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YTBEPXJIAIO

PyxoBoautens OenepanbHON CIIyKOBI
IO HAA30PY B C(hepe 3aIuThl IPaB
MOTPEOUTENICH U OIArOmOJyYHs YCIOBCKA,
I'taBHBIH TOCY JAPCTBCHHBIN CAHUTAPHBIH
Bpa4 Poccuiickoit ®eacpanuu

I'. T. OHumenko
2 aBrycra 2010 T.
Jara BeeacHus: 1 oxrsaops 2010 r.

4.1. METO/bI KOHTPOJISL. XUMHWYECKHE ®AKTOPBI

Onpenenenne 0CTATOYHBIX KOJIHYECTB rHAPa3HAA
MAJICHHOBOH KHCJIOTHI (MAJICHHOBOI0 rHIPa3u/ia)
B [104YB€ METOA0M BbICOKO3(pPeKTHBHOH
KMAKOCTHOH XxpomaTorpaguu

MeTtoauyeckue yKazaHusi
MYK 4.1.2679—10

Hacrosmue METOAMYECKHE YKA3aHHSA YCTAHABIMBAKOT METOX BBICOKO-
3(()eKTUBHOH KUAKOCTHOH XpoMaTorpauu A ONMpeAcICHHS YPOBHS OCTa-
TOYHBIX KOJMYECTB MaleHHOBOrO ruipazuaa B Mouse B AuamnazoHe 4,0—
40,0 Mr/xr.

Haspanme neicrsyromero Bemecrsa no HIOITAK: 6-ruapoxcu-2H-
MUPAAU3HH-3-0H.

CrpyxkrypHas popmyna:

HO_ _N_ _H

Mounexymapras Macca: 112,1.

Ommupryeckas popmyna: C.HNO,

IBer, 3amax: XMMHUYECKH YUCTHIH MallcHHOBBIA THAPA3H MPEACTABIICT
co00ii TBepAbI Oemblif MoponoK Oe3 3amaxa.

Temneparypa miasienus: 298—300 °C.

Jasncuue napos: < 1 x 107 Pa (mpu 25 °C).
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MVK 4.1.2679—10

Koa¢duuument pacnpenencuus okraHon-soga: Ko.logP = 1,97 (pH 7) —
0,56 (nenonu3upoBaHHEIN mpH 25 °C).

ITnorrocTs: 1,61 r/™MiL.

Pacreopumocts B Boze: 4,417 r/m (pH4,3; 25°C), 144r/m (pH7;
20 °C), 145,8 t/a (pH 9; 20 °C).

PacTBOPEMOCT B OPraHHYCCKAX PACTBOPHTEILIX: MeTaHON — 4,179 1/n,
TONIyoN — MeHee 1 mr/i, rexcan — meuee 1 Mr/i, auerton — 188 Mr/n, aTunane-
TaT — 35,9 mr/n, 1,2-auxnop3tas — McHee 4 Mr/IL

Yeroituus x ruapomnsy npu pH 3,6 u 9 (ipu 45 °C).

Paznaraercs ceetom [Ty = 58 mmeii (pH 5,7; 25 °C).

PasnaraeTcst OKMCIMTEISIMH M CHJIBHBIMH KHCJIOTaMH, IIPH XPAHCHHH B
YNaKOBKE MPH KOMHATHOH TeMmeparype crabunien 6oiee 1 roga.

Cnabas kucnota: pKa — 5,62 (npu 20 °C).Kpamxas moxcuxonosudeckas
xapakmepucmuxa

MaJicHHOBBIH THAPA3UA OTHOCHTCS K MAJi0 OMACHBIM IO OCTPOH IEpo-
pamsroit (JIso mma xpeic 6onee 5 000 MI/Kr) W AepMaIbHOM TOKCHYHOCTH
(JIMso anst kpomukoB Oonee 5 000 Mr/kr), HO K YMEPEHHO ONACHBIM BEIIE-
CTBaM IO HHTaBIHOHHOH TOKCHYHOCTH (JICso aumst kpiC (4 9) 4 MI‘/MS).

Obnacmv npumenenus

ManeruHOBbIH TUAPA3HA — PEryLITOP POCTA PACTCHHUM, NPOHHMKACT B
PacCTCHHS Yepe3 JUCThS U KOPHH, MEPEXoAs B KCuieMy U (nosmy. Sddexrn-
BCH KAK MHTHOMTOP JETICHUA KIETOK B MEPHCTEMATHYECKHX TKAHAX, HO HE
MPEISITCTBYET POCTY KIETOK. Tarke 00amaeT HeOOMbIIONH TepOHIIHON aK-
THBHOCTBIO.

ManerHOBBIM THAPA3UI HCIOJIB3YETCS AT OAABICHAS POCTA TPABBI IO
KpasM JOpOT, HA HAOEPEXKHBIX, MCCTAX OTIBIXA, a TAKXKS U1 3aMCAJICHUA
pocTa KyCTapHHKOB H AepeBbeB. MHrHOHpyeT nmpopacranue kaproderr, iyka,
CBCKJIBL, OPIOKBBI M MOPKOBH IPH XpaHCHHH. Micmonb3yeTcs Kak repOunus B
cmecu ¢ 2.4-D. HopMa pacxoaa 1,2—35.4 xr/ra.

B Poccum ms ruapasmoa MaJCHHOBOW KHCTIOTBHI YCTAHOBJICHBI CIEY-
rouue rurucHIueckue HopMaTuebl: [1JIK B mouse — 4,0 mr/kr; M1V B xiy6-
HAX KapTo(ersi, KOPHEIIOAaX MOPKOBH, CBEKJIbI CAXapHOH W CTOJIOBOM, Jy-
Ke-permKe, YeCHOKEe, ToMaTax, apOy3ax, Tabake — 8,0 Mr/kr.

