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Coaepxanue

OnpeaeneHue 0CTaTOYHBIX KOJIHYECTB MPOrekCanHoHa-Kalbuus B BOAE, NOYBE,
niojax v coke A6JI0K METOAOM METOAOM BbiCOK0O((EKTUBHON HHUAKOCTHOM

xpoMatorpadun: MYK 4.1.2907—11 ...t

OnpegeneHue 0CTaTOYHBIX KONUYECTB HMUIAKIONPHUAA B MOPKOBH, YKE,
ropoxe, 3epHE U COJIOME pUCa, 3EPHE H MacJjie COM, ATORAX M COKE BMHOrpaza
METOAOM BHICOKO2(exTHBHOM )uaxocTHOH XpoMaTorpaduu:

MVYK 4.1.2923-—11 .ot ettt

OnpeneneHue 0CTaTO4HBIX KOMMYECTB H30NPOTYPOHa U andnodeHnkana B BoIeE,
NOYBE, 3EPHE H CONIOME 3EPHOBbLIX KYIbTYP METOAOM BhICOKOI(eKTHBHOH

xuaxocTHo# xpomarorpadun: MYK 4.1.2924—11. ..o

Onpenenenye 0CTaTOMHBIX KOAUYECTB PEHNMUPOKCUMATE B 3ENCHO| Macce, 3epHE
M Maciie COM METOIOM BbICOKOdddexTHBHON XUAKOCTHOH Xpomarorpaduu:

MYK 4.1.2925—11 ..ottt e eenae s 4

OnpeseneHne OCTATOMHBIX KONMYECTB GudeHTPUHa B KanycTe, 3epHe ropoxa,
COM M COEBOM MACJIC MCTOJOM [a30KUAKOCTHOH Xpomarorpaduu:

MVYK 41293811 .ottt et
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YTBEPXJAIO

PykoBoautens Oenepanbroit cnyxObt
110 Hazf30pY B cdepe 3aluuTsI Npas
notpebureneit H Graronony4ns Yenoseka,
'naBHBI# rOCYAAPCTBEHHBIH CAHWTAPHbIH
Bpa4 Poccutickoit Penepaunvn

I'. T. Onmwenko
12 1ouna 2011 r.
Jlata BBEACHHA: C MOMEHTA YTBEPXKICHHA

4.1. METOJibI KOHTPOJIA. XUMHUYECKHUE ®AKTOPbI

OnpeneieHne 0CTATOMHBIX KOJIHYECTB QPeHMPOKCHMATA
B 3eJIeHOH Macce, 3epHe M Macjie COH MEeTOAOM
BbICOKO03(PeKTHBHOM KHAKOCTHOH XpomaTorpadun

Meroanveckne yka3aHus
MVYK 4.1.2925—11

HacTosmmit JOKYMEHT YCTaHaBIMBAeT METOA BbICOKOI(PDEKTUBHOM
KUAKOCTHOM XpoMatorpaduy M OMpPENeNeHUs MAcCOBOW KOHUGHTpauwu
tennupokcumara B 3eNeHOH Macce, 3epHe ¥ Mac/le COM B AManNa3oOHe KOHLEH-
Tpaumit 0,01—0,1 mr/kr.

JeitcTBylO1EE BEILECTBO: EHMUPOKCUMAT.
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CHgy
2-tperbyTin(E)-o-(1,3-numermn-5-penoxcunupason-4-
WIMETHIEHaMUHO-0KcH )—p-Tonyat (IUPAC)
Bpyrro dopmyuna: C24HzN304.
MonexynsapHas Macca: 421,5.
XuMHYEeCKH YHCTOE BEIECTBO MPEACTaBAAET co6oit Genbiit KpHCTamLIn-
Yyeckult MOPOIUOK.
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Temnepatypa miasneuns: 101,1—102,4 °C.

Jaenenne napa 0,0075 mPa (25 °C).

Koat¢uuueHnt pacnpeeneHns B CHCTeMe H-OKTaHON-Boaa: K IgP =
= 5,01 (20 °C).

PactBopuMocTb B Bofe (Mr/am’, 20 °C): 1,46 x 1072,

PacTBOPHMOCTh B OPraHHYECKHMX pacTBOpHTENAX (1/am’, 25 °C) B MeTa-
Hone — 15, auerone — 150, auxnopmerane — 1 307, xnopogopme — 1 197, Ter-
paruapodypane — 737.

VYcroifuuB Kk BO3ACHCTBMIO KMCIIOT M meiodeil. Bo3MOXHEIMH MeTaGo-
JIMTaMH (peHMUPOKCHMATA ABIIIOTCA €ro Z-H30MEP H MPOXYKT AEMETHIMPO-
BaHuA — AeMeTWI(hEeHNMHPOKCHMAT.

Kpamxan moxcuxonozuveckan xapakmepucmuxa (KpBICE): OCTpas
opaibHas TokcHaHOCTb LDs, — 480 Mr/kr mns caMuioB H 245 MI/Kr s xeH-
ckux ocobeit. Ilpum mnomkoxHom BBemeHuH LDs, coctaBnser Gonee
2 000 Mr/kr [uis >KHBOTHBIX MYMXCKOTO H Jxeucxoro noja. I/Inramuuouuax
TokcuunocTs LCso coctaBiser 0,33 mr/oM® mis caMuoB U 0,36 Mr/mM’ s
camok. He pasnpaxaet koXxy, HO siBJI€TCS CabbiM HPPUTAHTOM IS CIM3H-
cToit rna3 (KpoiukH). B NMHTENbHBIX SKCNEPHMEHTaX KaHIIEPOTeHHkbIe, Tepa-
TOTEHHbIE U MyTareHHbIE CBOMCTBA He OOHapYXkKeHSI.

