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VTBEPXIAIO

Pyxosonurens ®enepansHoi ciryx6s!
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I'naBHEBI# rocy1apCTBEHHBIN CaHHUTAPHBIH
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31 mapra 2011 T.
JlaTa BBEICHHA: C MOMEHTa YTBEPXACHHS

4.1. METOJIbI KOHTPOJIAA. XUMHWYECKHWE ®AKTOPBI

Omnpeaenenne ocTaTouHbIX KosimiecTB PeHnponnanaa
B 3eJIeHOii Macce, 3epHe U COJIOME 3ePHOBBIX KYJIbTYP
MeTOI0M BBICOKO03(](peKTHBHOM KHAKOCTHOMH
xpomatorpadun

Meroangeckne yKasauus
MVYK 4.1.2865—11

O61mue noJiokeHHst H 001aCTh NPUMEHEHHUA

Ceuoemenscmao 06 ammecmayuu memoduxu om 25.06.2010 Ne 01.5.04.686.
Hactosinuii JOKYMEHT YCTaHaBIMBaeT METOA BHICOKO3¢deKTHBHOM
KUAKOCTHON XpomaTorpaduu IJid ONpEeleNeHHs MaccOBOM KOHIEHTPALMM
@DeHnponyaNHa B 3€JEHOH Macce M 3€PHE 3€pHOBBIX KYJAbTYp B AMana3oHe
xoHueHtpaimit 0,01—0,1 mMr/kr u B conome B guanasone 0,04—0,4 Mr/kr.
HejicTyromee BemecTso: OEHNPONMINH,

CrpykTypHas ¢popmya:

CH
AN
aue )5 oy )

Hassanue peiictyiomero Bemectsa no MIOITAK: (RS)-1-{3-(4-tper-
6yTindeHII)-2-MEe THTPOITIUI JIHNEPHANH.

MornekynapHasa macca: 273,5.

Omnupuyeckas popmyna: CysHzN.

XAMUYECKH YHCTOE BELECTBO MNMpPEACTaB/IieT Co00# OeAHO-KENTYIO
clierka BA3KYIO )uakocTs 6e3 3amaxa.

Temneparypa kunenus > 250 °C, 70,2 °C/1.1 Pa.
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MVYK 4.1.2865—11

Jasnenue napa 17 mPa (25 °C).

Koaddument pacnpeseneHus B CHCTEMe H-OKTaHON-Boja: Ko,
1gP =29 (pH 7, 25 °C).

PacTBOpuMOCTS B Boge (Mr/mv’, 25 °C): 530 (pH 7); 6,2 (pH 9).

JleTKo CMEMIMBAETCA C ALETOHOM, TaHOJIOM, TOJIYOJIOM, H-OKTAHOIOM H
rexcaHoM (25 °C). CrabuneH npu XpaHeHHH B 3aKpbITOM KOHTEHHepe mnpu
KOMHATHOJ TeMIlepaType, IO KpalHell Mepe, B Teyenue 3 Mecaues. BonHble
pacTBOphl yCTOH4YHBH K Bo3neHcTBHIO Y®-cBeta M ruaponusy npu 80 °C
(pH 4, 7 1 10). pK, 10,1 (cuibHOE OCHOBaHuUE).

Kpamkas moxcuxonozuveckan Xxapakmepucmuxa: Y KpeiC OcCTpas
opanbHas TOKCHYHOCTh LDs;> 1447 Mr/kr; npu MOOKOXKHOM BBENEHUH
LDs, > 4 000 mr/xr. UHransunonsas ToxcuaHocts LDso 1220 mr B 1 M° Bo3-
Iyxa (BpeMs sxkcro3mimy 4 4). YV KpPOJNHKOB BbI3BIBAET pa3ApaXKeHHe KOXKH H IJ1a3.

He o6nanaer MyTareHHbIM, KaHLIEPOT€HHBIM U TEPAaTOTEHHBIM AEHCTBHEM.

Obnacme npumenenus: OEHIPONVANH — JACTBEHHbIA GYHIMIBIA CUCTEM-
HOTO AEWCTBHUA C LiejeOHBIM 3alUTHBIM M MckopeHsiomuM 3¢dektoM. Ilo-
NaBJIAeT Pa3BUTHE TakuX 3a00JieBaHMI 3ePHOBBIX KYJbTYP, KaK JIOXKHOMYY-
HUCTas poca, pXKaBYHHA U NIATHA Ha JIMCThAX, BbI3bIBAaEMbIE, COOTBETCTBEHHO,
rpubamu u3 ponioB Erysiphe graminis, Puccinia SPP v Rhynchosporium secalis.

Iuruenydecke HopMaTHBhl B Poccud mis desnponmausa: MLV s
3epHe xebHbIX 31aKoB 0,25 MI/KT.