1. MeTpoJsioruyeckasi XapaKTepHUCTHKA METOAa

IIpu coOmomeHHH BCEX PETIAMECHTUPOBAHHBIX YCJIOBHH INPOBCACHHUSI
aHAIU3a B TOYHOM COOTBETCTBHHM C JAHHOH METOAMKOW MOTPEINHOCTDH (M €€
COCTABJLIIOINHE) PE3yJIbTATOB M3MEPCHHUIN NPH JOBEPHTEIILHOH BEPOATHOCTH
P =0,95 He npeBbIIacT 3HAYCHWH, MPHBEACHHBIX B Ta0On. 1 1 COOTBET-
CTBYIOIIMX AUANA30HOB KOHIICHTPALHH.
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TlonHoTa M3BIACYCHUA BEIICCTBA, CTAHAAPTHOE OTKJIOHEHHUE, JOBEPH-
TEJIbHBIE HHTCPBAIBI CPCTHCTO PE3YJIBTATA I MOJHOTO JHAMA30HA KOHIICH-
Tpanuii (n = 20) IpUBCICHHI B TA0II. 2.

Tabnuua 1

MeTpOJ'IOl"I/I‘IeCK[/Ie nmapamMeTpnl JIJIst MajenHoBoro roapasmujga

ITokazarenn Cranjapt-
AHATH3H- Jlnartazon TOYHOCTH (Tpa- | Hoe oTKIIO- | Ilpenmen IIpenen

oy | OTPECTIEMbIX | HMIIA OTHOCH- | HEHHE IT0- | TOBTOPS- | BOCIPOM3-
%}%xeKT KOHIICHTpALMi, | TENLHOM Io- | BTOpsieMO- | eMoCTH, | BOJMMOCTH,

MI/KT TPEIHOCTH), CTH, r, % R, %

+0, % P =095 o,, %
[Tousa 4,0—40,0 Bx 25 3,7 104 124
Tabnuua 2

IloHoTa M3BJICYEHUS BelICCTBa, CTaHAaApPTHOC OTKJIOHCHHE, )IOBepI/ITeJILHbIﬁ
HHTEPBAJI CPEAHETO pe3yibTaTa I MaJsienHoBoro raapasujia

Merponoruyeckue napamerpsL, P = 0,95, n =20
AHamisHpye- enen Jaria3oH TIONHOTa | CTaHZAApT- | JOBEPHTCID-
MBI OGBEKT o6r1[{%£/>1< e | Ompereisic- | M3BICUC- |HOE OTKIIO- HBII MHTEpBa
EIsL. Mfcr | MPIX KOHICH- | IS BEMe- | HEHHE, | CPE/HEro pe-
i Tparii, Mr/kr | cTBa, % S, % 3yIbTaTa, +, %
TTouBa 4,0 4,0—40,0 75,92 3.6 + 0,66

2. MeTtoa usmepeHuii

Merox ocHoBaH Ha ompeaencHHM MaJeHHOBOTO THAPA3HAA METOIOM
BBICOKOA((EKTHBHOU UAKOCTHOH xpomartorpaduu (B2XKX) ¢ ucnomab3oBa-
HHEM JHOTHO-MATPHYHOTO ACTEKTOpPA IOCIE €T0 3KCTPAKIHMH H3 00pasmoB
OPraHUYCCKUM PACTBOPUTENICM M OUYHCTKH SKCTPAKTA HA KOHLCHTPHUPYFOIIX
narpoHax Juanmak C16.

HnenTH()uKanms BEIECTB MPOBOAUTCS IO BPEMCHH YACPKHBAHUA, 4 KO-
JMYECCTBEHHOE ONPEICIICHUE — MCTOAOM a0COIOTHOI KaTHOPOBKH.

B npeanaracMpIx yCnoBHsAX aHanmm3a MeTon cnenu(puucH. Crerug-
HOCTB 00€CIeYMBACTCS MOAOOPOM COCTaBa MOABIDKHOM (a3bl, MCIOIB30BA-
HHEM CHECUM()HUICCKOH JTMHBI BOJHBI CIICKTPA MOTJIOMICHUS H BEIOOPOM KO-
JIOHOK PA3IHYHOMN MOJISIPHOCTH.
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3. CpeacTBa u3mMepeHuii, peaKTHBBI,
BCIIOMOraTe/ibHbIe YCTPOHCTBA H MATEPHAJIBI

3.1. Cpeocmea usmepenuii

Becor anamurrueckne «OHAUS», EP 114 ¢
HanOOIbIINM IPEETIOM B3BemHBaHuA A0 110 r u
JuckpeTHOCThI0 0,0001 r, KJIACC TOYHOCTH IO
T'OCT 24104-1 — cneunanbhsrii (1)

Becs1 1abopaTopHbie 00111IEer0 HA3HAYCHHUS C
HAuOOJIBLINM MPEACTIOM B3BemBaHuS A0 600 T 1
TIPEAEIOM AOIy CTHMOH morpemHocTy £ 0,038 r
«ACCULAB» V600, COOTBETCTBYIOT KJIaCCy
toyrocTd o 'OCT 24104-1 — cpeauuii (11I)

Kos6s1 MepHBIe Ha 25, 50 1 100 e’ I'OCT 1770—74

TTunmeTku mepusie Ha 1,0; 2.0; 5.0 o’ I'OCT 29227—91

Xpomarorpad >kuakoctHolt Agilent 1200 LCMS

C IHOAHO-MATPHYHBIM aeTekropoM G1315B HOMEP TOCPETUCTPALMH
16193—06

L{wmmsapst MepHBIe Ha 10, 25 1 50 oM’ I'OCT 1770—74

JloTyCKaeTCs HCIOIb30BAHUE CPEICTB H3MEPCHUM C AHATOTHYHBIMH HITH
JIYYIIAMH XaPAKTCPHUCTHKAMH.

