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Copepxanne

Mamepenue xouueHTpauui Gaykcanupokcana B BOJE, NOUBe, 3CNEHON Macce,
3epHE ¥ COJIOME 3EPHOBBIX KYJIETYD METOAOM BhICOKOMp(HeKTHBHOM
JKUIKOCTHOM xpomarorpadmu: MYK 4.1.3021—12.......corcrenveenee 4

W3mepenne MaccoBo! KOHLICHTPAUMH NIPONKH3ax/Iopa B GOTBE H KOPHEIonax
CBEKJIbI METONIOM BbICOKOI((EXTHBHON HKMAKOCTHOM XpoMaTorpaduu:
MYK 4.1.3043—12......ccooverrevrerrenrnnen.
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VYTBEPXIAIO

Pykosoautens @enepanbroi ciryx6bt
110 Haa3opy B chepe 3ailuThl NpaB
notpeduTeNei 1 Garofnony4us YenoBeKa,
naBHbI# FOCYRAPCTBEHHBIH CAHUTAPHbIH
Bpau Poccuiickoli Penepauuu

I'. . Onmuenxo
8 okta6ps 2012 1.
Jata BBEZICHUA: C MOMEHTa YTBEPKICHHUA

4.1. METOJIb! KOHTPOJIA. XUMUUYECKHWE ®AKTOPbI

H3mepeHue MaccoBOM KOHIEHTPANMH HPOIH3AXJIOpA
B 00TBe ¥ KOPHEN10aX CBEKJIbI METOIOM
Bbicox03(pdexTUBHOI KUAKOCTHON XpomMaTorpaduu

MeToaRuecKne YKa3aHus
MYK 4.1.3043—12

CBHALTENBCTBO o MEeTPOJIOrM4eCKO aTTecTaluy
Ne 01.5.04.084/01.00043/2012.

HacTrosiue METOAMYECKUE yKa3aHUs YCTAHABJIMBAIOT METOL BbICOKO-
3QPeKTUBHON KUAKOCTHOH XpoMaTorpauM anst ONPENENCHHUS MACCOBOH
KOHLIEHTpaLKK MPOMNM30X/I0pa B 60TBE CBEKILI B JMaNa3oOHe KOHUEHTpaLui
0,1-—1,0 MI/AM>, B KOpHEMNOAaxX CBEKJIbl B /uUana3oHe KOHLEHTpaLuii
0,025--0,25 mr/am’.

Haspauue pelicteyrouiero Beuecrsa no Homenkiarype 1CO: nponusa-
XJop.

Hassanue nefictBytoluero Bewectsa no Homeninarype IUPAC: 2-xnop-
6'-3TIi1-N-130NPONOKCUMETHIIALIE TO-0-TOTY UIUH.

CrpykrypHas dopmyna:
o]
CHy |
Cc— CH,Cl
/ 2
N ~
CH,—OCH (CH3) ,
CaHg

Bpyrro ¢opmyia: CisHxCINO,.
Monekynspnas macca: 283,8.
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XuMHYECKH YHCTOE BEIECTBO NPEACTABIAET COOOH MACIAHUCTYIO KM -
KOCTb OT CBETJIO-KOPHIHEBOTO JI0 IyPITyPHOI'O LIBETA C XaPaKTePHbIM 3aI1axoM.

Temnepartypa riasnexus: 21,6 °C.

JNasnexue napa npu 20 °C: 4 mITa.

KowlogP = 3,50 (20 °C).

PacTBOPHMOCTS B BOAE — 184 MI/aM®. PacTBopuM B GOMBUIMHCTBE Opra-
HUMYECKHX pacToputeseit. ['uaponuriuecky crabuned. Uepes S aneit xpake-
nus npu 50 °C (pH 4, 7, 9) crenenb paznoxeHus cocrasnaeT MeHee 10 %.

Kpamxasn moxcuxonozuneckan xapaxmepucmuxa

Octpast opanbHast TokcHuHOCTh LDsg muist xpuic 3 433 mr/kr (Myxckue
oco6u) u 2 088 Mr/kr (xeHcKue ocobu).

Jepmansuas Tokenunocts LDsg npessituaer 2 000 MIY/KT.

HnransunonHas Tokcuusocts LCso — 5 000 Mr/M® w1st s)KMBOTHBIX 060MX
noJI0B (KphIChE).

Obnracmb npumerenus npenapama

CenexTuBHbLA repOMUMI LIS PEryMPOBAHUA POCTA OOHONCTHMX TPaB U
HEKOTOPBIX IIMPOKOJIMCTHBIX COPHAKOB Ha MOCEBAaX KYKYpPY3bl, MOIACONHEY-
HHUKa, COH, KapTothess 1 ropoxa.

Mexanusm IeHCTBHS 3aKMOYAETCH B MHIHGUPOBAHME NENEHUS KIETOK
NOCPEACTROM GJI0KMPOBAHMS 0EIKOBOrO CHHTE3a TIPU aacopOumu repouuuia
Ha KOPHSX NpOPacTalonX pacTeHuH.

