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VYTBEPX/JIAIO
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4.1. METO/JbI KOHTPOJISL. XMUMHUUYECKHE ®AKTOPBI

OnpenesieHne 0CTATOYHBIX KOJHYECTB dTHI(PEHALMHA
B BOJ€ METOA0M BBICOKO0I((peKTHBHOI
JKHAKOCTHOH XpomaTtorpaguu

MeTtoauueckue yka3aHHus
MYK 4.1.2294—07

Hacrosmue METOAWYECKHE YKA3aHHA YCTAHABIMBAIOT METOX BBICOKO-
3((heKTUBHON KUAKOCTHOH XpoMaTorpauu Il ONPEACICHUA B BOAE Mac-
COBOI KOHIICHTPAIMH STHI(EHAIMHEA B quanasose 0,0002—0,004 Mr/my’.

2-(o-(permn-o-(4-sTmdernn)-anerwn)-unaan-1,3-gmon (IUPAC)

CoHs

O
QI et
o O
C5sHo05

Moa. macca 368,12

TBepAoe BEINECTBO CBCTIO-KEITOTO IBETA C LBCTOYHBIM 3aIAXOM.
Temneparypa maasieHusa 180—181 °C. Xopomo pacTBopuM B GOBIIHHCTBE
OPraHUYECKUX PACTBOPHUTEICH (ALICTOHE, 3TAHOJIE, AUITHIOBOM 3(Hpe U ap.).
ITpakTHUECKH He PACTBOPHM B Boze — 1,29 - 107 mr/mv’.

Octpas nepopanbHas TOKCHIHOCT (LDsq) A1 xpoic — 6onee 1 Mr/kr.
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Obnacmb npumeHeHus

OTHI()CHAUHH — POTCHTHLHIA KJIACCA WHAAHAHOHOB, 0OJIAMAIOINHMMA aH-
THKOATYJISTHTHON aKTHBHOCTBHIO, PEKOMCHAYCTCS A1 OOpBOBI C TPHI3YHAMH B
OTKPBITOM TPYHTC (OCCHb, 3MMA, BECHA) HA 3MMYIOIHX KyJIbTypax (3CpHO-
BBIC, MACTOMIITHBIE TPABBI, APEBECHBIC, KYCTAPHUKOBLIE HACAKICHHS | Jp.), B
3a0MOICHHOM TPYHTE HA BCEX KYJIbTYPAxX HE3aBHCHMO OT ce30Ha. [IpmveHsa-
CTCA B BUAC NMPUMAHKH.

OJ1Y stungenaunna B Boae BogoeMos — 0,0008 ML/,

1. MeTposornyeckne XxapakTepHCTHKH

ITpu coOmroeHUH BCEX PErVIAMCHTHPOBAHHBLIX YCIOBHH MPOBEICHHS
aHAJIH3a B TOYHOM COOTBETCTBHH C JAHHOM METOJMKOM MOTPEMIHOCTh (M €€
COCTABJIIONINE) PE3YJIbTATOB H3MEPCHUN MPH TOBEPHUTCIBHON BEPOSTHOCTHU
P=0,95 ne mpeBhImACT 3HAYCHHH, MPHBCACHHBIX B Ta0m. 1, IIs COOTBET-

CTBYIOIIMX AUATIA30HOB KOHIICHTPALMI.
Tabnuua 1

MeTpO.]'[OI‘I/I‘IeCKI/Ie nmapamMeTpbl

Jmanaszon | Ilokaszarens Tou-

AHammu- | ompejensie- | HOCTH (TpaHHIA
pyeMbIit | MBIX KOHIIEH- | OTHOCHTEIBHOU
OOBEKT | Tpartii, MIr/KT | orpemnmHocTH) +98,

CranpmaptHoe | Tlpenen | Ilpemen
OTKJIOHEHHE | TTOBTOPSI- | BOCTIpOm3-
MIOBTOPSEMO- |eMocCTH, 7, | BoauMO-

(md) % P =095 cTH, 6, , % % ct, R, %
o 006010;‘ } 10 100 53 15 18
Boza e 0.001
Mﬂeg%eodoz 150 54 15 19

ITonHOTAa W3BICUYCHHSA BCINESCTBA, CTAHAAPTHOC OTKIOHCHHE, JOBCPH-
TCIbHBIH HHTEPBAJI CPEAHETO PE3yibTaTa ATl MOJHOTO AMANA30HA KOHLICH-
Tparmii (7 = 20) npuBeacHSI B TAOIL. 2.

Tabnuua 2

TlosiHOTA M3B/IEYeHIIS BCINECTBA, CTaHAapTHOE OTKJIOHCHNE,
}IOBepI/ITeJ'[I)Hin;I HHTEPBAJI CPEAHET0 pe3yiibTaTa

Mertponoruueckue mapameTpsl, P = 0,95, n =20

AHaHI/ISI:I- IIpEeAel | Ahalla3oH OIIpe-|  CpEeAHES CTaHJapT- | JOBEPUTETIHHBINA
PYCMBIM | o0Hapy- | JelsieMbIX KOH- | 3HaueHHe |Hoe OTKIO- | MHTepBal cpel-

0OBEKT AKEHMS, IleHTpaluit, |ompenenenusi| HeHue, S, | HEro pesyibTa-
MI/aM Mr/ v % % Ta, +, %
Boma 0,0002 | 0,0002—0,004 75,3 3,6 2,5
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MVK 4.1.2294—07

2. Metoa usmepeHuii
Meroauka OCHOBaHA HA ONPEACIICHHH BEIIECTBA C MIOMOIIBIO BBICOKO-
30 dexTuBHOM sKHAKOCTHOM XpoMatorpadpuu (BOXKX) ¢ yasrpaduoaeToBbmM
JICTEKTOPOM IOCIE IKCTPAKIUH U3 AHATH3HPYEMOH IPOOBI BOABI THXJIOPME-
TAHOM H TIOCJICAYIOIECH OYHCTKH SKCTPAKTAa HA MATPOHE I TBEprodasHOH
akcrpakumu Sep-Pak Silica.