3.2. Peaxmuent

Maneunossii rugpasun, CAS 123-33-1, anamu-

THYECKHH CTaHAAPT YHCTOTOH He MeHee 98,0 %

Aneronutpui, ocu, YO-200 um TY 6-09-2167—84
Bopa OumuctunapoBaHHast (OUIHCTHILIAT),

JICHOHU3UPOBAHHAS WIM MICPECTHAHHAS HAZX

KMnO, T'OCT 6709—72
Tenuit Mmapku «A» TV 51-940—80
Kanmuit MapranoBOKUCIIBIH, X4 T'OCT 20490—75

Kamuit yrnexucieii, yna
Kanpuwit xmopuctsiid, u
Kucnota comsnas, x4
Kucnora mypasbunas, yna
Harpus ruapoxapOoHar, x4

I'OCT 5820—78
TY 6-09-4711—381
I'OCT 857—95
I'OCT 5848—73
I'OCT 2156—76

Tlarponsl xonueHTpHpyromue Juanak-C 16 (0,6 r) TY 4215-002-05451931—94
CnupT METHIIOBBIH (METAHO), X4 T'OCT 6995

JlomyckaeTcs MCNOJIb30BAHHE PEAKTHBOB HHBIX MPOU3BOAMTEICH C aHA-
JIOTHYHBIMH MM JIy YIIHUMH XaPAKTCPUCTUKAMH.
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3.3. BecnomozamensHble ycmpoiicmea u Mamepuait

ATOHK IIPAMO¥ C OTBOZOM JJISI BAKYYMa

(AO-14/23) st paboOTHI C KOHUCHTPHPYIOIIUMHE

narponamu Jluamak C 16 I'OCT 25336—82
Amnmapat i BetpaxuBanus npod «SKLO

UNION TYP LT1»

BaHKH ¢ KPBIIIKAMH [ SKCTPAKIEH Ha 250 oM,

noymmnponuicH, kat. Ne 3120-0250, NALGENE

Banna ynsrpassykosas «UNITRA» UNIMA

OLSZTYN UM-4

Bara MeauMIMHCKAsA THIPOCKOTIHYECKAS

XJIOIIKOBAs HECTEPHIIbHAA I'OCT 5556—81
BOpOHKH JeTHTEMbHbIE HA 250 cM° I'OCT 25336—82
Boponku 1abopatopHbIe, CTEKITHHBIC T'OCT 25336—82

Hcnapurems porannonHsiii Rota vapor R110
Buchi ¢ BoasHoO# Gancit
Kon6s1 koHHIECKHE II0CKOAOHHEIE HA 100, 250 u

1000 cv® T'OCT 25336—82
Kon6s1 xpyrinoaonHbIe cO mmpoM (KOHLICHTPa-
Tope1) Ha 100, 250 cv’, 1 4 000 cv’ TC TV 92-891.029—91

Kononka xpomarorpaduiaeckas CraibHas, JTHHOMH

250 MM, BHYTPEHHHM auaMeTpoM 4,6 MM, Sym-

metry Shield RP18, 3epuenue 5 MM, pupma

«Waters»

Hacoc nmaparmennsrit FT.19 ¢pupmer KNF Neu

Laboport

IMpeaxomonKa XpoMaTorpa)MICCKast CTaIbHAA,

Zorbax Eclipse XDB-C8, amunoi 12,5 Mm,

BHYTPCHHHM AHAMETPOM 2,1 MM, 3epHCHHE

5 mxMm, (pupma «Agilent»

CuT0 1a00paTOPHOE C MOJOTHOM H3 JIATy HH HJIH

HEPIKABCIOIEH CTAH C Pa3MEPOM srueek 1 MM TI'OCT 3826—82 u
T'OCT 6613—86

CrakaHbl CTEKLTHHBIC, TEPMOCTOHKHE 00BEMOM

100—3500 e’ T'OCT 25336—82

YcTaHOBKA AT MEPETOHKH PACTBOPUTENCH C

KPYIIOZOHHOM K0100# 06seMoM 4 000 cM® 1

MPHEMHOM KOHHUECKOi K0I00# 00bemMoM 1 000 e’

OUIBTPHI Oy MAKHBIC, KKPACHAS JICHTA) TY -6-09-1678—86
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OUIBTPHI A1 OUHCTKU PACTBOPHTEIICH,

guaMeTpoM 20 MM C OTBEpCTHAMH 1OpP 20 MKM,

(dupma «Waters»

Ounprp-narponst ;s mmpuueB Cromafil-PET

20/25 ¢ pa3mepomM nop 0,20 MkM

Henrpugpyra MPW-350e ¢ HabopoM NMOTUIPONH-

JICHOBBIX GAHOK eMKOCTBIO 200 cM

InpuL HHBCKIUMOHHBINH OXHOKPATHOTO T'OCT 24861—91

npuMcHEHHs 06BeMoM 10 cm® (HACO 7886—84)
JlomyckaeTcs MpUMEHEHHE XPOMAaTorpa(uueckux KOJIOHOK M APYroro

000pPYIOBAHHS C AHAJOTHYHBIMH WM JTYyYIUMMH TEXHHYCCKUMHU XapaKIEpH-

CTHKAMHU.

4. TpeGoBaHust 6e30MACHOCTH

4.1. Tpu BBIMOTHCHUH H3MEPEHHI HEOOXOIHMO COOMIOAATh TPCOOBAHMA
TEXHHUKH OE30MACHOCTH MpH padoTe ¢ xuMuueckumu peaxtuBaMu mo I'OCT
12.1.007, TpeboBaHms ICKTPOOS30NACHOCTH IIPU PAbOTE C IEKIPOYCTAHOB-
kamu o TOCT 12.1.019, a Taxxe TpeOOBAHMS, H3IOKCHHBIC B TCXHUUCCKOH
JOKYMEHTAIWH Ha JKAUAKOCTHBIA XpoMaTorpad.

4.2. TloMemeHne OODKHO COOTBETCTBOBATH TPEOOBAHMAM IOKapoOes3-
omacuoctd o 'OCT 12.1.004 u umers cpeacrsa noxapotymenus no I'OCT
12.4.009. Conep:xaHue BPEAHBIX BELIECTB B BO3AYyXE HE JOJDKHO NMPEBBINATH
HOpM, ycTanoBiacHHBIX ['H 2.2.5.1313—03 «IIpeaenpHo- JOMYCTHMBIE KOH-
neHTpauuu (I1JIK) BpenHBIX BEINECTB B BO3AyXe paboueH 30HbD. OpraHusa-
st 00y4eHus paboTHHKOB Oe3omacHocTH Tpyaa — o [OCT 12.0.004.

