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YTBEPXJIAIO

PykoBonurens OeaepansHoi CiyxOb
o HAU30py B chepe 3aluMThl NMPEB
notpedurenei U 6rarononyuyns YeIoBeKa,
I'naBHbBIH rocyIapCTBEHHBIN CAHHUTAPHBI
Bpau Poccutickoyn denepanuu

I'. I'. Onuienko
31 mapra 2011 1.

JlaTta BBeAECHHA: C MOMEHTA YTBEPKJIACHKS

4.1. METOJIbI KOHTPOJIA. XUMHAUYECKHUE OAKTOPHI

OnpeaeneHue 0CTATOUYHLIX KOJIHYECTB DEeHNPONHANHA
B 3¢JICHOH Macce, 3epHe N COJIOME 3€PHOBBIX KYJIbLTYP
METO0M BbICOK03(]PPEKTHUBHON KHUIAKOCTHOMN
XxpoMaTorpajpun

MeronngecKHe YKA3AHHS
MYK 4.1.2865—11

Oo6mue noJjiokenus H 00,1aCTh NPUMEHEHHSA

Ceuoemenvcmao 06 ammecmayuu memoouxu om 25.00.2010 Ne 01.5.04.686.
Hactosimuii JKOKYMEHT YCTAaHABIMBAET METOA BBICOKOIPPEKTUBHOMH
XHUAKOCTHON XxXpoMaTorpadum aid onpeleNicHHs MacCOBOH KOHUEHTPaLUH
DeHnponyanHa B 3€J€HOH MacCe M 3€PHE 3€pHOBLIX KYJILTYP B AMANa3OHe
xoHueHTpawmii 0,01-—0,1 Mr/kr u B conoMe B auanasone 0,04—0,4 Mr/kr.
HelcTByrolee BeliecTso: PEHIIPONTUOUH.

CTpykTypHas ¢opmyna;

CH
/N < >
(CHy),C CH, CH;—N

Hassanue peiictayromiero semectsa o HMIOITAK: (RS)-1-{3-(4-Tpert-
OyTrndeHw)-2-Me THANPOITII JIHNEPU IUH.

MonekynspHas macca: 273,5.

SMHHPH‘IBCKEH (1)0pMyna: C19H3 _]N.

XHMHYECCKHM YHUCTOE BELISCTBO MNpeacTaBiieT co00H OneaHO-KENTYIO
cjierka BA3KY10 )KHAKOCThL O€e3 3amaxa.

Temneparypa xuneuus > 250 °C, 70,2 °C/1.1 Pa.

i
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MVYK 4.1.2865—11

HasneHue napa 17 mPa (25 °C).

KoadhduuueHT pacnpeleecHHs B CHCTEMe H-OKTaHON-Boja: K.,
IgP =2,9 (pH 7, 25 °C).

PacTBOpHUMOCTS B Boae (Mr/am’, 25 °C): 530 (pH 7); 6,2 (pH 9).

Jlerko cMeIHBaeTCa ¢ aUeTOHOM, TAHOJIOM, TOJYONOM, H-OKTaHOIOM H
rekcaHoM (235 °C). CrabuneH nMpu XpaHEeHHH B 3aKPbITOM KOHTEHHepe Npu
KOMHATHOM TeMIlepaType, O KpanHeN Mepe, B Teyenue 3 Mecaues. BoaHwie
pPacTBOPhl YCTOWHUMBHEI K BO3AcHCTBHIO Yd-cBera M ruapoausy npu 80 °C
(pH 4, 7 n 10). pK, 10,1 (cunbHOE ocHOBaHuUE).

Kpamkas moxcuxonozuveckdas Xxapaxmepucmuxa. Y KpbIC ocTpas
opanbHass TOKCUYHOCTH, LDso> 1447 Mr/kr; npu¥ MNOAKOXHOM BBEICHUH
LDs > 4 000 mr/kr. UHransuMonKas TOKCHIHOCTh LDso 1220 Mr B 1 M BO3-
ayxa (Bpems 5kcno3niim 4 4). Y KPOJIMKOB Bbi3bIBAeT pasapakeHHE KOXHU H I71a3.

He obnanaer MyTareHHbIM, KAHUEPOreHHBIM U TEPATOT€HHBIM JCHCTBHEM.

Obnacme npumenenus. PEHOPONTUINH — JTACTBCHHBIA QYHIUIHA CUCTEM-
HOI'0 JCHCTBUA C LEJEOHBIM 3alUMTHBIM M MCKOpeHAomnM 3¢ dexToM. Tlo-
AABNIACT pa3BUTHE TAKkWX 3a00JiCBAaHMI 3EPHOBBIX KYJLTYP, KaK JIOXKHOMYY-
HUCTas POCa, pKABYHHA H IATHA HA JJUCTBAX, BbI3bIBAEMbIC, COOTBETCTBEHHO,
rpubaMu u3 poaioB Erysiphe graminis, Puccinia SPP v Rhynchosporium secalis.