3. CpencTBa u3MepeHHii, BCoMorarejbHble yCTPOHCTBA,
PE€aKTHBBI H MATEPHAJIBI

3.1. Cpeocmea uzmepenuii

XKunxoctHsri xpomarorpad ¢ yaeTpaduoneropsiv  Homep B I'0cy 1apcTBCHHOM
JETEKTOPOM C MEPEMEHHON UTHHOM BOJHBI ((PUPMBI PEECTpEe CPeACTB U3MEPEHHI

Waters, CIIIA) 15311—02
Becor ananuriueckue BJTIA-200 T'OCT 24104
KonbOs1 mepHbIe 2-50-2, 2-100-2 u 2-1000-2 Tr'oCT 1770
Mepsl Macchl I'OCT 7328
TIunerku rpaxy MPOBaHHBIC 2 KIACCA TOUHOCTH,

BMecTUMOCTHIO 1,0; 2,0; 5,0; 10 oM’ T'OCT 29227
ITpoOupku rpaxynpOBaHHBIC, BMECTHMOCTHIO 5 HIH

10 e’ TOCT 1770
IMumusapsl MEpHBIE 2 KIACCA TOYHOCTH,

BMecTHMOCTBIO 10, 50, 100 1 1 000 v’ TOCT 1770

JloTyCKaeTCs MCTIOIb30BAHUE CPEACTB H3MECPECHHA C AHAJOTHYHBIMH HITH
JyYIIHME XapaKTEPUCTUKAMH.

3.2. Peaxmuent

OruneHauuH, aHATUTHYECKHH CTAHAAPT C COACP-
’KAaHHEM OCHOBHOTO BEIIECTBA (CyMMa H30MEPOB)
97,9 %, B TOM umcne napa-u3omep — 61,48 %, opro-
u3omep — 36,42 % (BAO «llenxoBo Arpoxum»)

AueToHUTpHI A5 XpoMaTorpaduu, X4 TV 6-09-4326—76
Bona OuancTHIUMPOBAHHAS, JEHOHU30BAHHAS WITH

neperHanHas Hax KMnO, T'OCT 6709

H-[ eKcaH, X4 TY 6-09-33—75
Harpwii cepHO-KUCTIBIH O€3BOXHBIH, X4 I'OCT 4166—76
Kucnora opro-poctopHad, x4, 85 % T'OCT 6552
MeTuieH XTOPHCTHIN (AUXJIOPMETAH), X4 T'OCT 12794
OTHIOBBIN 3()HP YKCYCHOM KHCIOTHI (3THIALICTAT)

STAJIOHHBIN T'OCT 4166
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MVK 4.1.2294—07

JlomycKaeTcs HCNOIb30BAHUE PEAKTHBOB HHBIX MPOU3BOAMTENCH C aHa-
JIOTHYHOH MM 00JIee BRICOKOH KBATU(HKALHCH.

3.3. Bcnomozameibuvie ycmpoiicmea, Mamepuasivl

AJTOHX IPSIMOH C 0TBOJOM A1 BAKYYMa (U1 pa-

OO0TBI C KOHLICHTPUPYFOIMMH NATPOHAMH)

Bans ynprpassykosas ¢pupmer JoHay (LBernapus)

BymakHbIe (QHIBTPBI «KPACHAS JICHTAY,

00€e330/ICHHBIC TV 6-09-2678—77
Bopouku nemurepabIe BMECTUMOCTHEO 1 000 em®  TOCT 25336
Boponku xoHycHsle auametpoMm 30—37 u 60 Mm  T'OCT 25336
I'pyma pezuHoBast

Kon6s! mIoCKOA0HHbIE BMECTHMOCTHIO 200—250 c® TOCT 9737
Kon6s1 xpyrino10HHbEIE HA HUTH()E, BMECTUMOCTBIO

10, 100 u 250 o’ I'OCT 9737
MemOpaHHbIE (PUIBTPHI KAMPOHOBBIE, THAMETPOM

47 MM

Hacoc BomocTpyiinblit T'OCT 10696

TTatpons! a1 TBepAO(A3HOIT IKCTpaKI|K THIA Sep-
Pak Sillica Cartridges (Macca copdenra 690 r)

Ipobupku neHTpH}pYKHBIE I'OCT 25336
PortaunonHsIi BakyyMHbIH ncnaputens B-169
(pupmst Buchi, Tseiinapus TV 25-11-917—74

CrakaHbl XHMHYECKHE, BMeCTHMOCTHIO 50 1 100 cM>TOCT 25336

CrexoBata

CTEeKISIHHBIC MTATIOYKH

YcTaHOBKA U1 NEPETOHKH PACTBOPHUTENICH

Ha6op ana punsTpamyu pactTBopuTeneit yepe3

MEeMOpaHy

Xpomarorpaduueckas KOJOHKA CTaIbHAS, JIHHOU

250 MM, BHYTPEHHUM JHAMETPOM 4.6 MM,

coaepkamas Symmetry® C18, 3epHeHHEM 5 MKM

IMnpun o711 BBoga 06pa3LOB AT KHIKOCTHOTO

xpomaTorpada BMeCTHMOCTBEO 50—100 MM

Inpun MeMUMECKHUI ¢ pa3beMoM JIbroepa T'OCT 22090
JomyckaeTcss MPHMEHEHHE XPOMATOTPa(MICCKUX KOJOHOK H APYroro