Obnacmb npumenenus: AATAGNTOP MHTOXOHAPHATILHOTO 3/IEKTPOHHOIO
TpaHcropra. OkasbiBaeT GbICTpoe yHHUTOXalOMIee NSHCTBHE HA JIMAMHOK H
B3pOCNEIX 0coBelt KieleR pasniyHbIX BHIOB OPH KOHTAKTE WIH 3ariaThiBa-
Hud. [IpuMeHAIOT NpH BhIpamuBaHUH (PPYKTOB — AGNOK, LHTPYCOBRIX, Mep-
CHMKOB, BUHOTPaaa M APyroro ¢ HopMoit pacxona 25—75 r/ra.

B Poccun i eHNMUPOKCHMATa YCTAHOBJEHB! CIERYIONIUE cucuenuyec-
Kue uopmamueu JACX ~ 0,005 mr/xr/cyt.; OBYB B Bozmyxe paboueii 30HbI —
0,05 mr/M*; TIIK B Bome BomoemoB — 0,001 Mr/am’; OJIK B mouse —
0,3 Mr/kr; MI[Y B 26n0Kax ¥ BuHOrpase — 0,2 Mr/xr.

1. Me'rpo.rlorn-leclcan XaApaKTEPHCTHKA METOAA

Ilpu coGmoneHMu BceX perIAMEHTUPOBAHHBIX YCIIOBHMH IpOBeAEHHS
aHa/iyu3a B TOUHOM COOTBETCTBHH C JAHHOH MeTOAUKOM MOrpemHocTs (U ee
COCTaBAIOLINE) PEe3yJILTATOB U3MEPEHMIt NPH JOBEPHTENbHOM BEPOATHOCTH
P =0,95 He npeBblLaeT 3HaueHUM, NpUBEACHHBIX B Tabn. 1, A cooTBeTCT-
BYIOIIMX AMANa30HOB KOHLEHTPALMi.
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Tabnuua 1
Metponoru4eckue napamerpsi
Tokazarenp nosro- IMokasarens
o%‘;:;gzg_ PAeMOCTH (OTHOCH- Sloxaif:é';’_ Hg:;\ia- To4HOCTH*
OGBEKT | MbIX KoH- | TCUPHOE Cpelne- p};r‘())puon Bocnpo- | (TPaHALbI
awannza | uewtpaunt, | U PEHISTOC | npeunnon- | ussomu- | OTHONT oM
Mr/”s BTOPAEMOCTH) HocTH, MOCTH, rPEILHOCTH),
(Mr/am’) o, % Orn, %0 og, % +5. %
1£d 3
3enenas 0,01—0,05 7 9 i1 22
Macca 0,05—0,1 5 7 8 16
3epno cou | 0,01—0,05 7 9 11 22
0,05—0,1 5 7 8 16
Macno cou | 0,01—0,05 5 7 8 16
0,05—0,1 3 4 5 10
* COOTBETCTBYET PACIIMPEHHOA HEONPEAENeHHOCTH U, Nnpu ko3dduumeHTe 0xBa-
ta k=2

Tabnuua 2

IosinoTa H3BJAeYeHHN PeHNHPOKCHMATA, CTAHAAPTHOE OTKJIOHEHHE,
AOBEPHTENbHLIN HHTEPBAJ cpeaHero pesyasTaTa anas n =20, P= 0,95

Auanusu- | [lpeaen | Huanason on- | Cpennee | Crannapt- | JoBepHUTenuHblit
pyemsiii |oGHapyxe-| penenseMbiX | 3HaueHHMe |HOE OTKJO-| MHTEpBan cpea-
o6BexT HMA, |KOHUeHTpauuii,| onpenene- | HeHue, |Hero pesynnrara,
MF/KT MT/Kr Hus, % S +%
hi‘;ﬁi‘;‘”‘ 0,01 0,01—0,1 82,5 7,0 32
3epHo coun 0,01 0,01—0,1 87,6 4,9 2,3
Maco cou 0,01 0,01—0,1 92,0 8,6 4,0

2. Meroa usmepenus

Meroanka OCHOBaHA Ha ONpENENCHHH (ECHNUPOKCHMATa METOLOM
B3XX c ucnons3opanueM Y®-peTekTopa nocie ero IKCTpakUHH U3 oGpas-
LI0B OpraHW4YeCKHM DacTBODUTENEM (Macjo) WU CMECHIO OPraHM4ecKoro
pacTBOpHUTENA C BOZOM (3EPHO M 3e/ieHasd Macca) U OYMCTKH IKCTPaKTa MeTo-
IOM mnoclenoBatenbHoif TBepao(dasHOH sKcTpakuMd Ha natpoHax [lua-
nak C16 u Cunukarenn 60.

Unentuduxamms PeHnupokcuMara NpoBOAWTCHA MO BPEMEHH YIEpiH-
BaHMs, KOJTHIECTBEHHOE ONPEJIENICHHE — METOROM abconmoTHOH KannGpoBKH.