I'uruenndeckne HopMaTuHBBHl B Poccuu mana ¢ennponmauna: MY B
3epHe XJ1eOHbIX 31aK0B 0,25 MI/Kr.

1. MeTpoJiornyeckasi XapaKkTepHucTHKA MeTo/Aa

[Ipn coOmoaeHUH BCEX PErIAaMEHTUPOBAHHLIX YCIOBMH NPOBEACHUA
aHasu3a B TOYHOM COOTBETCTBMH C NAHHONW METOXMKON MOIPelIHOCTh (M ee
COCTABJIAIOIINE) PE3yNbTAaTOB U3MEPECHUU [IPH NOBEPUTEIILHON BEPOSTHOCTH
P = 0,95 He npeBblliacT 3HAUCHUH, TIPUBEACHHBIX B Tabn. 1 414 COOTBETCT-
BYIOLUMX AHANasoHOB KOHLUCHTPALIHIA.

Tabnuua 1
MeTtpojiornyecKkue napaMeTpbl
[loxazarens 1o- [Tokasatens
l ompere | MOPINOCT. | e, | o, | T
DOBeKT | TRCMBIX | cpenexpanpari- | CoPATOPHOR) BOCTIPO- | oypiocyyyeyy
— YECKOE OTKJIOHEHHE MOCTH, HOM I10-
ME/KT ﬂOBTﬁpﬂ&ﬂMOCTH), 5o Y% I'PELIHOCTH),
a,, Yo = R, +8, %
3enenas Macca|0,01—0,10 6 7 8 16
3epHo 10,01—0,10 6 7 8 16
Cosroma 0,04—0,10 S 6 8 16
- 0,10—0,40 3 | 4 5 10
* COOTBETCTBYET pacHIHpeHHON HeonpeaeneHHOCTH Uy, (B OTHOCHUTENBHBIX eHVHU-
Hax) npu xodgduunente oxparak =2. - _ |

90



MYK 4.1.2865—11

Tabnuua 2

[Toarotra Hisaevenns QeHNPONUAUHA, CTAHAAPTHOE OTKIIOHEHHE,
A0BEePUTENbHbIH HHTEPBAJ CpeaHero pe3yantTata ans n = 20, P =0.95

Cpennee
3HAYCHHE

Junanason
| onpenecnse-
MbIX KOHLIEH-

Tpanui,
MI/KT

iMacca
mm 2,7

2. MeToa namepenns

MeTtoauka 0CHOBaHa Ha omnpeneneHun derrnponuauHa Meroaom BIXKX
C Mcnoyb3oBaHueM Y ®-leTekTopa Nocne €ro 3KCTpakuMu u3 obpa3uoB cMme-
CBIO OPraHMYECKOr0 PacTBOPUTENS C BOAOM M OUMCTKHM IKCTpaKTa MyTEM f1e-
pepacnpeacieHHA KHCIOTHO-OCHOBHBIX GOpM DEeHNPONUIANHA MEKIAY ABYMH
HeCMEINMBAOIIMMHUCA (Pa3zaMHu ¥ MeTOOOM TBepno-¢ha3zHol 3KCTpaKLKH.

Npevrudpukauus PEHIMpONKMANHA [IPOBOAUTCA N0 BPEMEHH YAEpKHBa-
HHUSA, KOJIMIECTBEHHOE ONpeeieHUe — METOA0M abCOMOTHOH KanuOPOBKH.

N36upaTeTbHOCTE ME€TOIa ODECIEUHBAETCA COYCTAHHEM YCJIOBHH MOJ-

[OTOBKH 11pod U xpoMartorpapupoBaHus.

Crangapr- {JlosepuTebHbIH
HOE OTKIIO- | HHTEPBAN Cpe-

oIl -
]:i{eun:ne HeHue, HEero pe3yiabra-
S Ta, + %

[Ipeaen
obOHapyxe-

HHEA,
Mrfxr

3. Cpencrsa u3mepeHHil, peaKTHBbI, BCTIOMOraTejibHbIe
YCTPOHCTBA H MaTepHAJIbI

3.1. Cpeocmea usmepenuu

XKuakocTHoeiii xpomaTtorpad «ACQUITY» dupmsl
«Waters» ¢ ObICTPOCKaHUPYIOIUMM Y D-NETEKTO-
pOM, CHa0XeHHBIM JIEra3aTopoM, aBTOMaTHYECKUM
npo6OOTOOPHHKOM M TEPMOCTATOM KOJIOHKH

Becol ananmuruueckue BJIA-200 ["OCT 24104—2001
Beco! Texanueckue BJIKT-500 ['OCT 24104—2001
pH-meTp dpupmel «Hanna Instrumenty, MO,D, P212

Kon6s1 MepHsie Ha 10, 50, 100, 1 000 cM’ 'OCT 23932—90

Muxpoao3atopsl JleHnHneET MEPEMEHHOrO obbeMa
0or200 10 1 000 MM’ noT 1 10 S oM’
[InneTkn rpaxyMpoOBaHHBIE ['OCT 2922791
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[{unuHaps! MepHbie Ha SO 1 100 cM® [TOCT 23932—90
HomnmyckaeTcs UCnoab3oBaHUe CPENCTB U3MEPEHUS C anaTOrHIHbIMK WITH

NIYYIIAMY XapaKTePUCTHKAMM.

