTypa KOIOHKH: KOMHATHASA
[Mompuxnan Qasa: aueTOHHTPHN — BoZa — opTo-Gocdopras kucnora (38:62:0.05, no
obremy)
CKopocTs NOTOXa 2MOCHTa: | cM°/MuH
Pabouan gnuHa BOAHLL 240 HM
OBnem BBOIMMON NPOGEL 20 MM
YyscrsurensHocTs: 0,01 en. abcopbuun Ha mxaizy
OpHEHRTAPOBOYHOE BpeMs BBIXOAA KBHHKIOpaKa: 8 — 8,4 Muy
Jlnne#npmt apanason aeteknposanus 1 - 10 ar
Obpasupl, garoue npke, Gombiime, HYeM  IPAXYMPOBOYHBLA pactsop ¢
xoHueHTpauuel 0,5 MKr/cM’, pasBaBIAIOT NOABHKHON ¢asolt, nprroToBneRHoH no 1. 7.5,
10. O6paborka pe3yIbTATOB AHANN3A

Conepxanne KkBHRKIIOpaKa B npobe (X, MI/Kr) paccduTHIBAIOT 10 opmyne:

B*K*V
X = cvevmencannnne , The
o
b - KOHHEHTpaluA KBUHKJIOpakKa, HalleHHas MO rpagy¥pOBOYHOMY rpaduxy B

COOTBETCTBHH C BEIHIMHON MIOmany xpoMaTorpagHuecKoro muka, MKr/cm’;
V - of6beM 3KCTpaKTa, NOArOTOBISHHOTO A Xpomarorpaduposanus, oM’
m - Macca aHanH3upyemoro o6pasua, T.

K =35, ¢ yaerom 0O6BbeMa IKCTPaKTa, B3ATOTO 11 aHANH3A.

11. IlpoBepka npHEeMAEMOCTH pe3yJILTATOB NapalIeNbHBIX OnIpeaeaeHHNi

3a pe3ynbTaT aHauH3a NPHHHMAIOT CpPERHee apH(PMETHYECKOE pE3yJBTaTOB IBYX
mapaiieNIbHEIX ONPEUENEHRH, PAacXoXHEeHHE MEXIOY KOTOPBIMH HE TNpPEBBINAET MNpenena
nosropsemocty (1):

2-[X,—X2]~100Sr

1
(X|+X1)' ()
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rae X, X;- pe3ynsTaThl napajUIeNbHEIX OnpefeieHul, Mr/Kr;
I- 3HaYeHHe npenena nosropsemoctH (tabmuua 1), npu 3toM r = 2.80,.
llpy nepemonuennn ycnosua (1) BLIACHAIOT NpPHUYHHBI NPEBBINEHHA npeaena

NOBTOPACMOCTH, YCTPAHAIOT HX H BHOBb BBHINOTHAXOT AHAJIN3.

12. OdopmiieHHe pe3yIbTaTOB

Pe3ynsTaT aHanu3a NPEACTABAAIOT B BUAE:

(} + A) mr/kr nipk BeposTHOCTH P= 0.95,

re X- cpeanee apudmeTudeckoe pe3ynbTaTOB ONpEAC/ICHHM, NPH3HAaHHBIX
[IPAEMTEMBIMH, MI/KT;
A- rparHUa abcoMOTHON NOrPEIIHOCTH, MI/KT;

A =8*X/100,

8 - rpaRdua OTHOCHTENLHOH MOrPEIIHOCTH METOMMKH (IOKa3aTeNh TOYHOCTH B
COOTBETCTBHY ¢ ANANA30HOM KOHUESHTpalnH, Tabmuua 1), %.
Ecnn cozepianye KOMIIOHEHTa MeHee HHKHEH IPaHHUBI AMana3oHa OfNpefenseMblX
KOHUEHTPalHH, Pe3ynbTaT aHAIK3a IPEACTABINAIOT B BHOE:
«codepocarue keunnopaxa 8 npobe sepua mexee 0,025 m2/ ke»™

*. 0,025 me/ke - npeden 06HapyxceHun,

13, KoRTpoab KasecTBa pe3ynbTaToB HIMepeHUuH
OrntepaTiBHBIN  KOHTPONb MNOTPEITHOCTH H  BOCIPOM3BOAMMOCTH  H3MEpPEHHMMH

ocywectBmaeTcd B cootsercTBHH ¢ [TOCT P UCO 5725-1-6-2002 «TounocTs (MPaBUNLHOCTD
H ApELHH3HOHHOCTE) METONOB K PE3YJIBTATOB H3MEPEHMI.

