Denepannuas cay:x0a o HAA30PY B cepe 3amNUTHI NPaB norpedureieii
o 0JIATONOJIY NS Ye/IOBEKA

4.1. METOAbI KOHTPOJIA. XUMUWUYECKHUE ®AKTOPEI

OnpenesieHne 0CTATOYHBIX KOJHYECTB MECTHIIHI0B
B BOJI€, MIOYBE, CEJILCKOX0351{iCTBEHHOM ChIPhE 1
MHIIEBBIX MPOAYKTAX

COopHHK METOAMYECKHUX YKA3AHHIA
10 METOAaM KOHTPOJISI
MYK 4.1.2903—11; 4.1.2904—11;
4.1.2909—11; 4.1.2912—11


http://www.kruzhevo-len.ru

BbbK 51.21+51.23
060

060 OnpeneneHue OCTaTOYHBIX KOJIMYECCTB NECTHUHAOB B BOJC,
MOYBE, CEJILCKOXO3SMMCTBEHHOM CHIPbE M NHINCBBIX NPOJYKTAX:
COOpHHK MCTOAMYCCKHX YKA3aHHH IO METOAAM KOHTPOJL—M.:
®deaepanbHbIA LCHTP THTHCHBI M SMMACMHUOJIOTHE PocioTpe6Haa30pa,
2012 —84c.

1. Pazpaboransl: PoccniickuM TocyIapcTBEHHBIM arpapHbIM YHHBEPCHTETOM
— MCXA nm. K. A. TumupsseBa; YaeGHO-HAYYHBIM KOHCYJIBTALIMOHHBIM [ICHTPOM
«ATPOSKOJIOTHS TTSCTUIMAOB U arpOXUMUKATOB» MuHcemsxo3a Pocenn.

2. PexomeHI0BaHBI K YTBepsKAeHHIO KoMHccuel o caHUTapHO-3HHUAEeMHOI0-
THYECKOMY HOPMHpOBaHHIO 1pu DeniepalbHOM ciyxbe no Haazopy B chepe 3a-
IIUTHI TIpaB notpeburenei u Graronomyuns yenoreka (nporokoi or 2.06.2011 Ne 1).

3. Vrepsknensl PykoBomurenem DenepanbHoil ciyx0b1 o Haa30py B che-
Pe 3aIUTHI [IpaB MoTpebuTencii u Grarononyuus YejoBeka, I 1aBHBIM rocynap-
CTBEHHBbIM caHUTapHbiM BpauoMm Poccuiickoit @eneparuu I'. I'. Onuimenko
12 mroms 2011 r.

4. BBesieHBI B JiHiCTBHE C MOMEHTA YTBEPKIICHHS.

5. BBeneHsl BIiepBbIe.

bBK 51.21+51.23
Penakrop H. E. Axormopa
Texunueckuii pegakrop E. B. Jlomanosa
Iognucano B nevats 31.01.12
®opmat 60x88/16 Ileu. 1. 5,25
Tupaxk 200 5k3. 3aka3s 3

DdenepalibHas ciIyx0a Mo HA3OpY
B c(hepe 3amuThl MpaB MoTpebuTeNeH 1 6aarononyuns YeaoBeKa
127994, Mocksa, Bagkosckunii iep., 1. 18, c1p. 5, 7

OpHIrUHAJI-MaKeT MOATOTOBJICH K MEYaTH U THPAKHPOBaH
OTJIEJIOM H3IaTeNIbCKOTO 00eCTICUeHH S
DenmepaIbHOTO IEHTPa THTHEHBI H SIHASMHOIOrHH PocoTpeOHa3opa
117105, Mocksa, Bapimasckoe 1., 19a
Otaencuue peaymsanu, Tel./pakc 952-50-89

© Pocnorpe6nansop, 2012
© DegepanbHEIi HEeHTP ATHEHBI H
suugemuosiornn PocriorpedHa zopa, 2012



MVK 4.1.2903—11; 4.1.2904—11; 4.1.2909—11; 4.1.2912—11

Copepxanue

OmpejienieHre 0CTaTOUHBIX KOMMYUECTB brkcadeHa B BoIe, TIOUBE, 3epHE U COIIOME
3€PHOBBIX KYIBTYP METOJIOM BBICOK0? () PeKTUBHOM KUAKOCTHOM
xXpoMaTorpadri, MYK 4.1.2903—11 .. ..ot 4

OrpejienieHne ocTaTouHbIX KomuuecTs [ [umpocyindamiyia B BoJIe, ITOYBE,
3€IICHOH Macce, 36pHE U Macie KYKypy3bl METOI0M BhICOKOS (DK THBHON
xugrocTHOH xpoMaTorpadprt: MYK 4.1.2904—11 ..oooooiiiiiice e 21

Orpenenenure ocTaTouHbIX KoM4ecTB THeHKapOa3oH-METUIIA B BOJIE, TIOYBE,
3€7IEHOM Macce, 3€pHE U Macie KYKYpY3bl METOIOM BBICOKOA(D()EK TUBHOM
¥uKocTHOU xpoMarorpadpum: MYK 4.1.2909—11 ..o, 44

OrpezienieHre ocTaToYHBIX komuecTB [[MpokcynaMa B BOJIe, IIOYBE, 3€pHE U

COJIOME 3€PHOBHIX KYIIBTYP METOIOM BHICOKOI(PPEKTHBHOM KUAKOCTHON
xpoMaTorpapu: MYK 4.1.2912—11 ..o 65



MVK 4.1.2903—11

YTBEPXJAKO

PykoBoautens @eaepanbHOi CIy KO
10 HAA30py B c(hepe 3amuTh npas
noTpeOuTenc 1 01aronoIyyHs YeIoBeKa,
I'maBHBIH TOCY JAPCTBEHHBIH CAHUTAPHBIH
Bpau Poccuiickoit ®enepauuu

I'.T. Onnmenko
12 moma 2011 1.
Jlara BBEACHUA: C MOMEHTA YTBEPIKACHHA

4.1. METO/JbI KOHTPOJIA. XUMHWYECKHE ®AKTOPEL
Onpenenenue ocraTouHbix KoandecTs bukcadena B Boxe,

M04Be¢, 3¢PHE H COJIOMe 3ePHOBBIX KYJbTYP METOA0M
BbICOK03()PeKTHBHOI :KUAKOCTHON XpomaTorpagun

MeTtoauyeckne yka3aHHus
MYK 4.1.2903—11

CBHACTCTIBCTBO O MCTPOJOTHUCCKOH arrectamun ot 08.12.2010
Ne 0066.03.12.10.

Hacrosmue mMeToauyueckne yKa3aHHSA YCTAHABIHBAKOT METOJ BBICOKO-
3(PEeKTUBHON KUAKOCTHOH XpOMATOrpauu Il OMPCACIICHHS MAacCOBOH
KOHICHTparmu Buxcapena B Boae B auamazone 0,005—0,050 MI/aM B B
nouyse B aumanazoHe 0,01—0,10 mr/kr, a Tawke YpPOBHS OCTATOYHBIX KOJIH-
YECTB B 3CPHC 3CPHOBBIX KyJbTyp B Auama3oHe 0,01—0,10 Mr/kr u B coome
3€PHOBBIX KyJIbTYpP B Anama3oHe 0,02—0,20 Mr/kr.

Hazpanme aeiictyromero Bemecrsa no MIOITAK: N-(3'4'-quxnopo-5-
(prypobudermr-2-1mm)-3-(mudy pomerin)-1-metun-1 H-mipasoni-4-kapOoKcoamuI,

CrpyxrypHas opmyna:

Cl -
N
N\ /
HC—F
/
o F
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Ommupryeckas Gopmyna: CigHiCLF;N;O.

Monexynsapuas macca: 414,21.

ArperaTtHoe COCTOSIHHE: MOPOILOK.

LBer, 3amax: Ocblit, O¢3 3amaxa.

Jlasnerne mapos: 4.6 x 10~ ITa (mpu 20 u mpu 40 °C).

Temnepatypa miasiaeHus: 146,6 °C.

Temmepatypa xuneHus: pasnaraercs mpu 250 °C.

Koa(ppuument pacnpenenerus okraHoa—soaa (mpu 40 °C): K, logP = 3.3.

PacTBopumocTs B BOzE, mr/m (20 °C): 0,49.

PacTBOPHMOCTh B OPTAHHUECKHX PAcTBOpHTELAX (I/mv’, 20 °C): 3THIA-
nerat — 82; aueroH — Oosnee 250; nuxnopmerad — 102; meranon — 32; n-ren-
TaH — 0,056; mumernncyashorcua — 6oiee 250.

