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MVK 4.1.2907—11; 4.1.2923—4.1.2925—11,4.1.2938—11

Conepxxanue

OnpeaencHue 0CTaTOMHBIX KOJIMYECTB NMPOrekcaioHa-KanpUusa 8 BOAE, MNOYBE,
IUIOAAX U COKE A0J0K METOZOM METOAOM BbiCOKOIPPEKTUBHON KHUAKOCTHOM
xpoMatorpadun: MYK 4.1.2907—11 ..., 4

OnpeneneHue 0CTaTOYHbIX KOAUYECTB HMHAAKNONPHIAA B MOPKOBH, AYKE,
ropoxe, 3€pHE U COJIOME pMCa, 3€PHE U MacJjie COH, Arofax U COKEe BUHOrpana

METOLOM BBICOKO2((PEKTUBHOM UAKOCTHOH XpomaTorpadpuu:
MUV K G 1.2023 01 oottt e e rea b et st e e e s e e saanasens 17

OnpeneneHue 0CTaTOYHbIX KONNMYECTB H30NPOTYPOHA U andmodeHnkana B BOAE,
NOYBE, 3epHE U CONIOME 3E€PHOBBLIX KY/IbTYP METOAOM BbICOKOI(P(PEKTUBHOM
XuAKocTHOR xpoMarorpadun: MYK 4.1.2924—11. ... 30

OnpeaesieHHe OCTATOUHBIX KONUYECTB PEHINHUPOKCUMATA B 3€NCHON Macce, 3epHe

M Macie CO¥ METOAOM BbICOK0I(DEKTUBHOMN )HUAKOCTHOM Xpomarorpapuu:
MYK 4.1.2025—11 ..., e erreenreane rreenieanannan, 43

OnpejeneHUe OCTATOUHBIX KONMMYeCTB OUdEeHTpHHa B KanycTe, 3€PHE ropoxa.
COY H COCBOM MACJIE METOA0M Ira30XXUAKOCTHOH xpomaTorpaduu:
MY K 41,2038 11 . et e e 57
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YTBEPKIALO
PykoBoaunTtenb PeaepanbHOM cnykObl
M0 HAA30PY B chepe 3alUuThI NPaB
notpeduTenei ¥ 0J1aronoNy41s yeaoBekKa,
['naBHBII rOCYAapCTBEHHbI CAHUTAPHbIHA
Bpa4 Pocculickoit Penepaunv
[". . OnpnweHko

12 rouna 2011 r.
Jlata BBEACHHA: C MOMEHTA YTBEPXKACHUS

4.1. METOAbI KOHTPOJIAA. XUMHWYECKHE ®AKTOPDI

OnpeaejieHHe 0CTATOYHBIX KOJIMYECTB QEHNMUPOKCHMATA
B 3€JICHOH Macce, 3epHe H MacJie COH MeTOA0M
BbICOKO3 (P (PEeKTHBHOH KHAKOCTHOH XpoMaTorpagpuu

MeToandeckue yKasaHus
MYK 4.1.2925—11

Hacrosmuit BOKYMEHT YCTaHaBAMBAET METOH BbLICOKOI(PDEKTHBHOM
XHUAKOCTHOW Xpomarorpaduu A ONPEACSCHUA MACCOBOH KOHUCHTpaunm
(heHnIUpOKCHUMATa B 3€N1€HON Macce, 3epHE M Mac/ie COU B 1Mana3OHEe KOHLIEH-
tpauuii 0,01—0,1 mr/kr.

JeicTBylolee BeleCTBO: (PEHIMUPOKCHMAT.

D T
H OCH C——0Q0-—C—CH
\ y4 2 | 3
HAC C=N CHx
[\
N\
|
CH3

2-tpe1dyTWwi(E)-0-(1,3-1uMermn-5-dpenoxcunupason-4-
WIMETHICHAMHUHO-OKCH )—p-ToNmyaT (IUPAC)

bpytro ¢opmyna: CysHy7N304.

MouiexkynspHnas Macca: 421,5.

XUMHYECKH YMCTOE BEMECTBO MPEACTaBIAET coboit Oenblit KpUcTau-

YeCKHH NOPOILOK.
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Temnepatypa rnasiaesus: 101,1-—102,4 °C.

Jasnenue napa 0,0075 mPa (25 °C).

Koadduumenr pacnpeneineHus B CMCTEMe H-OKTaHOJ-Boaa: K., 1gP =
= 35,01 (20 °C).

PacTBOpMMOCTH B Boe (Mr/am>, 20 °C): 1,46 x 1072,

PacTBOPHMOCTh B OPraHHYECKHX pacTBOpHTENAX (r/am’, 25 °C) B MeTa-
Hone — 15, auerone — 150, ppxnopmertane — 1 307, xnopogopme — 1 197, 1er1-
paruapodypane — 737.

YeToifyuB K BO3AECUCTBUIO KUCNOT M menodeif. Bo3MOXHBIMH MeTabo-
MUTAMH (PeHIMUPOKCHMATA ABNSIOTCA €ro Z-U30Mep M NMPOAYKT AEMETWIHPO-
BaHUA — AeMETWI(PEHIMUPOKCHMAT.