1. MeTposioruyeckas xapaKkTepHucTHKAa MeToja

[Ipr coGmoneHHH BCEX PETNIAMEHTMPOBAHHBIX YCJIOBHH NpPOBEACHHA
aHanu3a B TOYHOM COOTBETCTBHH C JAHHOH METOXHMKO} NOrpelrHocTs (M ee
COCTaBNAIOUINE) PE3yNbTAaTOB M3MEPEHUH NMPH JOBEPHTENLHON BEPOSTHOCTH
P = 0,95 He npeBbliaeT 3HA4YeHUH, IPUBEACHHBIX B Tabn. 1 wa cooTBercT-
BYIOLIMX JHaNa30HOB KOHLEHTPaLA.

Tabnuua 1
Mertpojornyeckue napameTpbl
Iuanaszon H;;?;:Z;’g;::’ Toxasarens | ITokasa- Eggﬁg;ﬂb
onpeze- BHYTpHIA- | Teib
O6bext nsempx | (OTHOCHTENbHOE | oo oil pocnpo- | (TPaHME!
cpeaHeKBanpaTu- OTHOCHTENB-
ananusa KOHUEH- | o0 o oticHpe| TPEMIUOH- | n3BOAM- 750 ' =
Tpaluii, HOCTH, MOCTH,
NOBTOPAEMOCTH), o o IPEIHOCTH),
Mr/Kr 5, % Ogn, %0 or, % +5, %
3enenas macca|0,01—0,10 6 7 8 16
3epHo 0,01—0,10 6 7 8 16
Conoma 0,04—0,10 5 6 8 16
0,10—0,40 3 4 5 10
* COOTBETCTBYET pacUIMPEHHOM HeonpeaeneHHOCTH Ugyy (B OTHOCHTENBHBIX €IUHU-
1ax) npu ko3¢ duuuente oxaara k = 2.
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Tabnuua 2

IonxoTra n3sneueHns OGeHnponuaAMHA, CTAHAAPTHOR OTKIOHEHHE,
[0BePUTE/IbHBIN HHTEPBAJ CpeANero pesyabrara aas n =20, P =0.95

Huanason | Cpennee "
Ananusu- 061—11;6)16116_ onpejense- | 3HaYeHHe Eg:};ﬁ%: ‘Eg:ng;”cb 'g’[fl
pyemslit HAPYXKC- | \ihIx KOHLIEH- | onpenene- P pex
SGBEKT HHA, Tpaumi s HEHue, HEro pesynsra-
Mr/Kr MI/KE ’ %’ S T3, + %
Senenas 0,01 0,01—0,1 87,3 5,15 2,4
macca
3epHo 0,01 0,01—0,1 90,4 5,8 2,7
Conoma 0,04 0,04—0,4 88,15 83 3,9

2. MeTtoa n3mepenns

Meronuka ocHOBaHa Ha onpeneneHuy PexnponuanHa metonoM BIXKX
¢ Mcnonb3oBaHueM Y®P-neTekTopa nocne ero 3KkCTpakuvu u3 o6pasuoB cMe-
CBIO OPraHMYECKOro pacTBOPHTENS C BOAOH M OUMCTKH 3KCTpaKTa MyTeM fie-
pepacnpeaeieHna KHCIO0THO-OCHOBHBIX $opM PEeHNPONUIANHA MEXKAY ABYMS
HECMEIUMBAIOMIMMUCA PasaMu ¥ METONOM TBepAO-ha3HOM 3KCTPaKLHH.

Hnenrudpuxauus PeHnponuanHa NpoBOAUTCA NO BpeMEHH YAEp>KHBa-
HUA, KOJIMYECTBEHHOE OTIpeeIeHle — METO0M abCoNIOTHOM KanuGpoBKY.

H36uparenbHOCTh METOJa 0becneuHBaeTCA COYETaHUEM YCHIOBHIT NMox-
rOTOBKH Npo6 # xpomaTorpadpMpoBaHus.

3. Cpencrsa H3mMepeHnii, peakTHBBI, BCIIOMOraTelibHbIe
yeTpoiicTBa H MaTepHaJbI

3.1. Cpeocmea usmepenuii

JXKunkocrHeiii xpomarorpad «ACQUITY» ¢pupmsl
«Waters» ¢ GrIcTpocKaBUpyIomnM Y O-AeTekTo-
poM, CHa0XKEHHBIM 1Iera3saTopoM, aBTOMaTHYECKUM
npoGOOTOOPHHKOM M TEPMOCTATOM KOJOHKU

Becnl anaymtrueckue BJIA-200 I'OCT 24104—2001
Becsi Texamaeckue BJIKT-500 T'OCT 24104—2001
pH-metp dpupmer «Hanna Instrument», mon. P212

Kon6s1 Mepusie Ha 10, 50, 100, 1 000 oM’ I'OCT 23932—90

Mukponosatopst JIeHIHNET nepeMeHHOro o0beMa
01200 10 1 000 MM> 1ot 1 10 5 oM’
ITuneTkH rpagyMpoOBaHHLIE FOCT 29227—91
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Liununapsl MepHbIe Ha 50 1 100 cM® ['OCT 23932—90
JIonycxaeTcx UCNMOAb30BaHHUE CpeIICTB HSMCpCHPISI C @aHAJIOTHYIHbIMH WIH
JIYYIIAMHA xapaxrepuc'ruxamu.