5. TpeGoBaHus K KBaJHPHKALHH OTIEPATOPOB
K BBIMOTHEHHIO H3MEPEHHUH JOMYCKAIOT CICIHAIMCTOB, HMCIONIUX KBa-
TH()UKALMIO HE HHUOKE JTa0OPAHTA-HCCIICA0BATEIS, C ONBITOM pabOTHI HA JKUA-
KOCTHOM Xpomarorpade.
K mpoBeacHHIO MPOOOMOATOTOBKH AOMYCKAKOT ONEPaTopa ¢ KBamu(pu-
KalueH «1abopaHT», HIMEIOIIETO OIBIT pA0OTH B XAMUYECCKOH JIA0OPATOPHUH.

6. Ycj10BHSI H3MepeHHid

ITpu BHIIOTHCHHH U3MEPEHHI COOMFOJATOT CJICAYIOIHC YCIOBHS:

® MMPOLIECCHI MMPUTOTOBJICHUA PACTBOPOB M MOATOTOBKY NMPOO K aHAIH3Y
MPOBOAAT IPHU Temnepatype Bosayxa (20 £ 5) °C u OTHOCHTECIILHOM BJIAXKHO-
ctu He 6onee 80 %;

® BHITIOJTHEHHE M3MEPEHHMH HA YKUAKOCTHOM Xpomarorpad)e mpoBOIST B
YCIOBHAX, PEKOMEHIOBAHHBIX TEXHHYECKOH JOKY MEHTAIMEH K MPUOOPY.
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7. IloaroToBKa K BbINOJHEHHIO ONPeAesIeHHI

BhINONHEHUIO M3MEPEHHMH MNPEAIECTBYIOT CHCAYIOIME ONEPAIMH:
OUNCTKA pacTBOpHUTENCH (IIPH HEOOXOAMMOCTH), IIPHIOTOBICHHE PACTBOPOB,
KOHIUIHOHUPOBAHUE XPOMATOIPa(hHUCCKON KOJIOHKH, NMOATOTOBKA KOHIICH-
TPHPYOIMX [ATPOHOB ISl OMMCTKU 3KCTPAKTa, MPOBEPKA XpoMarorpadudec-
KOTO MOBEACHUS BEMICCTBA HA MATPOHAX, IIOCTPOCHUE KATHOPOBOYHON KPHBOM.

7.1. IToo2omoexa op2anuueckux pacmeopumeJiei
7.1.1. Ouucmxa ayemonumpuna

AUCTOHUTPUII, COACPIKAIIHI BOAY, MPESABAPUTEILHO OCYINAOT, J00aB-
TSI B HCTO TPAHY TMPOBAHHBIN OS3BOIHBIN XJIOPHCTHIH KaIbLUH U3 pacyeTa He
Meree 100 r/mv’. BBIIEpKHBAOT €10 HAZ OCYIIMTENEM B TEYEHHE 5—6 ua-
COB. 3aTeM ALECTOHHTPHJI CIMBAIOT C OCYIINTE B KPYIVIOJOHHYIO KOJOy €O
oM 06seMoM 4 000 cM’ anmapara A7 IePEroHKH PACTBOPHTECH.

AUETOHUTPUI IEPETOHSOT npH Temmeparype 81,5 °C, a (pakuun, 0T0-
THAaHHBIC TIPH TeMIepaType Hibke U Boime 81,5 °C oTOpacsiBaroT.

7.1.2. Oyucmxa memanona

MeraHoq, coAaepKamui BOAY, MPEIBAPUTEILHO OCYINAOT, A0OABIIL B
HETO TPaHYIUPOBAHHBIN OC3BOIHBIN YITICKUCIBIA KA U3 pacyeTa He MEHee
100 r/mv’. BBIZEp/KHBAIOT €10 HAM OCYIIHTEIEM B TCUYCHHE 5—O6 4acoB. 3a-
TEM METAHON (HIBTPYIOT depe3 (IIBTP «KPACHAS JICHTA»B KPYIJIOJOHHYIO
¥0710y co maudoM oObemMoM 4 000 M’ OT ammapara s CPETOHKH PACTBO-
purenei.

MeraHon neperossaroT npu temmeparype 65 °C, a (ppakuum, OTOrHAH-
HBIC IIPU TEMIIeparype Hivke u Bbime 64,7 °C oTOpachIBaroT.

7.1.3. IIpueomoenenue OUOUCMUILIUPOCAHHOT 600bl

JIMCTHIUIAT HOMEINAOT B KPYTJIOAOHHYIO KOJIOY CO mum(oM 00beMOM
4000 cM® ot anmapara I MEPErOHKH PACTBOPHTENCH, JOOABILIIOT K HEMY
MAPTaHIIOBOKHCBIN KKt 3 pacdeTa 1 T/IM° M KHILITAT B TCYCHHE 6 YACOB.

CoGuparor ¢pakiuu, ororHanHsie mpu Temneparype 100,0 °C, a ¢pax-
[[HH, OTOTHAHHBIC ITPH TeMneparype Hwke u Boime 100,0 °C oTOpachIBaroT.

7.2. IIpuzomosienue pacmeopos 0/ist npogedeHust AHAIU3A
7.2.1. IIpueomosenenue noosusichoil gpasel ons BOJKX

JU1s. IPUIOTOBIICHHS OABIKHON (DA3BI HCTIOB3YIOT CBE)KETICPETHAHHBIN
AUCTOHUTPHI, OYMLICHHY IO BOJY H MYPAaBbHHYIO KHCJIOTY.

B mI0CKOOHHY0 K016y 06BeMoM 1 000 cMm® momemaror 990 cM® aneTo-
HuTpuna, 10 cM® OuHMINEHHOM BOABI H 4 CM’ MypaBbHHOH KHCIOTHL pH mon-
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JkeH ObITh 2—2,2. CMeCh TIIATENHFHO MEPEMEIIHBAKOT, MPOMYCKAOT Yepe3 Hee
ra3000pa3HbIi remii Co CKOPOCTHIO 20 CM’/MHH B TCUCHHE 5 MHH, TIOCJIE 4CTO
NOMEIIAIOT B YIBTPA3BYKOBYIO BAHHY A/ YAAQJICHUS PACTBOPCHHBIX ra3oB HA
1 muH.