Kpamxan mokcuxonocuyeckas xapaxkmepucmuxa (KpBICBI); ocTpas
opaJjibHad TOKCHYHOCTb LDsy — 480 Mr/kr ming camuoB U 245 Mr/xr mis KeH-
ckux ocobeit. Ilpm noaxkoxHoM BBeaeHun LDsy coctaBaser Oonee
2 000 MI/Kr st XKMBOTHBIX MYXCKOTO H XKEHCKOT0 TIoNa. I/Iura.mlunounaa
TtokcuuHocTh L.Csy coctaBiger 0,33 MI/aM> s camuoB H 0,36 Mr/oM° A
caMoK. He paszapaxaeT K0Xy, HO ABJIAETCH CNa0bIM UPPUTAHTOM I CIIM3H-
cToll ria3 (Kpoyiuky). B INUTENbHBIX SKCNIEPUMEHTAX KaHUEPOTCHHBIE, Tepa-
TOT€HHbIE U MYTAre¢HHbLIE CBOUCTBA HE OOHAPYKEHEI.

O6aacme npumerenus. HHTHOUTOP MUTOXOHAPHAJIBHOTO 3NEKTPOHHOIO
TpaHcnopra. Oka3piBaeT ObICTPOE YHHUTOXAWOWIEE JCHCTBHE HA JIMMHUHOK M
B3pOCHKIX 0co0elt Kneuel pasnuyHbIX BUAOB IPH KOHTAKTe WIH 3ariaThiBa-
Hud. [IpuMeHAIOT MpH BRIPAIIMBAHUH (PPYKTOB — A06N0K, LIMTPYCOBBIX, IEP-
CUKOB, BUHOTpaAa U Apyroro ¢ Hopmoi pacxoga 25—75 r/ra.

B Poccun mig QEHNMHPOKCHMATA YCTAHOBNIEHDI CIEOYIOIIUE cueueHuqec-
Kue HOpMAMUGHI: HCH - 0,005 mr/kr/cyT.; OBYB B BO3JyXe paboueii 30HbI —
0,05 mr/™M’; TIIK B Bome BomoemoB — 0,001 mr/am’>; OIIK B nouse —
0,3 Mr/kr; MI[Y B a6110Kax ¥ BuHOrpazne — 0,2 Mr/xr.

1. Merpoaorudeckasi XapakKTepHCTHKA METOAA

[Ipu coOmoaeHMM BceX peErIaMEHTHPOBAHHBIX YCJIOBUI HNpPOBEACHWS
aHaJI3a B TOMHOM COOTBETCTBHH ¢ JaHHOW METOAUKOH IOrpelIHOCTh (U ee
COCTaBAAIOLINE) PE3YJIbTATOB M3MEPECHHUHN IPH JOBEPHTEABLHON BEPOATHOCTH
P =0,95 He npeBbiIIACT 3Ha4YCHUN, NpUBEICHHLIX B Tabn. 1, A1 COOTBETCT-
BYIOIIHX AUAlNa30OHOB KOHLECHTPaLMH.
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Tabnuuya 1
Metponoruueckue napamMeTpbl

[lokazaTens
TOYHOCTU®
(rpaHULbI
OTHOCHTEIb-
HOM No-
FPELLHOCTH),

Ilokazarenp NOBTO-
pAEMOCTH (OTHOCH-
TEJLHOE CpeaHe-
KBaApPaTHYECKOE
OTKJAOHEHHE MO~

BTOPAECMOCTH)
o, %

[ToxazaTtens | [1okasa-
BHYTpunabo-{ Teib
PAaTOPHOK | BOCIIpO-
NMPEUHU3HOH- | H3BOAU-
MOCTH,

Jinanazou
onpeaecnse-
MBIX KOH-~
LIEHTpaILHA,
MI/KT
(Mr/oM°)

* COOTBETCTBYET PACILHPEHHON HEONPEACNEHHOCTH
Ta k=2

Tabnuua 2

IlosiHOTA H3BJeYeHNA PEeHNHPOKCHMATA, CTAHAAPTHOE OTKJIOHEHHE,
AOBEPHTENbHLINA HHTEPBAA cpeaHero pesyastaTta aas n =20, P= 0,95

Anannzu- | [penen | Huamasou on- | Cpeadee | Cranpaprt- | JloBepHTenLHbli
pyeMeiii | oOHapyxe-| penenseMsiX | 3Ha4E€HHE |HOE OTKNO-| MHTEpBan cpel-
00BbeKT KOHUEHRTpauuy, | onpenene- HEHUEe, |HEero pe3ynsrara,

S

Macno con 0010, | 920 | 86 _

2. MeTox usmepenus

MeTtoauka OCHOBaHa Ha onpelcieHHd deHNUpPOKCHMAaTa METOI0M
B32XXX ¢ ucrions3oBanHeM Y dD-fneTekTopa nocne ero IKCTpakuuu 13 oopas-
IIOB OpraHMYECKHM pacTBOpUTENeM (Maciao) MKW CMECBI0 OpPraHHUYECKOro
pacTBOpHUTENA ¢ BOAOH (3€pHO U 3¢€JieHas Macca) H OYMCTKH IKCTPAKTa METo-
OOM T1IOCHAENOBaTe/NbHOH TBepAOQa3sHON IKCTpakUMM Ha narpoHax Jlua-
nak C16 y Cunmkarens 60.

HMpentudukauus PeHnUpokcuMaTta MpoBOAMWTCS MO BPEMEHHU YAEPKu-
BaHUsA, KOJIMYECTBEHHOE ONPEACIICHUE — METOOM a0CONMIOTHON KaJIHOPOBKH.

