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YTBEPXIAIO

Pykosoaurens deaepanbHON CliyKObl
[10 HAA30pY B chepe 3aiuuThl Npas
noTpebuTeneit u 01aronoayyus YeHoBeKa,
[ 1aBHBIH TOCYHAPCTBEHHBIN CAHUTAPHBLH
Bpay Poccuiickoil deaepanuu

. I'. Onuiuenxo
8 oktsbps 2012 r.
JlaTa BBEACHUSA: C MOMEHTA YTBEPKACHUSA

4.1. METO/Ib! KOHTPOJISA. XUMHUYECKHE GAKTOPDI

H3mepenne MmaccoBOH KOHIEHTPANMM NPONU3aAXJIopa
B 00TBe H KOPHEILI0/aX CBEKJIbI METO/0M
BHICOKO3(PPEeKTUBHOM KHIKOCTHON XpoMaTorpapuu

MeToxnueckne yka3zaHus
MYK 4.1.3043—12

Pm— — . PR r—

S Ml

CBHACTEIILCTRO 0 METPOJIOrMHECKOH aTTecTaluy
Ne 01.5.04.084/01.00043/2012.

HacTroalme METOAUYCCKUE yKa3aHUs YCTAHABJIMBAaIOT METOL BbICOKO-
3PPCKTUBHON KUAKOCTHON XpoMmaTtorpapuu anls ONPEACTCHNS MaccOBOH
KOHLEHTpaUMy MPOMMU30xjiopa B 60TBE CBEKJbl B AMAaNa3zoHe KOHUCHTpaLUH
0,1—1,0 Mr/amM°, B KOPDHEMNOAAX CBEKAbl B JAMANA30HE KOHUEHTpaLUl
0,025--0,25 mr/am’.

Haspanue aeicTeyrolero Bemectsa no Homenknarype 1CO: nponusa-

XJIOp.
Ha3zsanue neicrpyrowero BewecTna no Homelknarype [UPAC: 2-xiop-

6’ -3THI-N-U30NPONOKCUMETHIIALE TO-0O-TOJIY U H.
CrpykrypHas dhopMyJia:

O
CHy |
€T CH,CL
N
\CH2 —OCH (CH3) 5
Colg

Bp}fTTO cbopmyna: C;SH;}_;C]NOZ.
MonexyaspHast macca: 283,8.
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XHMHYECKH YHCTOE BCHIECTBO NPEACTaBIsSET CODON MACASHUCTYIO KA~
KOCTb OT CBETJIO-KOPHYHEBOTO 0 MYPITYPHOIr'O UBETA C XaPaKTEPHHIM 3aT11aX0M.

Temneparypa miasneuus: 21,6 °C.

Hasnenue napa npu 20 °C: 4 mITa.

KowlogP = 3,50 (20 °C).

PacTBOPUMOCTB B Boae — 184 Mr/am’. PacTBopuM B GOMBIIMHCTBE opra-
HUYECKHUX pacTsopurelieit. ['uaponurnuecky crtabuwieH. Uepes 5 aneit xpaue-
Hus npu S0 °C (pH 4, 7, 9) crenedb pas3ioxeHus cocrapigeT Meuee 10 %.

Kpamxas moKkcuxonozuueckas XxapaKkmepucmuxa

Octpast opanbHas TOKCHUHOCTb LDsg g xpbic 3 433 Mr/xr (Myxckue
ocoOu) u 2 088 MI/kr (xeHckue ocobu).

Hepmansuas TokeuurocTh LDsg npessitnaer 2 000 mr/xr.

UuransuponHas ToxkcuaHocth LCso — S 000 MI/M JUIs JKMBOTHBIX 0GOMX
nosnoB (KpbICht).

Obnracme npiimerenus npenapama

CeneKTUBHLIA repOuuua s PEryjiMpOBAHNS POCTA ONHONASTHHUX TPAB U
HEKOTOPBIX IHMUPOKOJUCTHBIX COPHAKOB Ha NOCEBAX KYKYPY3bl, HOACOTHEY-
HUKE, COM, KapTodens U ropoxa.

Mexann3m ASHCTBHSA 3aKMOYAETCS B MHIHOMPOBAHMK ACJCHHUS KIICTOK
[MOCPEACTBOM OJIOKMpOBaHMs 0SAKOBOI0 CUHTE3a TIpH aacopOuuu repbuuraa
Ha KOPHAX NpopacTaloliMX pacTeHuH.