000pyJOBaHHA C AHATOTHYHBIMHU MU JIYYIINMH TCXHHYCCKHMH XaPAKTCPH-

CTHKAMH.
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4. TpeGoBaHust Ge30MaACHOCTH

4.1. TIpu BBIMOJTHCHAHN W3MEPEHHI HEOOXOAMMO COOMIOIATh TPEOOBAHUS
TEXHUKH O€30MACHOCTH mpH padoTe ¢ xummdeckumu peaktuBamu no 'OCT
12.1.007, Tpe6GoBaHHs 3ICKTPOOS30MACHOCTH MPH paboTe C 3ICKTPOYCTAHO B~
kxamu o 'OCT 12.1.019, a Taxoke TpeOOBaHHA, H3I0KCHHbBIC B TEXHHYECKOH
JOKYMEHTALIMH HA YKUAKOCTHBIM XpoMarorpad.

4.2. TlomemeHne OODKHO COOTBETCTBOBATH TPEOOBAHUIM ITOXKAPOOE3-
omacHoctd o 'OCT 12.1.004 u umets cpeacTsa noxaporymenus mo FOCT
12.4.009. ConeprkaHue BpPEIHBIX BEIIECTB B BO3AYXE HE JO/DKHO NPEBHINATH
HOpM, ycTaHOBIeHHBIX ['H 2.2.5.1313—03 «[IpeaeabHO-10MyCTUMBIE KOH-
uenTpauyn (I1JIK) BpeaHBIX BEMIECTB B BO3AyXe pabouer 30HbD. OpraHmsa-
st 00y4UCHHA paboTHHKOB OesomacHocTH TpyAa — mo 'OCT 12.0.004.

5. TpeGoBaHusI K KBATH(PHKALHH 0NIEPATOPOB

K BBINOTHEHHIO M3MEPEHHH JOMYCKAOT CIEIHATHCTOB, HMEIOIIUX KBA-
TH()HUKAIMIO HE HIDKE JTa0OPAHTA-UCCIICA0BATEA, C OMBITOM pabOThI HA JKUA-
KOCTHOM Xpomarorpade.

K mpoBeacHu0 mMpoOONOATOTOBKH JOIMYCKAKOT OMEpaTopa C Keatdu(pu-
KaUCH «1a00paHT, HMCIOIIETO OMBIT pa0OTHI B XUMHUCCKOH TA00PATOPHH.

6. YcaoBHus H3MepeHHid

Ipu BHINMOTHEHUM H3MEPEHUN COOMOAAIOT CICAYIONINE YCIOBHS:

® IPOLIECCHI MPUTOTOBJICHUS PACTBOPOB H MOATOTOBKH IPOO K aHAIH3Y
MPOBOAAT IpH Temmeparype Bo3ayxa (20 £ 5) °C u OTHOCHTEIIBHOH BJIAXKHO-
ctu He 6oxee 80 Y.

® BHINOJHCHUE H3MEPCHUHI HA KUAKOCTHOM Xpomarorpade mpoBOIAT B
YCJIOBHAX, PEKOMCHIOBAHHBIX TEXHHUCCKOH JOKYMCHTAIMCH K MPHOOPY.

7. IloAroTOBKA K BBINOJIHEHHIO H3MEPEHHHH

BBIMOMHEHUIO H3MEPEHHH MNPEIIMICCTBYIOT CICAYIOMNE OICPALHH:
OYHCTKA OPTaHHYCCKHUX PACTBOPHUTENCH (IMPH HEOOXOAMMOCTH), MOATOTOBKA
noABWKHOH (azer 1 BOXX, KOHIHIHOHUPOBAHHE XPOMATOTPAHIECKOi
KOJIOHKH, TIPUTOTOBJICHHE PACTBOPOB UL TPAAyHPOBKH W BHECCHHS, YCTa-
HOBJICHHC T'PayHPOBOYHOM XapaKTEPUCTHKH, MOATOTOBKA MATPOHOB IS
TBEpAO(A3ZHOH IKCTPAKUMHU, NPOBEPKA XPOMATOTPA(PUUCCKOTO IOBEACHHS
BCIICCTBA HA HUX, 0TOOP Mpoo.
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7.1. Iloozomoseka opzanuyueckux pacmeopume’iei

7.1.1. Oyucmxa ayemonumpuna

ALCTOHUTPUIT KHILITAT C OOPATHBIM XOJIOAWIBHHKOM HaJ NMCHTOKCHIOM
(hocdopa He MeHee 1 yaca, OCTE Yero MEPETOHSOT, HEOCPEACTBEHHO MEPET
YHOTPEOICHHEM AlCTOHUTPUI IOBTOPHO ICPETOHSIOT HAA NPOKATICHHBIM
KapOOHATOM KAJIHAL.

7.1.2. Ouucmxa smunayemama

OTHianeTaT MPOMBIBAIOT MOCICIOBATEIBHO 5 % BOAHBIM PACTBOPOM
KapOOHAaTa HATPWS, HACBHILUCHHBIM PACTBOPOM XJIOPHCTOTO KAJbIMA, CyHIAT
Haz 0e3BOJHBIM KapOOHATOM KAJTHS WM IEPETOHSIOT MM IOJBEPraroT PeKTH-
(MKAMOHHON MIEPETOHKE HA KOJOHHE C YHCJIOM TEOPETHYECCKHX TApPENOK He
MmeHee 50.