3.2. Peaxkmueni

AUeToH, 4y1a [[OCT 2603—79
Auerouurpun as BOXX, «B-230HM» unu xu TV 6-09-3534—87
["excaH, xu TVY 2631-003-05807999—98

Bona ounaucTwuiMposaHHasn, nedonnsuposangsas, ['OCT 6709—79
OeHNPONUONH ¢ ColepXXaHueM OCHOBHOT'O BEIIE-
ctBa 97,7 %, Makreninm Arau
Hatpu#t cepHOKUCTHIR, 6€3BOIHBIH, X4 [NOCT 4166—76
ConsHasa xucnora, 0,1 M BOIHEINR pacTBOP
I'napoxkcua HaTpus, 1M BOOHEINA pacTBOP
IHoaswxHas ¢asza ans BOXKX: cmech alleTOHHT-
puna 4 0,005 M optodochopHOH KHCAOTHE B CO-
oTHOWwieHUH 40 : 60
JlonyckaeTca HCHOJIL3OBAHUE PEAKTHBOB KBUIH(PHKALHEH HE HIXE YKA-

JAHHbIX.

3.3. Bcnomozameinbnoie yCmpoucmed U Mamepuansl

Ananutnueckasn xononka ACQUITY UPLC BEH
C18 (100 x 2.1) mMm, 1,7 Mxm (Waters)

YipTpassykoBas 0ans «Cangup»
Boponku nadoparophsiec B-75-110 ['OCT 25336—82

buoucrunnarop
PoTauHOHHBIA BaKYYMHBIH MCHAPHUTENb QHUPMBI
BUCHI, mMon. R 205
OunbTphl OYMaXHBIE «KpacHas JIEHTA?, TV 6.091678—86
[TaTpoHB!, 3aM0JHEHHBIE CUNnKareneMm 60
(Merck), 0,5 r
JlonycxkaeTca HCIONb3OBAHUE APYTroro BCHIOMOraTteabHOro obopylnoBa-
HUS C TEXHUYECKAMMU XapaKTEePUCTHKEMHU HE XYK€ YKA3aHHbIX.

4. TpeGoBanna 6e30MaCHOCTH

4.1. IIpu pabote HeoOxoaumo cobmoaarts TpeOORAHHA TEXHHUKH 0e30-

MACHOCTHU, YCTAHOBNEHHbIE AN padOT C TOKCHMYHBIMM, €AKHUMH, JIETKOBOC-
mamersnoumuc sewectsaMu (I'OCT 12.1.005, I'OCT 12.1.007). Opranu-
3alus 00yueHUs paboTHUKOB 6e3onacHocTd Tpyaa —I'OCT 12.0.004.
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[Ip# BBIMONHEHHH M3MEPEHHN ¢ HCIIOB30BAHUEM XHAKOCTHOIO XpoOMa-
rorpacda 1 pabore ¢ NEKTPOYCTAHOBKaMH COOMOAATH NpaBUia NEKTpoHe3o-
nacaocTH B ¢ooTBeTCTBUH ¢ I'OCT 12.1.019—79 U MHCTPYKLMAMA NO 3KC-

IUTyaTaluu IpHOOpOB.
4.2. TTomemenue naboparopun N0JKHO OBITH 000PYIOBAHO NPHTOYHO-

BBITSDKHOH BEHTWIALMEN, COOTBETCTBOBATL TpeOOBaHHMSM NOXKapHoil 6e30-
nacHocty no I'OCT 12.1.004—91 u umeTh cpencTBa NOXapoTYWICHHS I10

I'OCT 12.4.009. Conepxanue BpeIHBIX BEIMECTB B BO3/LyXe HE JNODKHO Mpe-
BBILIATE HOPM, ycTaHoOBJdeHHbIX T'H 2.2.5.1313—03 «llpeaencrHo xomycTm-

mbie kOoHUEeHTpauuu (I1JIK) BpeaHsIx BelIeCTB B BO3XYXe paboueii 30HbIY.