H36upaTenbHOCT, METOAA O0ECeUUBACTCS COUETAHHEM YCJOBHil MOA-
FOTOBKH NPO6 U XpoMaTorpaupoBaHus.
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3. CpexcTBa H3MepeHHil, peaKTHBbLI, BCIOMOraTe/bHbIE
yCTpoiicTBa B MaTepHabI

3.1. Cpeocmea usmepenuii

JupkocTHbiit xpomatorpad «KACQUITY»
odupmbt «Waters» ¢ GLICTPOCKaHUPYIOLIUM

VY ®-petekropom, CHabkKEHHBIM Jerasatopom,
aBTOMaTHYeCKMM MPOGOOTOOPHHKOM H
TEPMOCTaTOM KOJIOHKH

Bechl ananuTuueckue BJIA-200 I'OCT 24104—2001
Becw texunueckue BJIKT-500 IrOCT 24104—2001
Kon6bi MepHbie Ha 10, 100, 1 000 cm® I'OCT 23932—90

Muxkpono3aroph! JIeHnuneT nepeMeHHoro oGbe-
ma ot 200 ao 1 000 mM® 1 ot 1 10 5 eM’, BUR

KIMMaTHYecKoro ucnonHenns YXJIU.2 I'OCT 50444
Iunetkn rpaayupoBaHHbIe I'OCT 29227—91
Linnunmps MepHBIe Ha 50 u 100 v’ rOCT 23932—90

JormyckaeTcs HCNoIb30BaHHE CPEACTB M3MEPEHHA C aHAJIOTHYHBIMU WIH
JYYIIMMHM XapaKTepUCTHKAMH.

3.2. Peaxmuent

ALIETOH, 4212 I'OCT 2603—79
Aueronutpun s BOXX, «B-230HM» wnu xu TV 6-09-3534—87

Boaa aucTwuMpoBaHHas T'OCT 6709—79

[excaH, X4 TV 2631-003-05807999—98
Kucnota oprodocdopHras, x4 I'OCT 6552—80

DeHNUPOKCHAMAT C COCPIKaHHEM OCHOBHOTO Be-

wectsa 97,7 % (Nichon Nohyaka)

JTUnaueTar, x4 FOCT 22300-76
JomnyckaeTcs HCNOJbL30BaHHE PEaKTHBOB KBATH(HKALHEN He HIDKE yKa-

3aHHBIX.

3.3. Bcnomozamenvhsie ycmpoiicmea u Mamepuanst

Ananutuyeckas kononka ACQUITY UPLC BEH

C18 (100 x 2,1) MM, 1,7 mxm (Waters)

BunuctiisTop

Bana yns1passykoBas «Cangup», Y3B-1,3 I'OCT P M3K 60335-2-15—98
BakyyMHbI# MaHMITYJISTOp WIS paGoThi C NaTpo-

HaMu IS TeepaodasHoit axcTpakuuu (Waters,

kat. Ne WAT 200677).

Bonoctpyiissiii Hacoc I'OCT 10696—75
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Boponka Broxuepa _TOCT 0147
Boposxu fenurenbHbie, BMectuMocTsio 100, 250 cm” 'OCT 8613—75
Boponxu nabopatopHsie B-75-110 I'OCT 25336—82
Kon6a Bynsena 'OCT 5614—75

KonGbi kpyrnogonnrie Ha numdgax KI1150 14/23 TC TOCT 10384—72
KonGn! xpyrnononHsie Ha mumdax KI1I50 29-32 TC T'OCT 25336—82
KoiOb! miockogoHHble Ha uutkdax Kl 250

29/32 TC I'OCT 25336—82E
MenbHuIa 35ekTpuYeckas jabopaTropHas TY 46-22-236—79
Tatponsl Juanak C16 (BnoXumMak) TVY 4215-002-05451931—94

ITaTpoHsl, 3aNONHEHHbIE CHIHKareaeM 60

(Merck), 0,5 r

PoTallHOHHBI} BaKyyMHBIH UCTIapHTEN b PUPMBI

BUCHI, mon. R 205 (LIsefinapns)

OubTpbl GyMaxKHbIE KKPAacHas JIEHTa» TY 6.091678—86
JomyckaeTca MCHONB30BAHHE APYroro BCIOMOraresibHoro o6opysosa-

HMS € AHATOTMYHBIMH W JTYYLIMMH TEXHHYECKUMH XapaKTepHCTUKAMM.

4. TpeGoBanus Ge3onacHoOCTH

4.1. Ilpu npoBenenuu pabotsl Heo6GXxoaHMO cobntoAaTh TPEGOBAHHS TeX-
HUKH 6€30MaCHOCTH, YCTaHOBNIEHHbIE U1 PaGoT C TOKCUYHbIMM, €AKUMH, Jer-
KoBocIutamensmomumucs Bewectsamu (FOCT 12.1.005, 12.1.007). Oprauusa-
1us o6ydeHns paGoTHukoB GesonacHocTH Tpyaa no FOCT 12.0.004.

TTpu BbINOMHEHUH H3IMEPECHU C HCTIONB30BAHUEM KHIKOCTHOrO XpoMa-
Torpada ¥ paboTe ¢ INEeKTpoyCcTaHOBkaMu COOMIORATH NpaBuna 31ekTpobeso-
nacHocTd B coorBeTcTBHM ¢ IOCT 12.1.019—79 u UHCTPYKUMAMH NO IKc-
TUTyaTaluu mpH6opos.

4.2. Tlometenne naboparopuu J0MKHO ObiTh 060PYAOBAHO MPHTOYHO-
BBITAXHON BEHTWIALMEH, COOTBETCTBOBATh TpeOoBaHUAM nOXapHoi Ge3so-
nacHoct 1m0 FOCT 12.1.004—91 u uMeTh CpeacTBa MOXAPOTYLIEHHS NO
I'OCT 12.4.009. Conepixanue BpeNHbIX BELIECTB B BO3AYXE HE JODKHO mpe-
BBILIATh HOpM, ycTaHoBneHHpIX I'H 2.2.5.1313—03 «IlpeaensHo gonycTh-
Mbie koHueHTpatHH (ITJK) BpenHbIX BewecTs B Bo3ayxe paGoyeil 30HbI».