7.1.3. Ouucmxa n-2excana

PactBopuTens nocie10BaTeIbHO MPOMBIBAIOT MOPUUSIMH KOHIIEHTPHPO-
BAaHHOH CEpHOM KMCIOTBI, A0 TEX MOP, MOKA OHA HE NMEPECTAHET OKPALIHBATh-
CA B JKCITHIN IBET, BOJOH [0 HEUTPATBHON PEAKIMH IPOMBIBHBIX BOJ, NEpe-
TOHAXOT HAJ MOTAIIOM.

7.2. Iloozomoska nodsuscnoi pazvt ons BOZKX

B MepHyr K00y B7MecTHMOCTEEO 1 000 oM momemarot 870 oM’ anero-
HuTpuaa, 130 M’ OMIMCTHIUTHDOBAHHON HIH JCHOHW3OBAHHOH BOXBI H
1 cM’opTodoCOpHOI KHCTOTHI, IEPEMEIIHBAIOT, (PHIBTPYIOT H ACTA3HPYIOT.

7.3. Konouyuonuposanue xpomamozpaguueckoii KoJ1oHKU

TIpoMBIBArOT KOJOHKY MOABWKHOM (ha30il (IIPUrOTOBICHHOH IO m. 7.2)
NPH CKOPOCTH NOJA4H pacTBOpHTEns 1,0 CM’/MHH 10 YCTAHOBJICHHS CTa-
OnIbHOM 6a30B0i THHUY.

7.4. Ilpuzomoenenue 2padyuposounsix pacmeopos U pacmeopos 6HeCeHus

7.4.1. Hexoomutil pacmeop smuigheHayuna oni 2padyuposru
(xonyenmpayus 100 Mchms)

B MepHy10 k0716y BMecTHMOCTBEO 100 ¢’ BHOCAT 0,01 T 3THI(CHAIMH],
nobGassmor 50—70 oM AUETOHUTPHIA, IEPEMEIIMBAOT, TOBOAAT AUCTOHHUT-
PHIIOM JO METKH, BHOBb NIEPEMEIIMBAIOT. PACTBOP XpaHUTCS B XOJIOJHIbHUKE
B TCUCHHE MECSIIA.

PactBopsl Ne 1—5 roTOBAT OOBEMHBIM METOAOM HyTEM HOCICAOBA-
TEIBHOTO Pa30aBICHHA HCXOIHOTO PACTBOPA AT IPAXyHPOBKH.
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MYVYK 4.1.2294—07

7.4.2. Pacmeop Ne 1 smungpenayuna ona spadyuposxu u 6HeceHus
(xonyenmpayus 10 MKZ/CMs)

B MepHyIo ko10y BMECTHMOCTBI0 100 cM’ momemaror 10 cm® HCX0HOTO
pacTBopa STHA(EHAINHA ¢ KOHIeHTpamueir 100 Mxr/cv’ (m. 7.4.1), pas6as-
JSIIOT aliETOHUTPHIOM O METKH, IEPEMEINHBAIOT. PacTBOp XpaHHUTCS B XOJI0-
JUIbHUKE B TCUYCHUE MECALA.

PacTBOp HCHONB3YIOT AN NPUTOTOBICHHA NPOO C BHECCHHEM IIPH
OIICHKE MOJHOTHI H3BJICYCHHA ACHCTBYIOIICIO BEIIECTBA METOAOM «BHECECHO-
HAWJCHO», a TAKKe KOHTPOJE KAa4eCTBAa PE3yJIbTATOB H3MEPECHHH METOJOM
J006aBOK.

7.4.3. Pabouue pacmeopet No 2—35 smungpenayuna ons epadyuposu
(konyenmpayus 0,05—1,0 mxe/cm’)

B 4 mepubie k0061 BMECTHMOCTBEO 100 cM° moOMemaT Mo 0,5;1,0; 2,5
u 10,0 cM’ rpamympoBouHOro pactsopa Ne 1 ¢ kOHIEHTpammei 10 MKr/cm’
(1. 7.4.2), 1OBOJAT IO MCTKH MOJABMKHOM (Da30¥, MPHTOTOBJICHHOM 1O 1. 7.2,
TIIATEIIFHO MICPCMCIIHBAOT, HOJIY4Yar0T pabouue paCTBo?LI NeNe 2—35 ¢ xoH-
uentpanuei srundenammna 0,05; 0,1; 0,25 u 1,0 MKT/cM” COOTBETCTBEHHO.
PacTBopbI XpaHATCA B XOJIOAHIBHAKE B TCUCHUC HEICITH.

7.5. Yemanoenenue spadyuposounoii xapakmepucmuxu

I'panyHpoBOYHYHO XapaKTEPHUCTHUKY, BHIPAXKAIOIIYIO THHEHHYIO (C yIJIO-
BBIM KO3()(UIIHEHTOM) 3aBUCHMOCTD CYMMBI IUIOINAACH 2 MHKOB OPTO- W Ma-
pau3zomepoB dtrwiieHanuHa (MKB - C) OT KOHICHTPAWH BEHIECTBA B PACTBO-
pe (MKI/cM’), YCTAHABIMBAKOT METOOM AOCOIOTHOM KaTHOpOBKH 1O 4 pac-
TBOPaM A1 Tpady HpoBKH NoNe 2—35.