3.2. Peaxmuent

AUETOH, 4yJ1a I'OCT 2603—79
Aueronntpwin mia BOXX, «B-230HM» winxa = TV 6-09-3534—87
Texcal, x4 TV 2631-003-05807999—98

Bona 6uaucTuiTMpoBatHas, nenonusuposanHas, ['OCT 6709—79
DeHNPONHINH ¢ COlepXKaHHEeM OCHOBHOTO BEIlIE-
ctBa 97,7 %, MakremnM Aran
Harpuii cepHOKHCIHIA, 6e3BOAHbIH, X4 FOCT 4166—76
Consxas xucnora, 0,1M BomHEIH pacTBOp
Inapoxcun Hatpus, | M BoAHELA pacTBOp
MonBuwxHas daza pis BOXKX: cmecs atneToHuT-
puna u 0,005 M oprodochopHoif KHCNOTH B €O-
oTHoweHuu 40 : 60
JormyckaeTcs HCHOJIb30BaHUE PEAKTHBOB KBanduKalmei He HIbke yKa-
3aHHBIX.

3.3. BcnomozamenbHbie yempoticmed u Mamepuansl

AnanntHueckas konowka ACQUITY UPLC BEH
C18 (100 x 2.1) mm, 1,7 Mxm (Waters)
VasTpassykoBas 6ans «Candgup»
Boponku na6oparopasie B-75-110 I'OCT 25336—82
Bunucrunnsarop
PoTtaunonHslii BaKyyMHbi# HcnapuTeab GQHUpMBbI
BUCHI, moxz. R 205
OunbTpe! 6yMaxHble «KpacHas JIEHTay, TV 6.091678—86
IMatpoHsl, 3an0JHeHHbIE crinKareneM 60
(Merck), 0,5
JonyckaeTcs HCMoONb30BaHHE APYroro BCIIOMOTraTenbHOro ob6opynoBa-
HMA C TEXHHYECKMMH XapaKTEePUCTHKaMH HE XYK€ YKa3aHHbIX.

4. TpeGoBanns 6e3onmacHOCTH

4.1. IIpu paGote HeoOXomAuMO coOMOAaTh TPeOGOBAHUA TEXHUKH Oe30-
NMaCHOCTH, YCTaHOBJNEHHbIE IS PaboOT C TOKCHYHBIMM, €AKHMH, JIETKOBOC-
maMexsionmnmucs Bewectsamu (I'OCT 12.1.005, F'OCT 12.1.007). Opranu-
3auus obyuenus paborunkos 6esonacHoctn Tpyaa — 'OCT 12.0.004.
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Ipu BBINONHEHHH M3MEPEHHUH C HCNONB3OBAHUEM XUAKOCTHOIO XpoMa-
Torpada u pabore ¢ AEKTPOYCTAaHOBKaMH COOMOAATh NPaBUNIa 3EKTpo6e3o-
nacHocTH B cootBercTBUH ¢ IOCT 12.1.019—79 H MHCTPYKUMAMH 1O 3KC-
IUTyaTaluy npH6opoB.

4.2. TTomMemenue gaboparopuu Jo/KHO GbITH 060PYIOBaHO IPHTOYHO-
BEITSDKHON BEHTWIALMEN, COOTBETCTBOBAaTh TPeGOBaHMAM noxapHo# 6Geso-
nacHocty no F'OCT 12.1.004—91 u umeTb CpencTBa NOXKAPOTYIUCHHS M0
T'OCT 12.4.009. ConepxaHue BpeIHbIX BEIECTB B BO3IYyXe HE JOIKHO Mpe-
BBILIATE HOPM, ycTaHoBieHHbIX T'H 2.2.5.1313—03 «IlpenensHo RomycTH-
msie koHueHTpauny (I1JIK) BpeaHbix BeLIECTB B BO3XyXe paboueii 30HBI.