S. TpeboBanus K KBAIH(PHKANHH ONEePaTOpoOs

H3MepeHUs B COOTBETCTBHM ¢ HACTOAUIEH METOAHKOM MOKET BBIIOJ-
HATH CHEUMAINCT-XHUMHUK, UMEIOILUIA OMBIT pabOThl METOIOM BBICOKOIQ(EK-
TUBHOM >KHAKOCTHOH XpoMatorpagum, O3HAKOMJIEHHLIH C PYKOBOACTBOM IO
3KCIUTYaTaUMH XpoMarorpaga, OCBOMBIIMI JAHHYI0O METOAMKY M TMOATBEP-
OHUBIIMA 3KCMEPUMEHTANILHO COOTBETCTBUE MOJIYYACMBIX PE3YIIBTATOB HOPD-
MaTHBaAM KOHTPOJA NOrpeliHOCTH U3MEPEHHUH no 1. 13.

6. YciaoBusi HaMepeRUMH

[1pu BBINOJIHEHHH U3MEPEHUN BHITIOIHAIOT CAECAYIOLIHME YCIIOBUA:
® NIPOLIECCH NMPUIrOTOBIECHUA PAacTBOPOB M MOATOTOBKH Mpod K aHAM3y

IPOBOIAT NpH TeMiieparype Bo3ayxa 20 + 5 °C ¥ OTHOCHUTEIBHOH BJIAXHOCTH
He OoJiee 80 %.

® BLINIOJHEHHE H3MEPEHHUI Ha XHAKOCTHOM Xpomarorpade npoBOAAT B
YCIOBHAX, PEKOMEHAOBAHHBIX TEXHHYECKOH NOKYMEHTaLMeH K pHbopy.

7. I1oAroToBKAa K ONpexe/ICHHI0
7.1. Konouyuonuposanue KOJ10HKU

Ilepen HayasoM aHanm3a KOMOHKY (Acqmty BEH Cl8) kOHIMLIMOBH-
PYIOT B NOTOKE NOABHWKHOH (assl (0,1—0,2 cM’/MHH) 10 cTabuIM3alig Hy-
NIEBOH TUHMH.

7.2. Ilpuzomoenenue pacmeopoeg

7.2.1. 0.005 M pacmeop opmogocgopnoii kucnomsr: 0,5 £ 0,01 r 98 %
opTodpocdopHOH KUCIOTHI IOMELIAIOT B MEPHYIO KOJIOY 00beMOM 1 M, pac-
TBOPAIOT B OMANCTHILIMPOBAHHOM BOJE U J0BOJAT 00hEeM A0 METKH.
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1.2.2. [{nsa npucomoenenus no0BUNXCHOU @a3st CMEWUBAIOT AUETOHUTPUI
¢ 0,005 M pactBopoMm oprodochopHoit kuciaoTel B cooTHoweHuHM 40 : 60 mo
00beEMY, UCITONB3YA MEPHBIEC LIMIITHHAPHI.

7.2.3. Ilpucomoenenue snioenma ons meepooghasnou sxkcmpaxyuu. B
MEpHYI0 KO0y BMecTUMOCThiO 100 cM® momenaroT 20 CM° aleTOHA M JOBO-
8T 00beM No METKH rekcaHoM. IlepeMemiMBaloT. DIMOSHT XPaHAT B BBITAX-
HOM MKady U HCTIONB3YKT CBEKETIPUIOTOBIICHHBIM.

7.3. Hpuzomoenenue ocCHOGHO20 U 2padyupo8oOYHbIX pACMEOpOs

7.3.1. Ocnosnoii pacmeop ¢ konyeumpayueti 0,5 m2/cm’: TO4HYIO HaBeC-
Ky @ennpormiannda (50 + 0,5 Mr) noMeliaroT B MEPHYKO KOI0Yy BMECTHMO-
cTbio 100 cM’, pacTBOPAIOT B ALCTOHUTPWIC U JOBOHAT O0BEM J0 METKH TEM
)K€ PACTBOPHTEIEM.

['panyupoBOYHBIE pacTBOph! ¢ KoHueHTpauwsamu 0,1, 0,2, 0,5, 0,75 u
1,0 MKI/cM® FOTOBAT METOAOM INOCIENOBATENBHOTO Pa3GaBIEHHs! OCHOBHOTO
pacTBopa 1o o0beMy, HCOABL3YS HOABIKHYIO (a3y.

7.3.2. Pacmeop Ne I ¢ xonyenmpayueii 1,0 mxe/cm’: B MEPHYIO KOAOY
BMeCTHMOCTBIO 100 cM’ BHOCAT 0,2 CM’ OCHOBHOIO PacTBOpa M AOBOIAT 06b-
eM 10 METKH MOABIKHOM! (ha3oii.

7.3.3. Pacmeop Ne 2 ¢ xouyenmpayueii 0,75 mx2/cm’: B MEPHYIO KONOy
BMecTHMOCTBIO 10 ¢cM® BHOCAT 7,5 cM’ pactBopa Ne 1 u pmoBoasat o6bem 10
METKH MOJBHKHOM (a30i.