B Poccun anst mponusaxnopa B CBEKIE IMIHEHUUECKHE HOPMATHBBI HE
YCTaHOBJICHBI.

1. lHorpemBocTh H3MEpEeHU T

[Ipr cobOAeHNM BCEX PEriiaMCHTUPOBAHHBIX YCIOBUM NpOBEaCHUS
aHaIU3a B TOMHOM COOTBETCTBUM ¢ HAHHOH METOAMKOH MOrpemHocTh (M €€
COCTABJSIIONINE) PE3YJIbTATOB M3MEPCHUH TIPpY JOBEPUTENTHHOM BEPOATHOCTHU
P = 0,95 He npeBblnaeT 3HaueHU, NPUBEACHHLIX B Taba. 1, 418 COOTBETCT-
BYIOUIMX AXMANA30HOB KOHLUCHTPALH M.

Tabnuua 1
MeTtpoaoruiecKkue napamMerpbl
[Tokazareis no- ' | flokasareis |
Jlwanasos | BTOpSEMOCTH Sioxﬁfgg;’_ HNoxasa- | *. o pocru
Obuecy | Onpenense- | (otrocurensuoe [© 2 P 2T (D | (rpaHuu!
anamaa | MPIX KOHICH- | CPEIHEKBAPA- parop PO~ yraocuTens-
Tpaluh, MI/Kr| THYECKOE OTKIIO- HOM no-
(Mr/am”) HEHME NOBTO- IPEIIHOCTH),
PAEMOCTH), 05, Y0 _ + 9, %
Bora | O01—10 + 6 | 8 | 9 | 18 |
0025025 9 | 11 | 12 | 24

* Comzne'rcraye'r PACHIUPEHHOR HEONPEACIEHHOCTH U, npy KO3(pPHULHECHTE OXBa-
[Ta K =
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Tabnuua 2

[loaHoTa N3BJACHEHHS IPONK3AXJOPA, CTAHAAPTHOS OTKIIOHEHHE,
AOBEPUTEABHLIA WHTEPBAJ CpeaHero pesyabrara aaa » =20, P=0,95

Huanaszon Cpennee | Cranaapr- | JIOBEpUTEIbHbINA
Onpeacase- | 3HAYCHUEC |HOC OTKIO-| UHTEPBAN CPea- |
MBIX KOHUEH~ { onpeaene- HEHHE, |HEro pe3yaLTara,
Tpauui Hus, % S, % + %

Ananusupye- | [penen
Muiit 00bexT. | 0OHapy-
MI/KT WEHUS

BoTBa 0.1
[Koprernoas { 0,025

2. Meroa namepennii

MeToaKKka OCHOBaHa Ha OMNpeae/IcHUN fponu3oxjopa MetoaomM BIXKX
C UCTIOJIL30BAHUEM Y D-AeTeKTOpa NOCAE €0 U3BJACUSHUS U3 00pa3LoB ¢ 10-
Mouiblo «Habopa s npobGonoarorosku no Meroay QuUEChERS Interlab
VetexQ ais oObiuHbIX 0BOWEH, PpyKTOB U 3epHa (kar. Ne IL-5056)».

MneHTupuKkaums npony3oxnopa MpoBOAUTCS [0 BPEMEHU YIEpKUBaA-
HUS, KOJIMUECTBEHHOE ONPEIE/ICHUE — METOAOM abCONMOTHOM KanuOpOBKH.

M30upatebHOCTL METOAA 00ECneuuBaeTCs COUCTAHMEM YCNIOBUU 1oA-
rOTOBKHM Npod M XpomaTorpagupoBaHHS.

3. Cpeacrea U3MEPEHHH, pEaKTUBDI, BCIIOMOrarejibHbIe
YCTPOHCTBA B MATEPHMAJIbL

3.1. Cpeocmea usmeperuii

JKunkoctHbiil xpomarorpadp «c ACQUITY» dupmsi
«Watersy ¢ ObICTPOCKAHUPYIOLNM Y D-1eTEKTOPOM,

CHaOXCHHOM JIEra3aToOpOM, aBTOMATUHECKUM Homep B ['ocpeectpe Cpeacts
npoGoOTOOPHHUKOM ¥ TEPMOCTATOM KOJIOHKU n3MepeHuil 42816-09