S. TpeboBanusi K KBaIM(pUKANAHE ONEPATOPOB

Wi3aMepenus B COOTBETCTBHM C HACTOMIIEH METONMKOH MOXET BBINOJN-
HATH CHEUHANACT-XHMHK, UMEIOIIMH oNbIT paboThl METONOM BHICOKOIGdek-
THBHOM JKHAKOCTHOM XpoMaTorpaduu, 03HaKOMJIEHHBIH C PyKOBOJCTBOM [0
3KCILTyaTalMH XpoMartorpada, OCBOMBIIMI JAHHYIO METOAMKY W MOATBEp-
JUBOIMA 3KCNEPUMEHTANBHO COOTBETCTBHE MOTYYaEMBIX PE3YJIBTATOB HOP-
MaTHBaM KOHTPOJI NOrpeliHOCTH W3MepeHHii o 1. 13.

6. YcyioBHSE H3MepeHui
Ipu BBINOJHEHNH H3MEPEHHH BBHITIONHSIOT CACAYIONHE YCIOBUA:
® NIpouecchl MPUTOTOBJIEHHS PaCTBOPOB M MOATOTOBKH MPo6 K aHAnmu3y
TIPOBOJAAT NPH Temneparype Bo3ayxa 20 £ 5 °C 1 0THOCHTEIBHOH BAaXKHOCTH
He Gonee 80 %.
© BBIMOJTHEHHE U3MEPEHHH Ha XUAKOCTHOM Xpomarorpage npoBOAAT B
YCIIOBHAX, PEKOMEHIOBAHHBIX TEXHHYECKOH JOKyMeHTauuei k npubopy.

7. IloaroToBka K onpeae/ieHAI0

7.1. Konouyuonuposanue Ko10HKu

INepen HavanoM aHanm3a xonoHKy (Acquity BEH Cl18) koHAMUHOHH-
PYIOT B [IOTOKe NoaBwkHOH dassl (0,1—0,2 cM’/MuH) no crabunusaunu my-
JIEBOH JIMHUU.

7.2. Ilpuzomosnenue pacmeopos

7.2.1. 0.005 M pacmaop opmoghocgopuoii kucnomer: 0,5+ 0,01 r 98 %
opTodocopHOi KHCTOTH TIOMEMAIOT B MEPHYIO KoNGy o6bemom 1 1M, pac-
TBOPSIOT B GHANCTH/UIHPOBAHHOM BOJIE M JOBOAAT 06BEM 10 METKH.

93



MYK 4.1.2865—11

7.2.2. [{na npuzomoenenus nodGuNCHoU @ass CMEMIMBAOT aLETOHUTPUI
¢ 0,005 M pactBopoM oprodocdopHoit KUcIOTH B cooTHOUIeHUH 40 : 60 mo
06beMy, HCIONB3Ys MEPHBIE LIMJIMHIPEL.

7.2.3. Ilpuzomosnenue snicenma djuz meepbo¢a3nou sxcmpaxyuu. B
MepHyI0 Konby BMecTHMOCTBIO 100 cM’ nomemaror 20 cM’ alleTOHa U JIO0BO-
AT 06beM 10 MeTKH rekcaHoM. [TepemelnMBaloT. DMOEHT XPAHAT B BBITAXK-
HOM I1Kady ¥ HCTIONB3YIOT CBEXKETIPUIOTOBIEHHBIM.

7.3. Ipuzomognenue 0CHOBHO20 U 2PAdyUPOBOYHIX PACMBOPO8

7.3.1. Ocnosnoii pacmeop ¢ konyeumpayueii 0,5 M2/cM’: TOUHYIO HaBeC-
ky ®ennpomiauna (50 + 0,5 Mr) noMewaloT B MEpPHYIO Kon0y BMECTHMO-
cThio 100 cM®, pacTBopsioT B ALUETOHUTPWIE U NOBOAAT OOBEM IO METKH TEM
e pacTBOPHTEIEM.

I'panyvpoBOYHbie pacTBOpH ¢ KoHueHTpaumsmu 0,1, 0,2, 0,5, 0,75 u
1,0 MKI/cM® FOTOBST METONOM MOC/ENOBATENLHOTO Pa3GaBNEHHs OCHOBHOTO
pacTBopa 1o o0beMy, HCMONB3Ys HOABHXHYIO (a3y.

7.3.2. Pacmesop JV?J lc Kom;eumpauueu 1,0 mx2/em’: B MEpHYI0 K0a6y
BMecTHMOCTRIO 100 cM® BHOCAT 0,2 CM® OCHOBHOTO PacTBOPa M AOBOIAT 06b-
€M JI0 METKH MOJBIKHOM (Ha3oii.

7.3.3. Pacmeop M? 2¢c Kouuenmpauueu 0,75 mx2/cm’: B MepHylO KONBY
BMecTuMocThO 10 cM® BHOCAT 7,5 cM® pacTsopa Ne 1 u moBoxaT o6bem 10
METKH MOABIKHOM (a3oi.