B mmkekTop Xpomarorpaa BBOAAT 10 20 MM KKIOTO TPaIyHPOBOY-
HOTO PACTBOpPa W AHAMM3HUPYIOT B YCJIOBHAX XpOMaTrorpaQMpoBaHHA IIO
1. 7.5.1. OcyIecTBIOT HE MEHEE 3 MapaJUIeIbHBIX U3MEPCHUH. YCTaHABIH-
BAKOT IUIOWAAM MHKOB M30MEPOB ACHCTBYIOINCTO BEINECTBA, PACCUMTHIBAROT
CyMMY IUIOIIAJEH OPTO- M MAapam30MepOB ITHI(CHAINHA.

I'panyupoBouHbIi rpad)uk MPOBEPSIOT ©KEAHCBHO IO aHATH3Y 2 pac-
TBOPOB A/ I'PAZyMPOBKH PA3IHYHOM KOHLCHTpauuu. Ecam 3HaueHmd Imwio-
mazeH oramyarorcs 6osiee yeM Ha 10 % OT JaHHBIX, 3a7I0’KEHHBIX B TPaTyH-
POBOYHYIO XapaKTEPHCTHKY, €€ CTPOAT 3aHOBO, HCIOJBb3YS CBEXKCIPHIOTOB-
JICHHBIC pabOYHe PACTBOPHI A TPATYHPOBKH.

7.6. IIpuzomosnenue 1 % pacmeopa ykcycHoil Kuciomsl 6 ymuiayemame

B MepHYI0 K0JIOY BMECTUMOCTBEO 100 oM’ momemaror 50—70 e’ ITH-
JALETATA, BHOCAT 2 CM° JICAAHON YKCYCHOM KHCIIOTBI, JOBOJAT A0 METKH 3TH-
JIALETATOM, TIIATESIHHO MEPEMEIIMBAOT.
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7.7. Iloocomoexa konyenmpupyrouie2o nampona Sep-Pak Silica
07151 OUUCHIKU IKCIMPAKMA

ITarpon Sep-Pak Silica ycTaHaBIHBAIOT HA ATIOHK C MPAMBIM OTBOJOM
J7 BaKyyMa, CBEPXY B IMATPOH BCTABJLAIOT LINPHI C pa3beMoM JIproepa 005-
eMoM He MeHee 10 e, HCIOJIb3YCMBbIi B KAUCCTBE EMKOCTH IS 3JIFOCHTA.

KOHIEHTPHpYIOIMT MATPOH MPOMBIBAKOT TOCTEIOBATEBHO 5 CM° 3TH-
JameTara, 3aTeM 5 cM° cMecH Texcar—yruanetar (1 : 1, mo o6semy). [Tpore-
Iypy TPOBOJAT C HCIIOJB30BAHMEM BAKyyMa, CKOPOCTh MOTOKA PacTBOPOB
Yepe3 MATPOH He JOJUKHA MPEBBIMIATH 5 CM/MHH, TPH 3TOM HEJB3s JOMYyC-
KaTh BBICBIXaHUS MOBEPXHOCTH MATPOHA.

IIpumeuanue: B oTCYTCTBUM CIIEIMATBLHOIO aUIOHKA, KUIKOCTD IIPOIaBIMBa-

0T Uepe3 MaTpoH ¢ IMOMOIIBIO IIIIPHIIA, CKOPOCTH IIPO/IaBIUBAHUS PACTBOPA HE JOTK-
Ha IIpeBbIIIaTh 1—2 KaIUIX B CEK.

7.8. Ilposepxa xpomamozpauueckozo nosedenus ymuipenayuna na
Konuenmpupytouiem nampone Sep-Pak Silica

B KpYITOJOHHYIO KO0y BMECTHMOCTHIO 10 cM® momemaror 0,2 oM
rpagyupoBouHOro pacrsopa Ne 1 stundenammna (m. 7.4.2), pacTBOpHTEIBH
YHapHUBAIOT I0CYXa NP TeMmeparype He Bbmme 35 °C, 0CTaTOK PpacTBOPSIOT B
2 cM’ STHJIANICTATA, MOMEIIAT HA 30 C B YIBTPa3BYKOBYIO OaHio. 3aTeM B
koJ0y go0aBiroT 2 oM’ TEKCAaHA, CMECh TIIATE/ILHO NMEPEMEIIUBAIOT U BHO-
CAT HA KOHLCHTPUPYIOIHI NMAaTPOH, MOATOTOBICHHEIH 1o 1. 7.7. Konby 00-
MBIBAKOT 5 cM~ cMecH rekcaH—3Tuiaanerar (1 : 1, mo 00beMy) u TakKe BHOCAT
HA TATPOH. IIaTPOH JONONHHTENBHO NMPOMBIBAIOT 15 CM° CMECH TEKCAH—
srunaverar (1 : 1, no o6semy), 20 CM> CMECH 3THX e pacrBopurtenci B 005-
EMHOM COOTHOIICH!H 3 : 7, 3aTeM 20 cM’ srrmanerara. CKOPOCTh MPOXOKIC-
HHA PAcTBOpA 4€pe3 IATPOH HE JOJDKHA NPEBBILATh 1—2 KA B CEK.
Dmroat 0TOPaChIBAIOT.