5. Tpe6oBanus K KBaIH(pHKALHH ONEPATOPOB

H3mepeHns B COOTBETCTBHH C HACTOALIEH METOAMKOM MOXET BbINOJ-
HATH CNCLMANHUCT-XUMUK, HMEIOIMHA OnbIT paboThl METOXOM BbICOKOI((ek-
THBHOH XHAKOCTHOH Xpomartorpaguu, 03HaKOMJICHHbI C PyKOBOACTBOM MO
JKCIUTyaTalHuy Xpomatorpaga, OCBOMBIUMH NaHHYIO METOAMKY M MOATBEp-
OHBIUKA 3KCEPHMEHTANLHO COOTBETCTBHE MOJIYy4aeMbiX Pe3YNbTaTOB HOP-
MaTHBaM KOHTPOJIA MOrpemHOCTH M3MEpeHuii no . 13.
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6. YcioBus u3amepenuii

ITpu BEINONHEHNH H3MEPEHHIT BBINOIHAIOT CEAYIOWHE YCIOBUS:

® TIpOLECChl NPUIOTOBNCHHA PACTROPOB ¥ MOATOTOBKH NMPob K aHANU3Y
NpOBOAAT NMpH TeMmepatype Bo3ayxa (20 £ 5) °C U OTHOCHTENBHOM BNaXHO-
cti He Gonee 80 %,

® BLINOJHEHHE H3MepeHHi Ha XMAKOCTHOM XpoMatorpade mpoBOAAT B
YCIOBHAX, PEKOMEHIOBAHHBIX TEXHHUECKOM JOKYyMeHTaLueit k npubopy.

7. IloAroroBKa K ONpeeICHHIO

7.1. Konouyuonupoeanue Kononku

Ilepen HauyanoM aHanM3a KOJOHKY (Acqulty BEH C18) xoHaunHoHU-
pyIoT B noToke noxsuxHo# ¢assr (0,1-—0,2 cm */MuH) 10 cTabunn3aumMH HY-
JieBO# JIMHUMU.

7.2, Ipuzomoenenue pacmeopos

7.2.1. 0,005 M pacmeop opmogpocghoproii kucromer: (0,5 + 0,01) r 98 %-it
oprodocdOpHOIl KUCIIOTH! MOMEMAIOT B MEpHYIO Konby o6semoM 1 am°, pac-
TBOPAIOT B OMAHCTHIUTMPOBAHHON BOJIE M JOBOMAT 00BEM O METKH.

7.2.2. Ina npuzomoenenus no08udlcKHot ¢hazbl CMELIUBAIOT alETOHUTPII
¢ 0,005 M pactsopoM opTodochopHOM KHCIOTE B COOTHOLIEHHH 75 : 25 no
006BbeMY, HCIONB3YR MEPHBIC UWIHHIDBI.

7.2.3. IIpuzomoenenue 3110eHmMO8 OIA meep()od)aznou SKCMPAKYUU,
Omioenm 1. B MepHyto xonby smectumocrtsio 100 cM’ momemaior 10 oM’
ITHIALIETATA M JOBOAAT 00BEM 10 METKH EKCAHOM.

3JuoeHm 2. B wmepuyio kon6y BMmecTMMocTsiO 100 M’ momemiaioT
40 c™® STHMALIETaTa M IOBOIAT 0GBEM IO METKH rekcaHoM. [lepeMeiIuBaioT.
OMOEHT XPaHAT B BBITAKHOM 1IKady ¥ HCIONB3YIOT CBEXKENMPHIOTOBIEHHEIM.

7.3. Ilpuzomosnienue 0CHOBHO20 U ZPAdyUPOBOHHBIX PACMBOPOE

7.3.1. OcHogroit pacmeop ¢ Konyenmpayueii 0,5 m2/cm’: TOUHYIO HaBec-
Ky q)eHanoxcmaTa (50 £ 0,5 Mr) momemalOT B MEpHYI0 ko16y BMECTHMO-
cTbi0 100 cM®, pacTBOPAIOT B alETOHUTPIIE H JOBOAAT 0GBEM A0 METKH TeM
XK€ PacTBOPHTEJIEM.

I'papyupoBouHbIe pacTBOphl ¢ KoHueHrpauusamu 0,1, 0,2, 0,5, 0,75 u
1,0 MKI/cM® TOTOBAT METONIOM NOCIIENOBATENbHOTO Pa3GaBIeH s OCHOBHOIO
pacTBOpa 1o 06beMy, MCIO/b3Ys MOABKKHYIO da3y.

7.3.2. Pacmaop JVv lc Konuenmpauueu 1,0 mx2/em’: B MEpHYI0 KONby
BMeCTMMOCTHI0 100 cM’ BHOCAT 0,2 CM® OCHOBHOTO pacTBopa H AOBOAAT 00b-
€M JI0 METKH MOABHKHOIM (a3zolt.
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7.3.3. Pacmeop No 2¢ Kouuenmpauueu 0,75 mk2/cm’: B MepHyio KonGy
BMecTHMOcThIO 10 cM® BHOCAT 7,5 oM’ pactBopa Ne | u noBoasr o6beM a0
METKH NOABHKHOM (a3oif.

7.3.4. Pacmeop Nb 3 ¢ konyenmpayueii 0,5 mx2/cm®: B MepHyio Konly
BMeCTHMOCTBIO 10 cM’ nomeaiot 5 cm’ pactBopa Ne 1 u noBoasr o6bem a0
METKH NOABIXKHOH a3oi.