Bukcaden e moasepraetcs ruaponusy npu pH 4, 7, 9 B TeueHue 5 guei
npu Temneparype 50 °C.

Kpamka}l MOKcuKoocudeckas xapakmepucmuxa. BHKC&(I)CH OTHOCHTCA
K BEIIECTBAM MAJIOOTIACHBIM IO OCTpoi nmepopamsror (JIs, At kpeic 6oee
5000 mr/kr) w gepMambHOM TOoKcmuHOCTH (JI[so It kpeic  Oouee
2 000 mr/kr). Pa3mpakaeT K0)Ky KPOJHMKA C ITOJHBIM BOCCTAHOBJICHHEM 4epe3
7 mHEH M CIM3UCTYIO O0O0JOYKY IVIa3 KPOJIHKA C IOMHBIM BOCCTAHOBJICHHEM
uepes 14 guei.

Obnacmv npumenenus. bukcaden — cnemuuaHb (QYHTUIUI TPOTHB
CENTOPHO3a U PIKABUMHBI C [UTUTSIBHBIM 3aIIUTHBIM AeiicTBHEM. OTHOCHTCA
K KJJaccy KapOOKCaMHIOB H 00NaJAcT JOKO-CHCTEMHBIM JACHCTBHEM, NOAAB-
JSIET TMPOPACTAHHE CIOP M Pa3BUTHE MHUueTus. Ha OHOXHMIYECKOM YPOBHE
HHTHOMPYET 3H3MM CYKIMHAT ACTUIPOTHHA3Y MHTOXOHIPHAIBHOTO PECIHpPA-
TOPHOTO KaHAJA.

ITpoXOaUT PEeruCTPALMOHHBIC HCIBITAHHA B Ka4eCTBE (DyHrHIMAA Mpo-
THB OOJBIIMHCTBA OOJIC3HCH, BBI3BIBACMBIX IPHOAMH KJIACCOB ACKOMHLCTBI,
Basunuomurers! ¥ JIeHTCPOMHUIIETH, HA APOBBIX H O3HMBIX 3€PHOBBIX C HOP-
Mot pacxoza 0,8—1,0 s/ra.

MY BuxcadeHa (B MMIOPTHPYEMOH MPOAYKIHH): 3¢PHO IMIICHHIBI H
poku — 0,05 Mr/Kr, 3epHO sTaMeHs ¥ 0Bca — 0,50 MI/KT.

1. MeTpoJsioruueckasi XapaKTePHCTHKA METOAA

IIpu coOmoneHUN BCEX PETIAMEHTHUPOBAHHBIX YCIOBHH IPOBEICHHUS
aHAH3a B TOYHOM COOTBETCTBHH C JAHHOH METOAMKOM NMOTPENIHOCTH (U €€
COCTABJLIIOIIME) PE3yIbTATOB M3MEPEHHI IPH JOBEPHTCILHON BEPOATHOCTH
P =0,95 He mpeBbIIAcT 3HAYCHUH, MPUBEACHHBIX B Ta0m. 1 A CooTBeT-
CTBYIOLIUX AHANA30HOB KOHICHTPAIHH.
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ITomHOTA W3BJICYCHUS BCIICCTBA, CTAHAAPTHOC OTKIOHCHHE, IOBCPHU-
TEJIbHBIC HHTCPBABI CPSIHCTO PE3YJIBTATA U IOJHOTO JHANMA30HA KOHICH-

Tpamuii (n = 20) npuBcaCHHI B TA0T. 2.

Tabnuua 1
MeTtposormueckne napaMerpsbl iisi Bukcagena
sy | Aanaor onpe- || 0B SO0 | SRR | Tpexex | Hpeen
pyeMsbIit ACICIEMDIX KO- | 1 cnmenmbaoit | Herme mop- | OBTO- [ BOCIDOM3-
OOBEKT THCHTPAITHH, norpenmocty), |Topsemocty, | PACMOS™ | BOMUMOCTH,
MI/KT +3. % P=0.95 5. % T™H, ¥, % R, %
Bona 0,005—0,01 BxIL. 40 1,15 3,20 3,81
A 0,01—0,05 BKTL. 30 0,81 2.25 2.68
Tousa 0,01—0,1 BKL 50 122 3,39 4,03
3epHO
e . 0,01—0.1 Bx1. 50 2,03 5,64 6,72
Cooma 0,02—0.1 B 50 0,88 2,45 2,91
TIIEHUIL | (0,1—0,2 BKIL 25 1,17 3,25 3,87
Tabnuua 2.

TlosiHOTA H3B/IeYeHHs BeNIeCTBA, CTAHAAPTHOC OTKJIOHCHUE,
HOBepHTeJ’[LHLIﬁ HHTEPBAJ CpeHEro pesyijiabTaTa Ajist BHKca(l)eHa

Metponoruveckue mapameTpst, P = 0,95, n =20
AHaIM3KpY- I Jluanazon Ilomuora | Cranmapt- | JloBepurens-
eMbIi 00b- peaert oIIpeJiersie- | U3BJIEUEHMSI | HOE OTKIIO- | HBI MHTEpBAl
oOHapyke- pelt P
€KT Hrs. Mr/xr | MPIX KOHIICH- | BEIECTBA, HEHHE, CPEIHETO pe-
i Tparuit, MI/kr % S, % 3yJIbTata, +, %
Bona 0,005 0,005—0,05 94.45 1,76 0,78
[lousa 0,01 0,01—0,10 83.46 2,18 0,85
3€pHO 0,01 001—010 | 8235 234 0,90
TITICHAITBI
Conoma
e — 0,02 0,02—0,2 75,96 2,36 0,84

2. MeTtoa u3mepeHnuii

Meron ocHoBaH Ha ompenencHHH brkcadeHa ¢ MOMOIIBIO BBICOKOA()-
(pexruBHOM xKHUAKOCTHOH xpomarorpaduu (BIXKX) ¢ HCmoab30BaHUEM Yiib-
TpaQHONeTOBOTO0 AHOTHO-MATPUYHOTO JETCKTOPA MOCIE €r0 SKCTPAKUHH U3
00pa3LOB OPraHWYECKUM PACTBOPHUTCICM, OYHCTKH JKCTPAKTa mepepacmpe-
JCNCHHEM MCKAY ABYMS HCCMCINMBAFOIMIMMUCS (pa3aMHU, HA KOJOHKAX C OKH-
CBIO AMIOMHHHA H Ha KOHICHTPUPYIOHAX narpoHax [Juamnak C.

6
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WneHTH(HUKALHS BEIECCTB MPOBOJUTCS 1O BPEMCHH YACPKUBAHHUS, & KO-
JIMYECTBEHHOC OMPEACICHAC — METOOM aOCOMFOTHON KATHOPOBKH.

B mpeanmaraeMbIX yciaoBmsaxX aHamm3a Meron cnenupuucH. Crnenudud-
HOCTh 00ecmeqymnBacTCa moa0OpPOM COCTaBa MOABIDKHOH (ha3sl W BRIOOPOM
KOJIOHOK Pa3IH4YHOH MOJSIPHOCTH.

3. CpeacTBa u3MepeHHii, peaKTHBbI, BCIIOMOraTe/IbHbIE
YCTpPO#CTBA H MATEPHAJIbI

3.1. Cpeocmea usmepenuit

Becor anamurrucckue «OHAUS», EP 114 ¢

HAuOOJIBIINM IPEACIOM B3BemmBaHu A0 110 T 1

auckpeTHOCThIO 0,0001 1, K1aCC TOYHOCTH MO

TOCT 24104-2001 — cnenuanbasi (1)

Becs! maboparopHsie 00IEro Ha3HAUCHUS C

HauOOIbIINM IPECTOM B3BeMMBAHUA 10 600 I 1

TIPeAeaoM A0y CTUMOM morpemHocTH + 0,038 r

«ACCULAB» V600, COOTBETCTBYIOT KJIacCy

touHoctd o ['OCT 24104-2001 — cpeauuii (11T)

Kon6s1 MeprEIe Ha 10, 25, 50, 100, 500 u 1 000 cx® TOCT 1770—74
MHUKPOIIPHII TS KUAKOCTHOH XpoMaTorpadum,

o6BeM 100 My, (upma «Hamiltony, xar. Ne 80665

TTunmetkn mepusie HA 1,0; 2,0; 5,0 oM’ I'OCT 29227—91
pH-Merp/MunmusomsT™MeTp pH-150 0...14 pH;

+ 1 999 MB, HOoMep rocpeructpauuu Ne 10663

Xpomarorpad xuaxoctHeri Agilent 1200 LCMS

€ IHOJHO-MATPU4HBIM JeTekropoM G1315B,

CHAO)KCHHBIH TEPMOCTATOM 151 KOJIOHOK C THA-

na3zoHoM temmeparyp ot 15 10 80 °C u cranaapt-

HBIM ABTOCAMILIEPOM AJI1 aBTOMATHYECKOTO BBO-

Jia NpoObI B XpOMATOTrpahHIECKyI0 CHCTEMY

(1200 Series Autosampler ¢ 103upyOIUM 00BE-

Mo ot 0,1 10 100 MM’); HOMEP TOCPETHCTPAIIHH

16193-06

Xpomarorpa »xuakoctHbrii Waters 515 ¢ yib-

Tpa(HOJETOBBIM ACTEKTOPOM C H3MCHACMOMU JITH-

HOM BOJIHBI H 1y BCTBUTEIBHOCTHIO HE HIDKE 0,005

€AUHUII AACOPOIMH HA MIKATY, HOMEP TOCPerH-

crpanuu Ne 15311-02

Iumusapsr MepHsie Ha 10, 25 u 50 oM’ T'OCT 1770—74
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JIOIyCKAaeTCs HCTOIb30BAHHUE CPEICTB H3MEPCHHH C AHAIOTHIHBIMH HITH
JYYIIAMHA XapaKTEPUCTHKAMH.