HM36upaTenbHOCTy METONA O0ECCMEUUBACTCA COUYETAHUEM YCJOBUM Mnoj-
roTOBKM Npob U XxpoMatorpadupoBaHus.
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3. CpencrBa H3MEpEHHi, peakTHBbI, BCIIOMOraTe/IbHbIE
YCTPOHCTBA H MAaTEpHALI

3.1. Cpeocmea usmepenuii

XXuakoctHoiit xpoMaTorpad «ACQUITY»
¢upMbl «Waters» ¢ OBICTPOCKAHUPYIOLIHM

Y ®-neTeKTopoM, CHa0KEHHBIM [I€ra3aTopom,
ABTOMATHYECKUM MPOOOOTOOPHUKOM H
TEPMOCTATOM KOJIOHKH

Becrl anamutuueckue BJ1A-200 F'OCT 24104—2001
Becwl Texuudeckue BJIKT-500 'OCT 24104—2001
Kon6wi Mephbie Ha 10, 100, 1 000 cm’ roCT 23932—90

Muxpozao3arops! JleHnurer [IEPEMEHHOTO o0be-
ma ot 200 o 1 000 MM’ ot 1 10 5 oM, BuR

KIIMMaTHYECKOro UCTIoHeHus Y XJ14.2 ['OCT 50444
[TuneTku rpaayupoBaHHbIe ['OCT 29227—91
L{nnueAps MepHBie Ha 50 u 100 cm’ ["OCT 23932—90

JJoryckaeTcsa UCMOJIb30BaHUE CPEACTB U3IMEPEHUA ¢ aHAJIOTHYHBIMH WIH
NYUYIIKMMHA XapaKTepUCTHKaMH.

3.2. Peaxmueni

ALIETOH, Y12 I'OCT 2603—79
Auerountpun ;i BOXX, «B-230HM» ymu xu TV 6-09-3534—87

Boaa auctwinupoBaHHas FOCT 6709—79

[‘'excaH, X4 TV 2631-003-05807999-—-98
Kucnora opropochopHas, X4 ['OCT 6552—80

@eHNMUPOKCHMAT C COACP)KaHNEM OCHOBHOTO BeE-

wectBa 97,7 % (Nichon Nohyaka)
JTUNALETAT, XY FOCT 22300-76

HornyckaeTcsa HCNONB30BAHHE PEAKTHBOB KBaJIMPHUKALHEH HE HIKE yKa-
3aHHBIX.

3.3. Bcnomozamenbubie ycmpoiucmea u Mamepuabl

Aunanutnueckas xonmoHka ACQUITY UPLC BEH

CI8 (100 x 2,1) MM, 1,7 MxMm (Waters)

bunuctumaTOp

bansa ynbrpaspykosasa «Candupy», ¥Y3B-1,3 TOCT P MOK 60335-2-15—98
BakyyMHbit MAHUIYJIATOP IS paboThl ¢ NaTpo-

HaMu g TeepaodasHoit axkcTpakuuu (Waters,

kat. Ne WAT 200677).
BoagocTpyiHbiili HACOC ["OCT 10696—75
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BopoHka bioxHepa TOCT 0147
BopoHku aenurenbHbie, BMecTHMOCTBIO 100, 250 em™ TTOCT 8613—75
Bopounkn nabopatopssic B-75-110 [OCT 25336—82
Kon6a bynsena OCT 5614—75

KonOb! kpyrnogonbie Ha upmdgax KIS0 14/23 TC I'OCT 10384—72
KonOs! kpyrnoaonnsie Ha nptigax KIS0 29-32 TC TOCT 25336—82
Konbsi rockonoHHeie Ha wnugax KIiI 250

29/32 TC ["OCT 25336—82L
MenpHHIIA 3JIEKTPHUYECKaA JabopaTropHas TV 46-22-236—79
[TaTponni JJuanak C16 (bnoXumMak) TY 4215-002-05451931—94

ITaTpoHBl, 3anONHEHHbIC cHnHKareneM 60

(Merck), 0,5

PoTallMOHHEI# BAKYYMHBIN ucnapuTesib GUpMbl

BUCHI, moxn. R 205 (LiIseiiiapus)

OwIbTpbl OyMaXKHbIE «KpacHas JIEHTaY TY 6.091678—86
JlonmyckaeTcs MCHONB30BAHUE APYroro BCHOMOratefibHOro obopynoaa-

HUSA C AHATOTMYHBIMH WIH JIYYIUUMH TEXHUYECKUMU XapaKTepUCTUKAM M.

4. TpeGoBarnsa 6e30NaCHOCTH

4.1. [1pu npoBeaeHuu paboTel HEOOXOAUMO coOnOAaTh TPEOOBAHHUA TEX-
HUKH 0€30MacHOCTH, YCTaHOBJICHHbIE W1 paboT ¢ TOKCHUHBIMU, €AKUMH, Jier-
KoBocnamenmomuMucs Bewecteamu (F'OCT 12.1.005, 12.1.007). Opranuza-
st 06yueHns pabotuukos 6ezonacHocti Tpyaa no FOCT 12.0.004.

[Ipy BBINONHEHUU HU3MEPECHUN C UCTIONB30BAHUEM KHAKOCTHOIO XpPOMa-
Torpaga v paborte ¢ EeKTPOyCTaHOBKaMH coOI0aaTh NpaBuia 3aeKTpobe3o-
nacHoCTH B coorBeTcTBUM ¢ FOCT 12.1.019—79 u yHCTPYKUHAMH NO 3KC-
T1yaTaluy rmprubopos.

4.2. [TomeumteHne nabopaTopuH A0KHO ObiTh 000PYAOBAHO MPHTOYHO-
BBITAXHOM BEHTWIALMEH, COOTBETCTBOBATL TpeOOBaHMAM nNoOXapHOoH 0e30-
nacHocT o 'OCT 12.1.004—91 1 uMeTh cpeacTBa NMOXKAPOTYLIEHHS NO
['OCT 12.4.009. CoaepxaHue BpeAHbIX BEILECTB B BO3AYXE HE JOJDKHO MNpe-
BBIIIATh HOPM, ycTaHOBNeHHbIX ['H 2.2.5.1313—03 «IlIpenenbHo AonycTH-
mble KOHLeHTpaurH (I1[1K) speansiX BeniecTB B Bo3ayxe paboueii 30HbI».