7.3.5. Pacmeop No 4c KOHuenmpauueu 0,2 mx2/cM’: B MepHYI0 KONGy
BMecTHMOCThIO 10 oM’ momemmatot 2,0 cM® pacteopa Ne 1 u 10BoasT 06bem
JI0 METKH NOABWKHOMN (a3oit.

7.3.6. Pacmeop Nf" Sc Kouuenmpal;ueu 0,1 mxe/cm’: B Mephyo Konby
BMecTHMOCTBIO 10 cM® omemaior 1 cM’ pacteopa Ne 1 u 10BOAAT 06BEM 10
METKH NOABIKHOM dasoil.

OCHOBHO# pacTBOp MOXHO XPaHHMTb B XOJIOAWIbHUKE NPU TeMNepaType
0—4 °C B Teuenne 1 Mecaua, rpaayMpoBOYHbIE PaCTBOPbI — B TEYEHHE CYTOK.

Ilpu M3yyeHun MONHOTHI OmpeneNeHus (PeHMHUPOKCHMATa B 3eJIEHOM
Macce, 3epHe ¥ Maclle COM HCTIONB3YIOT AUECTOHUTPHIIbHBIE PACTBOPHI Beilie-
crtBa. PactBops! ¢ koHnEeHTpauuamu 1,0 " 10,0 MKr/cM’ FOTOBAT M3 OCHOBHO-
ro pacTBOpa € KOHueHTpauue# 0,5 MI/CM’ METOZIOM TOCNIENOBATENLHOTO pas-
GaBneHHA 10 00bEMY aLIETOHHUTPHIIIOM.

7.4. llocmpoenue zpadyupoeounozo zpagpuxa

JInst yCTaHOBICHMA IPafy HPOBOYHOM XapakTepMCTHKY (IUIoWwaab nuka —
KOHLEHTpaUus (eHNMMpOKCHMaTa B pacTBope) B Xpomarorpad BBOAAT I10
10 MM’ rpayHpOBOYHBEIX PACTBOPOB (He MeHee 3 Mapajie/bHbIX H3MEpeHHil
JUIA KDKAOH KOHLEHTpallMH, He MeHee 4 ToueK MO AHAaMma3sOHy H3MepACMbIX
KOHLIEHTpaluif). 3aTeM H3MEpSIOT IUIOIALH NUKOB U CTPOAT rpaduk 3aBUCH-
MOCTH CpelHero 3HauyeHHs IUIOLIAAM MHKA OT KOHLEHTpauuu QeHmMpoKcH-
Mara B rpafyHpOBOYHOM PacTBOpE.

MeTonoM HaWMEHBUIHX KBaJpaToOB PacCYMTHLIBAIOT rpagyHpOBOYHbI
ko3¢ duuuent (K) B ypaBHEHHH JIHHENHOI perpeccuu:

C=KS, rne

S — nnowanae MUKa rpaayupoBOYHOTO pacTBOpa.

I'pamyHpOBKY NpPH3HAIOT YIOBNETBOPUTENLHOW, €CAH 3HAYEHME KO3(-
¢unmenTa nuHeliHON KOppeaALMH OKa3biBaeTcA He Hixe 0,99.

I'panyHpoBOUHYIO XapaKTEpUCTUKY HEOOXOAUMO NPOBEPATH NMPH 3aMeHe
peaKkTHBOB, XpoMaTorpaguuecKkoit KOIOHKM WIM 31€MEHTOB XpoMartorpadu-
YecKOM CHCTeMB, a Takxke NpH OTPHLATEJILHOM pe3ysIbTaTeé KOHTpONs rpa-
ZYMpPOBOYHOTr0 K03(puiHeHTa.

I'panynpoBoYHyIO 3aBHCHMOCTbH NMPH3HAIOT CTaGWIBLHON NpH BbINOJHE-
HUH CNIEAYIOLIEr0 YCIOBHS:
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|-l

100 < 4,,,,, , TH

C — aTTeCTOBaHHOE 3Ha4YeHHWE MACCOBOM KOHLEHTpauuu (PEHITHPOKCH-
MaTa B rpaJlyHPOBOYHOM PACTBOpPE B MI/ch’,

Cx — pesylNbTaT KOHTPOJbHOIO HM3MEPEHMA MAaCCOBOH KOHLEHTPauuH
¢deHnUpokcUMaTa B rpasyHpOBOYHOM PacTBope B Mr/cM’,

Ayoump. — HOPMATHB KOHTPONA rpajyMpoBo4HOro kodpuudenra, %
(Asoump.= 10 % mpu P = 0,95).

7.5. IToozomoéxa namponoe OnA meepdoPasnoii IKCMpaKyuu

Hunanax C16: Henocpencmeuuo nepe] ynotpeGieHHeM B NATPOH Mo-
cnenosaTensHo BHOcAT 1 oM’ anetona M 1 cM® BOZBL

ITatpon Cuimkareas 60: HenocpeacTBeHHO Nepen ynoTpeGreHHEM
yepe3s MaTPOH MpOIMYCKAKOT 2 CM° FeKcaHa.