7.3.4. Pacmsop MNe 3 ¢ xonyenmpayueii 0.5 mx2/cM’: B MEPHYIO KOOy
BMecTHMOCTBIO 10 cM’ moMeraroT 5 cM” pactBopa Ne 1 1 J0oBOIAT 06bEM /0
METKH MOABMKHOH (a3oi.

7.3.5 Pacmsop Ne 4 ¢ xouyenmpayueii 0,2 mx2/cm’: B MEPHYIO KOOy
sMecTUMocThio 10 cM’ momemalor 2,0 cm” pactBopa Ne 1 M JOBOMAT 06beM
10 METKH NOJABHXKHOH a3oi.

7.3.6. Pacmeop Ne 5 ¢ xonyenmpayueii 0,1 mxa/cm’: B MEPHYIO KOJOY
BMecTHMOCTBIO 10 cM’ momemaror 1 cM’ pactsopa Ne 1 u moBOAAT 06beM 10
METKHU NOABMKHOHI (Pa3oii.

OCHOBHOM PacTBOp MOXKHO XPaHUTh B XOJIOJWIBHHKE MPH TEMIIEpaType
0—4 °C B TeyeHue | Mecqua, rpagyHpOBOYHBIE PaCTBOPHI — B TEUEHHE CYTOK.

[Ipy H3y4YeHUN MOJHOTHI onpeneneHud @eHnponuauHa B 3eJeHON Mac-
ce, 3¢PpHE U COJIOME [MUECHHUUb! HCNONB3YIOT ALETOHUTPIIBHBIE PacTBOPSI
BEUIECTRA.
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7.4. Ilocmpoenue 2padyuposounozo zpauxa

JIns yCTaHOBJICHHA TPaXyUPOBOYHOM XapaKTepHCTHKHU (IU10Iadb MUKA —
KOHIIeHTpauua EHIPONUIMHA B pacTBope) B Xxpomarorpad BBOAAT MO
10 MM’ rpaIZyHpOBOYHEIX PAaCTBOPOB (He MeHee 3 MapalieNbHbIX HIMEPEHMi
UTS KaXKI0M KOHLEHTpALMH, He MEHee 4 TOYEK MO AHAINa30HYy H3MEpIeMbIX
KOHLIEHTpalui). 3aTeM H3MEpPAIOT IUIOLIAAMN ITHKOB K CTPOAT IpaduK 3aBUCH-
MOCTH CpPEIHEro 3HAUYCHUA IUTOIAAN NMKA OT KOHUEHTpauy PeHnponuauHa
B I'palyHpOBOYHOM PacTBOpE.

MeToaoM HAaMMEHBIOIMX KBAaJApaTOB PACCUMTHIBAIOT I'PaXyHMpPOBOYHBIN
ko3pduuuent (K) B ypaBHeHHHU JIMHEHHOHR perpeccuu:

C =KS, rae

S — moiaas NMKa rpalyHpoOBOYHOr( pacTsopa.

I'panyupoBKY MPH3HAKOT YAOBACTBOPUTENBHON, €CNH 3HAYEHUE KO-
¢uLMEeHTa THHEHHON KOppendiliun okasbiBacTCA He HHxe 0.99.

I'panypoBOYHYIO XapaKTEPUCTHKY HEOOXOOUMO IIPOBEPATL MPH 3aMEHE
PEAKTUBOB, XpOMATOTrpapMIEeCKON KONOHKH WIH 3JIEMEHTOB XpoMaTorpadu-
YECKOM CHCTEMBI, @ TAKKe IPH OTPHLATEILHOM PE3yNbTATE KOHTPOIA Ipa-
TYHPOBOYHOro KodgpunueHra.

I'pagyupOBOYHYIO 3aBHCHMMOCTb NPH3HAIOT CTAOMIBHON NPH BbiNOJHE-

HUU CEAYIOMETO YCIOBHA:

lfj_"c"f‘-l-loosﬁp

C Kkoump ? LAE

(' -- aTTECTOBAaHHOE 3HAYECHHUE MAacCOBOM KOHUEHTpauuu PeHnponuanga
B I'PayUpOBOYHOM PacTBOPE;
Cx — pP€3YJIbTAT KOHTPOJIbHOIO HU3MEPEHMSI MaCcCOBOM KOHLECHTPaLHWH

OeHnponyarHa B rpalyMpoOBOYHOM pacTBOPE,
Akowrp — HODMATHB KOHTpPOJIA rpamydpoBodHoro koddduunenra, %
(Axorrp = 10 % mipu P = 0,95).

7.5. Iloozomoeka namponoeé 018 MmeepooPa3Hol IKCMPAKLUY

HenocpeacteeHHO nepen ynotpebiaeHueM gepe3 IaTpoH, 3aroHeHHBIH

CHJIMKAresieM, IPONYCKaloT 2,5 CM” TeKCaHa.