3.2. Peaxmuent

Bukcaden, CAS 581809-46-3, aHATMTHYCCKHIT
CTaHJAPT C COACPKAHUEM JCHCTBYIOIIETO BELIC-
crBa He MeHee 98,9 %, ®upma Dr. Ehreustorfer
GmbH, akkpeaurosannas no UCO 9001-2000

AmoMHHHI OKHCH AT XpoMatorpaduy, ¥ TY 6-09-3916—75
AneToH, 0cu TV 6-09-3513—86
Aueronutpui, ocu, YO-200 um TV 6-09-2167—384

Bona quctmiumuposansas o FOCT 6709-72 u
(unu) OUIUCTHIUTHPOBAHHAS (BOJA AUCTHILTAPO-
BAHHAS, IICPETHAHHAS IIOBTOPHO B CTCKJITHHOH

€MKOCTH)

I'enuif, OUMINCHHBIN MApKU «A» TY 51-940—80
n-I'ekcaH, x4 TY 6-09-3818—89
Kanmuit MapranuoBo-kucibIi, yaa T'OCT 20490—75
Kanbuuit xmopucrsii, 4 TV 6-09-4711—81
Koruentpupyromue narponst Juanax C (0,6 1),

(pupma «buoXumMaxk CT» TV 4215-002-05451931—94
Kucnora comanas, xa, TOCT 857—95

Kucnora mypaseunas, una T'OCT 5848—73
MertumeH XJIOPUCTBIH, X4 TV 6-09-2662—77
Harpwuii cepHO-KHCTbIi, OS3BOIHBIMN, X4 T'OCT 4166—76
Harpwuii X10pHCTBIH, X4 T'OCT 4233—77

JIOIyCKAeTCs HCTOIb30BAHNE PEAKTHBOB HHBIX MPOM3BOJUTENEH C aHa-
JIOTHYHBIMH HJTH JIy YIIHMH XaPAKTCPUCTHKAMH.

3.3. Bcnomozameinvnle ycmpoiicmea u Mamepuaist

Anomx npsMoii ¢ oTBoaoM A Bakyyma (AO-

14/23) nns paboOTHI C KOHUEHTPUPYIOIIUMH TIa-

tpoHamu Jluanak AmuH u Juanak C 16 T'OCT 25336—82
Ammapart s BerpsaxuBanust mpo6 «SKLO UN-

IONTYP LT1»

BaHKu ¢ KPBIIIKAMME A1 3KCTPAKIHH Ha 250 oM,

MOJMIPOINHUIEH, KaT. Ne 3120-0250, pupma

«NALGENE»

Banna ynerpassykosas « UNITRA» UNIMA OL-

SZTYN UM-4



MVK 4.1.2903—11

Bara MeauiHCKas THTPOCKOMUYECKAs XJIOMKO-

Basg HECTEPHIbHAS T'OCT 5556—81
Boponku nenurenbHbIe Ha 250 oM’ T'OCT 25336—382
BopoHku 1ab0paTopHbIC, CTCKITHHBIC TOCT 25336—S82

HUcnapurems poraunonHsiii Rota vapor R110
Buchi ¢ BogsHoit 6aneit B-480, ¢pupma «Buchi»
Koos1 xoHMUECKHE TIIOCKOAOHHBIC HA 100, 250 u

1 000 c® T'OCT 25336—82
Kon0s1 kpyrmoaoHHBIEC CO TLTU(POM (KOHICHTpPA-
Topsi) Ha 100, 250 e’ 1 4 000 e’ TC TY 92-891.029—91

Kononka xpomarorpaguueckas craiapHas Zorbax

Eclipce XDB-C18, nmHoi 150 MM, ¢ BHYTPEHHHEM

JuameTpoM 4.6 MM, 3epHEHHE 5 MKM, (hrpma «Agilenby

Hacoc anagparmennsriii FT.19 gupmser KNF Neu

Laboport

IpeaxomoHKa XpoMaTorpadaeckas CTalIbHas,

Zortbax Eclipce XDB-C8, mmunoit 12,5 Mm,

BHYTPEHHHM JHAMETPOM 2,1 MM, 3¢pHEHHUE 5 MKM,

(pupma «Agilenty

Curo naboparopuoe ¢ mooTHoM u3 naryud wm ['OCT 3826—82 u

HEP>KaBEIOIIEH CTaIH C pa3MepoM stueek 1 MM T'OCT 6613—86

CraxaHbI CTEKIIHHbIC, TEPMOCTOHKHE 00BEMOM

100—500 e’ TOCT 25336—82

YCTaHOBKA A1 IEPETOHKH PACTBOPUTENCH C

KPYTIOZOHHOH Komboit 06eMoM 4 000 oM’ 1

TIPHEMHO# KOHHYECKOH KonGoit o6beMom 1 000 e’

OuIbTphI OyMaXKHBIE, «KPACHAS JCHTA» TY-6-09-1678—86

DUIBTPHI 4711 OUMCTKH PACTBOPHTENCH, THaMETpOM

20 MM ¢ otBepeTrsaME op 20 MKM, (hupma «Waters»

Henrpupyra MPW-350¢ ¢ uuc;iom 000poTOB

4 000 00./MHH U ¢ HAOOPOM IOTHIIPOIIICHOBBIX

BaHOK eMKOCTBEO 200 cM°

I Mpyin MEBEKIMOHHBI omHOKparHoro npuMereHuss ['OCT 24861—91

o6seMoM 10 o’ (UCO 7886—84)
JlonyckaeTcs MpUMEHEHHE XPOMAaTOTPa(PUUCCKHX KOJOHOK H IPYyroro

000py10BaHHA C AHAJOTHYHBIMH M JIYYIIHMMH TCXHHICCKUMH XapaKTCPHC-

THKAMH.



MVK 4.1.2903—11

4. TpeGoBaHus 6e30maCHOCTH

4.1. TIpu BHIOTHEHHH W3MEPEHHI HEOOX0MMO COOMI0OAATh TPeOOBAHUS
TEXHUKU O€30IacHOCTH MpH padoTe ¢ xummdeckumu peakruBamu no ['OCT
12.1.007, TpeGoBaHHA 31€KTPOOS30MACHOCTH IPH PaboTe C 3IECKTPOYCTAHOB-
xamu o 'OCT 12.1.019, a Taxoke TpeOOBaHHA, H3I0KCHHBIE B TCXHHYCCKOH
JOKYMEHTALHH HA KUAKOCTHBIA Xpomarorpad.

4.2. TlomemeHne OODKHO COOTBETCTBOBATH TPSOOBAHUIM IOXKAPOOE3-
omacuHoctd o I'OCT 12.1.004 u umeTs cpeacTra noxkaporymenus mo [OCT
12.4.009. ConeprkaHuE BPSAHBIX BCIICCTB B BO3AYXC HE JODKHO MPCBBIIIATH
HOpM, ycraHOoBiAcHHBIX ['H 2.2.5.1313—03 «IIpexeabHO AOIMyCTUMBIC KOH-
nentpanyu (ITJK) BpeaHbIX BeHeCTB B BO3AyXe paboueii 30Hby. Opranusa-
s 00y4ueHHA paboTHHKOB OesomacHocTH Tpyaa — mo I'OCT 12.0.004.