8. Or6op npob u xpanenue

OTt6op npoG MpoU3BOAUTCA B COOTBETCTBHMH C «YHUPHUIMPOBaHHBIMH
npaBiunamMn ot6opa mpol CenbCkoX03ANCTBEHHOM DPOXYKLMH, NHHIEBBIX
ApoayKTOB U 00BEKTOB OKpyXkatolel cpeabl M1s OnpeleeHHs MHKPOKOJH-
vecTe nectHuMaos» (Ne2051—79 ot 21.08.79) a Taioke B COOTBETCTBHMH C
I'OCT 10852—86 «CemeHa MacnugHbI€. [IpaBiia PHEMKH W METOABI 0TGO-
pa npo6». I1po6bl 3eJI€HOM MacChl XpaHAT B MOPO3HIbHOM KaMepe NpH TeM-
nepatype —18 °C. Jiis AnMHTENBHOTO XPaHEHUA 3€PHO COH MOACYIIHBAIOT IPH
KOMHATHOM TeMIiepaType B OTCYTCTBHE NPAMOro CoJiHedHoro cBeta. Cyxne 06-
pa3iibl MOTYT XPaHHTECA B TeueHue roza. Ilepen anammsom npo6bl 3epHa KoBo-
JAT [0 CTaHIAPTHOM BIAXHOCTH ¥ M3MesnbyatoT. [TIpo6b1 Maca XpaHAT B X050~
aunpHuKe npu 0—4 °C B 3aKphITOM CTEKIAHHOM Tape He Gosee 2 MecALEB.

9. IIpoBenenne onpenesIeHus

9.1. Onpedenenue pennupoxcumama Jepne u 3enenoli macce cou

B koHHueckyio konBy BMECTHMOCTBIO 250 cM nomematot (10,0 + 0,1)
3MeNbYeHHBIX Ha nabopaTopHoit MenpHHULIE 3epeH HJIH 3€JIeHOH MacChl, py-
Gasnsior 10 cM’ Bomst W, crmycTs 2—3 MuH, 40 cM® aueToHa. DKCTParupyioT
Ha yJNbTpa3sByKoBoif Gane B TeueHue 10 mun. Maccy uisTpyroT depes Gy-
MaxHbIfi QUIBTP «KpacHad JieHTa» Ha BOpoHke Bioxmepa. DkcTpakumio no-
BTOPAIOT, HCNO/b3YA B KAa9€CTBE 3KCTpareHra 50 cM® éMecH aleToHa # BOJEI
B COOTHOMIECHHH 4 : 1. OObeauHeHHbIH SKCTPaKT YRapHBalOT Ha BaKyyMHOM
POTALMOHHOM HCNapuTese NpH TEMNepaType BOAAHON GaHu HE BhIIIE 40 °C
JI0 TIOJTHOTO yZaNeHHs aLeToHa. Bommbiit ocTaTok (okono 20 cM®) dunsTpyioT
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qyepe3 GyMaxHbIi GUIBTP KpacHas JIEHTa» W NPOMYCKAKOT Yepe3 NaTpoH
Huanax C16, orxonnuuuonupoaaunmu 0o 1. 7.5. GuabTpar 0TOPaCchIBAIOT.
deHnupoKcHMar MoUpYIoT 3,5 cM® aueToHa. Dmoat ynapHBaloT A0CyXa Ha
BaKyyMHOM POTAlIMOHHOM HCTIApHTENe NpH TeMieparype BOMiHOM 6aHu He
serme 40 °C, cyxo#t 0CTaToK pacTBOPAIOT B 2,0 CM® reKCaHa H KOJIMYECTBEHHO
niepeHocAT B naTpoH Cuukarenb 60, OTKOHAHUHOHUPOBAHHbIM FeKCAHOM 1o
m. 75 QuibTpaT OTOPACHIBAIOT, NATPOH MPOMBIBAIOT ABYMS MOPLMAMH 10
2 cM° rekcana u IBYMs NOpUMAMH 10 4 CM3 amoeHTa 1. [lpomMbiBkH oTOpackl-
BalOT. PEHNMHPOKCHMAT IMOUPYIOT 3 cM® amoenTa 2. dmoar ynapuBaroT A0-
cyxa Ha BaKyyMHOM DOTAllHOHHOM MCIapHTeNe Mpu TeMmIepaType BOAAHO#
Gann ne Buime 40 °C. Cyxoif 0CTaTOK pacTBOPAIOT B | cM® NOABHKHOM Basbt
u 10 mm® BBOZIAT B Xpomatorpad.

9.2. Onpedenenue ennupoxcumama 8 macae cou

B xoHu4eckylo konby BMecTMMOCTBIO 100 cM® nomewator (10+0,1)r
Macsia M pacTBOpSAIOT B 50 cM® rexcaHa. l'lonyqennbm pacTBOp MEPEHOCAT B
AeJHTENLHYIO BOPOHKY BMECTHMOCTLIO 250 cM’ 1 3KCTParupyIOT dEHNHPOK-
CHMaT TPHX/BI MO 25 cM® aLETOHMTpHNA, BCTPAXHBAA KakAbli pas nenu-
TeNbHYIO BOPOHKY B TedeHue 1—2 muH. Iocie YeTkoro pasaeneHns ¢a3 or-
JeNAI0T HWKHHMIA alLeTOHUTPUIBHBIA CNoit. O6beauHEHHbIA IKCTPAKT NPOMbI-
BalOT B JENUTEbHOM BOPOHKE ABYMA MOpUMAMM rekcasa no 20 cm”. Tlpo-
MbIBKH OTOpacLIBalOT. ALETOHMTPHILHBIA pacTBOp yMapHBalOT J0CyXa Ha
BaKYYMHOM POTAaLUHMOHHOM MCNapuTesic NpH TeMnepaTtype BOAsHOH GaHu He
Buinte 40 °C. Cyxoft OCTATOK PACTBOPAIOT B 2 CM’ FEKCaHA ¥ BHOCAT B OTKOH-
JHLUMOHHPOBaHHBIA naTpoH Cumukarenb 60 ®duneTpaT oTOpacLIBalOT, na-
TPOH NPOMBIBAIOT BYMS TIOPUHAMH 110 2 c™’ rekcaHa u AByMs TIOPUHAMH NO
4 cu amoeHTa 1. TlpoMeiBkH 0TOpachIBalOT. MEHNUPOKCHMAT JJIOHUPYIOT
3 cM’ amoenTa 2. DMoaT yMapHBAIOT 4OCYXa Ha BaKyyMHOM POTAaLMOHHOM
ucnapuresie npy Temne eparype BOJIHOM Ganu He Bbll.lle 40 °C. Cyxoii ocra-
TOK PacTBOPAIOT B 1 M’ mozBikHOM dasel u 10 MM® BBOAAT B XpoMaTorpac.