5. TpedoBanus K KBAJIM(PHKAUHH ONIEPATOPOB

HM3MepeHHs B COOTBETCTBUHM C HACTOALIEH METOAMKON MOXET BLINOJ-
HATh CNELHANUCT-XHMHUK, UMCIOIIHA OonbIT paboThl METOLOM BBLICOKO3((PEK-
TUBHOH XHAKOCTHON Xpomarorpaduu, 03HaKOMJICHHbI ¢ PYKOBOACTBOM I10
3KCIUTyaTalliM Xpomartorpaga, OCBOMBUIMI NaHHYI0O METOAMKY U TMOATBEp-
AUBIIMA IKCNEPHUMEHTANLHO COOTBETCTBUE MOJIYYAeMbIX PE3yJAbTATOB HOp-
MaTHBaM KOHTPOJIA MOrpeLIHOCTH U3MEepeHuii o . 13.

49



MVYK 4.1.2925—11

6. YcnioBus u3mMepeHui

[Ipy BHINOJIHEHWH U3MEPEHHUH BLINONHAIOT CJICAYIOUINE YCIIOBHA:

® [IPOLIECCHI NPHUTOTOBNICHHUA PAaCTBOPOB U MOATOTOBKU MNpod K aHANU3y
NPOBOJAAT NMpH TeMIieparype Bo3ayxa (20 + 5) °C U OTHOCHTENBHOH BIIAXKHO-
cTty He Oonee 80 %;

® BLINIOJIHEHHE HM3MEpPCHHH Ha KMIOKOCTHOM XpoMaTtorpade mpoBOIAT B
YCIIOBHAX, PEKOMEHIOBAHHBIX TEXHHUYECKOH NoKyMeHTauueH k npubdopy.

7. IIoAroTOBKA K ONPENEICHHIO

7.1. Konouyuonupoeanue KON0OHKU

[lepen Hayanom aHanusa xOJNOHKY (Acquity BEH C18) xoHaniuonu-
DYIOT B NIOTOKe noasixHoii ¢ass! (0,1—0,2 CM’/MHH) IO cTabUIH3aLMK HY-
JICBOH JIMHUM.

7.2. Ipucomoenenue pacmeopoe

7.2.1. 0,005 M pacmeop opmogocghoproii kucromur:. (0,5 £ 0,01) r 98 %-ii
opTotdocdOpHO# KUCIOThI MOMEMAIOT B MEPHYIO K06y o6beMoM 1 am°, pac-
TBOPAIOT B OMAMCTHIUIMPOBAHHOK BOAE M AOBOJAT 00BEM 4O METKH.

7.2.2. [Ina npucomoenenus noOBudCHOU @azbl CMELIIUBAIOT aLIETOHUTPII
¢ 0,005 M pactBopoM opToPochOPHON KHCIOTH! B COOTHOLIEHHH 75 : 25 1o
00beMYy, UCIOJIb3YR MEPHBIC UWWIHHADSI.

1.2.3. Ilpuzomoenenue 3110eHMO8 OAR MBEPOOPDAZHOU IKCMPAKYUM.
Onoenm 1. B MepHylo konby BmecTuMocTtsio 100 cM’ momemaior 10 cMm’
3TUNALETATA U AOBOASIT 00BbEM 10 METKM reKCaHOM.

Smwoenm 2. B MepHylo xonby BMmecTMOCThIO 100 cM’ momemaioT
40 cM’ STHIalieTaTa M IOBOAAT 00bEM 10 METKH rekcaHoM. IlepeMeLuBaloT.
DIMOEHT XPAHAT B BHITAXKHOM 1IKAQy U HCIIOJIb3YIOT CBEKEIPHUTOTOBIICHHEIM.

7.3. llpuzomoenenue 0CHOBHO20 U 2PAOYUPOBOYHBIX PACMEOPO8

7.3.1. OcnosHoit pacmsop ¢ konyenmpayueii 0,5 m2/cm’: TOYHYIO HaBeC-
Ky ¢ennupoxcumara (50 £ 0,5 Mr) moMewialor B MEpHYIO KoJIOy BMECTUMO-
cThio 100 cM’, pacTBOPAIOT B alIETOHUTPWIE H JOBOAAT 00BHEM O METKH TEM
K€ paCTBOPHTEJIEM.

I"'panyupoBOYHBIC pacTBOpB! ¢ KoHueHtpauusamu 0,1, 0,2, 0,5, 0,75 u
1,0 MKI/CM® TOTOBAT METONIOM INOCIENOBATEIbHOTO Pa3baBieHns OCHOBHOTO
pacTBOpa o 00beMy, UCMONb3ya MOABIKHYIO (a3y.

7.3.2. Pacmeop Ne ] ¢ xonyenmpayueii 1,0 mx2/cM’: B MEpHYI0 KONGY
BMECTUMOCTBIO 100 cM’ BHOCAT 0,2 CM° OCHOBHOTO PacTBOpa H JIOBOIAT 06b-
eM J0 METKH NOABHXHOM’ da3oi.
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1.3.3. Pacmeop .Nb 2c¢ Koauenmpauueu 0,75 mx2/cm’: B MEPHYHO KO0y
BMeCTHMOCTBIO 10 cM’ BHOCAT 7,5 cM° pacTBopa Ne | u moBoasT o6beM a0
METKM NNOABHKHOMN ¢a3oil.

71.3.4. Pacmeop .M? 3c xonueﬁmpauueu 0,5 mxe/cm’: B MepHYIO KOJ6Y
BMecTHMOCTBIO 10 cM’ momewaioT 5 cm’ pactBopa Ne 1 v g0BoaST 06bem 110
METKH MOABMKHOH (a3oH.