7.2.2. IIpueomosnenite 2paoyuposoyHeix pacmeopos

7.2.2.1. Cmanoapmmnuiii pacmeop Ne 1 ¢ konyenmpayueii Maneunogozo
eudpasuoa 1,0 me/cv’. B3pemmBaror 50 Mr MaIeHHOBOTO THAPA3HIA B MEp-
HO# k0716¢ 00BeMoM 50 c’. HaBecKy pacTBOPSIOT B TOABHIKHOM (hase M 10-
BOAAT 00BEM J0 METKH MOABIDKHOH (ha3oi. [1oayyeHHbIH CTaHAAPTHBIA pac-
TBOp Ne 1 mMCmomib3yercs QI MPUIOTOBIACHHA CTAHAAPTHBIX PACTBOPOB ULL
XpOMATOrpa)HIECKOTO HCCICAOBAHMA U NOCTPOCHUS KATMOPOBOYHOH KPHBOH.

7.2.2.2. Cmanoapmuuiii pacmeop Ne 2 ¢ konyenmpayueit Maneunogozo
audpasuda 100,0 mxe/cv’. Vi3 cTamaapTHOTO pactBopa Ne 1 oTOHpArOT mumeT-
Kot 10 cM’, IOMEIIAKOT B MEPHYIO K070y 06beMOM 100 cM® 1 IOBOAAT 06BeM
JI0 METKH MOABIDKHOH (pa3oit. CraHmapTHbIi pacTBOp No 2 HCHONB3YETCS It
MOCTPOCHUS KATUOPOBOYHOM KPHBOH.

7.2.2.3. Cmanoapmmuuviii pacmgop Ne 3 ¢ koHyenmpayueii Maneunogozo
audpasuoa 20,0 mxz/cw’. Y3 CTaHAAPTHOTO pacTBopa Ne 2 OTOMPAIOT MHIET-
Kot 10 CM’, IOMEIAKOT B MEPHYIO KOOy 06BEMOM 50 CM | I0BOIAT 00BEM
JI0 METKH MOABIKHOH (pazoit. CrangapTHbIA pacTBOp Ne 3 HCHONB3YETCS IS
MOCTPOCHUS KATUOPOBOYHOH KPHBOM.

7.2.2.4. Cmanoapmmuuwiii pacmeop No 4 ¢ konyenmpayueii Maneunogozo
audpasuoa 10,0 mxz/cm’. W3 cranaapTHOTo pactopa Ne 2 OTOMpArOT MHTET-
xoit 10 cM>, IOMEIIAT B MEPHYIO K070y 06BeMOM 100 cM® M IOBOZAT 06BEM
JI0 METKH MOABIDKHO#M (pa3oi. CranmapTHbIid pacTBOp Ne 4 HCHONB3YETCS It
MOCTPOCHUS KATHOPOBOYHON KPHBOK.

7.2.2.5. Cmanoapmuwiii pacmgop Ne 5 ¢ koHyenmpayueii Maneunogozo
audpasuoa 5,0 mxz/cr’. U3 CTanaapTHOTO pacTBopa Ne 4 0TOHPAKOT MHIETKORH
5CM’, TIOMEMAKT B MEPHYIO K00y 00beMoM 10 cM® M JOBOAAT 06BEM 10
METKH NOoABWKHOH (paszoit. Cranmapraelii pactBop Ne 5 mcmosm3yercs i
MOCTPOCHUS KATHOPOBOYHOH KPHBOK.

7.2.2.6. Cmanoapmuvie pacmeopvl ¢ KoHyewmpayueti Maneunogozo
audpasuda 400, 200, 80 u 40 mxe/cm’ ona enecenus & obpasyvi. MeToaoM
MOCTICA0BATEIFHOTO PA3BCACHHUS MOABH)KHON (Da30H CTAHAAPTHBIX paCTBOPOB
Ne 1 u Ne 2 roroBar pacteopsl, coaepkamme nmo 400, 200, 80, 40 MKT/CM® |
HCIOJB3YIOT 3TH PACTBOPHI JUTSI BHCCEHHS B KOHTPOJIBHBIC 00PA3Ibl IIOYBBI.

7.3. Yemanoesnenue 2padyuposounoii xapaxmepucmuku

I'pamynpoOBOYHYIO XAPAKTEPUCTHKY, BBIPAYKAIOMIYIO 3aBHCHMOCTH ILIO-
maaM (BBICOTHI) MMHKA OT KOHLIEHTpauuu MaaeHHOBOrO THAPA3Uuaa B PaCTBOPE
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(MKr/cvd), YCTAHABIUBAIOT METOJOM aOCOIOTHOH KAIMOPOBKH 1O 4-M pac-
TBOpaM JJI1 TPASYHPOBKHU C KOHICHTpAIMEH 100 ,0; 20,0; 10,0 1 5,0 Mxr/cm’.
B umxkexkrop xpomarorpada BBoAT Mo 5 MM KDKIOTO IpagyHpOBOYHOTO
pacTBOpa M AHATU3UPYIOT B YCIOBHAX XpomartorpadupoBanusi mo m. 9.2.
OCYILECTBILIOT HE MEHEE 5-TH MApaICIbHBIX H3MCPCHUM.

7.4. Iloozomoexa xonyenmpupyowux namponog Juanax C16
ON151 OYUCIKU IKCHIPAKMOE

7.4.1. Iloozomoexa konyenmpupyiouux namponog J{uanax C16
O OUUCTIKU IKCMPaKma

Bee mpoueaypsl MpOMCXOAAT C HMCHOTB30BAHHEM BaKyyMa, CKOPOCTb
TOTOKA PACTBOPOB Yepe3 MATPOH HE I0/DKHA MPEBBIIATH 5 CM/MHH.

IMarpon Juanax C16 yCTaHABIMBAKOT HA AJIOHX C OTBOJOM JUIS BAKYY-
Ma, CBEpXY B IIATPOH BCTABJLIIOT IIIPHIL C pa3beMoM THIA JIroep 00beMOM HE
menee 10 cm’ (MCTIOJIB3YIOT KaK €MKOCTh JUIA JITFOCHTOB).

KonauuuoHupoBaHue: KOHICHTPHPYIOIMI MarpoH MPOMBIBAOT 10 oM’
TOABIOKHOM (Da3bl. DMF0AThl OTOPACHIBAKOT. Henmb3sl JOMyCKATh BBICBIXAHHS
TOBEPXHOCTH NATPOHA.