B Poccus st NpONK3axiopa B CBEKJIE FMTHEHWYECKHe HOPMATHBbI HE
YCTaHOBJICHBI.

1. IlorpemuocTh H3Mepenuii

IIpu coGmoneHUH BCEX pEriaMEeHTUPOBAHHLIX YCJIOBUH NpOBEnCHUS
aHanM3a B TOYHOM COOTBETCTBMM C NAHHOM METOAMKON morpeluHocTb (1 ee
COCTABJSIONINE) PE3YJIbTATOB M3MEPCHUY TIPH NOBEPHUTENLHON BEPOATHOCTH
P=0,95 He npeBbllIaeT 3HaYCHNH, MPUBEACHHBIX B Tabx. 1, Ang coorsercT-
BYIOIIMX AHaNMa30HOB KOHLCHTPALMH.

Tabnuua 1
Metponoruyeckue napamerpbl
okasareas no- Moka3sarens
Jimanazon | BTOPAEMOCTH g{oxaigf:g:_ Hgggia- TOYHOCTH*
Obvexr | ompenense- | (oTHoCHTENBHOE pfg,g voi | Booubo- | (TPRHHLEL
anamza | MBIX KOHICH- | CDCJIHEKBAApa- npeungnon- mnogg_ OTHOCHTE/Tb-
Tpaumi, ngr/xr THYECKOE OTKJIO- MOCTH HOIf no-
(Mr/om HEHHE NOBTO- onn. % O, % | TPEIIHOCTH),
DPAEMOCTH), 0, % R & 70 =38, %
Borsa 0,1—1,0 6 8 9 18
Kopuensioast| 0,025—0,25 9 11 12 24
* C’?mzaemaye'r PacHIupeHHON HeONPEAENEHHOCTH Uy, TIpH K03(duLMEHTE OXBa-
Ta k=
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Tabnuua 2

[ToaHOTA U3BJCHEHHS PONM3AXJIOPA, CTAHAAPTHOE OTKIOHEHHE,
AOBEpHTENLHbIA HHTEPBAJ CpeaHero pesyabrara aas # =20, P=0,95

. Huanason Cpensice | Crannapt- | JloBeputenbHblif
ﬁg&"gézgi: g]ﬁlzie:e.’u- onpeaense- | 3HAYCHHE |HOC OTKIO-| MHTEPBAN CPei-
: J : - CHE& MBIX KOHLCH- | onpeaee- HCHUE, | HEro pesynsrara,

MIvkr Tpauuit Hus, % S, % +%
Borsa 0,1 0,1—1.0 81,5 4,5 4,1
Kopuernoasi | 0,025 | 0.025—0.25 80,25 48 4,4

2. Meroa n3mepenuii

MeToauKa OCHOBaHA Ha ONMpeAcieHUH NPONM3oXIopa MeTonoM BIXKX
¢ ucnonb3oBaHueM Y®-aeTekropa nocyie ero U3BJISUEHUs U3 06pasiios ¢ no-
moublo «Habopa mis npoGonoarorosku no Merony QuEChERS Interlab
VetexQ ana oObiuHbIX 0BOWEH, PpyKToB 1 3epHa (kat. Ne IL-5056)».

HMnenTuduKkauys nponu3oxiopa NpPOBOAKTCS MO BPEMEHH YIACPXKHMBA-
H1A, KOTUYECTBEHHOE ONPEAEIeHHE — METOIOM abCoMOTHOH KanuOpoOBKM.

W36uparensHocTh MeTona ofecrieunBaeTcs COUeTaHNEM YCNOBUM noa-
roToBKHM Mpo6 ¥ XpoMaTorpadHpoBaHus.

3. CpeacrBa u3MepeHuii, peakTHBbI, BCIOMOraTejibHbIe
yCTpoicTBA M MaTepPHAIbI

3.1. Cpeocmea usmepenuii

XuaxocTHbil xpomarorpad « ACQUITY» dupmst
«Watersy ¢ GbICTpOcKkanupytoimm Yd-aereKropom,

CHaOXKEHHOM NIEra3aTOPOM, aBTOMATHHECKUM Homep B I'ocpeectpe cpeacts
npo6oOTEOPHHUKOM 1 TEPMOCTATOM KOJIOHKH n3MepeHuii 42816-09

Becs! ananutuueckue BJIA-200 r'OCT 24104—2001

Becb! TexHuueckue BIIKT-500 T'OCT 24104—2001
Kon6ut Meprbie Ha 10, 100 cv’ IOCT 23932—90

Mukpono3atopbl OfHOKaHaIbHbIE «BIOHIT»

nepemennoro o6sema ot 200 no 1 000 mm® u Homep B l'ocpeectpe cpencts
ot 1 10 5 eM’, OuHAAHAUA usMepeHuii 3615207
L{ununaps: MepHble Ha S0 i 100 oM 'OCT 23932—90

Tpumeuanue. JIonyckaercs UCNIONB3OBAHUE CPEACTB UIMCPEHUA MHBIX IIPOH3-
BOAWTENCH ¢ aHANIOMUUY HBIMU WM JTyYLIMMM XapaKTePHCTHKAMMU.