7.3.4. Pacmsop .MJ 3¢ Kom;enmpauueu 0.5 Mxe/cm’: B MepHy10 KONGY
BMecTHMOCTBIO 10 cM® momearoT 5 cM’ pactBopa Ne 1 u 20BOAAT 06BEM /10
METKH MTOABIKHOH (a3oii.

7.3.5 Pacmsop Nb4 c Kouuenmpauueu 0,2 Mxe/cm’: B MepHYIO KonGy
BMecTHMOCTRIO 10 cM’ Tomematot 2,0 em’ pactsopa Ne 1 u noBoaaAT 06bEM
10 METKH NOABHKHOMN (a3oit.

7.3.6. Pacmeop M’ Se xouueumpauueu 0,1 Mx2/cm’: B MepHYIO KONGy
BMecTHMOCTEIO 10 cM’ momematot 1 e’ pactsopa Ne 1 1 goBoasaT 06beM 4o
METKH NONBWXHOHR (a3oii.

OCHOBHOM PacTBOp MOKHO XPaHHMTh B XOJOMWIBHUKE NPH TEMIIEPATYPE
0—4 °C B Teyenue | Mecana, rpagyupOBOYHbIE PACTBOPHI — B TEYEHHUE CYTOK.

IIpu u3yvenun monHoThl onmpenenenns dernponuanna B 3eN1eHoi mac-
Ce, 3¢pHE M COJIOME MMUEHHLL HCNONB3YIOT aleTOHMTPWIbHBIE PacTBOPHI
BEUIECTRA.
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7.4. ITocmpoenue zpadyupoeouno2o zpajuxa

Jlnst ycTaHOBNEHHA IPaXyMpOBOYHOM XapaKTEPHCTHKH (ILI0IaNb KA —
KoHueHTpaunss DeHNponuaMHa B pacTBOpe) B Xpomarorpad BBOIAT IO
10 MM rpayHpOBOYHEIX PACTBOPOB (He MeHee 3 TapajUlesbHBIX H3MEpEHHi
JUIA KaXOoi KOHLEHTPALMH, He MeHee 4 TOYEK MO NHana3oHy H3IMEPSEMBIX
KOHLEHTpaluif). 3aTeM H3MepsIOT IUOINAAM ITHKOB K CTPOAT rpahuk 3aBucH-
MOCTH CpeIHero 3Ha4EeHUA IUIOWAAM NHKA OT KOHIEHTpauHn PeHnponuanHa
B IPafyHpOBOYHOM PacTBOpE.

MertonoM HaWMEHBIUMX KBAAPaTOB PACCYMTHIBAIOT IPalXyHpPOBOYHBIH
koapdument (K) B ypaBHeHHH THHEHHOM perpeccuu:

C=KS, rae

S — mwioians NMKa rpafyHpoOBOYHOIO PacTBOpa.

I'pamyupoBKY NPH3HAIOT YAOBNETBOPUTENILHOM, €CIH 3HadeHHe Ko3(d-
¢uumeHTa THHEHHOH KOppensLMHn okasbBacTCA He HHxke 0.99.

I'panyMpoBOYHYIO XapaKTePHCTHKY HEOOXOIMMO NPOBEPATL MPH 3aMeHe
PEaKTUBOB, XpOMaTOrpagpuueckoil KONOHKH WIH 3JIEMEHTOB Xpomarorpadu-
YeCKOH CHCTEMBI, a TaKXe NpH OTPHLATENLHOM pe3ynbTaTe KOHTpONs rpa-
IYHPOBOUHOrO K03 duIeHTa.

I'pagyMpOBOYHYKO 3aBHCHMOCTb NPH3HAIOT CTAaGHIBHON NpH BbiNONHe-
HHM CJIEAYIOUIEro YCIOBHA:

Eﬂ.mog,{
C

‘xonmp >

rac

C — aTTeCTOBaHHOE 3HaYeHHe MacCoBOW KOHLeHTpaluy Pennponuanaa
B IPayNpOBOYHOM PacTBOpE;
C— pe3yNbTaT KOHTPOJIBHOTO M3MEpEeHHs MacCoBOM KOHLEHTpaUHH

OeHIPONUAKHA B IPaxyHpOBOYHOM PacTBOPE;
Acowrp — HODMaTHB  KOHTPOJIA TpafyHpOBOYHOTO Kodp¢uumenta, %

(uorrp = 10 % nipu P = 0,95).
7.5. Iodzomoexa nampoHoe 0na meepooPaznoit IKcmpaxyuu
HenocpeacTseHHo mepex ynoTpeGneHueM depe3 NaTpoH, 3aroNHeHHbIH
CHUIMKAresieM, IPOMYCKAkOT 2,5 CM® Tekcana.
8. OT60p npob u xpaseHue

Ort6op npob 3epHa npoussomutcs B coorBeTcTBUM ¢ FOCT P 50436—92
(MCO 950-79) «3eproBble. OT6OD 1p0o6 3epHa». [Ipo6e! 3epHa M CONOMBI LI
OnpeaeNieHns OCTATKOB B ypoXae XpaHAT B 6yMaxHOW WIM TKaHEBOH ymna-
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KOBKe IIpY KOMHATHOUH Temmeparype. [lepen aHaIM30M 3€PHO U COIOMY M3-
MeJIbYal0T Ha 1alopaTOPHBIX MeNLHULAX.