7.4.2. IIposepra xpomamozpaguuecko2o noseoenus Maneunogozo zudpasuoa
Ha KoHyenmpupyrouux nampotax Jfuanax C16

W3 cranmapraoro pacTeopa ManenHOBoro THIPA3H/a B OABHKHOH (pa-
3e, couepmamem 40 Mxr/cM’, mﬁnpa}m 1 cM®, momemaror B DUIHHAP 00be-
MoM 10 cM’, MPHOABIAIOT 6 CM® TIOABHIKHOI (1)a3I>I, MEPEMEIIMBAIOT U BHOCAT
HA MATPOH. DIOAT COOHPAIOT B KOHLCHTPATOP, YIIAPHBAKOT JOCYXa HA POTa-
LIHOHHOM BaKyyMHOM ncnapmene mpu Temrneparype He Boime 30 °C, cyxoi
OCTaTOK PACTBOPSIOT B 5 CM° I[O,JI[,BI/DKHOI/I (assr u xpomarorpadupyror. Hc-
XOIHBIH UHIHHAP OOMBIBAIOT 10 CM TOBIKHOM (1)3351 M BHOCST HA MATpPOH.
Dmoar COGHPAIOT B KOHIEHTPATOp 00beMoM 100 CM’, yIAPHBAIOT AOCYXa HA
POTALMOHHOM BAKYYMHOM HCHapHTesie npd Temmeparype He Bbime 30 °C,
CyX0#f OCTATOK PACTBOPSIOT B 5 CM’ MOJBIKHOM (ha3bl H XPOMATOrPa(QHPYIOT.
Onpenensmor (paximy, coaepamue MaleHHOBBIH THAPA3HA H IOJHOTY
CMBIBAHHSA C KOJIOHKH.

7.5. Ilo0z0moeKxa u KOHOUYUOHUPOBARUE KOTIOHKU
0N HCUOKOCMROU Xpomamozpaghuu
Xpomarorpaduyeckyio kodoHky Symmetry Shield RP18 ¢ mpeakomnon-
Kol Zorbax Eclipse yCTaHABIMBAIOT B TEPMOCTaTe XpoMarorpada u crabuiu-
supyior mpu Temneparype 30 °C M CKOPOCTH TOTOKA MOABHXKHOM (hasel
1 cM®/mun 3—4 yaca.
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8. Ot6op npo6 u xpanenue

Ot60p mpo® MPOU3BOAMTCS B COOTBCTCTBHH C «YHH()HIIMPOBAHHBIMH
MpaBHIaMH 0TO0pa MPOO CETbCKOXO3AHCTBCHHOM POy KIAH, IHIICBHIX MPO-
JYKTOB M OOBEKTOB OKPY>KAFOIIECH CPEIBI IS OMPEACICHAS MHKPOKOIHICCTB
necTunraoB», Noe 2051-79 ot 21.08.79, a tawke B coorBerctBuu ¢ ['OCT
1743.01—383 «ITousbr. Obmue TpedoBanma k otoopy mpod», FOCT 26950—
89 «IToussr. OTOOP MPOO».

J1 UMTEIbHOTO XPaHEHUS MPOOBI MOYBBI NMOJCYIMHBAIOT NP KOMHAT-
HOW TeMIeparype B OTCYTCTBHC MPSIMOTO COJHEHHOro cBera. CyXue moyBeH-
Hble 00pa3IBl MOIYT XPAaHUTHCS B TEMHOHM Tape B TeueHue roia. Ilepen ana-
JM30M CYXYIO IIOUBY ITPOCEHBAIOT YEPE3 CHTO C OTBEPCTHAMH JHAMETPOM 1 MM.

9. [IpoBeaeHue onpeaesieHuii

9.1. Ilousa
9.1.1. Sxemparxyus

ITpoOy mouss! Maccoit 10 r MOMEMAKOT B MOJIMITPOIIMIICHOBY O OaHKY 1T
SKCTPAKIMH H LEHTPH(YTHpoBaHHS 00BeMoM 200 o, mpuOABIIFOT K HEH
10 cM’ BOZIBI ¥ BHIICPKHBAIOT 10 MHH TIPH KOMHATHOH Temmeparype. Manen-
HOBBIH THAPA3HL 3chpampy}oT 30 cM> METaHOMA, T00ABIAA KK pa3 mpu
sKkcTpakuuu no 1cm” 0,1 H COTAHOM KHMCIOTBL OKCTarupyroT B TCUCHHE 5
MHHYT B YJIBTPa3ByKOBOH BaHHE W 30 MMH Ha mieHkepe. 3areM mpoOy LCH-
TPUQYTHPYIOT B TEYEHHE 5 MHH Ha ckopoctH 4 000 06opoToB B MuHYTY. Cy-
TIEPHATAHT (JHIBTPYIOT B KOHMYECKYIO KOOy 00beMoM 250 cM uepes BATHbIH
TaMIOH. DKCTPAKIHIO MOBTOPSIOT €HIC JIBA Pa3a, HCIOIB3ys mo 30 cM’ MeTa-
HOoMa M 1o 1 cM’ 0,1 H COMSHOM KHCIOTHI M TIOMCIAS KAXKIBIH pa3 Ha 5 MHH B
YIBTPa3BYKOBYIO BaHHY M Ha 30 mMuH Ha meiikep. [IpoOsl ueHTpH(yrupytor,
(pMITBTPYIOT, SKCTPAKTHI OOBETHHAIOT B KOHHUCCKOH KOJI0¢ 00BeMOM 250 C’.
OOBCAMHEHHBIH SKCTPAKT QYHIBTPYIOT Yepe3 PUIBTP «KPACHAS JICHTa» B KOH-
eHTpaTop 06BeMoM 250 cM’ u YHApUBAIOT HA POTOPHOM BaKyyMHOM HCIIa-
puTene 10 BOZHOTO OCTarka (2—2,5 mir).