1.3.5. Pacmeop M 4 c xonuenmpauueu 0,2 mx2/cm’: B MEpHYIO KONGY
BMecTHMOCTHIO 10 cM® nmoMewator 2,0 M’ pactBopa Ne 1 u n0BoAST 06beMm
10 METKH MIOABIKHON ¢a3oii.

7.3.6. Pacmsop Ne ) ¢ xonuenmpauueu 0,1 mx2/cm’: B MephylO Kondy
BMecTHMOCTHI0 10 cM’ oMematot | oM’ pactBopa Ne 1 u nooasar obveM 1o
METKHM NOABWKHOU ¢a3oil.

OCHOBHOH pacTBOp MOXXHO XPaHUTb B XOJOAUJIBHUKE TIPU TEMIIEpaAType
0—4 °C B Teuenne 1 Mecsua, rpaayupoBOYHbIE paCTBOPbl — B TEUEHME CYTOK.

[Ipn H3ydeHUH MONHOTBLI OMNpEAeNCHHA (EHITUPOKCUMATA B 3€JICHOM
Macce, 3epHE ¥ Macle COM MCMONB3YIOT ALETOHHTPHIbHbIE PacTBOPbI BelLle-
crBa. PacTBophl ¢ kOHLEHTpauuaMHy 1,0 H 10,0 MKr/cM’ rOTOBAT M3 OCHOBHO-
ro pacTBOpa ¢ KOHUEHTpaluel 0,5 MI/CM’ METO0M TOCIEROBATENLHOTO pa3-
OaBjyieHHA 110 00BEMY AUCTOHUTPHIIOM.

7.4. I[locmpoenue zpadyupoeounozo cpapuxa

JU1s yCTaHOBACHYUA rpafyHpPOBOYHON XapakTepUCTHKH (IUI01LAAbL NHUKA —
KOHLEHTpauua (eHnHpOKCHUMaTa B pacTBOpe) B Xpomarorpag BBOAAT [0
10 MM rpagyHMpOBOYHBIX pacTBOPOB (HE MEHEe 3 mnapasie/ibHblX H3MEPEHHUI
JUIA KaXXAOH KOHLEHTpallMHM, He MeHeEe 4 TOYeK MO JHana3oHy H3MEPACMbIX
KOHLIEHTpaLM#). 3aTeM M3MEPAIOT IUIOIALM NUKOB U CTPOAT rpaduk 3aBUCHU-
MOCTH CPEOHEro 3Ha4€HHA IUIOIIAAM IMHKA OT KOHLICHTpauuH (EeHIMHPOKCH-
MaTa B rpagyHUpOBOYHOM PacTBOpE.

MeTooM HaMMEHBIIMX KBAJpPaTOB PACCHHMTHLIBAKOT IpaayHpOBOYHbI
kKoappuument (K) B ypaBHEHHH JIHHEHHON perpeccum:

C=KS, rne

S — mIoIane Nuka rpagypoBOYHOro pacTBopa.

I'panyvpoOBKY NPU3HAIOT YIOBJIETBOPUTENBHOM, €CAH 3HAYCHHUE KO-
¢ULUHEHTA JIMHEHHON KOppeALIMH oKa3biBaeTca He HHxe 0,99,

I'panyupoOBOYHYIO XapakKTEPUCTUKY HEOOXOAUMO NPOBEPATD IIPH 3aMEHE
peakTHBOB, Xpomarorpapuueckoil KOJOHKKH WM 3JIEMEHTOB Xpomarorpagu-
YECKOH CHCTEMEI, a TaKXKe NpH OTPHUATENILHOM pe3yJbTaTe KOHTpONs rpa-
AYHPOBOYHOI0 K03 PHIIHEeHTA.

I'panyupoBouHyI0 3aBMCHMOCTb NPH3HAIOT CTAOMIILHON NpH BbIMOJIHE-
HUH CICAYIOLIEro YCIOBHA:
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Kowmp. ‘-’

C - aTTecTOBaHHOE 3HAYEHHE MACCOBOW KOHLECHTpauuMd (PEHNMUPOKCH-
MaTa B rpaJyHpOBOYHOM PAaCTBOPE B MI/cm’,

Cx — pe3ynpTaT KOHTPOJLHOIO mmepeuua Maccoaoi& KOHLEHTpauy
hbeHNMUPOKCUMATa B rPaLyHpPOBOYHOM PacTBOpe B MI/cM’,

Axoump. — HOPMATHB KOHTpOJIs TPaayMpOBOYHOro kodddunueHra, %
(Axonmp.= 10 % nipu P = 0,95).

7.5. Iloozomoexa nampoHnoe ONA meepooPa3Hoil IKCMPaKyuu

Huanak C16: Henocpeﬂcmeﬂﬂo nepen ynotpediieHueM B NMaTpoH IO-
CNEN0BATENLHO BHOCAT | cM’ aneroHa ¥ 1 cM° BOIBL.

ITaTpon Cuaukarenasb 60 HenocpeactBeHHO TNepen ynoTpebiieHHEM
yepes NaTpoOH NPOMyCKaloT 2 CM’ reKcaHa.