STHN(CHAINE MOUpPYIOT ¢ MatpoHa 40 cM® 1 % YKCYCHOM KHCIOTHI B
srunanerare (1. 7.6), coGupas 5 MOPIHif HIF0ATA IO 5 CM° KAXKIAS HEIOCPE-
CTBCHHO B KPYIJIOZOHHBIC KOJIOBI. PacTBOpHI B KONOAX YHAPHBAIOT AOCYXa
npu temmneparype He Beme 35 °C. OCTaTok B KOXIOH KOJOE pacTBOPSIOT B
2 cM® TOJBHIKHOM (azpl (MPUTOTOBJCHHOM MO M. 7.2) W AHAJH3HPYIOT CO-
Jgepxande >twiderHanuna no m. 9.3. Opakuoum, comeprkamue 3TUWI(CHAIHH,
OOBCAMHAIOT U BHOBb AHAIHM3HMPYIOT. PacCUMTHIBAIOT ypOBEHb BEIIECTBA B
3MF0ATE, OMPEJCIIAIOT MOJHOTY CMBIBAHMS C MATPOHA U HEOOXOAWUMBIN UL
OYHCTKH 00BEM IJTIOCHTA.

Ipumeuanne: IIpoBepky XpomaTorpaduieckoro IOBeJCHUS STHI(EHAIMHA

cIe/lyeT MPOBOJUTL OOS3aTENbHO, TOCKOIBKY IPOQIIL BBIMBIBAHUS MOMKET U3Me-
HSITHCSI IIPH UCIIONb30BAHUM HOBO ITAPTHH NATPOHOB U PACTBOPHTEIICH.
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8. Ot6op npo6

Ot160p mpo6 mpowmzBoautcs B cootBeTcTBHU ¢ [OCT P 51592—2000
«Boma. O0mue TpeboBanusa K 0TOOPY Mpod», «YHH(HUIHPOBAHHBIMHE IPABH-
JaMu 0TO0pa NMpod CEMbCKOXO3ANCTBEHHOHN MPOAYKILMM, MHUIUCBBIX NMPOIYK-
TOB M OOBEKTOB OKPY KAFOMIEH Cpeasl MIA ONMPEACTICHHS MHKPOKOIMYECTB
nectTunuaoB» (Ne 2051-79 ot 21.08.79).

ITpoOsI BOABI AHATU3HPYIOT B ACHb 0TOOPA, IPH HEOOXOIMMOCTH Xpa-
HAT B XOJOAWIbHYUKE NpH Temneparype 4—6 °C B teuenune 10 Heaems. [t
JUTATEILHOTO XPAHCHHUS MPOOBI 3aMOPXKUBAIOT M XPAHAT B NMOJIMITUICHOBOH
Tape B MOPO3WILHOH Kamepe mpu Temmeparype —18 °C.

Iepen anami3oM 00pa3ubl BOA! GUIBTPYIOT YE€PE3 HEIUIOTHBIA OyMax-
HBIH QUIBTD.

9. BeinosiHeHHe onpeaesIeHHs

9.1. dxempaxyusn

OO6pazen; aHaTH3HPYEMOi BOABI 00beMoM 500 cM® [OMCIIAIOT B ACIH-
TEbHYEO0 BOPOHKY, BMECTHMOCTBEO 1 000 cM’, 106aBIAOT 75 CM XJIOPHCTOrO
METUJICHA, MHTCHCUBHO BCTPSAXUBAIOT JACIHTEIbHYI0 BOPOHKY B TCUCHHE 2
wmuH. [Tocie moaHOTO pasnencHus (a3 HIKHUI OPraHMYCCKHA CIOH MEPEHO-
CAT B KPYITIOJOHHYIO KOJIOY, BMECTHMOCTBIO 250 CM’, (DHIBTpYS €ro uepes
2 cM cioit 6e3BOAHOTO CyJb(haTa HATPHS, MOMCHICHHBIH B KOHYCHYIO XHMH-
YECKYI0 BOPOHKY AHAaMETpoM 60 MM, CHAOMKEHHYI0 OyMakHbIM (DHILTPOM
«kpacHasg neHTay. Omepanuio SKCTPAKUMH BOAHOHM (Da3bl MOBTOPSIOT €I
JBAKIBI MOPIHAMH THIANETATA 10 50 cM’. OTCTOABIIMICS CIOM XTOPHCTOTO
MeTwieHa (HWKHAA (aza) QHIBTPYIOT B KOJOY C paHee MOJYyYCHHBIM 3KC-
TPaKTOM.

OOBbeAMHCHHDBIA 3KCTPAKT YIIAPHBAIOT HA POTAMUOHHOM BAKYYMHOM HC-
napurene npu temneparype He Bbime 40 °C, moaBeprarT OYHCTKE B COOT-
BETCTBHH C II. 9.2.

9.2. Ouucmrka sxcmpaxma

Cyxoii 0cTaTok B KONGe, MOMYUCHHbIH N0 M. 9.1, pacTBOPAIOT B 2 CM°
sTHnanerara, nomemaroT Ha 30 ¢ B yJIbTpa3ByKOBYIO 0OaHIO. 3aTeM B KOJIOY
J0GABIAOT 2 CM® TEKCAHA, CMECh TIIATCIBHO NEPCMCIIMBAIOT M BHOCAT HA
KOHIECHTpupyrommit marpon Sep-Pak Silica, moarotosneHupiii mo m. 7.7.
Konby 0OMBIBAIOT 5 cM° cMecH rekcan—stunanetar (1 : 1, mo o6beMy) u Tak-
JK€ BHOCAT HA NaTpoH. [IaTpOH JONMOJHHUTEIBPHO MPOMBIBAIOT 15 cM’® cMecu
rekcas—arunanerar (1 : 1, mo o0semy), 20 CM’ CMECH 3THX ke pactBopure-
et B 06BEMHOM COOTHOIICHHH 3 : 7, 3aTeM 20 cM® sTHmanerara. CKOpPOCTb
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MPOXOXKICHUA PACTBOPA YepPE3 NMAaTpoH He JOJDKHA MPEBbIIATh 1—2 Kammm B
CEK. DMroaT 0TOpPacHIBAIOT.