K BomHOMy OCTaTky A00aBISIFOT 6 MJI MOABHXKHOM (pa3sl M (PHIBTPYIOT
yepes3 IUIOTHBIH BaTHBIH TAMITOH B IIHHAP HA 10 o,

9.1.2. Oyucmxa sxcmpaxma Ha koHyenmpupyiowux namponax Juanax C16.

TTonyyeHnsiii B m. 9.1.1 pacTBOp HaHOCAT HA NMOATOTOBJICHHBIH MATPOH
Jluanax C16, amoar coGHparOT B KOHIEHTpaTop o6bemoM 100 cn’. TTarpow
TIPOMBIBAIOT 10 CM MOABIKHOM (ha3bl, HTFOATH OOBCIMHAIOT B KOHICHTPATO-
pe o6bemom 100 e’
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INocne OYMCTKH 3MFOAT BBHIIAPHBAIOT JOCYXa HA POTALIMOHHOM BAKYYM-
HOM Hcmapurene npu temmeparype He Bomme 30 °C. Cyxoif 0CTaToK pacTBO-
PSIOT B 5 CM’ TIOBHDKHOH (ha3bl, (PHIBTPYEOT OT MEXAHHYECKHX MPHMECEH Ha
¢umptp-marpore s mmpuueB Cromafil-PET 20/25 ¢ pa3mepoM mop
0,20 MKM H 5 MM’ TIpOGBI BBOIAT B XpOMATOrpad.

9.2. Ycnosus xpomamozpaguposanusi

Xpomarorpad sxuaroctaor Agilent 1200 LCMS ¢ auogHO-MaTpUYHBIM
ngerckropoM G1315B ¢ H3MEHIEMOM JUTHHO# BOJIHBL.

Kononxa crampnas Symmetry Shield RP18, 250 MM x 4,6 MM, 3cpHEHHE
5 MKM, (pupma «Waters».

IIpeaxononka crampHas Zorbax Eclipse XDB-C8, 12,5 MM x 2,1 MM,
3epHeHHC 5 MKM, pupMma «Agilent».

Temmeparypa xonouku: 30 °C.

TNomewkHAs (aza: AETOHUTPUI-BOAA—MYPABbHHASL KHCJIOTA B COOTHO-
menum 1 : 99 :0.4.

JmHa BomHsL 300 HM.

Bpewms yaepsxusanus ManeHHOBOro ruapasuaa: 4,9 mun + 3 %.

UysctButenpHOCTh HE MeHee 100 mAU (Muumme UL abcopOimn) Ha
LIKATY.

O6beM BBOTUMOIM TIPOOHL: 5 MM,

JIMHEeHHBIH AHATIA30H IETCKTHPOBAHMS COXPAHACTCA B mpeaeiax 2—20 Hr

10. O6pab6oTka pe3yabTaTOB

J11 oOpabOTKH pe3yIbTaToB XpOMATOrpa)myecKoro aHAIN3a HCIHOJIb-
3yeTcs MpOrpaMMHOE oOecnedeHne XuMuIeckoro anammsa Agilent Technolo-
gies ChemStation for LC 3D.

AnpTepHaTHBHAS 00pa00TKA PE3YIbTATOB.

Cozeprxanue ManeHHOBOTO THAPA3HAA PACCUHTHIBAIOT 1O (JOpPMYIIC:

S, A
100 S, -m

X - copepxaHne MajeHHOBOTO THAPA3HIA B MPOOE, MI/KT;

Sem — BBICOTA (TUIOIIAIB) KA CTAHAAPTA, MM,

Syp — BBICOTA (TLIOIA/IB) IIHKA 00pasLa, MM;

A — KOHIIEHTPAIMsI CTAHAAPTHOTO PACTBOPA, MKT/CM;

J — 065eM 3KCTPAKTA, IOATOTOBICHHOTO I XPOMATOTPA(HPOBAHHA, CM,
m — Macca aHaIM3uPyeMOro oopasna, T (CM3);

P — coneprxanne ManeHHOBOTO THAPA3HIA B AHATMTHYCCKOM CTaHapre, %.

b, rae
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11. IlpoBepka npHeMJIEeMOCTH Pe3yJIbLTATOB
NapajieJIbHbIX ONpeaesIeHHiH
3a pe3ybTaT aHAH3a MPHHHMAIOT CPEIHEE apU(PMETHICCKOS Pe3yIbTa-
TOB JBYyX NapajuIcIbHBIX ONPEACICHUH, PACX0XKACHUE MEXIY KOTOPBIMH HE
MPEBBIIACT Npeaeia NoBTopaeMocTH (1):
2-1X, - X,|-100
X, +X,)

X, X, — pe3yabTaThl MapauIeIbHBIX ONMPEACICHUH, MI/KT;

7 — 3HAYCHHE TMpeeIia MoBTopsAeMocTH (Tadu. 1), mpu 3toM » = 2.8 0,.

Ilpu HeBpmonHEHUHM yCiOBHS (1) BBLICHSIOT NMPUYHUHBI NPEBBIICHUSL
Npeaena NOBTOPAEMOCTH, YCTPAHAOT UX U BHOBb BBINOTHAKOT AHAJIHS.

<r ,rme (D

12. OdopmieHne pe3yibTaToB
PesynbTat aHamm3a NpeACTABILIIOT B BHIC!
(X £ A) mr/xr mpu BeposarHoctu P = 0,95, rae

X - cpenHee apuMeTHUECKOE PE3YIbTaTOB ONMPEACACHUN, IPU3HAH-
HBIX MPHEMIICMBIMH, MI/KT;

A — rpaHuIa abCOIOTHOM MOTPEIIHOCTH, MI/KT;

p=5-L
100

0 — TPaHHIA OTHOCHTCIPHOH NOTPCITHOCTH MCTOIHWKH (IIOKA3aTelb
TOYHOCTH B COOTBETCTBHH C JHAMA30HOM KOHICHTpauuii, Tabmn. 1), %.

B cayuae ecnu conep)kaHHE KOMIIOHCHTA MEHEE HW)KHEH TI'DaHHIIBI
JHANA30HA ONPEACIIEMBIX KOHLUCHTPALUH, pe3yIbTaT aHAIU3Aa NMPEACTaB-
JUSIIOT B BHJC:

«cooeprcanue seugecmaa ¢ npobe meree 4,0 me/ken*

* — 4,0 me/xe — npeden 06HApYH*CEHUL.