5. TpeGoBaHus Kk KBATH(HKALIHH ONIEPATOPOB

K BBIMOMHEHMIO H3MEPEHUH U 00pabOTKE UX PE3yIbTATOB JOIMYCKAKOTCS
CHEIHATUCTHI, HMCIOIIHE BHICIIEE WU CIEIHAIBPHOE XUMHUYCCKOE 00pa3oBa-
HHE, ONBIT Pab0Thl B XHMHYECKON 1a0OpaTopmu, MpomieamAe OOYUCHHE U
BJIAJCIOINEC TEXHHKON MPOBEACHHA AHATM3A, OCBOMBIIHC MCTOJ AHATM3A B
TPOIIECCEe TPSHUPOBKH M YJIOKHBIIHECS B HOPMATHBBI KOHTPOII NPH MPOBE-
JCHHHA MPOLEIYPHI KOHTPOIII MOTPEITHOCTH AHAJH3A.

6. YcioBus uzmMepeHuii

Ipu BBIOTHEHUN H3MEPEHHI COOMIOAAIOT CIICAYIOIHC YCIOBHS:

® NIPOLIECCHI MPUTOTOBJICHAS PACTBOPOB M MOJATOTOBKH MPOO K AHAIHM3Y
TIPOBOAAT MpH TeMneparype Bosayxa (20 + 5) °C, oTHOCHTEIbHOH BIAKHOCTH
He 6osiee 80 % M HOPMATBHOM aTMOC()EPHOM JABIICHHH,

® BHINIOJTHCHHE U3MEPCHUI HA YKUAKOCTHOM XpoMmarorpade mpoBomsT B
YCIOBUAX, PEKOMEHIOBAHHBIX TEXHHIECKOH JOKYMEHTALMCH K MPUOOpY.

7. IloaroroBka K BbINOJHEHHIO ONPeaesieHHH

BBINOTHCHMIO HM3MEPCHUM IPEAINCCTBYIOT CIACAYIOMIHE ONCPALHH:
OUNCTKA pacTBOpUTENCH (IpH HEOOXOAUMOCTH), MMPUTOTOBJICHHE PACTBOPOB,
KOHIMIMOHHPOBAHUE XPOMATOrpahuyeCcKON KOJOHKH, MOATOTOBKA KOJOHOK
C OKHCBIO QJIFOMUHHUSA, KOHLCHTPUPYIOMMX MaTpoHoB Jnanak C 11 OUHCTKA
SKCTPAaKTa, MPOBEPKA XpOMATOrpauueckoro MOBEACHUS BELICCTBA HA KO-
JIOHKAX C OKHUCHI0 QTFOMHHMA M Ha KOHUECHTPHPYIOIKX maTpoHnax [uamak C,
YCTAHOBJICHHE IPaJyUPOBOYHOM XaPAKTEPHCTHKY.
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7.1. Iloozomoska opzanuueckux pacmeopumeiiei
7.1.1. Ouucmka ayemona

Aueron MOMEIAIOT B KPYIJIOJOHHYIO KOJOy co mumdoM o0BmeMOM
4000 cM® ot anmapara A1l NEperoHKy paCTBopnTenen J00aBILIIOT K HEMY
MAPTAHIOBO-KHCIBIH KAMHii 03 pacyera 1 r/am’.

AneToH meperoHsaoT mpu Temneparype 56,2 °C, a (pakuuu, OTOrHaH-
HBIC TIPH TEMIIEPAType HIOKe U Beimie 56,2 °C, 0TOpackIBatOT.

7.1.2. Ouucmka ayemonumpuna

AUCTOHUTPHII, COAEPKAIIMI BOAY, MPEABAPHTECIBHO OCYIIAKOT, 00aB-
I B HETO rpaHmeposaHHLm 0e3BOIHBIH XTOPHUCTHIH KATbLHH U3 pacycTa He
meree 100 r/mv’. BBIIEpIKHBAIOT €T0 HAJ OCYIIHTENEM B TEYCHHE 5—6 .
3areM aueTOHHTPHII CJHBAIOT C OCYIIHTE/L B KPYITIOAOHHYIO Konly CO IIITH-
dom 06semoM 4 000 cM’ anmapara I EPEroHKH PACTBOPHTCIICH.

AueToHUTpHI nEeperowsroT npu temmeparype 81,5 °C, a ¢pakuuu, oro-
THAHHBIC TIPH TeMIepatype Hke | Bemme 81,5 °C, orOpachBaroT.

7.1.3. IIpuecomoenerue OUOUCMULTUPOBAHHON 80ObL

}Z[nc*mmvrr MOMEIIAIOT B KPYIJIOJOHHYIO KOJOy cO mmu(oM 00beMOM
4000 e’ ot anmnapara A1 NeperoHKy pacrsopmenen JO00ABILIIOT K HEMY
MAPTaHIOBO-KHCIBIH KAMHI W3 pacyeTa | I/IM’ ¥ KHIATAT B TCUEHHE 6 u.

Cobuparor (paximu, ororHanssie npu temneparype 100,0 °C, a ¢pax-
LMY, OTOTHAHHbIC MPH Temrepatype Hwke | Beime 100,0 °C, oTOpachIBaroT.

7.2. IIpuzomosienue pacmeopoe 01 nPoGeOeHUs AHAU3A
7.2.1. IIpueomosenenue nooeudicHoii gpasvt ons BOIKX

J1 PHTOTOBJICHHUS TIOABIKHOHK (Da3bl HCIOJB3YIOT CBEKCTICPETHAHHBIN
AUETOHMTPUIL, OUHIICHHYIO BOAY i MyPaBbHHYIO KHCIIOTY.

B TLIOCKOZIOHHYHO 010y o0semoMm 1 000 CM° OMEmaroT 550 cM’ aneTo-
HUTpHIA, 450 CM’ OUHINCHHOH BOBI H 1 CM MypaBbHHOH KHCIOTHL CMech
TIIATEILHO NEPEMCLIMBALOT, NPOIYCKAKOT HEpE3 Hee ra3000pa3Hbli rexui co
CKopocThio 20 cM */MHH B TCUCHHC 5 MHH, IOCJIE YEro MOMCLIAKT B YIBTpa-
3BYKOBYIO BaHHY UL yIQJICHUA PACTBOPEHHBIX TA30B HA 1 MUH.

7.2.2. IIpuzomosnenie 2paoyuposoynsix pacmeopos

7.2.2.1. Cmanoapmmuuiii pacmeop Ne 1 ¢ xonyenmpayueti Buxcagena
1,0 me/er®

BspemmBaror 50 Mr Bukcadena B MepHOl koxbe oO6BeMoM S50 e,
Hagecky pacTBOPSIOT B aIETOHHUTPUIIC U JOBOAAT 0OBEM 0 METKH AlCTOHH-
TpuaoM. IloayueHHsIi cTaHmapTHEIM pacTBOp Ne 1 HCHOIB3yeTCs A MPUro-
TOBJICHH: CTAHAAPTHBIX PACTBOPOB I XPOMATOrPAPUUCCKOTO HCCIICAOBAHUS
M YCTAHOBJICHUS IPAIy HPOBOYHOH XapAKTCPUCTHKH.
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7.2.2.2. Cmanoapmmuviii pacmeop Ne 2 ¢ xonyenmpayueii Bukcaghena
10,0 mre/er’.

W3 crarmapTHOTO pacTBopa Ne 1 OTOHpAOT MATIETKOM 1 CM, TIOMEIIAKOT
B MEPHYIO K070y 06B5eMoM 100 cM’ | 10BOAAT 06BEM 10 METKH AlCTOHHTPH-
noM. CraHmaprHeIH pacTBOp Ne 2 MCHOJB3yeTCSA I MPHTOTOBJICHHA CTaH-
JAPTHBIX PACTBOPOB Ul YCTAHOBJICHHS TPy HPOBOYHOH XapAKTEPHCTUKH.

7.2.2.3. Cmanoapmmuutii pacmeop Ne 3 ¢ xonyenmpayueti Buxcagena
1,0 mxz/en’.

U3 cTanaaprHOTO pacTBopa Ne 2 OTOHPAIOT MHMETKOH 1 CM°, MOMEmAroT
B MEPHYIO K00y 06b5eMoM 10 cM’ ¥ JOBOAAT 06BEM 0 METKH CMECHIO arie-
TOHHTpWJIA ¢ BOXOH B coorHomeHuu 1 : 1. Cranmaprasii pactBop Ne 3 mc-
TIOJTb3YETCS IS YCTAHOBIICHHSA ITPAy MPOBOYHOH XaPAKTCPHCTHKH.