3.2. Peaxmugo
Auetorurpun ansg BOXX, «B-230HM» wim xu TV 6-09-3534—87
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Bona ana naboparopHoro ananusa (GuIucTIHN-

poBaHHasl. ACUOHN30BAHHA) r'OCT P 52501—2005
Kuciora oprodocdopHas, xu I'OCT 6552—80
Kucnora ykcycHas, neaaHas I'OCT 61—69
Maruuit cepHO-kUCIbIi 6e3BOaHBIH, Xu I'OCT 4523—67
MarHuit cepHO-KMCIbiit CEMUBOIHBIM, X4 TOCT 4523—77

«Habop mwis npo6GonoAroTOBKH 110 METORY

QuEChERS Interlab VetexQ mwist 0Gb14HbIX

osoeli, dpyxros u 3epHa (4 r MgSO, + 1 r NaCl

1 150 mr PSA (cMech nepBrIHBIX ¥ BTOPUHHBIX

amuHOB) + 900 Mr MgSO,)», kar. Ne IL-5056

Hatpuii ykCycHO-KHCIIbIH, 4 I'OCT 199—68

Cwmkarenn, Merck 1.09385.1000

[Monsmxnas dasa w1 BOXX: cmech aleToHAT-

pwna 1 0,005 M H;PO, B cooTHomenuu 55 : 45

Iponuzaxnop, aHaTuTHYecKuit CTaHaapT ¢

conepxanuem 1.8. 984 % (HPLC) Riedel-de Hagn

VYronb akTuBUpOBaHHLI BAY-A I'OCT 6217-4—74
Tpumeuanne. JlonycKkaeTcs MCMIOAL30BAHME PEAKTUBOB HHbIX POM3BOAMTENCH

¢ Gonee Bbicoko#t kBamudukavelt, He TPeOYIOUIMX AONONHUTEABHON OYUCTKU pac-

TBOpUTENEH.

3.3. BcnomozamenbvHrsie yempoiicmea u mamepuaibl

Ananuruyeckas kononka ACQUITY UPLC BEH
C18 (100 x 2,1) mm, 1,7 mxm (Waters)
Anmapat s BeTpaxusanus ¢upmer Heidolph,
mox. Multi Reax (Fepmanust)
KonGet kpyrnoaonHsle Ha wuinde BMECTUMOCTBIO
25 eM’ roCT 9737—93
[IpoGMpKH NOAMIPOIIICHOBLIE LEHTPUDYXKHbIE
¢ KpBIILKaMK 0GbeMoM 15 cm® w 50 v’
PoTauuonns it BakyymHbi# uctiaputens Gupmbl
BUCHI, mon. R 205 (I1Iseituapus)
Lientpudyra dupmsr Eppendorf AG, mon. 5804
(Fepmanus)
Mpumeuanne. Jlonyckaercs npUMeHeHne 060pYAOBAHUS HHLIX NPOUIBOANTE-
JieHt ¢ aHANTOTUYHBIMM MUY JYHMHIUMH TEXHHYECKUMHU XapaKTCPUCTUKAMH.

4. TpeGoBanus GezomacHoCTH

4.1. Ipu BLINONHEHNH U3MEPEHUH HEOBXO0RMMO cobuonaTh TpeGoBaHus
TeXHUKH Ge3onacHOCTH Npu paGoTe ¢ XMMUUECKUMH peaktusamu no "OCT
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12.1.007—76, TpeboBanus no 3aekTpobe3onacHoOCTH Npyu pabote ¢ INEKTPo-
ycraHoskamu no ['OCT 12.1.019—2009, a Taxxe TpeGOBaHMs, U3IOKEHHBIC
B TEXHUYECKOH JOKY MEHTaLMM HA KUAKOCTHBIA XpomaTorpag.

4.2, Iomeluenune 1abopaTopuu AOMKHO ObITh OGOPYHOBAHO MPHUTOYHO-
BBITSDKHON BEHTHIsALMEH, COOTBETCTBOBATh TPEOOBaHMAM MOMXapHOH Ge30-
nacHoctn no T'OCT 12.1.004-—91 u umerh CpeACTBa MNOXAPOTYIHEHHUS
no FOCT 12.4.009—83. Conepxanue BpeXHbIX BEILECTB B BO3AYXE HE MOJXK-
Ho npesbimiats [1JIK (OBYB), ycranoBnennsix I'H 2.2.5.1313—03 wu
2.2.5.2308—07.

Oprauusaius o6yyeHust paboTHukoB GesonacHoctH Tpyaa — no I'OCT
12.0.004—90.