9.3. Ycnoeus xpomamozpahuposanua

VastpaspdexrHsHpI sHUAKOCTHOR XxpomaTorpad «ACQUITY» ¢pupmbl
Waters ¢ GbicTpockaHupytomuM Y ®-neTekTopoM, cHabxeHHbI Aerasaro-
POM, aBTOMaTH4eCKMM Npo600TOOPHHKOM M TEPMOCTATOM KOJIOHKH. AHaiu-
Tuueckas kononka ACQUITY UPLC BEH Ci8 (2,1 x 100) mm, 1,7 MM
(Waters). Temnepatypa kosnoHku (30 + 1) °C. ITogsmxkHas da3za: cmech aue-
ToHuTpHiIa U 0,005 M opToq)ochopHoﬂ KUCJIOTHI B COOTHOLUEHHMH 75 :25.
CkopocTb notoka smoeHta: 0,2 CM*/MHH. Pa60qan IJIMHA BOJIHbl Y®-
netekTopa 260 uM. O6beM BBOLMMOM Npo6bl 10 MM,

Bpems ynepxupanus ¢peHnupokcumara (4,5 + 0,1) MuH.
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JIuHeiHplli AUana3oH LETEKTUPOBAHUs COXPAHAETCA B MHTEPBATIE KOH-
ueHTpauuit 0,1—1,0 Mxr/cM’.

10. O6paGoTKa pe3y/ LTATOB AHAIM3A

KonuuecTBeHHOE ompeAeNeHHe NpOBOAAT METOAOM abCoMOTHOM Ka-
nubpoBku. ConepaHue deHNMpoOKCHMaTa B 3€JIEHOM Macce, 3epHe M Macine
cou (X, Mr/kr) BLIYHCJIAIOT N0 GopMye:

X= S, K-V 100 ,Tae
P

Sy ~ IuolaAb Nyka peHNHPOKCHMATa Ha XPOMaTOrpaMMe HCTILITYeMOTro
obpasua, AU - ¢ (AU);

K — rpanyMpoBouHBlii K03 dUuMeHT, HaliieHHbIH Ha CTaAMKH MOCTpoe-
HHS COOTBETCTBYIOIUEH rpaly HPOBOYHOH 3aBHCHMOCTH;

V 00BEM npo6bl, NOArOTOBNEHHOM A1 XpOMaTorpapu4eckoro aHaIu-
33, cM>;

P HaBecka aHaJu3upyeMoro oGpasua, I;

/- nonHoTa u3BJnieyeHus (peHNKpoKCUMaTa, NnpuBeeHHas B Tab. 2, (%).

ConepxaHue OCTaTOYHBIX KOJH4ecTB (eHnUpokcuMara B oOpasile BhI-
YHCHAIOT KaK CPEAHEe U3 ABYX NMapajUICNbHEIX ONpPEACNCHHIA.

O6pasLpl, Aalouue NUKH Gonbiue, 9eM CTaHJapTHbIH pacTBop ¢eHnu-
pOKCHMaTa C KOHUeHTpaume# 1,0 Mkr/cm®, pa3s6aBnsmoOT MOBIKHOM (aszolt
ansa BOXX.

11. IIpoBepka npueMJIEMOCTH Pe3yJILTATOB
napauieJbHbIX onpeaeenu
3a pe3ynbTaT aHANU3a NPMHUMAIOT CPEeIHee apH(PMETHIECKOE Pe3ybTa-
TOB [BYX NMapaLUIebHbIX ONpEAeIeHHH, PacXOXACHHe MEXIY KOTOPHIMH He
npeBbilAeT npeaena nopropsemocty (1):

2:|X, - X,|-100
(X, +X,)
X, u X; — pe3ynbTaThl NapaLIeNbHBIX ONPeNeACHUiA, MI/KT;
¥ — 3Ha4Y€HHe npefena noBropseMoctH (r = 2,8 a,).

Ipu HeBbinonHeHuy ycnoBHA (1) BBIACHMIOT NPHYHWHBI NPEBBLIMICHNUS
npejieaa NoBTOPAEMOCTH, YCTPAHAIOT MX ¥ BHOBb BBINOJHAIOT AHAJIH3.

<r,rne

12. Odopmiienne pe3ybTaTOB
Pe3synbTar aHanusa npeacTaBisIoT B BUAE:
(X £A)mz/ k2 npu BeposTHOCTH P = 0,95, e
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X — cpensee apHpMeTHYECKOE PE3YNILTATOB ONpeAeNeHNU, MPU3HAHHBIX
TIpHEMIIEMBIMH, MI/KT;

A - rpaHnua abCcoJIOTHO NOrPELIHOCTH, MI/KT.