7.2.2.4. Cmanoapmuviii pacmeop Ne 4 ¢ xonyenmpayueii buxcagpena
0,5 mxz/cm’,

W3 crangaprrHoro pactsopa Ne 3 orOuparoT nuneTko# 5 CM’, IOMEIIAIOT
B MCPHYO K010y 00beMoM 10 M’ | I0BOIAT 0OBEM 0 METKH CMECHIO ale-
TOHHTPUJIA C BOAOM B cooTHomeHuu 1 : 1. Cranmapreseii pactBop Ne 4 mc-
TOJTb3YCTCS I YCTAHOBIICHUS IPAy HPOBOUHOM XAPAKTCPHCTUKH.

7.2.2.5. Cmanoapmuuviii pacmgop Ne5 c¢ wonyewmpayueii Bukcagena
0,2 mxe/em’,

W3 crangaprrOoro pacreopa Ne 2 otOHparoT mumeTkou 1 CM’, IOMEILIAIOT
B MEPHYIO KOJIOY 00BeMOM 50 CM ¥ JOBOJAT 00BEM 10 METKH CMECHIO arle-
TOHUTPHUIA C BoAOH B cootHomeHuu 1 : 1. Crangapraeid pactBop Ne 5 mc-
TOJTb3YETCS AT YCTAHOBICHHS TPy HPOBOYHOM XaPAKTCPHCTHKH.

7.2.2.6. Cmanoapmuviii pacmgop Ne 6 ¢ xonyenmpayueii buxcagena
0,1 mxz/cm’.

W3 cranaaprHOTo pacTeopa Ne 2 OTOHPAKOT MHMETKOH 1 CM’, MOMEIIAKOT
B MepHYI0 K0Ji0y 06beMoM 100 cM’ | JOBOIAT 0OBEM 10 METKH CMECHIO arie-
TOHUTpHUIA C BOoAOH B cooTHomeHud 1 : 1. Crangapraeiii pactBop Noe 6 mc-
HOJIB3YETCA I YCTAHOBJICHUS TPy HDOBOUHOM XapaKTCPHUCTHKH.

7.2.2.7. Cmanoapmmuvie pacmeopvl buxcagena ¢ xonyenmpayueti 5,0;
2,0; 1,0; 0,5; 0,4; 0,2 u 0,1 mxe/em® ona enecenus 6 obpasybi.

MeToaoM MNOCICHOBATEILHOTO DA3BEACHHSA ALCTOHHTPHIOM TOTOBST
pacTBopsl, coaepxkamme mo 5.,0; 2,0; 1,0; 0,5; 0,4; 0.2 u 0,1 MKI/CM H HC-
TIONB3YHOT 3TH PACTBOPBI AJI1 BHECCHHUS B KOHTPOJIbHbIE 00PA3LIbL.

7.2.3. IIpueomoenenue noosudicHoii ¢azer o BOKX

JI71s1 IPUTOTOBICHHUSA MOABIKHON (Da3bl HCTIOTB3YIOT CBEKCIICPETHAH HBIH
AIICTOHUTPIJI, OYHIICHHYIO BOAY H MyPABbUHYIO KHCIIOTY.

B m10ckoaoHHy 0 K00y o6bemMom 1 000 M momemaror 550 cM® aneTo-
HUTPHIA, 450 CM® OMHINECHHON BOIBI M 1 CM® MypaBbHHON KHCIOTEL CMECh
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TIIATEIBHO nepeMemnBam TIPOITYCKAIOT Yepe3 Hee Ta3000pasHblit renuit co
CKOpocThiO 20 c™M 3/MUH B TCUCHHE 5 MHH, TOCTIE Yero MOMCIIAIOT B YIBTpa-
3BYKOBYIO BAHHY I YAAJICHHS PACTBOPCHHBIX Ta30B HA 1 MUH.

7.3. llocmpoenue kanubposounoli Kpueoii

I'paayHpOBOYHYIO XapPAKTCPHCTHKY, BHIPAYKAOIIYIO 3aBHCHMOCTD II1-
Ay (BBICOTHI) IMHKA OT KOHIEHTpauuwd bukcadena B pactBope (MKT/CM),
VCTaHABIMBAIOT METOJOM abCOMIOTHOH KaaumOpOBKM MO 4 pacTBOpaM i
TpagyupoBKH ¢ KoHIEHTpauueH 1,0; 0,5; 0,2 u 0,1 MKT/CM,

B HHKEKTOp XpoMaTorpaa BBOAAT 10 20 MM’ KAXKIOTO TPaTyHpOBOY-
HOTO PACTBOPA M AHAIU3UPYIOT B YCIOBIAX XpoMaTorpaduposanus mo m. 9.3.
OCyIIeCTBILIIOT HE MEHEE 5 MapaUIeIbHBIX H3MEPCHHUH.

7.4. IToo2omoexa KOJIOHKYU C OKUCHIO QJIIOMUHUSL OISL OYUCIMKY IKCIMpPAKma
u nposepxa xpomamozpauuecxozo nosedenusn Buxcagena na neit

7.4.1. [loo2omosKa KOJOHKU ¢ OKUCHIO NIOMUHUSL OISk OYUCMKU SKCMpaKma

B miacTHKOBYIO MM CTCKLIHHYIO KOJOHKY AMAMETpoM 15 MM mome-
HIAKOT 3 T OKHUCH AMFOMHHUA C 3epHEHHEM 40/250 Memr. u, akKypaTHO MOCTY-
KHBAs TO CTCHKAM KOJOHKH, (popmupyror cioit aacopOenra. Hemocpen-
CTBCHHO TICPE/I HCTIOTB30BAHHEM KOJOHKY MPOMBIBAIOT 10 CM® ANCTOHHTPH-
1a.

7.4.2. IIposepra xpomamoepaghuueckozo nosedenus buxcaghena
Ha KOJIOHKE € OKUCHIO ANIIOMUHUS

B xorneHnTparop o6seMom 100 v’ BHOCAT 1 cm’ CTaHJIAPTHOTO PaCTBO-
pa BukcaeHa B AUCTOHHTPHIE C KOHIEHTpamueit 1,0 MKI/CM® H BBHIAPHBAOT
€ro J0CyXa Ha POTALMOHHOM BAaKyyMHOM HCIApHTENIC IPH TEMIEPaType HE
ore 30 °C. Cyxoif 0CTATOK PAaCTBOPSIOT B 10 CM> ACTOHHTPHIIA, TIIATETb-
HO OOMBIBAIOT CTCHKH KOHICHTPATOPA M HAHOCAT HA MOATOTOBJICHHYIO KO-
JIOHKY. DJIF0aT COOMpPAIOT B KOHIICHTPATOP M BBINMAPHBAIOT J0CYXa IPH TEM-
neparype He Boime 30 °C. Mcxoanyro koa0y OOMBIBAIOT €IIe JBYMS MOPLIHS-
MH aneToHUTpHiIa odvemoMm mo 10 CM’ KKZAA M TOCTICAOBATENHHO BHOCAT
HX HA KOJOHKY. Kaskayro mopiuro coOHparoT OTACIBHO B KOHIEHTPATOPHI H
BBIIAPHBAIOT JI0CYXa HAa POTALIMOHHOM BAKYYMHOM HCIApHTENE IPH TEMIIe-
parype He Bbime 30 °C.

Cyxo# 0CcTaToK KaXaou (ppakuuu pacrsopa}or B 2 CM° CMECH AUCTOHH-
TpHJIA C BOJOH B cOOTHOWEHUH 1 : 1 1 20 MM npoObI BBOAAT B XpoMarorpad.

Ompenemsmor (pakuuu, conepxamue bukcadeH, NOTHOTY CMBIBaHUS C
KOJIOHKH M HEOOXOAMMBIH 00BEM 3mr0ara.

Wsyuenne moBeacHus1 buxcadeHa Ha KOJOHKE MPOBOJAT KaXKIBIH pa3
TIpY OTPAbOTKE METOJUKH H/IH NMOCTYILICHHH HOBOM NAPTHH OKMCH ATFOMMHUSL.
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7.5. Iloozomoexa xonyenmpupyowux namponoe Juanax C
OJI51 OUUCMIKU IKCIIPAKMA U RPOGEPKA XPOMAMOZPpAPuiecko2o
nosedenusn buxcagena na nux

7.5.1. Ilooeomoexa konyenmpupyowux namponos /[uanax C
O/l OYUCTNKY DIKCIMPAKIMa

Bce mponeaypsl MpOHCXOJAT C HCHOJIB30BAHHCM BAKYyMa, CKOPOCTH
II0TOKA PACTBOPOB YePe3 MATPOH HE JTOIDKHA TPCBBIIATE 5 CM /MHH.