5. TpeGoBanus K KBaJA(QHKANMYE ONEPATOPOB

H3MepeHnst B COOTBETCTBHM C HACTOALICH METOAMKOH MOXET BbINOI-
HATb CNELHAIUCT-XUMHK, UMCIOILMH ONbIT paboThl METOIOM BbICOKOI(dEK-
TUBHOMW >KMAKOCTHOM XpoMarorpaguu, 03HaKOMJICHHbIH ¢ PyKOBOICTBOM MO
JKCIUTyaTalMy XpomaTorpada, OCBOMBIUMI NaHHYIO METONMKY W MONATBEP-
IMBIIMH IKCNEPHMEHTAIbHO COOTBETCTBUE IMOYUAEMBIX DE3YJLTATOB HOP-
MaTHBaM KOHTDOJIA MOrpeuIHOCTH n3MepeHui o n. 13.

6. YciioBns n3mepenuii

[Tpy BbINOSHEHUN U3MEPEHUI BBINOIHAIOT CERYIOILME YCIOBUS:

® MPOLIeCCh MPUrOTOBJIEHHMS PacTBOPOB ¥ MOArOTOBKY Npob K aHanu3y
APOBOIAT Npy TeMneparype Bosnyxa (20 £ 5) °C u oTHOCUTENbHON BJIAXKHO-
cTH He Gonee 80 %;

® BLINIONIHEHWE U3MEPEHMH Ha KUAKOCTHOM Xpomarorpade npoBOISAT B
YCAOBHAX, PEKOMEHIOBAHHBIX TEXHUUECKOH JOKYMEHTalKMeH K npubopy.

7. IloAroTOBKAa K OHpeEReIeHAI)

7.1. Konouuuonupoeanue KononKku
MNepen nauanom ananusa konouky (Acquity BEH C18) xonmuunonu-
pytoT B notoke noasixHol ¢assi (0,1—0,2 cM’/MUH) 10 craGuin3auuu Hy-
JIEBOH NUHKK.

7.2. lpuzomognenue pacmeopos
7.2.1. 0,005 M pacmeop opmoghocgpopnoii kucromer: (0,5 +:0,01) r 98 %o-i
OpTOhOCHOPHOI KUCHOTHI OMEIAIOT B MEPHYIO k0aGy obseMom 1 m®, pac-
TBOPSAIOT B OCMAUCTHILIUPOBAHHOM BONE ¥ JOBOJAT OGBHEM A0 METKH.
7.2.2. [ins npuzomoanenus no08udiCHOU pasvl CMEIUBAIOT allETOHUTPII
¢ 0,005 M pacrsopom opTodochOpHO# KMCIOTbI B COOTHOIIEHUH 55 : 45 1o
00BEMY, UCTIONL3YS MEPHBIC LMJIUHADHI.
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7.3. Hpuzomoeenue 0CHOBROZ0 U ZPAOYUPOBOUHBIX PACINEOPOS

7.3.1. Ocuoenoti pacmeop ¢ xonyenmpayueii 0,5 m2/cm’: TOUHYIO HaBec-
KY nponmox.uopa (50 £ 0,5) Mr nomearoT B MEpHYIO KoJIGY BMECTUMOCTBIO
100 cM’, pacTBOPSIOT B QUETOHUTPWIIE U HOBOAAT OGBEM KO METKH aleTo-
HUTPUIIOM.

I'panyupoBouHbie PACTBOPbl C KOHUEHTPaUUSMH NPONKM30XJI0pa 0.1;
0,2; 0,4; 0,8; 1,0 u 2,0 MKI/CM’ TOTOBST METOAOM NOCJIEAOBATEIBHOIO pa3-
GaBnemm no o0nLeMy, HCTONb3ys PaCTBOP MOABMXKHON (asbl (cMech aleTo-
nutpuna u 0,005 M oprodpocdopHoit KucioTs B cooruomeﬂuu 55:45).

7.3.2. Pacmeop Nﬂ 1 ¢ xouyenmpayueii 2,0 mxz/cm®: B Mepryio x0iGy
BMECTHMOCTEIO 100 cM® BHOCAT 4 CM® OCHOBHOTO PacTBOpa H AOBOAAT 10
METKH NOABIKHON (azoif.

7.3.3. Pacmeop Nb 2¢ ;\om;eumpaz;ueu 1,0 mxz/em’: B MEpHYI0 KoJby
smectTuMocThI0 10 cM® nomemator 5,0 eM® pacteopa Ne 1 u goBOAAT 06bEM
IO METKH NOIBIXKHOMU (asoii.

7.3.4. Pacmeop JVb 3¢ Kouuenmpauueu 0,8 mxe/em’: B MepHYyIO KOGy
BmecTumocTio 10 cM® nomemator 4 cm® pacTBopa Ne 1 1 I0BomAT 06bEM 10
METKH NOABIKHOM (asolt.

7.3.5. Pacmeop M 4c Kouueympayueu 0,4 mxe/cm’: B MepHyI0 KonGy
amecTumocTsio 10 eM’ nomewator 2 cM® pacteopa Ne 1 1 10BOAAT 06beM 110
METKH TOABHKHON azoil.