8. OT0op npod H XxpaHeHune

Ot60p npob 3epHa npousBoaurca B cootBeTcTBUM ¢ [OCT P 50436—92
(MCO 950-79) «3epHoBBIE. OT6OP Np06 3epHax». [Ipolrl 3epHa M CONOMBI 11
OnpeaeNieHsA OCTATKOB B ypo’Kae XpaHAT B OyMakKHOH HIH TKaHEBOH yna-
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KOBKE [Ip¥ KOMHATHOH Ttemnepatype. [lepen aHanH3OM 3€pHO U COJIOMY U3-
MEJIbYAKOT Ha 1abopaTOpHBIX MENLHULIAX.

9. IlpoBeaeHue onpenesieHus

9.1. Onpeoencnue Pennponuduna 6 3e1eH0U Macce, 3epHe
U CONOME RUIEHUYDI

20 r 3epHa UMY H3MEIBYEHHON 3€JIEHOW MacChl MM 5 I' COJIOMBbI NIOMe-
LIAIOT B KOHHYECKYIO KOJIGY BMECTHMOCTBIO 250 CM® ¥ KCTparupytor 75 M’
CMECH alieTOHA U BOJBI B COOTHOIICHHH 7 : 3 B YIbLTPa3BykoBOH OaHe B Teye-
Hue 15 MuH. Maccy GuabTpyrOT Ha BOpOHKe bBloxHepa depe3 OyMakHbIH
QUALTp «KpacHasl JIeHTa». JKCTPaKLMiO NOBTOPAIOT € TEM K€ O0BEMOM IKCT-
pareHta. OO0beANHEHHBINA 3KCTPAKT YIIApHBAIOT Ha BAKYYMHOM POTAIIMOHHOM
HcnapuTesie TpyM TeMneparype BoasiHoi OaHu He Beimie 40 °C 10 NojxBOro
yaajeHua auetoda. O6bpeM BOAHOIO ocrarka aoBoasaTt po 80 CM’, TIOOKHUCIIA-
10T 1 M pacTBOpOM XJIOPHCTOBOAOPOAHOM KKUCIOTH! 10 pH 3,0 U npoMbIBaloT
nBaXcAbl M0 25 cM’ rekcana. [ekcaHoBbIi SKCTpakT oT6pacsiBaoT. K oTne-
IEHHOMY BOJHOMY CJIOK0 MpHOaBIIOT 0ko1o 5 cM’ 1 M pacTBOpa rHApOKCH-
na Hatpyua 1o pH 9,0 ¥ 3KcTpParupyoT GeHNPONUAKRH TPHXKIB N0 25 CM° rek-
CaHa. JKCTpakT (UIBTPYIOT 4Hepe3 cioil 0e3BoAHOro cyibara HaTpus M
YIIAapyBaKOT JOCYXa HA BAKYYMHOM POTALMOHHOM HCIIAPHTENE NPH TeMIIEpa-
Type BOAAHOI O0aHMu He BuiIE 40 °C. Cyxo# ocTaToK pacTBOpsAKOT B 2,0 cM”
'CKC@HAa M BHOCAT B OTKOHIAMIHOHHPOBAHHBIM ITaTPOH, 3aMONHECHHBIH CHUJIH-
kareneMm. [laTpoH MPOMBIBAIOT 2 cM® TeKCaHa. [IPOMBIBKY OTOpachIBalOT.
OCHIPONMOKMH MOUPYIOT 2 CM°  3ITIOEHTa, MPHUIrOTOBJIEHHOro mo m. 7.2.3.
Dn10aT yrmapuBaroT aocyxa. Cyxoit ocTaTox pacTBOpsiOT B 1 cM’ MOABIKHOR
da3bl. 10 MM’ MMOTY4E€HHOFO PACTBOPA BBOAAT B Xpomarorpad.

9.2. Ycaoeua xpomamozpagpuposanun

YasrpasdpdexTnBabiit )xuakoctHo xpoMartorpadp «ACQUITY» pupmer
«Waters» ¢ ObICTPOCKAHUPYIOLIUM Y D-NETEKTOPOM, CHAbKEHHbBIH 1era3aro-
POM, aBTOMATHYECKUM [HPOOOOTOOPHHUKOM M TEPMOCTATOM KOJOHKH. AHaJH-

tuueckas komoHka ACQUITY UPLC BEH Ci18 (2,1 x 100)mm, 1,7 MM
(Waters). Temneparypa xosioHky (30 = 1) °C. IloaBwkHas ¢asa: cMecCh aue-
Touutpuna ¥ 0,005 M oprodocPopHOr KHCIOTH! B COOTHOWEHUH 40 : 60.
CkopocTh noToka amoenta: 0,2 cM’/mMuH. Pabouas anuHa BOMHEl V-
netextopa 220 uM. O6beM BBOANMOI Mpodsl 10 MM,

Bpems yaepxnsadusg dednponuguna 4,7 + 0,1 MuH.