Becn! ananutuueckue BJ1A-200 [TOCT 24104—2001

Becnl Texauueckue BJIKT-500 ['OCT 24104—2001
Kon6st MepHble Ha 10, 100 cm’ FOCT 23932—90
Mukpoao3aropbl OZHOKaHaIbHbIE «BIOHITY

nepemennoro o6bema ot 200 no 1 000 mm’ u Homep B T'ocpeectpe cpesicTs
oT | 10 5 cM’, DUHIAHAUS n3mepeHuit 3615207
L{wiHApbI MepHBbIE Ha 50 1 100 cM’ FOCT 23932—90

[Ipumevanue. Jonyckaercs ucnoan3oBanne CpeaACTB UIMCPEHUS UHBIX MIPOU3-
BOAUTEICH ¢ QHAUIOTUYHBIMUY WY JIYUYLHIUMU XaPAKTEPUCTUKAMU.

3.2. Peaxmugbol
Auetorurput 4 BOXX, «B-230HM» uin xu  TY 6-09-3534—387
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Boxaa nna naboparopHoro ananusa (OUauCTUII-

pOBaHHAsA. ACUOHU3OBAHHASN ) ['OCT P 52501—2005
Kucinora oprodochopran, xu FOCT 6552—80
Kucnora yxcycHas, jieaaHas 'OCT 61—69
MarHuit cepHO-KUCIbIHA OE3BOAHBIH, XU ['OCT 4523—67
MarHui CepHO-KUCIILIA CEMUBOIHBIN, XU FOCT 4523—77

«Habop ang npodonoaAroToBKU 110 METORY

QuUECHhERS Interlab VetexQ anst oOb1uHbIX

oBoucH, ¢pyxroB u 3epHa (4 r MgSO, + 1 r NaCl

¥ 150 mr PSA (cmech nepButHLIX ¥ BTOPAYHbIX

amyxoB) + 900 Mmr MgSO,)», kat. Ne IL-5056

HaTtpuil yKCYCHO-KMCIbIH, 4 I'OCT 19968
Cunmkaress, Merck 1.09385.1000

[Toasmxuas dasza wig BIXX: cMech aueToOHNT-

puna n 0,005 M H;PO, B cooTHOeHun 55 : 45

I Iponusaxnop, aHaauTHYeCKut cTrangapT ¢

conepkanuem a.8. 98,4 % (HPLC) Riedel-de Ha&n

Yrojib akTuBUpOBanHbiif bBAY-A [[OCT 6217-4—74

[Ipumeyanne. JlonycKaeTcs UCTIOAL30BAHME PEAKTUBOB MHBIX NPOM3BOAUTEICH
¢ donee BbICOKOH kBamudukaumelt, He TpeOyIOHIMX AONOAHUTENBHON OYUCTKY pac-
TBOPUTEHEH.

3.3. Becnomozamenonsle ycmpoucmea u mamepudaibl

Ananmutrueckas kononka ACQUITY UPLC BEH
C18 (100 x 2,1) mm, 1,7 mxm (Waters)
Annapar mis BCTpaxusanus ¢pupmse! Heidolph,
moa. Multi Reax (I'epmanus)
Konﬁm KPYITIOAOHHBIE HA ITHGE BMECTUMOCTHI)
25 M’ 'oOCT 9737—93
[ IpoOupku NOJHIPONIICHOBRIE ueHTpmbynche
¢ KpbIIKaMy 00bemom 15 cm” 1 50 oM’
POTaHMOHHBIM BAKyYMHbIA HCIIAPUTEIL (PUPMBbI
BUCHI, moxn. R 205 (I1Iseituapus)
Lleutpudyra pupmoi Eppendorf AG, mon. 5804
(I'epmanus)
Npumeuanue. /lonyckaercs npUMeHCHUE 0O0pYAOBAHUS HUHLIX NPOUIBOAUTE-
JAeH ¢ aHANOIUYHBIMU WY JIVUHIMMH TEXHHUCCKUMHU XaAPaKTCPUCTUKAMH.

4. TpeGoranug GezomacHoOCTH

4.1. Ilpu BLINOJHEHUH UBMEPEHUHA HEOOX0AMMO cobironarhk Tpe6OBaHUS
TeXHUKHU Oe301acHOCTU npu pabore ¢ xumMuueckuMy peaktuBamu no ['OCT
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12.1.007—76, tpebosanus no nextpode3onacHOCTH npu paboTe ¢ INESKTPO-
ycradoskamMi no ['OCT 12.1.019—2009, a Ttakke TpeGoOBaHMsA, N3NOKEHHDIE
B TEXHUYECKON NOKYMEHTALIMU HA KUAKOCTHBIM Xpomarorpad.