7.3.6. Pacmsop .Nb Sc Kcmueumpauueu 0,2 mx2/em’: B MepHyI0 KonGy
BMecTumOcTHIO 10 oM’ Tiomemaior 1 cm® pacteopa Ne 1 1 H0BOMAT 06beM 10
MeTKM HOABWKHOMN $a3oi.

7.3.7. Pacmesop M) 6c xouueumpauueu 0,1 mxe/em®: B MepHyio KOAGY
BMectuMocThio 10 oM’ nomematot 0,5 cv® pactsopa Ne 1 1 noomst obbem
710 METKHU NOABIDKHOM (pasoit.

OcHOBHOM PacTBOP MOXHO XPaHHTh B XONOAUIbHUKE NPY TEMNepaType
0—4 °C B Teyenue 1 Mecaua, rpajy MPOBOYHBIE PaCTBOPBI — B TEUEHHE CYTOK.

Tlpu M3y4eHHH NONHOTHI ONpeAeSICHUs Mponu3oxJiopa B 60TBE U KOpHE-
fI0Jax caxapHOH CBEKNBbI MCMONB3YIOT alETOHUTPUILHBIE PACTBOPHI Belle-
CTBa, PUIOTOBJICHHBIE U3 OCHOBHOIO PacTBOpa METOIOM NOCJIEA0BATEbHO-
ro pazfasiaeHus N0 00HEMY ALETOHUTPUIOM.

7.4. Hocmpoenue zpadyuposounozo zpaduxa

Jns nocTpoenus rpaxyHpoBo4HOro rpaduxa (Iromans nuka — KOHLICH-
TpaLus NporNM30XJIopa B pacTBope) B Xpomartorpad Beouar mo 10 M™M® rpa-
JyUpOBO4HbIX pacTBOPOB (He MeHee 3 mapaylesbHbIX U3MEPCHUH Lis Kax-
no¥ KOHLEHTPALUK, HE MEHee 4 TOYCK MO JHANA30HY M3MEPAEMbIX KOHLICH-
Tpaumii). 3aTeM WU3MepIOT IUIOIIANM MUKOB ¥ CTPOAT rpaduk 3aBUCUMOCTH
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CPEAHEro 3HAUSHM IUIOIHANM MTHKA OT KOHLCHTPalMK NPONHKOHa30a B rpa-
AYHPOBOYHOM PacTBOPE.

MeTronoM HauMEHBIIMX KBaJAPaToOB PACCYMTHLIBAIOT IPadydpOBOYHbIH
koapduument (K) B ypaBHeHNU NTHHERHON perpeccun:

C=KS, rae

§ — nyowans NUKa rpagyupoOBOYHOTO PacTBOpA.

I'panyypoBKy MpPHU3HAIOT YIOBIETBOPUTEIILHON, €C/IM 3HAYEHHE KO-
dunmenTa nuHeHHOM KoppemsIuMK oka3biBacTes He Hinke 0,99.

I'paaypOBOYHYIO XapaKTepUCTHKY HEOOXOIMMO NPOBEPSTH NPH 38MEHE
peakTHBOB, XpoMaTorpaduueckoil KOTOHKH WM 3J€MEHTOB xpomarorpadu-
4eCKOM CHCTEMbI, @ TakXKe NMPH OTPHULATEIBHOM PE3yJbTaTe KOHTpONs rpa-
YMPOBOMHOTO KO3(@ULMEHTA.

I'panyMpoBOUHYIO 3aBUCHMOCTh NPU3HAOT CTaOUIBLHON NPH BBINONHE-
HUU CIEAYIOWIETO YCJIOBUS:

C-C
| l 100 A,y o T

C — aTTeCTOBaHHOE 3HAUYCHUE MAaCCOBOH KOHUCHTPaUMK IponK3axiopa B
rpajyupOBOYHOM PacTBoOpe;

C, — pe3ynbTaT KOHTPOJILHOIO M3MEPEHMA MAacCOBOM KOHLEHTPaLMU
nponu3axiopa B rpasyupoBOYHOM pacTBOPE;

) Axonmp, — HOPMATHB KOHTpOJS rpamyMpoBouHOro koddduumenta, %

(Axomnp. =10% npu P= 0395)‘

8. Or6op npob n xpanenue

O16op npo6 cBeKibl NMPOU3BOAWTCS B COOTBETCTBHHM C «YHUULKMPO-
BaHHBLIMM [paBUIaMK 0TOOpa NMpo6 CenbecKOXOo3AMCTBEHHON NPOmMYKLMH, N1~
LIEBbIX NPOLYKTOB U OOBLEKTOB OKPYXKaloIWeH cpeabl I OnpeleneHus MUK-
pokonuuecTs nectuunaos» (0T 21.08.79 Ne 2051—79), a TaKxe B COOTBETCT-
Buu ¢ [OCT 1722—85 «CBekna CToOBas caexas, 3aroToiseMas 1 MocTas-
nseman». JIa JIUTebHOTO XpaHEeHUs aHauTieckue npobbl cBexibl (GoTBa
¥ KOPHEMNOb) NOMEUIAIOT B MOPO3MIIbHYIO KaMepy ¢ Temneparypoi —18 °C
Y XPaHAT B 32KpbITOM NMONM3THUIICHOBOM Tape.