8. Or6op npob 1 xpaHenue

OT6op Npo6 Npou3BOAMTCA B COOTBETCTBHH C «YBHUPHIIUPOBAHHBIMU
npapuaamMd orbopa mnpod CenbCcKOXO3AWCTBEHHOW NPOAYKLMH, NHHIEBBIX
NPOAYKTOB N 00BEKTOB OKpYyXaloleH cpeapl A1 ONpeneIeHUss MUKPOKOJIH-
yects necrunmaon» (Ne 2051—79 ot 21.08.79) a Taxkke B COOTBETCTBHMHU C
["OCT 10852—86 «CemeHa MaciudHbI€. [IpaBHiia NpHEMKH H METOABI 0TOO-
pa npo6». I1poOb1 3es1eHON Macchl XpaHwsiT B MOPO3WIBHOM KaMepe TIpH TeM-
nepatype —18 °C. [ pIHTENpHOrO XpaHEHUs 3€PHO COH MOACYIIMBAIOT MPH
KOMHATHOM TeMIlepaType B OTCYTCTBHE MPAMOro cojiHeuHoro ceera. Cyxue 00-
pa3iibl MOryT XpaHHThCA B TeYeHue roga. Ilepen ananuszom npobsl 3epHa goBo-
JAT 00 CTaHAapTHON BJAXHOCTH ¥ M3MebyaroT. [Ipobsl Macna XpaHaT B X0j0-

aunpHuke npy 0—4 °C B 3aKpeiTo# CTEKIAHHON Tape He 6oiiee 2 MecALEB.
9. llpoBenenne onpeaesieHus

9.1. Onpedenenue (hennupoxcumama ¢ 3epHe U 3e1eHOU Macce cou

B KOHH4ECKYI0 KO0y BMECTUMOCTBIO 250 CM° NOMEILAIOT (10,00, r
M3MelbYEHHBIX Ha naboparopHoit MenbHUIE 3epeH MM 3eJICHOM MaccChl, Ipy-
Gasnaror 10 cM® Boaw! U, ciycTs 2—3 MuH, 40 cM” aLieTOHa. DKCTParupyioT
Ha yabTpa3BykoBoil 6aHe B teueHue 10 MuH. Maccy GuabTpyroT depes Oy-
MaXKHbI QWILTP «KpacHafA JIeHTa» Ha BOPOHKE Bloxuepa IKCTPAKUMIO IO-
BTODAIOT, HCNIOJIb3yd B KA4ECTBE SKCTpareHTa 50 cM’ CMecH alleTOHa M BOJIbI
B cooTHoUIeHHH 4 ; 1. O0peauHeHHBIN IKCTPAKT YNapUBalOT Ha BaKYYMHOM

POTALMOHHOM HCNApUTENIE NIPHU TEMIIEPATYpe BOAAHOMN OaHM HE BbILIE 40 °C
IO TIOJIHOTO YIaneHns aleToHa. Boxusii octaTok (okono 20 cM’) QWIBTPYIOT
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yepe3 OyMakHbI PUILTD «KpacHas JIEHTa» M NPONYCKAKOT 4epe3 MNaTpoH
Huanak C16, orxonnuunonnponannmn no . 7.5. OUILTPaT oTOPACHIBAIOT.
DeHNUPOKCHMAT JLIOUPYIOT 3,5 cM’ aLleToHa. DMoaT ynapHuBaloT A0CYXa Ha
BaKyYMHOM pPOTALIMOHHOM HCIMapUTENe NpH Temnepa'rype BONAHOW 0aHM He

seime 40 °C, cyxoit ocTaToK pacTBOPAIOT B 2,0 CM’ rekcaHa M KOJIMYECTBEHHO
nepeHocAT B natpoH Cuinkarens 60, OTKOHAMUHUOHKPOBAHHBIN FeKCaHOM 10
n. 7. 5 OunbTpaT 0TOPACHIBAIOT, NATPOH NPOMBIBAIOT ABYMS MOPLUHMAMHU 110
2 cM’ reKcaHa W JABYMA NOPLUMAMH 110 4 cm amoeHTa 1. IlpoMbiBkH 0TOpACHI-
BaloT. PEHMMPOKCHMAT MOUPYIOT 3 cM° 3110eHTa 2. DmoaT ynapusaioT 10-
Cyxa Ha BaKYyMHOM DOTallHOHHOM HCnapuTeJie npu TemnepaType BOAAHOM

Oauu He BbilLe 40 °C. Cyxoif OCTATOK pacTBOPAIOT B | CM° MOABHXHOM (a3bl
1 10 MM’ BBOZAT B XpoMaTorpad.

9.2. Onpeodenenue hpennupoxkcumama 6 Macne cou

B koHHYecKylO0 KONy BMECTHMOCTBIO 100 cM’ nomewaror (10 £0,1)r
Macia U PacTBOPSIOT B S0 CM’ r'eKcaHa. HOJI)NEHHBH/I PacTBOp MEPEHOCAT B
IEIUTEILHYIO BOPOHKY BMECTHMOCTBIO 250 €M’ M SKCTParupyior GeHnupok-
CHMAT TPHXIbl MO 25 CM° ALETOHHUTPWNA, BCTPAXHUBAA KauAblil pa3 Aenu-
TEJIbHYIO BOPOHKY B TeucHue 1—2 muH. [locne yeTkoro pasaeneHusa ¢as ot-
JeNAIOT HWKHUA alueTOHUTPU/IbHBIA Cnoi. OO0beAMHEHHbIR IKCTPAKT NPOMb-
BAIOT B HEJIUTENbHON BOPOHKE ABYMS mopuuaMmu rekcasa mo 20 cm’. Tlpo-
MbIBKH OTOpacLbiBalOT. ALETOHUTPMIBLHBIM pacTBOp YHapHBAIOT JAOCYXa Ha
BakKyyMHOM pOTauUHMOHHOM HCNapuresie MpH TeMIiepaTtype BOAAHOK OaHu He
oiitte 40 °C. Cyxoit 0CTaTOK PaCTBOPAIOT B 2 CM~ reKCaHa ¥ BHOCAT B OTKOH-
OALMOHUPOBAHHBIN NMaTpoH CWIHKaresb 60 DunbTpaT OTOpaACHIBAIOT, MNa-
TPOH NMPOMBIBAIOT ABYMS! MIOPUMAMH 110 2 cM’ rekcaHa u JBYMS NOPLHMSMH N0
4 CM 3moenTa 1. IIpomeiBkH 0TOpaceiBaloT. MEHNUPOKCHUMAT JHOUPYIOT
3 cM’ amioeHTa 2. DMOaT YNapHBAIOT HOCYXa Ha BaKyyMHOM DOTAIlHOHHOM
MCnapuTene npu TeMneparype BOMsIHON OaHu He BbiLlle 40 °C. Cyxoi ocra-