INarpon [uanak C yCTaHABIMBAIOT HA AJIOFXK C OTBOAOM U BAKyyMa,
CBEpXY B NAaTPOH BCTAaB/LIOT HIMPHI[ C pazbeMoM Tuma Jlroep o0beMoM He
menee 10 oM’ (UCTIONB3YIOT KAK €MKOCTh JUIS JJIFOCHTOB).

KonauumoHupoBaHHE: KOHLCHTPHPYIOIMH MATPOH IPOMBIBAOT 5 o™’
CMECH TC€KCaHa C aUETOHOM B COOTHOWCHWH 4 : 1, 3arem 10 cM® rexcana.
moarsl 0TOPACHIBAOT.

Henb3s momyckaTh BBICBIXaHHS IOBEPXHOCTH NMATPOHA.

7.5.2. IIposepxa xpomamozepaguueckoeo nogedenus Buxcagpena
Ha KoHyeHmpupyiowux nampouax Jfuanax C

W3 crangaprHOTO pactBopa BrkcadeHa B aneTOHHTpPHIIE, COACPKAMECTO
1 Mxr/cM’, ot6HparoT 1 cM’, IOMEIAkT B KOHIEHTPAaTop 06BemMoM 100 cv’ 1
BBINIAPHBAIOT HA POTAIOHHOM BAKYYMHOM HCIApHTEE AOCYXa IPH TCMIIC-
parype e Bome 30 °C. CyXoif OCTATOK pacTBOPsEOT B 1 CM’ AUETOHA, TIIA-
TEIBHO OOMBIBAA CTCHKH KOHIIGHTPATOPA, MPHOABISIOT 9 CM° TEKCaHa, Tepe-
MCIIMBAIOT M BHOCAT HA MATPOH. JJIF0aT COOHPAIOT B KOHLIEHTPATOP 00BEMOM
mo 100 e, BBIIIAPUBAIOT HA POTALMOHHOM BAKYYMHOM HCIAPHTENE AOCYyXa
npu Temmeparype He Bemie 30 °C. CyXoii 0CTATOK PACTBOPSIOT B 2 CM° CMECH
AUCTOHHTPHIA C BOJOM B CoOoTHOMEH!! 1 : 1 1 20 MM® IPOGHI BBOIAT B XPO-
matorpad.

MCXOmHBIH KOHIEHTPATOP OOMBIBAKOT CHA4AMA 10 CM® CMECH TeKCaHa ¢
AUETOHOM B COOTHOmICHMH 9 : 1, 3aTeM AByMsa mopumsMu 1o 10 cM® cMecu
TEKCAHA C alETOHOM B COOTHOINCHHH 4 : 1 M BHOCAT MOJyYCHHBIE PACTBOPBI
TOCNICIOBATEIBHO HA MATPOH. DMI0AT NOCHC MPOXOXKICHHS KAKIOH MOpLMHU
JFOCHTOB COOMPAIOT B OTACIbHBIC KOHICHTPATOPHI 00beMoM mo 100 o,
BBIIAPHUBAIOT J0CYXa HAa POTALMOHHOM BAKYYMHOM MCIAPHUTENC IPH TEMIIe-
parype se Boime 30 °C. Cyxol 0CTaTok pacTBOPSIOT B 2 cM> CMECH aLeTOHH-
TPHJIA C BOJOH B COOTHOIICHHH 1 : 1 1 XpoMarorpaupyror.

Ompenentor ¢pakimu, coaepxamue bukcadeH, mojaHOTY CMBIBaHMA C
MaTpoHa U HEOOXOJUMBIH 00BEM IIIFOCHTA.

Wsyuenue mnoseacHusa bBukcadeH Ha KOHICHTPUPYIONMX HATPOHAX
Juanak C mpoBOAAT KXKIbIH pa3 mpH OTPAOOTKE METOJUKH WIH MOCTYIUIE-
HHHU HOBOH NMAPTHH KOHICHTPHPYIOMIMX MATPOHOB.
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7.6. Iloozomoska u KOROUYUONUPOGANUE KONOHKU
02181 HCUOKOCMH O Xpomamozpaguu

Xpomarorpaduueckyro konoHKy Zorbax Eclipce XDB-C18 ¢ mpeaxo-
nouxoi Zorbax Eclipce XDB-C8 ycTaHaBIHMBAIOT B TEPMOCTATE XpOMATOrPa-
(a u crabuwmmsupyrot npu Temneparype 30 °C u CKOPOCTH MOTOKA MOABHIK-
HO#t (pasbl 1 cm’/muH 3—4 u.

8. Ot0op npo06 u xpanenue

Ot00p nmpo® MPOU3BOAMTCS B COOTBETCTBHH C «YHH()HIIHPOBAHHBIMH
MPaBUJIAMH 0TOOpa MPOO CETBCKOXO3IHCTBEHHOM MPOIYKIUH, MAIICBHIX IPO-
JYKTOB H OOBCKTOB OKPYKAIOIICH CPEe/IbI U ONMPEACICHHA MUKPOKOJIMYCCTB
nectaEaosy, Ne 2051—79 or 21.08.79, a taxke B coorserctBuu ['OCT P
51592—2000 «Boma. OO6mme TtpeboBaHus Kk o1dopy mpod», I'OCT
17.4.3.01—83 «llouBbr. OOmme TtpeOoBaHus K OTOOpY mpod», I'OCT
28168—89 «lloussl. OtO0p mpod», I'OCT 13586.3—83 «3epHo. IIpaBuna
MPHEMKH W MeToasl otoopa mpod», TOCT P 50436—92 (MCO 950—79)
«3epHoBbIe. OTO0p MPod 3epHA», TOCT 27262—87 «KopMma pacTHTEILHOTO
MPONCXOKACHIA. MeToasl 0TO0pa mpob»

TTpo6Br BOABI XPAHAT B CTEKITHHOM T€PMETHYHO 3aKPHITOH Tape B XO-
nomunpHuKE mpu temmeparype 4 °C; mpoObl MOYBBI — B HOJHITHICHOBOH
Tape B MOPO3UIbHHUKE Ipu Temmeparype —18 °C.

Oto0OpanHble MPOOBI 3¢pHA M COJOMBI MOJACYIIHBAOT J0 CTAHJAPTHOH
BJIAKHOCTH U XPAHAT B 6yMa}KHLIX WM TKAHCBBIX MCIIOYKAX B CYyXOM, XO-
POILIO MPOBETPHBACMOM MIKA()Y, HETOCTYITHOM IS TPHI3YHOB.

Jn UMTEIbHOTO XPAHESHUS MPOOBI MOYBBI MOCY IMHBAKOT ITPH KOMHAT-
HOIf Temmeparype B OTCYTCTBHE NPAMOTO COTHEYHOTO cBeTa. CyxXme IMOYBCH-
HBIC 00pa3IBI MOTYT XPAHHTHCSA B TEMHOH Tape B TeueHHE rofa. Ilepen ana-
JU30M CYXYIO TIOYBY IIPOCEHBAIOT YESPE3 CHTO C OTBEPCTHAMHE JHAMETPOM 1 MM.

9. IloaroroBka npo0 U BbINOJIHEHHE H3MEPEHHIT
9.1. Booa
9.1.1. Sxemparxyus

ITpoby Bomsr 0OBeMOM 100 CM’ NMOMEINAKT B ACTHTCIBHYEO Bog)omcy
o6bemoM 250 e, mpubasoT Tyaa 10 r xmopucroro Hatpmwi, 1 cm® 6 M
COsTHOM KHCOTHI (70 pH 1) M mepeMeInuBaroT J0 MOJTHOTO PACTBOPEHHSA CO-
. BukcadgeH 3KCTparupyroT TpeMI MOPLHAMH XJIOPHCTOTO METHICHA 00BC-
MOM 10 30 e, BCTPAXMBAA KAKIBIH pa3 JACIUTEIbHYIO BOPOHKY 2 MuH. [lo-
CJIe IIOJHOTO pa3acicHus (a3 B ICTHTCILHON BOPOHKE HIDKHUH CIOH (XJI0pH-
CTHIli METHJICH) OOBCTHHAIOT B KOHICHTPATOpE 06BEMOM 250 cM®, cobmpast
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€ro yepes cJIoit 6e3BOJHOTO Cymb(ara HATPHA. DKCTPAKT BHINIAPHBAIOT AOCYXa
HA POTALHOHHOM BAKyYMHOM HCHAPHTENC MpH TeMmeparype He Boime 30 °C.

Cyxoit ocratokx PacTBOPSIOT B 5CM’ CMeCH alleTOHHTPHIA C BOJOH B
cootHomeHmu 1 : 1 120 My pacTBopa BBOAAT B XpoMarorpad.