9. IlpoBenenne onpefeIeHAs

9.1. Onpeoenenue nponu3zoxnopa e 6omee u KOPHENAOOAX CEEKNbI

B TOAUTIPOTUIICHOBYIO UCHTPU(YXKHYIO NPOGHPKY BMECTHMOCTBIO
50 cm® nomemaior (10 :t 0,1) r n3MenbueHHOM npoGsl (6OTBbI MM KOPHEILIO-
10B), 106aBNAOT 10 CM® aLETOHUTPIIIA U CONEPKMMOE BJIArOHENPOHHLIAEMO-
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ro nakera u3 «Habopa mra npoGonoxroroBku no Meroaxy QuEChERS
Interlab VetexQ ans o6braHbIX oBolleH, GpyKTOB M 3epHa (4 r MgSO, + 11
NaCl)». ITpoGupKy IIOTHO 3aKPHIBAIOT, BCTPSAXMBAIOT Ha AnnapaTe B TCUSHUE
15 MuH, uempn?)ympyxo'r npu ckopocti 4 000 06./Mun B TeueHve 10 MuH.
Ot1GuparoT 5 cM” BEPXHErO alETOHUTPIILHOIO CJOS M NEPEHOCAT B MONH-
APONUICHOBYIO NEHTPUGYXKHYIO TpoGupky u3 HaGopa BMECTHMOCTHIO
15 em®, conepxantyto copGent (150 Mr PSA® + 900 mr MgSO,). JNobarnsior
50 Mr aKTHBHPOBaHHOTO YIJisl, NPOOHPKY ILIOTHO 3aKPHIBAIOT, BCTPAXUBAIOT
Ha annapate B TedeHue 15 MMH, HEHTPUPYrMPYIOT DNpH CKOPOCTH
4 000 06./MuH B Teuerue 10 MuH. ANHKBOTY 2 CM® [IEPEHOCAT B KPYJIOJOH-
HYI0 KOnby ¥ ynapuBaloT JOCYXa Ha POTALMOHHOM BaKyyMHOM ucnapurene,
OCTATOK pacrnopmo"r B NOMBWXHOM (ase (Kopuerons B 0,5 cM’, GoTBYy B
1,0 em®) u 10 Mm® BBOMAT B XpOMaTOrpad.
Aavmepramusnblii 6apuanm npobonoodzomosxy

B NOJMNPONANCHOBYIO UCHTPUDYKHYIO HpoOMPKY BMECTUMOCTBIO
50 cM® momemator (10 + 0 1) r uamenbueHHOH NPoOsl (6OTBL WM KOPHEIIO-
1oB), npubaBnmor 10 cM® aneToHuTpuNa, 0,1 cM® nexstHoM YKCYCHO#M KHCIIO-
Thi, 8 I' CEMUBOJHOTO MArHUA CEPHO-KUCNOrO ¥ 1 I' HATPHS YKCYCHO-KMCIAOTO.
[Mpobupky IIIOTHO 3aKPHIBAIOT KPbILIKOM, BCTPAXMBAIOT HA aniiapare B Teue-
Hue 15 MuH ¥ neHTpUYrupyrorT npu cxopoctd 4 000 06./MuH B TeueHue
10 mun. Otbupator 5 cM’ BEPXHEr0 ALETOHUTPHILHOIO CIOK U MEPEHOCAT
€ro B MOMMNPONUICHOBYIO LeHTPHQYXKHYIO HpPOOUPKY BMECTUMOCTBIO
15 cM’, conepxanyro 250 Mr crakaress, 750 Mr GE3BOIHOTO MarHusi cep-
HO~-KUCIIOTO ¥ 50 MI' aKTHBHPOBaHHOrO yris. [IpoOHpKy rIOTHO 3aKpbIBAIOT
KpBILIKOH, BCTPAXUBAIOT Ha anmnapate 10 MUH ¥ USHTPUQYTUPYIOT NPH CKO-
pocth 4 000 06./MuH B TeueHue 10 MUH. ATMKBOTY 2 €M~ IIEPEHOCAT B KpyT-
JIOAOHHYIO KO0y M YNapHBalOT JOCYXa Ha POTAIMOHHOM BaKyyMHOM ucna-
puTene, ocTaTtox pac'raogam B HONBWXHON ase (kopHemrtomsl B 0,5 cM’,
6oty B 1,0 cM) u 10 Mm® BBOZAT B xpomarorpag.