4.2. IomeuieHne naboparopuu LOMKHO ObITh 000PYIOBAHO NPUTOUHO-
BBITSOKHOW BEHTUIsIUMEH, COOTBETCTBOBAaTh TPeOOBaHUAM mnOXKapHOH Oe30-
nachocty no I'OCT 12.1.004-—91 u umerh CpeaCTBa NOXAPOTYLICHUS
no 'OCT 12.4.009—83. CoaepkaHue BpeAHBIX BEUIECTB B BO3AYXE HE IOJX-~
Ho npesbimatsy [IJAK (OBYB), ycranosnennnix I'H 2.2.5.1313—03 #u
2.2.5.2308—07.

Oprauuzanus 00y4deHust paboTHrMkoB 0e3onacHoCcTH Tpyaa — no 'OCT
12.0.004—90.

5. TpeGoBanud K KBAIAPHKANMH ONEPATOPOB

HU3MepeHust B COOTBETCTBUM € HACTOSALUCH METOAMKOH MOXET BbINOJI-
HATb CIICUUANNCT-XUMHK, UMEIOIMH OnblT paboThl METOLOM BbICOKOIDPEK-
TUBHOM XMIKOCTHOM Xpomartorpapuu, 03HaKOMJIEHHbIN ¢ PYKOBOACTBOM f10
3KCIUlyatauuu Xpomarorpada, OCBOMBIIMN AAHHYK METOINUKY W MOITBEP-
AUBUIMK SKCINEPUMEHTAIIBHO COOTBETCTBUE IMOAYYAEMbBIX PE3YILTATOB HOP-
MATUBAM KOHTPOJIS IOrPEUIHOCTH n3MepeHui nmo n. 13.

6. YciioBus usmepeHni

[Ipn BuINOJIHEHHN U3MEPEHUH BLINOIHAIOT CACAYIOUIME YCIOBUS:

¢ [POLECCh! NPUrOTOBJICHUS PacTBOPOB U NOATrOTOBKH NpOD K aHAIU3Y
POBOAAT npu TeMIieparype Bo3ayxa (20 £ 5) °C ¥ OTHOCHUTEAbHON BJIaXKHO-
cTu He bonee 80 Yo;

® BLITIOJHEHNE U3MEPEHUHI Ha KUAKOCTHOM XpoMmarorpade NnpoBOIAT B
yCAOBHAX, PEKOMEHIOBAHHBIX TEXHUYECKOW NJOKYMEHTAUKEH! K npubopy.

7. IloaAroTroBKa K onpenRe/JeH o

7.1. Konouyuonuposanue KojxonKu

[lepen nauanowm ananusa Konouky (Acquity BEH CI18) konaununonu-
PYIOT B fioToke NOABWKHOW (a3l (0,1—0,2 cm”/MuUH) 10 crabuan3auuu Hy-
JIEBOM JTMHUM.

7.2. llpucomoenenue pacmeopoe

2.1. 0,005 M pacmeop opmoghocghoproit kucromer: (0,5 +0,01) r 98 Yo~
op'rmpocdmpﬂoﬁ KMCIOTHI OMELLAIOT B MEPHYIO KonOy ofbemMoM 1 am°, pac-
TBOPAIOT B OMAUCTHILIUPOBAHHOR BOJIC ¥ AOBOJAT 00HEM 10O METKMU.

7.2.2, [{ns npucomoenenus noodsudCHOU pa3vi CMEMIMBAIOT aLIETOHUTPUI
¢ 0,005 M pactBopoM opToPOCHOpHOit KUCIOThI B COOTHOWEHUM 535 : 45 nio
OOBEMY, NCNOJBL3YSI MEPHBIC LWIUHADLI.

AL
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7.3. llpuzomoenenue oCHOGHO20 U 2padyupoGOUHBIX PACMBOPOS

7.3.1. Ocnosnoii pacmeop ¢ xonyenmpayueii 0,5 m2/cm’: TOUHYIO HaBeC-
Ky MpOIM30X10pa (50 £ 0,5) Mr nomMea0T B MEPHYIO KOJIOY BMECTUMOCTBIO
100 cM°, pacTBOPAIOT B QUCTOHUTPWIE M JOBONAT OOBLEM IO METKU ALETO-
HUTPUIIOM.