13.1. CrabumbHOCTL pe3ynsTaTOB HIMEPEHHH KOHTPOMHMPYIOT NEPEN NPOBEACHHEM
H3MepeHHH, aHATH3HPYA OMHH U3 FPagyHpPOBOYHEIX PACTBOPOB.

13.2. Tlnanosslt BHYTpHIaGOpaTOpHBIM OMNEPATHBHBIH KORTPONL  [IpOUEXYPbY
BLINOMHEHKA aHANH3a TIPOBOAMTCA METOROM H06aBoK.

Benuunna nobasku C, N0MKHA YIOBJIETBOPATS YCIIOBHIO!
C,=A -+A
Rl

X X7

e t 45 (:t AJJ ~ XaPAKTEPUCTHKA [OTPEIUKOCTH (26COMOTHAN MOIPElIHACTS)

pe3ysbTaToB aHalH3a, COOTBETCTBYIONUIAA COACPXKAHHIO KOMITOHCHTA B HCIIbITYeMOM 06pa3ue
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(pacueTHOMY 3HAYEHMIO COAEPKAHUA KOMIOHEHTa B ofpasle ¢ N05aBKO# COOTBETCTBEHHO)
MI/KT, IPH 3TOM:
A, =1 0,84 A,
rae A- rpaanna abeoMoTHOM NOrpeHOCTH, MIVKT;
A =5*X/ 100,

0- rpaHHIA OTHOCHTENBHOM WOTPEITHOCTH METOAMKA (IoKa3aTeNb TOYHOCTH B
COOTBETCTBHH C JHANA30HOM KOHLeHTpauuit, Tabnuua 1), %,

PesysnibTaT KOHTpO Npouexypsl K, paccuuTHIBAIOT 11O opMyre:

K=X-X-C,,
rae F, X ,’C,, cpennee apudMeTHUECKOE PE3YSIBTATOB NapaLIeNbHRIX ONpeaeaeHui
(nNpU3HAHHBIX TpPHEMIEMBIMH No N.11) comepkaHHA KOMIOHEHTA B obpasue ¢ mobaskoi,
HCubITYeMOM obpasiie, KOHUEHTpauus R0OaBKH, COOTBETCTBEHHO, MIVKT;

Hopmarus konTpons K paccunrsisaror o dopmyrne

K=,/A’M‘,—T + A"’J.}-

TIposozat conmocrasnenue pesynsrarta KoHTpons npouesyphl (Ki) ¢ HopmarupoM
koHTpons (K).

Eciu pesynsTar KOHTPOS NIPOLEayPs! YIOBNETBOPSET YCHOBHIO
[KclsK, @
NpOLeAYPY AHATH3A NPU3HAIOT YAOBICTBOPHTENLHOMH.

I1pn HesLMONHEHNH yCNOBHA (2) MPOUEXYPY KOHTpONA NOBTOPAOT. [Ipi moBTOpPHOM
HEBBIMONHEHHH YCNOBHA (2) BLISCHAIOT NPHYHHLI, NPHBOARIIHE K HEYAOBNETBOPHTEALHEIM
pe3ynsTaTaM, # RPHHHEMAIOT MEPH [0 HX YCTPaHEHHIO.

13.3. TIpoBepka npUeMIEMOCTH PE3yNETATOB H3MEPEHUH, [OIYyUYCHHBIX B YCIOBHAX
BOCHPOH3BOAHMOCTH!

Pacxoxaenne Mexuy pe3ynbTaTaMH H3MEPECHR, BHITOMHEHHBIX B IBYX PasHbIX
naGoparopusix, He SOIDKHO NpeBHILIATh npefena Bocnpon3soanumocTH (R)

2:|x, - X,|-100 <
(X, +X,)

rae X, Xz — pe3synbTarhl H3MepeHnit B IBYX pasHbIx nabopaTopusax, MI/KT;

R 3)

R — nipezen BOCHPOX3BOAHMOCTH (B COOTBETCTBHH C AHANA30HOM KOHUEHTpalyH,

tabnuua 1), %.
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