9. Iposenenne onpeneseHust

9.1. Onpedenenue Dennponuouna 8 3enenoli macce, 3epHe
U conome nuieHuYbl

20 r 3epHa WIW M3MEIBUYECHHON 3€NeHOi Macchl WM 5 I' COJIOMBI NIOMe-
WAIOT B KOHMUECKYIO KONGY BMECTHMOCTHIO 250 CM® M 3KCTparupyiot 75 oM’
CMECH alleTOHa M BOIB! B COOTHOWIEHHH 7 : 3 B ynbTpa3BykoBoif Gane B Teue-
Hue 15 MuH. Maccy ¢unbTpyroT Ha BOpoHKe BloxHepa depe3 OyMakHBIH
GIILTP «KpacHast ieHTay. DKCTPaKLHIO NOBTOPSIOT C TEM XK€ 0GBEMOM IKCT-
pareHTa. O6be AMHEHHBI 3KCTPAKT YNapHBAIOT Ha BaKYyMHOM POTallMOHHOM
ucnapuTene TpM Temneparype BoasHod Ganu He Bhime 40 °C no monHOTO
ynaneHus auetroHa. O6beM BOZHOIO OCTaTka AoBOAAT xo 80 cM’, moakucns-
10T 1 M pacTBOpOM XJIOPHCTOBOJAOPORHOH KucnoTs! 10 pH 3,0 ¥ npoMbiBatoT
ABaX b M0 25 cM’ rekcana. [ekcaHOBBIH SKCTpakT oT6packiBaioT. K oTae-
NEHHOMY BOTHOMY CIIOK0 MPHOABAMOT 0KOIO S cM® 1 M pacTBOpa rMAPOKCH-
xa Hatpya 10 pH 9,0 ¥ SKCTParMpyioT GeHNpONMAKH TPHXKMB 110 25 cM’ rek-
caHa. DKCTpakT (uUIbTPYrOT 4epe3 caoii 6e3BoaHoro cyiabara Hatpus U
yNapyBaKOT JOCYXa Ha BAKyyMHOM POTAaLHOHHOM HCIapHTelie NpH TeMIepa-
Type BoasHo# 6anu He Buimte 40 °C. Cyxoii octaTok pacTBopsioT B 2,0 oM’
rcKkcaHa ¥ BHOCAT B OTKOHANIUOHHPOBAHHEIN NATPOH, 3aONHEHHBIA CWIH-
KarenieM. [1aTpoH mpoMbBaloT 2 cM’ rekcawa. IIpoMBIBKY OTGpacHIBAIOT.
DEeHIPONMINH MOHPYIOT 2 M’ 3JIOEHTA, MPUIOTOBJEHHOro To m. 7.2.3.
Dmoar ynapusaiot nocyxa. Cyxoit 0cTaToK pacTBOpsioT B | cM® monsmxHO#
dasbl. 10 MM’ MONTYUEHHOFO PacTBOPA BBOAAT B XpoMaTorpad.

9.2. Ycaoeun xpomamozpadupoeanun

VaprpasbdexruHbiii xunKOCTHON XpoMaTorpad «ACQUITY» pupMsr
«Waters» ¢ 6bicTpockaHUpyIONM Y D-neTekTOpoM, cHabxeHHbIH nerasaro-
pPOM, aBTOMATHYECKUM NPOBOOTOOPHHKOM H TEPMOCTATOM KOJOHKH. AHaJH-
Tuyeckas konoHka ACQUITY UPLC BEH Cl18 (2,1 x 100) MM, 1,7 MM
(Waters). Temnepatypa xosoHky (30 + 1) °C. ITonsmwkHas ¢asa: cMech ate-
Tountpuna u 0,005 M oprodoctopHoli kucinoTsl B cooTHoweHHH 40 : 60.
CropocTh notoka smoenta: 0,2 cM’/Mun. Pabouas anuHa BoNHBl Y-
nerextopa 220 M. O6bem BBOIUMOH npobsI 10 MM,

Bpems ynepxnsanus Oexnponuanta 4,7 = 0,1 Mun.