13. KoHTpoJib KauecTBa Pe3yJbTATOB H3IMEPEHHIH

OmnepaTHBHBIH KOHTPOJIb MOTPEITHOCTH H BOCIIPOU3BOJUMOCTH H3MEPE-
Hui ocymectBisiercss B coorserctBun ¢ ['OCT P UCO 5725-1-6—2002
«To4HOCTP (MPAaBUJILHOCTh M MPCHU3HOHHOCTb) METOAOB H PE3yJIbTATOB H3-
MEPEHHUI.

13.1. CTaOWIbHOCTD PE3YJIbTATOB H3MEPCHUH KOHTPOJHUPYIOT TMEpex
MPOBEICHHEM H3MEPCHHH, AHAIU3UPY S OJMH U3 TPAAy HPOBOYHBIX PACTBOPOB.

13.2. [InaHOBBIH BHYTPHIAOOPATOPHBIH OMCPATUBHBIA KOHTPOJbL MPO-
LCAYPHI BHITOTHCHHS AHAIN3A MPOBOAUTCS METOAOM J00ABOK.
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Bemuuuna nqo6asku C,; A0JDKHA YAOBICTBOPATD YCIOBHIO:
N,=A,5+A,5.1t0¢

60"

A,

w5 EA . & ) —XapAKTECPHCTHKA TOTPEIIHOCTH (a0COMFOTHAA IIOTPEI-
HOCTB) PE3yJIbTAaTOB AHAIN3Aa, COOTBETCTBYIOIIAS COACPKAHHIO KOMIIOHCHTA B
HCIIBITYEMOM 00pasie (PacucTHOMY 3HAYCHHIO COACPIKAHHSA KOMIIOHEHTA B

oOpasue ¢ 100aBKOH COOTBETCTBEHHO) MI/KT, PH ITOM
A, =+ 0,84 A, toe
A — rpaHHuIa a0COMOTHON MOTPEITHOCTH, MI/KT;

0
A=5—,rme
100
0 — I'PaHMIA OTHOCHTEIHHOW MOTPEINHOCTH METOAHMKH (MOKA3aTellb
TOYHOCTH B COOTBETCTBUH C JHANA30HOM KOHICHTpauuii, Tabn. 1), %.
PesynpTat KOHTPOJIA MpoueAyphl K, paCCUHTHIBAIOT IO (hopMyie:

Eé :5’—5—Nd,rz[e

0, 0,C, - cpeaHee apu(h)METHYECKOE PE3yIbTATOB MAPAUICIBHBIX
ONpeacacHUuH (MIPU3HAHHBIX MPHEMJIEMBIMH MO M. 11), coaepkaHusA KOMIIO-
HEHTA B 00pasie ¢ 700aBKOH, HCIBITYEMOM 00pa3ue u KOHUCHTpALus 100aB-
KH, COOTBCTCTBCHHO, MI/KT.

Hopmartus xoHTpOIsL K paccHUTHIBAKOT IO (hopMmy.ie:

K=\A5 +4A%

IIpoBOaAT COMOCTaBICHHE pe3yibTaTa KOHTPO mpouexypel (K,) C
HOpPMAaTHUBOM KOHTPOJIA (K).

Ecau pe3yapTaT KOHTPOJIA MPOLEIYPHI YAOBICTBOPSET YCIOBHIO:

IKd <K, @

MPOLIEAYPY aHATH3a MPU3HAIOT YA0BJICTBOPUTCIHHOM.

IIpu HEBBIMOMHEHHMH YCIOBHA (2) MPOLEAYPY KOHTPOJSA MOBTOPSIOT.
TIpu NOBTOPHOM HEBBIIOJHCHHH YCIOBHS (2) BBLICHSIOT HPHUMHBI, IPHBO-
JAIHE K HEYAOBJICTBOPHTEIILHBIM PE3yJIbTAaTaM, H MPHHMMAKOT MEPHI IO HX
YCTPAHCHHIO.

13.3. TIpoBepka MPHEMIIEMOCTH PE3yJIbTATOB M3MEPEHHM, MOJYYCHHBIX
B YCIOBHAX BOCIPOH3BOJUMOCTH:

PacxoxaeHue MEKIy pesyIbTaTaMH H3MCPCHHI, BHIIOMHCHHBIX B IBYX
PasHbIX JAOOPAaTOPHAX, HE JOJDKHO MPEBBHINIATH MPEACA BOCHPOU3BOIUMO-
cru (R):
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2:|0,-0,|-100
———— <R , TaC (3)
(0,+0,)

X}, X, — pe3yapTaTel U3MEPEHUI B IBYX Pa3HbIX JIAOOPATOPHSIX, MI/KT;

R — mpenen BOCIPOU3BOAMMOCTH (B COOTBETCTBHH C JHAMA30HOM KOH-
HeHTpami, Tabmn. 1), %.

14. Pa3pa6oruuxu

Kanunuu B. A., npodeccop, kana. c-x. Hayk, Jlosrmiaesuu E.B.,
CT. H. COTp., KaHA. Owoj. Hayk, Jloprunesu4 A.B., CT.H.COTp., KaHZ.
xuM. Hayk, IllepOunkuna E. H., umwxeHep (Poccuiickuii rocynapCTBCHHbIH
arpapubii yauBepcuter MCXA mMm. K. A. Tumupsasesa, Y4eOHO-HAYYHBIH
KOHCYJIbTALIMOHHBIH LCHTP «ATPO3KOJIOTHA NECTHULMAOB H arpOXHMHKATOBY.
127550, Mocksa, Tumupsaszesckas yiu., A. 53/1. Tenedown: (495) 976-37-68,
(axc: (495) 976-43-26).

Mpunoxexue 1

MonnoTa n3Baevennss MaiemHOBOI0 ruApa3uaa u3 MOYBbI
(5 moBTOpHOCTEII VI KAXKN0i KOHIeHTpaum, P = 0,95)

Baeceno, OGCHapyXeHo, IlonmHoTa onpeeneHus,
Cpena MI/KT MI/KT %
4,0 3,08 £0,012 77,1
8,0 5,98 £0,062 74.8
Tlousa
20,0 15,48 £0,127 774
40,0 29,76 £ 0,221 74,4
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