XD, ¢
100’

0 — rpaHHLIa OTHOCHTE/bHOMN MOrpelHOCTH METOAKKH (MOKa3aTesb Tou-
HOCTH B COOTBETCTBHH C AMANa30HOM KOHLIEHTpaLuit), %.

B ciydae ecni coiepykaHNe KOMITOHEHTa MEHee HWXKHEH rpaHuLbl AHa-
[1a30Ha ONpeNeseMbIX KOHLUEHTPalMii, pe3ynbTaT aHaiu3a NPEACTABASIOT B
BHIE:

codepacanue ernupoxcumama ¢ npobax 3epHa, 3eneHou Maccel u Mac-
na cou menee 0,01 m/kz *

— 0,01 m2/xz — npeden obrapycernus pennupoxcumama & npobax 3ep-
Ha, 3eNeHOl MACChl U MACAA COU.

rae

13. KouTpo/ib KauecTBa pe3yibTaTOB H3MepeHmii

OnepaTuBHBI KOHTPOJIb MOTPEMHOCTH M BOCIIPOM3BOAUMOCTH H3Mepe-
HUR ocymectBiserca B coorsercteud ¢ F'OCT P HCO 5725-1-6—2002
«TouHocTb (MPaBWIILHOCTH W NPELU3IHOHHOCTb) METOJOB M PE3YJNLTATOB M3-
MepeHHi».

13.1. CTabwibHOCTb peE3YJbTATOB W3MEPEHHH KOHTPONHPYIOT nepen
NpOBENCHUEM H3MEPERHHM, aHAIM3UPYA ORMH U3 rPaflyHPOBOUHBIX PaCTBOPOB.

13.2. InaHoBel# BHyTpH-1a60paTOpHbI#i ONEPaTHBHLIA KOHTPONL NpoO-
LEAYpPH! BHINOJHEHMA aHAIN3a MPOBOJMTCA C NPUMEHEHHEM MeToaa 206asoK.

Benwuuna 106aBku Cp 10MKHA YIOBAETBOPATH YCHOBMIO:

Co=0,x+ Ay, TIE
+ A, x (£ Ay xv) — XapaKTepPUCTUKA NOFpelHOCTH (abCOMOTHAA norpeLu-
HOCTB) Pe3y/IbTaToB aHAJIH3a, COOTBETCTBYIOLIAA CONAEPKAHUIO KOMITOHEHTA B

HCNbITYeMOM o0pa3sue (pacHeTHOMY 3HaY€HUIO COAEPXKaHUA KOMIIOHEHTa B
o6paste ¢ 106aBKOH, COOTBETCTBEHHO), MI/KT; IIPH ITOM:

A,=%0,84 A, rne
A - rpanuia aGCOMOTHOM MOrpeHOCTH, MI/KT:
5-X
A=—— roe
100

0 — rpaHMLIa OTHOCHTEIBHOM NMOrPEHOCTH METOANKH (MOKa3aTesb TOY-
HOCTH B COOTBETCTBHH C ANAIIa30HOM KOHUEHTpaUHit), %o.
Pe3synbrat KOHTpOA npoueAypsl Ky pacCHUTHIBAIOT N0 hopMmyie:
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K¢=X —X—-C,, rne
X, X, C; — cpenree apudMeryeckoe pe3yNbTaToOB MapanebHbIX Om-
pezeneHuii (NPU3HAHHBLIX NPHEMAEMBIMH N0 1. 11) conepxaHus KOMIOHEHTa
B obpasue ¢ no6aBKo#, ucneiryeMoM oGpasiie, koHIeHTpaums no6asku, Co-
OTBETCTBEHHO, MIY/KT.
Hopmatus koHTpons K pacCUHTHLIBAIOT MO (opMysie:

K =,/Ajl,{, + AL, m

[IpoBOAAT CONOCTaBICHHE pe3ynbTaTa KOHTponA npouexypbi (Kx) ¢
HOpMaTHBOM KoHTpOJ (K).

Ecnu pe3ynsTaT KOHTPOJIA NPOUEAYPSI YAOBIETBOPSET YCIOBHIO

Kd <K @
npotenypy aHanu3a NPH3HAIOT YAOBIETBOPHTENLHOM.

Ilpy HEBBINONHEHMH YCIOBHA (2) Mpouemypy KOHTpOJS MOBTOPAIOT.
[Tp# MOBTOPHOM HEBBLUIOIHEHHH YCIOBHA (2) BBIACHAIOT NMPHYMHBI, NPHBO-
IALKE K HEYNOBNETBOPHTENbHEIM pe3yabTaTaM, H HPHHUMAIOT MEphl K HX
YCTpaHEHHIO.

13.3. IlpoBepka MPHEMNAEMOCTH PE3YJILTAaTOB W3MEPEHHH, IOMyHEHHbIX
B YCJIOBUAX BOCIIPOX3BOIAHMOCTH:

PacxoxaeHue Mexay pe3yJbTaTaMH H3MEPCHH, BLINONIHEHHBIX B IBYX
pasHbIX abopaTopysAX, He DOKHO MpPEBBILATh Npefeiia BOCIPOM3BOJHMO-
ctu (R):

2-|X,-X,|-100
X 1= X z)

Xj 1 X; — pe3ynbTaTel M3MEPEHUH! B IBYX PasHbIX 1aG0paTopHsX, MI/KT;

R — npenen BOoCNpOM3BOAMMOCTH (B COOTBETCTBUH C IHMAMAa30HOM KOH-
ueHTpaunit), %.

<R, rme 3

14. PazpaGorunxn
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Meroauka npouuta MeTpONOrHYecKylo skcneptmsy (CBHAETENLCTBO 06
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(®P.1.31.2011.10034).
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