9.2. Ycnoeun xpomamozpaguposanusn

VasTpaspdexruHbifl xuaxocTrsiit xpomatorpad «ACQUITY» dup-
Mbl Waters ¢ GbicTpockanupyiomum Y ®-1eTeKTOpoM, CHaOXeHHBIH nerasa-
TOPOM, aBTOMATHYECKMM ITPOGOOTGOPHMKOM M TEPMOCTATOM KOJIOHKH. AHa-
nutHueckas koonka ACQUITY UPLC BEH C18 (2,1 x 100) mm, 1,7 Mkm
(Waters). Temneparypa xonosku (30 + 1) °C. INoxsnikHas ¢asa: cMech aue-
ToHuTpwia 1 0,005 M oprodocdoproit KHCJIOTH! B COOTHOWIEHHN 55:45 (no
obbemy). CxopocTh moToka 3moenta 0,2 cM */mun. PaGouast JinHa BONHBI

*
Cwmech NEPBUUHLIX ¥ BTOPUUHBIX AMUHOB.
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V-aetextopa 220 M. O6bem BBoaMMO# npo6sl 10 MM°. Bpems yaepxkusa-
Hus nponusaxiopa (6,8 £ 0,1) Mun.

10. O6paGoTka pe3y.IbTaTOB AHAIN3A

KosnnuecTBeHHOE ONpeAeIeHHE NPOBOAAT METOAOM abCONMOTHOH Kanub-
poskit. ColepkaHue Npomu30xaopa B 0TBE U KOPHEILIOAaX CaxapHo#i CBek-
Abl (X, MIYKT) BBIUUCASIOT 1O opmye:

S, K-V k-100
P

Sy — Nnow@nb NMUKa NPONU30XJIopa Ha XPOMATOTPaMME UCIMbITYEMOTO
o6pasua. MM? (AU);

K — rpanyupoBouHblii KOIQOULUHEHT, HaliACHHbIH HA CTalHM FIOCTpoe-
HHS COOTBETCTBYIOLIEH rpaflyHPOBOHHON 3aBUCUMOCTH;

¥V — 06bEm npobbi, NOATOTOBNEHHON 11 XpOMATOrpaduyeckoro aHanu-
38, CM™;

P — HaBecka aHanu3upyemoro obpasua, T;

k=5 — x03pHLMEHT, yUHTHIBAIOIKMIA 00BEM aNUKBOTHI IKCTPAKTa, B3S-
Thill 11 aHauU3a;

f— MOJIHOTa H3BNEUEHUA NPONM30XJIOPa, NPUBEACHHas B Tabu. 2, %.

Coneprkanue OCTaTOUHBIX KOJMUECTB MPONMU30Xi0pa B 00pasue Bbluuc-
JIAIOT KaK CpefHee U3 ABYX NapaiiesbHbiX ONpEASNCHHUIA.

O6pa3supl, nalomue UKy Gonbine, YeM CTaHAAPTHLINA PacTBOP NPONU-
30xJi0pa ¢ KOHUeHTpauueit 2,0 MKI/cM®, pasGaBIISiOT MOABHKHOM dasoit nna
BOXX.

X= , rae

11. IIpoBepKka NpueMJIEMOCTH Pe3yIbLTATOB
napa/uIeIbHBIX onpeaeIennii
3a pesynbTaT aHanu3a NPUHAMAIOT CPENHEE apUPMETHHECKOE PE3YbTa~
TOB [ABYX NapaiicibHbIX ONpPEAENREHUH, PaCcXOXKACHHE MEKAY KOTOPLIMU He
NPEeBbILIACT NPENes NOBTOPIEMOCTH:

2~[Xl —XZ|-100
X, + X,)
X}, X2 — pe3ynbTaTsl napajlieNbHbIX OnpeacacHuit, MI/Kr;
r — 3HaYeHue npenena nosropsemocty (» = 2,80,).

Tlpy HeBbLINONHEHMK YyCNnoBUA (1) BBISICHAIOT NPUYUHbI NPEBLILECHUA
FIPEZIENIA YIOBTOPAEMOCTH, YCTPAHAIOT MX M BHOBb BBITIOJIHSIOT AHANIM3.

<r,rae m
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12. Odopmrenne pesyJbTATOB
Pe3ynbTat ananusa npencTaBisioOT B BHAE:
(X = A) mr/kr npu BeposTHocTH P = 0,95, rae

X — cpenHee apudMeTUHECKOE PE3yLTATOR ONpPENCNCHNUH, NpU3HaH-
HbIX TIPUEMNIEMBIMH, MI/KT;
A — rpanula abCcoMOTHOM MOrpeuIHOCTH, MI/KT;

5 X
A= , rae
100

0 — rpaHiU@ OTHOCHTENILHOM MOrPEIHOCTH METOAMKY (II0Ka3aTelb Tou~
HOCTH B COOTBETCTBUM C AMANa30HOM KOHLEHTpaLuit), %o.

B cnyuae, ecnu conepikaHne KOMITOHEHTa MEHEE HUXKHEH rpaHuLbl Aua-
T1a30Ha ONPEAENIAEMbIX KOHLICHTPAUUH, pe3ybTaT aHaiu3a MPeACTaBisioT B
BUIE:

«cooepoicanue geujecmea 6 npobe «meHee HUNCHER SpaHUYbl onpeodeie-
nus» (Hanpumep: Meree 0,025 mr/kr*, rae «*» — 0,025 mr/kr — npenen o6Ha-
PYKEHUS TIPOMM30XIIOPA B KOPHEIUIOAAX CBEKIbI).