JluneitHbiit MMana3oH AETEKTHPOBAHUA COXPAHAETCA B MHTEpBAale KOH-
uenrpauuit 0,1—1,0 MKL/CM.
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10. OGpaGoTka pe3yJbTATOB AHAJIN3A

KonuuectBeHHOE ONpeneNeHHe NMPOBOAAT MeronoM alcomoTHON Ka-
nubposku. Conepikarue PeHNPONMINHA B 3eJISHOM Macce, 3epHE H CONOME
TIHIEHHUIBE (X, MI/KT) BBIYHCISIOT o hopMyne:

Xz____SX‘IIf'V._l_QQ, rae

Sy — miomans nuka MeHnponManHa Ha XpOMaTorpaMMe HCIBLITYEMOro
o6pasua, Mm? (AU);

K — rpagynpoBouHbli k03 dHIMEHT, HalineHHBI! Ha CTaluM MOCTpoe-
HHA COOTBETCTBYIOMIEH Irpany HPOBOYHOM 3aBHCHMOCTH;

V — 06b¢M npo6sr, MOATOTOBICHHON MIA XpOMATOrpadueckoro aHaiu-
33, cMY;

P — HaBecka aHanM3MpyeMoro obpasua, r;

Jf— nonnora u3BnedeHua CeHNponuaHa, npuBeJeHHan B Tabn. 2 (%).

CoznepxaHHe OCTaTOUHBIX KoJnMyecTB ¢eHnponxauHa B obGpasue Bbl-
YUCIIAIOT KaK CpelHee U3 ABYX Napalie/ibHbIX OnpeesieHHil.

O6pasupl, Jaromme NHKH Oonbuive, YeM CTaHUApTHEIH pacTBOp PeH-
TpONUANHA C KOHUERTpaumeii 1,0 MKr/cM’, pa36aBAsioT NONBHKHOM (a3oit
s BOXX.

11. IlpoBepka npHEMJIEMOCTH Pe3yAbTATOB NapajlielbBbIX
onpeaejeHHH
3a pe3ynbTaT aHaNu3a NPUHMMAIOT CPEAHEE apHPMETHYECKOE Pe3yJibTa-
TOB [JBYX MapaUIENbHbIX ONpeaeeHui, pacXoxXIeHHe MEXIY KOTOPBIMH He
TIpeBbIIIACT Npenena nosropsaeMocty (1):

21X, - X,|-100
—_——=
(X +X,)
X) U X, — pe3ybTaThl IapaLIe/IbHBIX ONPEAENEHUH, MI/KT;
r — 3Ha4eHMe npezena nosTopsemoctH (r = 2,8 o).

IIpn HeBbINONHEHHH Yc0BHSA (1) BHIACHAIOT NPUYHHE! NPEBBILCHUA
npenena NOBTOPAEMOCTH, YCTPAHSIOT MX ¥ BHOBb BHINONHAIOT aHATIM3.

r,rae

12. Odopmienue pe3yabTaToB
Pe3ynpTaT aHaNN3a [PEACTaBIAIOT B BUAE:

(X £ A)mz/xz npu seposTrOCTH P = 0,95, r1ie
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X — cpeaHee apupMETHIECKOE PE3YNLTATOB ONpefeeHHH, NPH3HAHHBIX
NPUEMIIEMBIMH, MI/KT;
A — rpasuLa aGCcOMOTHOM NMOrpelIHOCTH, MIV/KT.

3K e
100

J — rpaHHIIa OTHOCHTENBHOM MOrPEMIHOCTH MeTONHKY (IoKa3aTenb TOY-
HOCTH B COOTBETCTBHM C IHaNa30HOM KOHLEHTpauuii), %.

B ciryuae ecnu coxepaHHe KOMIIOHEHTa MeHee HUXHEH rpaHHLBL AHa-
na3oHa oIpeleNseMbIX KOHUEHTpalLMi, pe3yNbTaT aHaIH3a TPEACTABISAIOT B
BULE:

«codeparcanie seujecmsa 6 npobe Menee HUXCHel 2panuyst onpedene-
Hus» (Harpumep: menee 0,01 mr/kr*, rae *— 0,01 Mr/kr — npesen oSHapyxe-
HUs DEHNPONMANHA B 3eNIeHOH Macce U 3epHe MINEHULbT).

13. KoHTpoJb KadecTBa Pe3y/1bTATOB H3MepeHnii

OnepaTuBHbIf KOHTPO/Ib NOTPEITHOCTH H BOCIIPOH3BOAUMOCTH H3Mepe-
Hu# ocymiecTBnAeTcs B coorBetctBuM ¢ FOCT P UCO 5725-1-6-2002 «Tou-
HOCTb (IIPaBHJILHOCTH H MPELU3MOHHOCTH) METOMOB H pe3yJIbTaTOB H3Mepe-
HU».