9.2. ITouea, 3epro u cooma 3epHoesIx
9.2.1. Sxempaxyus u 04UcmKa noay4eHHO20 SKCMpaKma

TTpoGy mouBbI (MM H3MEIPYEHHOTO 3e¢pHA) BeCoM 20 T (5 T 11 COJIOMBI)
NOMEIIAIOT B TOJHIPONHIICHOBYIO 6aHKy 171 SKCTPAaKIMH M UCHTPHOYTHPO-
BaHusA 06seMoM 200 CM, IPHGABIAOT TyAa 10 M’ THCTHITHPOBAHHOM BOIBI
H BBUICPIKHBAIOT 5 MHH TIpH KOMHATHO# Temmeparype. bukcajen skcrparu-
pyrot 50 oM’ ALICTOHUTPHIIA B TCUYCHHE 5 MUH B YJIBTPa3BYKOBOM BaHHE U J0-
MOTHUTCIGHO 5 MHH HA ammapare Uil BCTPAXHBAHHA MPoO. 3areM mpoly
LHCHTPU()YTHPYIOT B TCUCHUE 5 MHH npH CKOPocTH 4 000 060pOTOB B MHUHYTY.
CynepHaranTt (pUIBTPYIOT uYepe3 (PUIBTP «KpacHas JIEHTa» B ACIUTEIIBHYIO
BOPOHKY 06’beMOM 250 cM’. DKCTpaKIHIO TOBTOPAIOT EINE /1BA Pa3a, HCTIONb-
3y 10 50 CM’ ANCTOHMTPHIIA M TIOMEIAs KAXKIBIH Pa3 HA 5 MHH B YIIBTa3By-
KOBYKO BAHHY H JOIIOJTHHUTCJIBHO Ha 5 MuH Ha ammapare il BCTPAXUBAHHUA
npo0. TTpoOs! neHTpudyrupyIoT B TeUeHHE 5 MUH mpH ckopoctd 4 000 000-
POTOB B MHHYTY, CYNECPHATAHT (DUIBTPYIOT. DKCTPAKTHI OOBCAUHSIOT B ACITH-
TEBHOM BOPOHKE 00BEMOM 250 cM’.

K DONMy4eHHOMY 3KCTPAKTy 100AaBIAOT 50 CM’ TeKCAHA H MHTCHCHBHO
BCTPAXHUBAIOT BOPOHKY 2 MuH. [Tocie mommoro pasaencHuA (a3 B ACIHTEIIB-
HOI BOPOHKE BEpXHHH CIIOH (TCKCaH) OTOPACHIBAIOT, A ALCTOHHTPHIBHBII
SKCTPAKT BO3BPAMIAIOT B ICTHUTEIBHYIO BOPOHKY M NPOMBIBAIOT CIIC OJHOM
nopiHeit TeKcaHa 00BeMoM o 50 e, FeKcaH 0TOPAaCHIBAOT, 4 ALUCTOHUTPHIL
COGHMPAIOT B KOHIIEHTPATOP 00BeMOM 250 cM® uepe3 Cloit GE3BOTHOTO CyIb-
(haTa HATpHUA, M BHIIAPUBAIOT JOCYXa HA POTAIIHOHHOM BAKYYMHOM HCHApH-
Tene pu Temmeparype He Boie 30 °C.

9.2.2. Oyucmxa sxcmpakma nepepacnpeoesieHuem
8 cucmeMe HeCMeuusaIowuUxcs pacmeopumenet

K cyxomy ocTarky B KOHLEHTPATOpe, MOJyYEeHHOMY B I 9.2.1, mpubaB-
JEOT 3 CM’ AICTOHHTPHIA, OGMBIBAIOT CTEHKH KOHICHTPATOPA, JlOGaB.]IﬂIOT
100 e’ JUCTHITHPOBAHHOM Bom.l NMEPEMENIMBAIOT M TNEPEHOCAT B JIENIH-
TEMBHYIO BOPOHKY 00BbeMoM 250 cur’. Tyma sxe mpubaswmor 10 T Cyxoro xio-
pHAa HATPUS ¥ MHTCHCHBHO NMEPEMEMIMBAIOT A0 HOJHOTO PACTBOPECHHS COJIH.
BuxcaeH 3KCTParupyroT TpeMs MOPLIAMH XJIOPUCTOTO METHICHA 00BEMOM
mo 30 cM’, KaKIbli Pa3 MHTCHCHBHO BCTPAXHBAsA BOPOHKY 2 muH. [locne
TIOJTHOTO pa3aencHus (pa3 B ICTMTEIBHON BOPOHKE HIDKHHUH CIIOH XJIOPHCTOTO
METHICHA OOBSIMHAIOT B KOHIGHTpATope o0beMoM 250 cM’, coOHpas ero
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yepes cior Oe3BOAHOTO CyIb(ara HATPHS, U BBHITAPHBAIOT JOCYXa HA POTALH-
OHHOM BAaKyyMHOM HCHapHTeJe npu Temneparype He Bomme 30 °C.

9.2.3. Ouucmka sKkcmpakma Ha KoJIOHKe € OKUCHIO ANIOMUHUS

Cyxoii 0CTATOK, MOyUCHHbIA 1O 1. 9.2.2, pacTBopsoT B 10 cM anero-
HUTPHUIIA, TIIATSIIBHO OOMBIBAIOT CTCHKH KOHLICHTPATOPa, HAHOCAT HA 3apa-
HEC TMOATOTOBJICHHYKO KOJOHKY, 3JIF0AaT COOMPAXT B KOHIEHTparop. Mcxon-
HYIO KOJIOy 0OMBIBAROT 10 CM’ ALICTOHHTPHIA M BHOCAT HA KOJNOHKY. DJIFOAThI
O00BEAUHAIOT W BBIIAPHBAIOT A0CYXAa HA POTALMOHHOM BAKYYMHOM HCHApH-
Telne mpu Temnepatype He Boie 30 °C.

9.2.4. Oyucmxa sxcmpaxma Ha Konyenmpupyiouux nampounax Juanax C

Cyxolt ocTaToK, MOJIydeHHbIH B 1. 9.2.4, pacTBOpsrOT B 1 CM® aleToHa,
TIIATETHHO OOMBIBAS CTCHKH KOHIGHTDATOPA, MPHOABIAIOT 9 CM° TeKCAHa,
NEPEMELINBAIOT M BHOCAT HA 3apaHEc MOATOTOBICHHBIH KOHLCHTPHUPYFOLIMI
nmarpon [uanak C, 3aroar otOpackiBaroT. FICX0HBIH KOHIEHTPATOP OOMBIBA-
10T 10 cM CMeCH aUEeTOHA C TEKCAHOM B COOTHOIICHUH 1 : 9, 3moar oTopachl-
BaroT. bukcader smoupyror 10 cM® CMECH aueTOHA C TEKCAHOM B COOTHOIIE-
HuH | : 4, 3MF0AT COOMPAIOT B KOHIUEHTPATOp 00BeMOM 100 CM’ M BHIIAPHBA-
IOT J0CyXa Ha POTALOHHOM BAKYyMHOM HMCHAPHUTENE NPH TEMIIEPAType HE
Boie 30 °C.

Cyxoif 0CTAaTOK PACTBOPSIOT B 2 CM° (TI04BA, 3¢pHO) H B 1 cM’ (comoMa)
CMECH allCTOHUTPHIIA C BOJOH B COOTHOIICHHH 1 : 1 u 20 Mm’ pacTtsopa BBO-
AT B Xpomarorpad.

9.3. Yenosus xpomamozpaguposanus

Xpomarorpad xuaxoctaeiid Agilent 1200 LCMS ¢ AHOIHO-MATPHYHBIM
nerekropoM G1315B ¢ u3MeHsIEMO# [UTMHOMN BOJIHBI, CHAO)KCHHBIN TEPMOCTA-
TOM I KOJIOHOK C JHama3oHoM Temmeparyp ot 15 no 80 °C u craHgapTHbIM
ABTOCAMILICPOM AJI1 ABTOMATHYCCKOTO BBOZA MPOOBI B XpOMAaTorpaduyucckyro
cucteMy (1200 Series Autosampler ¢ mosmpyrommm o6bemoM ot 0,1 1o
100 mn).

Kononka craneHas Zorbax Eclipce XDB-C18, 150 MM x 4,6 MM, 3¢pHe-
HHE 5 MKM, (pupma «Agilenty.

IIpeaxononka cramesHas Zorbax Eclipce XDB-C8, 12,5 MM x 2,1 MM,
3epHEHHE 5 MKM, pupma «Agilenty.

Temmeparypa xononku: 30 °C.

INompwxkHas (paza: aNECTOHUTPUI-BOAA—MYPABbHHAS KHCJIOTA B COOTHO-
menun 550 : 450 : 1.