13. KonTpoab KauecTsa pe3yibTaToB M3Mepesnii

OnepaTyBHBI# KOHTPOIb MOTPEIIHOCTH ¥ BOCNPON3BOAMMOCTY MU3Mepe-
HuH ocymectBasercs B cootBerctsuu ¢ FOCT P MCO 5725-1-6—2002
«To4HOCTb (NPaBHILHOCTD M NMPEUMIMOHHOCTh) METONOB M PE3YJbTATOB W3-
MepeHuit».

13.1. CtabunbHOCTL pE3yNbTaToOB K3MEPEHMH KOHTPONMPYIOT nepel
NPOBEACHHUEM U3MEPEHNUH, AHANU3UPYS OMMH U3 FPalyUPOBOMHBIX PacTBOPOB.

13.2. TInanoBei¥ BHyTPUNaGopaTOpHbiii ONEpaTUBHLIR KOHTPONbL MpoO-
LERYpPbl BLIMOJHEHHA aHANKM3A POBOAMTCS C IPUMEHEHHEM MeTONa 100aBOK.

Benuunua nobasku C; A0TKHA YAOBIETBOPATH YCIOBHIO!

Co=A,x +A, . e

* A, x (£ A, x) — XapaKkTepucTika norpemsoctd (aGconioTHas norpet-
HOCTh) PE3YBTATOR aHANN3A, COOTBETCTBYIOWIAS COACPKAHUIO KOMIIOHEHTA B
HCnbITyeMOM 00pasue (pacueTHOMY 3HAYESHHMIO COAEPKAaHHSA KOMIIOHCHTA B
o6pasLe ¢ 106aBKO# COOTBETCTBEHHO), MI/KT; IIPU 3TOM:

A, =+0,84 A, toe

A — rpanyna abCOMMOTHOM OrPemHOCTH, MI/KT:

5-X
A =ma
100

E]
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0 — rpaHKLa OTHOCUTEIbHOM NOTPEIHOCTH METOLMKY (MOKas3aTesh ToU-
HOCTH B COOTBETCTBHH C AMAMNa30HOM KOHLEHTpauuit), %.

PeayawTaT KOHTpOAS npoLeaypb! K, paccuuThIBAIOT N0 hopmyne:

K.=X'~X~-Cj,, rne:

X', X, Cp — cpeasee apupMETHYECKOES Pe3yNbTAaTOB MapaiebHbIX Of-
peneneHuit (MpU3HAHHLIX NPUEMIIEMBIMH MO 1. 11) conepkanus KOMIIOHEHTA
B ofpasue ¢ 106aBKO#, HCTILITYEMOM 00pa3lie, KOHUECHTpauus 106aBKU COOT-
BETCTBEHHO, MI/KT.

Hopwmarug xonTpons K paccuuThiBaior 1o gopmyae:

k=N T4l (1)

[IposonsT conocTaBieHUE pe3ynbrata KOHTpOJis npouexsypsl (K,) ¢
HOpMAaTUBOM KOHTpoas (K).

Ecnu pesyabTaT KOHTPOJS NPoLEAYPb! YAOBNETBOPSAET YCIOBHIO

IKd <K, @
NpoLEAYPY aHAIKU3a NPU3HAIOT YAOBIECTBOPUTENbHOM.

[Ipu HEBBINONHEHUM YCHOBUS (2) mpoueaypy KOHTPOJIA NOBTOPSIOT.
[Ipy NOBTOPHOM HEBBLINONAHEHUM yCOBUA (2) BBIACHAIOT NPUYMHbI, PUBO-
AALME K HEYNOBJIETBOPUTENbHAIM PE3yNbTaTaM, U NPUHUMAIOT MEpbl K MX
YCTPaHEHUIO.

13.3. IlpoBepka npHeMJIEMOCTH PE3YJAbTaTOB U3MEPEHMH, MONYuSHHBIX
B YCJIOBUAX BOCNIPOU3BOAUMOCTH.

Pacxoxpenve Mexay pesynbTaTaMi U3MEPEHUH, BBINOJHEHHBIX B ABYX
pasHblX 1abopaTopHsX, HE JOMKHO NPEBLIIATL Npeeia BOCIPOU3BOAHMO-
ctu (R):

21X, — X,]- 100
X+ X,)

X}, X7 — pe3y ibTaThl UBMEPEHMH B ABYX pa3HbIX JabopaTopusx, MI/kr;
R — npenen BOCTIPOM3BOAUMOCTH (B COOTBETCTBMM C JHANA3OHOM KOH-
ueHtpaumit), %.

< R,rne 3)

14. PazpaGoTauxu

Honxenko B. M., 1lubynbckas U. A., Uepmenckas T. ., Komapo-
Ba A. C. (THY Bceepoccuiickoro HUM 3amuthl pacresuii Poccensxosakane-
Mun).
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