TOK PacTBOPAIOT B 1 cM” moaBikHOM da3bl U 10 MM’ BBOAST B XpoMaTorpad.

9.3. Ycnoeun xpomamozpahuposanua

YabrtpasdppexTuBHBIN KuAKOCTHON xpoMmaTtorpad «ACQUITY» ¢pupmel
Waters ¢ 6pIcTpOCKaHUpYIOINMM Y ®-1eTeKTOpOM, CHaAOXEHHBLIN Jerasaro-
pPOM, aBTOMaTH4YECKUM NpoOoOTOOPHHKOM U TEPMOCTATOM KOJIOHKH. AHaJu-

Tuyeckasa kosonka ACQUITY UPLC BEH C18 (2,1 x 100) mm, 1,7 MKkMm

(Waters). Temneparypa xonoHkH (30 £ 1) °C. IloasuxHas ¢a3za: cmech aue-
ToHHTpHIa u 0,005 M oprodochopHOil KUCIOTBI B COOTHOLIEHHH 75 : 25.
CkopocTb noTtoka 3moeHTa; 0,2 cM’/MHH. Paﬁoqaﬂ IUIMHA BOJIHbl Y-
nerektopa 260 uM. O6beM BBOAMMO# npobbl 10 MM,

BpeMs ynepxuBaHus peHnupokcumara (4,5 + 0,1) mun.
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JIuneHpIA AUanasoH JCTEKTHPOBAHUA COXPAHAETCA B MUHTEpBaJiC KOH-
ueHTpaumit 0,1—1,0 MKr/cM’.

10. O6paboTKa pe3yIbTATOB AHAJIHU3A

KonnuecTBEHHOE OnpeacNieHUe MPOBOAAT MeToAoM abCoMOTHOR Ka-
nubposku. ConepxaHue PeHNMPOKCUMATA B 3€JICHON Macce, 3epHE M Maclie
cou (X, MI/Kr) BRIYHCISIOT MO GopMyIIe:

—-——-—S KV-I—O-(-)-I"JIC

P f

Sy — MAOLaJb NMyKa PeHNMUPOKCHMATa Ha XPOMaTOrpaMMe HCMLITYEMOTO
obpasua, AU - ¢ (AU);

K — rpalydpoBOYHBIA K03)ULIMEHT, HAHAECHHBIH Ha CTalMH NOCTPOEC-
HUA COOTBETCTBYIOLIECIH rpalyHpOBOYHON 3aBUCUMOCTH,;

V 00BEM poObI, NOATOTOBJIEHHON 1A XpoMarorpapuueckoro aHaiu-
32, CM°;

P HaBeCKa aHaJun3upyemMoro obpasua, r;

J— noJjiHOTa u3BneyeHus (PeHNUPOKCUMaTa, npuseieHHas B 1a01. 2, (%).

CoaepxaHue OCTaTOYHBIX KOJIH4YECTB (eHnHUpokcuMara B o0pasiie BHI-
YUCJIAIOT KaK CpeHEe M3 ABYX Napajie/IbHBIX ONpeacicHUM.

O6pasipl, garoliye nuky 6onsumue, qeM CTAaHIAPTHBIA pacTBOp PeHnu-
poKcHMaTa ¢ KOHuUeHTpauwen 1,0 MKI/cM°, pa30aBnsioT MOJBKXHOM (ha3oif

s BOXX.

11. IIpoBepka npueMJjIeMOCTH pPe3y/ibTATOB
Napa/iejJbHLIX onpeaesieRH

3a pe3ynbTaT aHanu3a NpUHUMAIOT CpeHee apHPMETHIECKOE pe3yJibTa-
TOB ABYX MapajUie/ibHbIX OIIPERCIICHUHA, PacXOXKACHUE MEXIY KOTOPhIMYU HE
MpEBbILIAET Tpeaenaa nosropsaemMoctH (1):

2-|X, - X,|-100
(X, +X,)
X1 1 X, — pe3yibTarhl DapajuieNbHbIX ONpeacecHnii, MI/KT;
¥ — 3Ha4YEHUe npeaena nopropaeMoctu (r = 2,8 o,).

IIpy HeBLINONHEHUH YCNOBHSA (1) BBISACHMIOT NPUYMHLI TPEBBLIIEHUA
npejaeaa NoBTOPAEMOCTH, YCTPAHAIOT MX K BHOBb BbINOJIHAIOT aHAJINS.

<r,TAC

12. Ojdopmiienne pe3yjibTaTOB
Pe3ynbTaT aHaniM3a NpeACTaBlIsIOT B BUAE:

(X £ A)mz/ ke npu BeposTHocTH P = 0,95, rae
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X — cpenHece apHPMETHUECKOE pe3yJIbTAaTOB OMNpeAeieHUit, NPHU3HAHHDIX

NMPUEMIIEMbIMH, MI/KT;
A — rpaHuUa a0COIIOTHON NOTPEILHOCTH, MI/KT.