JInneitplil MMana3oH OETEKTUPOBAHMA COXPAHAETCS B MHTEPBAJIe KOH-
nenrpauui 0,1—1,0 MKL/CM".
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10. Oopaborka pe3yabTaTOB AHAJIU3A

KonuyecTBEHHOE OIpeie/IeHHe NPOBOJAT METONOM aGCOMOTHON Ka-
nu6posku. Conep:kanue DeHNPONMUAUHA B 3EJCHOM Macce, 3epHeE H COJIOME

nmeHunb (X, MI/Kr) BEIMHCIAIOT 10 hopMyJie:

S K-V 100
— «—— TAe

p /

S, — momaas nvka OennporManuHa Ha XpOMATOrpaMMeE HCNLITYEMOTO
o6pasua, MM~ (AU);

K — rpanynpoBO4HbBIA k03 PHULMEHT, HaHAEHHBIM Ha CTauH NOCTPOE-
HHs COOTBETCTBYIONIEH rpanyUpPOBOYHOH 3aBHCHUMOCTH;

V — 06BEM 11p0odki, MOATOTOBACHHOA 1A XpoMaTorpaguecKoro aHajiu-

33, CM";

P — HaBecka aHaJM3MpyeMoro odpasua, rI;

f— nonnora u3BneucHua QeHnponuaHa, npuseaeHHan 8 1adin. 2 (%).

ColepxaHue OCTAaTOYHBIX KOJMUYECTB (eHNpONHAMHA B OOpa3iie Bbl-
YUCJIAIOT KaK CpeliHee U3 ABYX NapalieibHbIX ONpeeIeHHUIl.

OO0pa3upl, JalouMe NHKH OoJbiupe, YeM CTaHIAPTHEIN pacTBOp Pen-
NponUAHHA ¢ KoHueHTpauueii 1,0 MKr/cm®, pa36aBasioT NoaBMKHOH (a3oi
ana BOXX.

X =

11. IIpoBepxa npHeMJjIeMOCTH Pe3YJIbTATOB NapalielbBEbIX
onpeaeacHRH

3a pe3yibTaT aHaJIu3a NPUHKMMAIOT CpelHee apUPMETHYECKOE PE3yJIbTa-
TOB JBYX Napa/UlCNbHBIX ONpEAENEeHUN, pacXoKIeHUe MEXIY KOTOPBIMM HE
IIPEBbILIACT Npeaecia MOBTOPAEMOCTH (1):

21X, - X,|-100
— < r,The
(X, +X,)

X) U.X; — pe3yapTaThl NapaiebHbIX ONPEACICHNI, MIVKT;

¥ — 3HaueHUe npejesa JoBTOpAeMoCTH (r = 2,8 G,).

IIpn HeBbINOAHEHHHN YCJAOBHS (1) BBIACHAIOT MPUYMHLI NPEBLIUICHUA
npenena NOBTOPAEMOCTH, YCTPAHSIOT UX M BHOBL BBHITIOIHAIOT aHAIHU3.

12. Odopmirenune pe3yibTaTOB
Pe3ynbTaT aHanu3a npeACTaBisiOT B BUE:

(X . A) Mme / k2 npH BepoatHocTH P = 0,95, rae
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X — cpeaHee apupMeTHUECKOE PE3YibTATOB ONpeAeeHHi, NPH3HAHHBIX

NPUEMIIEMBIMH, MI/KT;
A — rpasuua aGCOMOTHON NOTPEUIHOCTH, MI/KT.

A:ﬁ"x,
100

0 — IPaHHLIa OTHOCUTEJIbHOH MOrpeIiHOCTH METONUKH (oKa3aTenb TOY-
HOCTHU B COOTBETCTBMH C IHANa30HOM KOHLEHTpauui), %.

B ciyuyae ecnn compepKaHUe KOMIIOHEHTa MEHEE HUXHEN 'PaHULbL JHa-
[1a3oHa OlpeACNAeMbIX KOHUCHTpALUMH, pe3yJIbTaT aHalM3a NMPeACTABIAIOT B
BUJE:

«cooepoicante geujecmsa 6 npobe MeHee HUNCHeU 2panuysl onpeodene-
nua» (Haripumep: Menee 0,01 mr/kr*, rae *~ 0,01 Mr/kr — npeaen obHapyxe-
Hust QEHITPONUIANHA B 3€JICHON Macce U 3epHE MINEHULIbI).

rxc

13. KonTpoas KauecTBa pe3y /ibTATOB H3IMEPEHHRH

OnepaTuBHbIH KOHTPOJb NOTPEITHOCTH H BOCMPOH3BOAUMOCTH H3MeEpe-
HUH ocyulecTBageTca B cO0TBETCTBUM ¢ FOCT P UCO 5725-1-6-2002 «Tou-
HOCTb (IIPaBHJILHOCTH U MIPEUHU3UOHHOCTL) METOIOB H Pe3yJIbTATOB H3MEpE-
HUH .