Jlmana BosHbL: 250 HM.

Bpewms ynepxusanus bukcadena: 8,405 + 3 % muH.
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UyBCTBHTEIBHOCTh HE MeHee 10 mAU (MummmenuHun abcopOimu) Ha
IIKATTY.

O6beM BBOTHMO# TPOOEE: 20 MM,

JIuHelHbI THANa30H JCTEKTHPOBAHKS COXpaHAeTcs B mpesenax 2—20 Hr.

10. O6paGoTka pe3ynbTaTOB

J11 0oOpaOOTKH pe3ybTaTOB XpOMATOrpa(h)UueckOro aHaIW3a MCHOJb-
3yeTcsi MporpaMMHOE oOecTicueHHe XUMHUYECKoro anamm3a Agilent Technolo-
gies ChemStation for LC 3D.

AnprepHaTHBHAs 00pabOTKA PE3YIbTATOB.

Coneprxkanue buxcadeHa pacCUnTHIBAOT MO (hopMyIIe:

Y
100-S,, -m

X — coneprxanue bukcadena B mpode, MI/KT;

Sem — BBICOTA (TLIOINAB) THKA CTAHAAPTA, MM,

S,p — BBICOTA (TIOINA/b) KA 00pasua, MM;

A — XOHIGHTPALHS CTAHIAPTHOTO PACTBOPA, MKI/CM ;

J/ — 00beM 3KCTPAKTa, MOATOTOBICHHOTO I XpOMATOTpa()upOBaHHSI, oM
m — Macca aHaTM3HPyeMoro obpasua, r (CM3);

P — coneprxanne bukcaj)eHa B aHATUTHUECKOM CTaHIapre, %o.

.P,rae

11. IlpoBepka NpHeMJIeMOCTH Pe3yJIbTATOB
napaJuieIbHbIX ONpeaeIeHHi
3a pe3y IbTAT AHATM3A IPHHEMAOT CPEIHEE APHPMETHICCKOE Pe3yIbTa-

TOB JBYX NAapajUICIbHBIX ONPEACICHHH, PACX0KICHHEC MEXIY KOTOPBIMH HE
MPEBBIIAET NPEAEa NOBTOPAEMOCTH (1):

2-|Xx, - X,|-100
(X, +X,)
X, X, — pe3yabTaThl MapauicIbHBIX OMPEACICHUM, MI/KT;
R — 3Ha4eHHe mpeaena noBropsaeMoctH (Tadu. 1), mpu stoM » = 2.8 X o,.

IIpu HeBbmoOJHEHHUH YCHOBHA (1) BBLCHAIOT NMPUYMHBI IPCBBIMICHUS
npesesa NOBTOPASMOCTH, YCTPAHSIOT HX M BHOBb BBITIOJHAIOT AHAJIHU3.

<r,THC QY]

12. Opopmaenne PE3YJIbTATOB
PesyapTar aHanuza npeACTaBIAIOT B BHAC:
(X £ A) mr/kr mpu BepositHocTH P = 0,95, T

X — cpenHee apu(h)METHYECKOE PE3yIbTATOB ONPEACICHUH, MPH3HAH-
HBIX TPHEMJICMBIMH, MT/KT;
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A — rpaHuna abCOIOTHOM MOTPEITHOCTH, MI/KT,

== rme
100

0 — TPaHHIA OTHOCHTCIHLHOM NMOTPECHIHOCTH METOAHKH (TIOKA3aTe]b
TOYHOCTH B COOTBETCTBHH C AHANIA30HOM KOHLEHTpauui, Tada. 1), %.

B ciyuae ecnu comepkaHHC KOMIIOHCHTA MCHEE HIDKHEH TpaHHLBI
JUANa30Ha ONMPEACICMBIX KOHUCHTPALMI, PE3yIbTaT aHAIN3A IPEICTAB-
JISIOT B BHJC!

«codepcanue geugecmea 8 npode menee 0,01 me/ken*

* — 0,01 me/xe — npeden obHapyd*ceHus.

13. KonTposs kauecTBa pe3yJbTATOB H3MePeHHit

OmnepaTHBHBIX KOHTPOJIb IIOTPEITHOCTH U BOCIPOH3BOAUMOCTH H3MEpe-
Huit ocymectBiercss B coorserctBud ¢ TOCT P MCO 5725-1-6—2002
«TouHOCTh (MPAaBUILHOCTH W MPEIU3HOHHOCTH) METOIOB U PE3YIBTATOB U3-
MEPCHHUI.

13.1. CTaOWIbHOCTD PE3yJIbTATOB H3MEPEHUH KOHTPOJHUPYIOT IEpex
MPOBCICHUEM H3MEPCHHIM, AHATTH3UPYS OJUH H3 TPATyHPOBOYHBIX PACTBOPOB.

13.2. TInaHOBBIH BHYTPUIAOOPATOPHBIH ONEPATHBHBIH KOHTPOIb IIPO-
LEAYPbI BHIOJHCHUS aHATH3A MMPOBOJUTCS METOIOM JOOABOK.

Bemuuuna godasku C, JODKHA YAOBICTBOPATD YCIOBHIO:

C, = Aéﬁ + Ae,a' ,TIe

A, 5 *A, 5 ) — XapaKTCPHCTHKA MOTPCITHOCTH (abcoroTHAs MoTpe-

HOCTb) Pe3yJIbTATOB AHAIM3a, COOTBETCTBYIOMIAS COACPKAHMIO KOMIIOHEHTA B
HCOBITYEMOM 00pa3ne (pacyeTHOMY 3HAYCHHIO COJACP/KAHHA KOMIIOHEHTA B
o0Opasue ¢ 100aBKOH COOTBETCTBEHHO) MI/KT, IPH 3TOM:

Ar=+084 A, toae
A — rpaHuna abCOMFOTHOH MOTPEIIHOCTH, MI/KT;
=== rme
100
0 — IpaHHUA OTHOCHTCIBHOW MOTPCINHOCTH METOJUKH (MOKA3aTCIb

TOYHOCTH B COOTBETCTBHH C JUANMA30HOM KOHICHTpauwii, Tadm. 1), %.
PesympTaT KOHTPO mpoueAypsl K, paCCUMTHIBAIOT IO (pOopMyJie:

K=X-X -C,rtne
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X', X, C, — cpepnee apu(METHYECKOE PE3YIBTATOB MAPANLICIBHBIX
ONPCACICHUH (MPHU3HAHHBIX MPHEMJEMBIMHU IO II. 11), comeprKaHHs KOMITO-
HEHTA B 00pasie ¢ J0OABKOH, HCIIBITYEMOM 00pa3Le W KOHIECHTPALHS 100aB-
KH, COOTBETCTBEHHO, MI/KT.

Hopmarus koHTpoI K pacCUHTHIBAIOT 1O (POpMYIIe:

E = \/Az-,ar +4,5

IIpoBOaAT COMOCTABICHHE PE3YJIbTAaTa KOHTPOIA mpouexypsl (K,) ¢
HOPMATHBOM KOHTPOI (K).

Ecau pe3yapTaT KOHTPOJI MPOLEAYPBI Y IOBICTBOPSET YCIOBHIO:

K <K, ©))
NPOLEAYPY AHATH3A IPH3HAIOT YAOBICTBOPHTEIBHOM.

IIpu HeBBIMOMHEHHU YCIOBHA (2) MPOIEAYPY KOHTPOJSA IMOBTOPSIOT.
IIpu NOBTOPHOM HEBBINOIHCHHUHU YCIOBHUS (2) BBUCHSIOT NPHYHMHBL MPHBO-
JSAIMC K HCYAOBICTBOPUTCIBHBIM PE3YIbTATAM, M IMPHHUMAOT MEPHI 10 HX
YCTPAHCHHIO.

13.3. IlpoBepka MPUEMIEMOCTH PE3YJIbTATOB H3MCPCHHH, MOYYCHHBIX
B YCIOBHAX BOCIPOH3BOJHMOCTH.

PacxoxaeHne MeKIy pe3yIbTaTaMH H3MEPEHHUH, BBIIOJHEHHBIX B JABYX
PasHBIX 1a0OPATOPIAX, HE JOJDKHO IPEBBIMIATH NMPCACNIA BOCIIPOH3BOIMMO-
cti (R):

2:|0,-0,|-100
(0,+0,)

X}, X5 — pe3yabTaThl H3MEPEHHH B ABYX PA3HBIX TAOOPATOPHAX, MI/KT;

R — npeaen BOCOPOU3BOAUMOCTH (B COOTBETCTBHH C JHANA30HOM KOH-
neHTpaui, Tabdma. 1), %.

<R,rme 3)
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