DTHIQCHAIMH 3TOUPYIOT ¢ MaTpoHa 35 cM’ 1 % yKCYCHOH KHCTOTHI B
stunauerare (m. 7.6), cobHupas 3m0aT HENMOCPEACTBEHHO B KPYIVIOJOHHYHO
koJ0y. PacTBOp ymapusaroT nocyxa mpu temmeparype He bime 35 °C. Ocra-
TOK B KOJO€ pacTBOPAIOT B 2 CM~ NOABIDKHOH (pa3bl (MPHUTOTOBICHHOH HO
. 7.2) ¥ aHAMM3HUPYIOT COACP KAHKCE STHI(EHAIMHA 1O 0. 9.3.

9.3. Ycnosusa xpomamozpagpuposanus

W3MepeHus BHIMOTHAIOT P CICAYFOMIX PEKUMHBIX TAPAMETPAX.
XKunkocrHeni xpoMarorpad «Breeze» ¢ yiabTpahHOICTOBBIM JETEKTO-
pom (pupma Waters, CIITA).
Xpomarorpaguyeckas KOJOHKA CTalbHASA, JIHHOW 250 MM, BHYTPEH-
HUM auameTpoM 4,6 MM, coaepxamas Symmetry® C18, 3epHeHHEM 5 MKM.
TemmepaTypa KOJOHKH: KOMHATHAs.
TMogemwxnas (aza: aUCTOHHTPHUI-BOJA—OpPTO-(hocopHas KucIoTa
(87 :13: 0,1, mo oOobemy).
CKOPOCTB TIOTOKA 3M0eHTa: 1,0 cM’/MuH.
Pa6ouas nuHa BOTHBL 312 HM.
UysctBuTeasHOCTH: 0,005 ex. abcopOuuy Ha MIKamy.
O6beM BBOAMMO# TIPOOHT: 20 MM,
OpHEHTHPOBOYHOE BPEMSI BHIX0A STHI()CHALMHA:
opro-u3zomep: 8,18—8,24 mun
napa-u3omep: 9,25—9,30 muH.
JIuHeWHbI AMana3oH AeTeKTupoBanus: 1—20 Hr.
OOpasLpl, AAlOIHe NHKH, OONbINHE, YEM TPATYHPOBOYHBIA PACTBOD
STHI()CHAIMAA C KOHUEHTpamuei 1 MKr/cM, pa3baBsioT (He Gonee yeM B 50
pa3) noaswxHOU (a3oi ;1 BIXKX (moaroroBneHHOM mo 1. 7.2).

10. OGpaboTKa pe3yabTaTOB aHAJIH3A
CopeprkaHue H30NPOMUI(EHAIMHA B TIPOOE PACCUMTHIBAIOT MO (HopMyIe:
AW
14

X — coneprkanue STHIPEHANHEA B Po6e, Mr/aM;

A — KOHIEHTpamus 3TIIQEHAIMHA, HAWICHHAS MO TPAAyHPOBOYHOMY
rpauky, B COOTBETCTBHH C BETHYHHON CYMMBI IUTOMAZCH XpomaTorpagiude-
CKHX ITHKOB OPTO- M MIAPAH30MEPOB, MKT/CM;

W — 06beM IKCTPaKTa, IOATOTOBICHHOTO 1Tl XPOMATOTPA(HPOBAHHS, CM;
V — 06’beM aHATH3HPYEMOTO 00Pa3IA BOBL, CM-.

X = ,roe
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11. IlpoBepka NnpHeMJIeMOCTH Pe3yJIbLTATOB
napaJuieJIbHbIX ONpeaeaeHHi
3a pe3yJIbTaT AaHATH3A IPHHEMAKOT CPEJHEE APH(PMETHICCKOE Pe3yIbTa-

TOB JBYX NApaJUICIbHBIX ONPEACICHHH, PACXOMKICHUE MEXKIY KOTOPbIMH HE
MPEBBIIACT Mpesena nosropsAeMoctd (1):

2:|X, - X;|-100
X, +X,)
X, X, — pe3y bTaThl Mapauie TbHbIX OTPe/IeICH M, MI/IM’;
7 — 3HAYCHHE MPEIeNa MOBTOPAEMOCTH (Tabi. 1), mpu 3ToM » = 2.80,.

ITpu HeBbmoMHEHUH YCHOBUA (1) BBLCHSIOT NMPUYHHBI IPEBBINCHHUSI
TpeAea NOBTOPAEMOCTH, YCTPAHAIOT X H BHOBb BBITIOJIHAIOT QHAJIH3.

@

12. O¢opmireHue pe3ysIbTATOB
PesymbTar aHaM3a IPEACTABISIOT B BUZE:

(} + A) Mr/mv ipu BeposttHocTH P = 0,95, rie
TIpH BEP

X — cpenHee apu(PMETHUECKOE PE3YABTATOB OMPEACICHUM, IPH3HAHHBIX
TIPHEMJIEMBIMH, MI/IM ;
A — rpaHMnA aGCOTIOTHOM MOTPEIIHOCTH, MI/IM’;

A=3d i,me
100

O — TPaHHIA OTHOCHTEIHHON MOTPEITHOCTH METOAMKH (MOKA3aTeIb TOY-
HOCTH B COOTBETCTBHH C JHANIA30HOM KOHIEHTpauwii, Tab. 1), %.