13.1. CrabunsHocTh pe3ynbTaTOB M3MepEeHHi KOHTPONMPYIOT mepen
NpOBEAECHUEM H3MEPEHHH, AHATHU3UPYA OMH W3 IPafyHPOBOYHLIX PaCTBOPOB.

13.2. TInanoBbi#i BHYTpHIabopaToOpHBIH OMEPAaTHUBHBIA KOHTPOJb IpO-
Uenyphl BLITIONHEHHS aHAIM3a DPOBOAMTCS C MPUMEHEHHEM METOJa 106aBOK.

Bemmauna no6askn C; ROTKHA Y AOBIETBOPATD YCIOBHIO!

C5=A”\X.+A rae

a.x°

*+ Anx (£ Anx') — XapaKTepuCTHKa NOrpemHocTH (abcomoTHas norpeiu-
HOCTb) pPe3yJbTaTOB aHAH3A, COOTBETCTBYIOHIAs COXEPXKAHMIO KOMIIOHEHTA B
UCTIbITYeMOM obpasiie (pacyeTHOMY 3HAYEHHIO CONEPXAHMA KOMIIOHEHTa B
o6pastie ¢ 106aBKOM, COOTBETCTBEHHO), MT/KT; TIPH ITOM:

Ap =%2084-A,rne

A — rpagnua abcoNnoTHOM NOTPEIHOCTH, MI/KT:
60X

- -‘———"
100

0 — rpaHHLA OTHOCUTENBHOIM MOrPEHIHOCTH METOAMKH (IIOKA3aTENh TOY-

HOCTH B COOTBETCTBHM C AHANIa30HOM KOHLEHTpawuii), %.
PesynbTtar KoHTpONs npoueaypst Ky paccuntsiBaioT no popmyne:

rae
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K¢ =X'-X-C,, rze

X', X, C; — cpenHee apudMeTHIECKOE pe3yIbTATOB NapalUIeibHbIX ON-
peneneHui (MPHU3HAHHBIX HpHEMJIEMBIMH TIO 1. 11) conepkaHus KOMIOHEHTa
B 00pasue ¢ 1o6aBkoii, HCIBITYyeMOM 00paslie, KOHUEHTpauus X06aBKH COOT-
BETCTBEHHO, MI/KT.

HopMarus kouTpons K paccunreiBator no gopmysne:

K= |85+ M

IlpoBomAT comocTaBleHue pe3ynbTaTa KOHTpond npouexypsl (K} ¢
HopMaTHBOM KoHTponA (K).

Ecnu pe3ynbraT KOHTPOJIA NPOileXyPhl YAOBAETBOPAET YCIOBHIO:

| Ke| <K, 2)
NpoLeRypy aHajlu3a MPU3HAIOT YAOBJIECTBOPHTEIBHOI.

Ilpn HeBLINO/IHEHNH yclioBHA (2) Mpouedypy KOHTPOJIA MOBTOPSIOT.
[Ipy MOBTOPHOM HEBBINONHEHHH YCNOBUA (2) BBIACHAIOT NMPUYUHBI, TIPHBO-
JAIIHE K HEYOOBJIETBOPHUTENBHBIM PE3YNbTaTaM, H MPHHUMAIOT Mepbl K HX
YCTpaHEeHHIO.

13.3. TlpoBepka NMpUEMIIEMOCTH PE3yJbTaTOB U3MEPEHHI, HOTYyUEHHBIX
B YCJIOBMAX BOCTIDOM3BOIAHMOCTH.

PacxoxaeHne MEXIy pe3y/bTaTaMH M3MEPEHHIA, BBINIOJIHEHHBIX B IBYX
pasHeix nabopaTOpUAX, HE AO/DKHO MpPEBbILIATh TMPenesa BOCHPOU3BOAHMO-
cti (R):

2-|x, - X,|-100
(X -X3)

X1 u X, — pe3ynbTaThl UBMEPEHHH B ABYX Pa3HbIX naGopaTopusax, MI/Kr;

R — npegen BOCITPOM3BOIMMOCTH (B COOTBETCTBMH C AMAMA30HOM KOH-
LEeHTpawit), %.

<R, rue 3

14. PazpaboTunkmu

Homxenko B.H., Lubyasckas M. A., Xypkosma H.K., Jlyroexu-
Ha H. B., Kospos H.T. (THY Bcepoccuiickuit HayYHO-HCCIE0BATEAbCKHI
HHCTHTYT 3allMThi pacTeHuil, r. CaHkr-IletepGypr).

Mertoauka mpoiuia MeTponoruyeckyio axcneprusy (CBuaereabcTBo o6
atrectaumy Ne 01.5.04.2.015.25.11.09 ot 26.11.09).
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