13.1. CrabunbHOCTE PE3yJIbTATOB HM3IMEPEHHI KOHTPOIHMPYIOT Iepen
NPOBEACHUEM U3MEPEHHH, AHATHU3UPYA OJNH W3 I'PaadyypOBOYHLIX PACTBOPOB.

13.2. [InanoBbil BHYTPHIAOOPATOPHBIM OMEPATHUBHBIKA KOHTPOJIbL IPO-
Lieayph! BBEINOJHEHWA aHAIM3a IPOBOAUTCA C IIPUMEHEHHEM METOIa 100aBOK.

Beawauna nobasku C; OMKHA YAOBIECTBOPSTE YCIOBHIO:!

Co=A, ,+A, ., rhe

+ Apx (£ Apx') — XapakTepUCTHKA NOTIPEHOCTH (A0COMOTHAsA NOTrpell-
HOCTb) pE€3yJIbTATOB aHAJIK3a, COOTBETCTBYIOHIAS COAEPKAHHKO KOMITOHEHTA B
HUCNBITYEMOM oOOpasie (pacyeTHOMY 3HAYEHHIO CONEPXaHWA KOMIIOHEHTA B
obpasiie ¢ 106aBKOH, COOTBETCTBEHHO), MI/KI; IPH 3TOM:

Aﬂ =i0,34'A,I‘H€‘

A — rpasguia abCconoTHOM NOrpeliHOCTH, MI/KT:
o-X
A =
100

0 — FPAHULA OTHOCUTEABLHOMH MOrpemHOCTH METOAMKH (ITOKa3aTeNb TOY-
HOCTH B COOTBETCTBHH € JHaNa3OHOM KOHUEHTpaLwit), %.
PesynbTat KOHTpONA npoueAypst Ky paccunrbiBaior 1o gopMmyne:

, A€
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Ky =X-X-C,, roe

X', X, Cy — cpelHee apu(PMETHYECKOE PEIYIBTATOB NapalICNbHbLIX OI-
peneneHU (MPU3HAHHBIX NPHEMJIEMBIMH N0 1. 11) coaepxaHus KOMIIOHEHTA
B o6pasue ¢ 7oOaBKoii, UCIBITYEMOM 00pasne, KOHUEHTpauua H100aBKH COOT-

BETCTBEHHO, MI/KT.
HopMaruB koHTpoJA K paccuuThiBatoT 110 popmye:

K = 52,!1,)(' + A%‘?,X (1)

[IpoBomaAT comnocTaBiieHHe pe3ynbTara KOHTpohA nponenypsl (K;) ¢
HOpMATUBOM KOHTPOJIA (K).
Ecnu pe3ynbTaT KOHTPOA NPOUCAYPhl YAOBAECTBOPSAET YCIOBHRO:!

| Ke| <K, (2)

NpOLEAYPY aHAJIM3a MPHU3HAIOT YAOBJICTBOPHUTEIILHOM.

IIpn HeBBLINOJIHEHHH ycii0BHA (2) npouUelypPY KOHTPOJA TIOBTOPAIOT.
[Tp NMOBTOPHOM HEBEINOIHECHHHU YCNOBMSA (2) BBLISCHAKT IMPUYHHBI, TIPHBO-
JAIIHE K HEYIAOBJICTBOPUTENbHBIM PE3YNbTATaM, U NPUHHUMAIOT MEPbI K HX
YCTPAHEHHIO.

13.3. ITpoBepka npHeMiIeMOCTH PE3YabTATOB UIMEPEHHH, HOYMEHHBIX
B YCJIOBMSX BOCTIDOM3BOIHMOCTH.

PacxoxxaeHne MexXay pe3yjibTaTaMH U3MEPEHHIA, BBIITOJIHEHHBIX B IBYX
pa3HbiX JabopaTopuAX, HE NO/DKHO MPEBLILIATHL Mpeaeia BOCTPOU3BOIUMO-
CTH (R):

2-|X, - X,]|-100
(X1 - X3)

X1 U X5 — pe3yasTaThl M3MEPECHUHM B ABYX pasHbiX n1abopaTopusax, MI/KS;
R — npegen BOCIPOM3IBOAVMOCTH (B COOTBETCTBMM ¢ AMANA3OHOM KOH-

HeHTpauui), %.

< R, rne (3)

14. PazpaboTunku

Homxenko B. M., Hubyneckas H. A., XKXypkosumua HU. K., Jlyrosku-
Ha H. B., Kospos H.I'. ('HY Bcepoccuiticknii HayuYHO-HCCIEA0BATENbCKHMA
HHCTUTYT 3aluMThl pacteHui, r. CaHkr-IletepOypr).

MeTtoauka mpousia METpOJOrHYECKYIO 3kcnepTH3y (CBUAETENLCTBO 06
atrecTaii Ne 01.5.04.2.015.25.11.09 ot 26.11.09).
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