B ciyuae ecimu cofep:kaHHE KOMIOHEHTA MEHEE HIDKHEH MDaHUIbI JHa-
TIA30HA ONPEJC/IEMbIX KOHICHTPAMH, PE3yIbTaT aHAIH3a IPEACTABILIOT B
BUIE:

«codeparcanue sewecmea & npobe menee 0,0002 m2/om>»*

13. KouTpoJis kayecTBa pe3yJbTATOB H3IMEPEHHIi

OmnepaTHBHBIH KOHTPOJIb MOTPEITHOCTH U BOCTIPOM3BOAMMOCTH H3MEpe-
HUil ocymectBusiercs B coorBerctBun ¢ TOCT P UCO 5725-1-6—2002
«TO4HOCTh (TMPABHJIBHOCTh W MPCIMH3HOHHOCTh) METOAOB H PE3YJIBTATOB
H3MEPEHHI.

13.1. CraOuiIbHOCTH Pe3yJIbTATOB U3MEPEHUI KOHTPOJHMPYIOT MEpe Mpo-
BCICHHEM H3MCPCHHI, AHATIU3UPYSI OJMH U3 TPaJy HPOBOYHBIX PACTBOPOB.

*0,0002 Mr/mM® — ipesien OOHapyKEHHS.
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13.2. TInaHOBBI BHYTPHIA0OPATOPHBIA ONEPATHBHBIM KOHTPOJb IPO-
LEAYPHI BHIOJHESHUSA AHAJIH3A MPOBOJUTCI METOAOM J00ABOK.
Bemmumaa 106aBku C,; JOJDKHA YIOBICTBOPATH YCIOBHIO:

C,= AM? + A”} i vi

tA 5 (i A )7) — XapaKTEPUCTHKA IOTPEIIHOCTH (AOCOMFOTHAS II0-

TPEIIHOCTD) PE3yIbTATOB AHAIIH3a, COOTBETCTBYIOLIAS COACPKAHHIO KOMIIO-
HEHTA B HCIBITYEMOM 00pa3ue (PacueTHOMY 3HAUYCHUIO COACPIKAHHS KOMIIO-
HEHTa B 00pasie ¢ 100aBKOH COOTBETCTBCHHO) Mr/me, TIPH 3TOM:

A,=10,84 A, Toe
A — TpaHHNA AGCOTIOTHOM TIOrPEIHOCTH, MI/IM

A=0 i,r,ue
100

8 — rpaHMIA OTHOCHTEIFHOM MOTPESIIHOCTH METOIMKH (TIOKA3ATENb TOY-
HOCTH B COOTBETCTBHH C IHANA30HOM KOHLCHTpaiui, Tadm. 1), %.
Pesymsrar koHTpOIL Tponiey pol K, paCCUHMTHIBAIOT MO (opMy.Ic:

K.= ?—X’—Ca,me

X'.X, C; — cpearee apu(METHUCCKOE PE3YIIBTATOB MAPAJLIEIBHBIX

ONpeACICHUH (NMPU3HAHHBIX MPHEMICMBIMH 1O 1. 11) CoacpikaHHsS KOMIIO-
HEHTa B 00pa3ue ¢ J0OABKOM, HCIBITYEMOM 00pa3ue, KOHIEHTPAUA J00aB-
KH, COOTBETCTBCHHO, Mr/z[M3;

Hopmatus koHTpo1 K paccUHTHIBAOT IO (hopmMyae

— ' 2 2
K= Aﬂ))?"rAﬂ)}

IIpoBOOAT COMOCTaBICHHE PE3YIbTAaTa KOHTPOIS mpouexypsl (K) ¢
HOPMATHBOM KOHTpOJA (K).
Ecmu pe3ynabTat KOHTPOJIA MPOLEAYPHI YAOBICTBOPSET YCJIOBHIO

| K| <K, 2)

MPOLIEAYPY aHAIHM3A MPH3HAIOT YIOBICTBOPUTCILHOM.

Ilpy HEBBIMOTHEHHH YCIOBHA (2) MPOLCAYPY KOHTPOJSL IOBTOPSIOT.
IIpu MOBTOPHOM HEBBIMOTHEHHH YCIOBHSA (2) BBLACHSIOT NPHYHHBI, NPHBO-
JUIIIHE K HCYIOBJICTBOPUTEILHBIM PE3YJIbTaTaM, H MPUHHMAIOT MEPHI MO HX
YCTPAHEHHIO.
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13.3. TIpoBepka MPUEMIIEMOCTH PE3YIbTATOB U3MEPCHUH, MOIY4YECHHBIX
B YCJIOBHAX BOCIIPOH3BOAUMOCTH:

PacxoxxneHne MexIy pes3yabTaTaMd W3MEPEHMH, BBIMOTHCHHBIX B IBYX
pa3sHbIX 1a00PATOPHAX, HE MOJLKHO MPEBBIMATH MPEACTIa BOCHPOH3BOIUMO-
cru (R)

2-|X, - X,|-100
X +X3)

<R.THC 3)

X}, X; — pe3ybTaThl H3MEPEHHUH B IBYX Pa3HbIX J1a00paTOPHIX, M/,
R — mpenen BOCIPOHU3BOAUMOCTH (B COOTBETCTBHH C JHAMA30HOM KOH-
neHrpamui, Tabdm. 1), %.
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