0-X
100

O — rpaHulla OTHOCHUTEbHONM NOrPEeMIHOCTH METOAMKH (TOKa3aTes b TOY-
HOCTH B COOTBETCTBHH ¢ AHANA30HOM KOHLIEHTpaLUit), %.

B ciryyae ecnm coaepaHue KOMIIOHEHTa MEHEE HUXXHEH IpaHMLbl JHa-
[1a30Ha OmpeneyiFeMbIX KOHUEHTPAaUUHU, pe3ybTaT aHajiu3a ApEeACTaBJIAKT B
BUIE:

cooepaicanue pennupoxcumama 8 npobax 3epHa, 3eaeHon MAaccol U MAac-
na cou menee 0,01 mz/xe’

" — 0,01 me/kz — npeden obHApyIceHuA pennupoxcumama 8 npobax 3ep-
HQ, 3e1eHOU MACCbl ¥ MACAA COU.

A=

rac

?

13. KouTpoJb KauecTBa pe3yibLTATOB H3IMEpPEeHH

OnepaTUBHBIA KOHTPOJIb MOTPEIIHOCTH M BOCTIIPOM3BOAUMOCTH H3MEPE-
HUH ocymecTtBiagerca B coorserctBud ¢ I'OCT P MCO 5725-1-6—2002
«ToyHOCTb (NPaBUJILHOCTH ¥ NPEUUZMOHHOCTb) METOAOB M PE3YNbTATOB M3-
MEPEHNI.

13.1. CTabunbHOCTb PpPE3YJBTATOB H3MEPEHUN KOHTPONUPYIOT Tnepel
NpOBEACHHUEM U3MEPECHUN, aHANU3IUPYA OAHH U3 I'PARYHPOBOYHBIX paACTBOPOB.

13.2. IInaHoBbIN BHYTpH-1a00paTOpHLIA ONEpPaTHBHLIA KOHTPOJbL NpoO-
LEAYPHI BBINOJHEHUA aHAIX3a MPOBOAUTCA C NPUMEHEHHEM MeToAa 100aBOK.

Bemrauna no0aBku C, AOMKHA YAOBIECTBOPATL YCAOBUIO!

Co=Al,x+ Ay x, rhE

* A,y (£ A, x') — XapakTepUCTUKA NOrpeluHOCTH (abCOMOTHasA norpeil-
HOCTb) Pe3yJIbTaTOB aHaJIN3a, COOTBETCTBYIOLIAA COIEpPXKAaHHID KOMIIOHEHTA B
HCHBITYeMOM oOpasue (Pac4eTHOMY 3HAYCHMUIO COAEPXaHUA KOMIIOHEHTA B
obpasue ¢ no6aBkoH, COOTBETCTBEHHO), MI/KI;, [IPH 3TOM:

A, =084 A, rae
A — rpanuia a0COMOTHON NOrpemHOCTH, MI/KT:
0-X
100

0 — rpaHKLia OTHOCHTEbHOM MOrpeiHOCTH METOAUKH (MOKa3aTenb TOY-
HOCTH B COOTBETCTBHH C AHANa3zOHOM KOHUEHTpauUHil), %.
Pe3ynbrat KOHTPOMNA NpoleAypsl Ky pacCUHUTHIBAIOT 1D QopMyJe:

A= , Tae
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Ke=X - X—-C,, rae

X, X, Cy — cpenHee apHPMETHYECKOE Pe3yJIbTaTOB IMapayelibHbIX O~
peAeneHut (NpU3HaHHBIX MPHEMAEMBIMH 1O 1. 11) coaepxaHud KOMITOHEHTA
B oOpa3ue ¢ nobaBkoi, ucnbiTyeMoM oOpastie, KOHUEHTpalus 100aBKH, CO-
OTBETCTBEHHO, MI/KT.

Hopmatus KOHTpONA K pacCUMTHIBAIOT M0 GopMyiie:

K=&, + A%, (1)

[TpoBOASAT COMOCTaB/ICHHE pPe3yabTaTa KOHTPOAA npouexypbt (Kx) ¢
HOPMATHBOM KOHTpOJA (K).
Eciu pe3yapTar KOHTPOJA NpOoUeaAypsl YAOBAECTBOPSAET YCIOBHIO

Kkl <K (2)

NpoueAYypY aHalN3a NpHU3HAIOT YAOBJIETBOPHUTENLHOMN.

[Ipyu HEBHINTONHEHHH YCJIOBHA (2) MpoUeHypY KOHTPOJSA IIOBTOPAIOT.
[Ip# NMOBTOPHOM HEBBLIMOMHEHUH YCJIOBUA (2) BRIACHAIOT NMPHYIMHBI, NPUBO-
AALIME K HEYNOBJIETBOPHUTEJILHBIM pe3yibTaTaM, H NPHHHMAIOT MEphl K HX
yCTpaHEHMIO.

13.3. IlpoBepka NMpHEMNEMOCTH PE3yALTaTOB M3IMEPEHHH, IOIYy4YEeHHBIX
B YCIOBUAX BOCHPOU3BOAUMOCTH:

PacxoxaeHue MeXIy pe3yibTaTaMH H3MEPCHHH, BbITIOJIHEHHbLIX B IBYX
pa3HbIX J1abopaTOpuAX, HE AOKHO NPEBBIUATL NPEAcia BOCIPOUIBOAHMO-
ctu (R):

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

X, 1 X; — pe3ynbTaThl M3MEPEHHI B ABYX pPa3HbIX 1a60paTOpHsX, MI/KT;
R — npeaen BOCIPOHU3BOAMMOCTH (B COOTBETCTBUHM C AHUAMA30HOM KOH-

LueHTpaumi), %.

<R, rue (3)
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