['panyuporounhie pacTBOpbl € KOHLEHTPaLMAMU [PONU30XJIOpa 0,1;
0,2; 0,4; 0,8; 1,0 u 2,0 MKI/cM” rOTOBSIT METOAOM TNOCNIEIOBATEIIBHOIO pas-
OaBjicHUs 10 oﬁ'bemy, HCIIONBL3YS PACTBOP NOABMXKHOM (hasbl (CMeCh aLEeTo-
Hatpuna 4 0,005 M oprodocdopHoit KHCHAOTH B COOTHOUICHUH 55 : 45).

7.3.2. Pacmeop .Mr I ¢ xouyenmpayueii 2,0 mx2/cm’: B MEPHYIO KOOy
BMECTHMOCTRIO 100 cM’ BHOCAT 4 CM° OCHOBHOTO pacTBopa W AOBOAAT AO
METKHU NOABUKHOM (a3oii.

7.3.3. Pacmeop M 2 ¢ Honuenmpaz;ueu 1,0 mxe/cm’: B MepHYIO KONBY
BMecTUMOCThIO 10 ¢cM® nomemiator 5,0 M’ pactBopa Ne 1 W J0BOAST 00bEM
10 METKH NOABKXHOMN ¢a30i.

7.3.4. Pacmeop .Nb 3¢ mm;eﬂmpm;ueu 0,8 Mx2/cmM>: B MEPHYIO KOOy
BMECTHMOCTRIO 10 cM’ nomemaioT 4 cm” pactsopa Ne | W DoBoaAT 06beM 10
METKU NMOABMKHOH (azoii.

7.3.3. Pacmeop M’ 4 ¢ fcom;enmpm;ueu 0,4 MK2/cM>: B MEPHYIO KOJIOY
BMECTUMOCTHIO 10 e’ nomewatoT 2 ¢cm” pacrsopa Ne 1 1 #0BOAAT 06beM 10
METKH OABHMKHOW (ha3oil.

7.3.6. Pacmgop Ne 5 ¢ zcom;eympm;ueu 0,2 mxe/cm’: B MEPHYIO KOOy
BMECTUMOCTBIO 10 oM’ riomemaror 1 M’ pacteopa Ne 1 1 10BomaT o6bem 10
METKU MOABUAKHOMR Pa3oii.

7.3.7. Pacmeop M’ 6 ¢ xormeﬁmpauueu 0,1 mxe/cm’®: B MepHYIO KOnGy
BMECTUMOCThIO 10 cM® nomewaroT 0,5 cm® pactBopa Ne | 1 noBomsaT 06beM
A0 METKU NMOABWXHOU (Pa3oii.

OcHOBHOW PacTBOP MOXHO XPaHUTL B XOJOAWIbHUKE NP TeMNeparype
0—4 °C B Teuenue 1 Mecaua, rpany upOBOUHBIE PaCTBOPLI — B TEUEHUE CYTOK.

IIpy M3yueHNnH NONHOTHI ONPEACICHUS NPONU30XJIopa B BOTBE U KOPHE-
fUI0AaxX CaxapHOW CBEKIIbI UCIOJIb3YIOT AUCTOHUTPUILHBIE PACTBOPHI BELle-
CTBa, NPUIFOTOBJICHHLIC U3 OCHOBHOIO PacTBopa METOLOM IIOCHEA0BATEIILHO-
ro paz0asiacHus 10 00HLEMY ALCTOHUTPUAOM.

7.4, llocmpoenue 2padyupoeounozo zpauxa

Jiist DOCTpOSHMA rPayHPOBOYHOrO rpaduxa (IUIomans muxka — KOHIICH-
TpaLMs NMpPOTM30XJIOpa B pacTBope) B xpomartorpad BBOXAT mo 10 MM’ rpa-
AYUPOBOYHbLIX PacTBOPOB (He MeHee 3 napalleyibHbIX U3MEPCHUH 4ns Kax-
JIOM KOHLEHTPALUHMK, HEe McHEee 4 TOUEK MO AHANa3zoHy U3MEPSCMbIX KOHLICH-
Tpauuit). 3aTeM U3MEPAIOT IUIOLAAM NHUKOB U CTPOAT rpaduk 3aBUCUMOCTHU
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CPEAHEro 3HAYECHMS IUIOIMAMM MIMKA OT KOHLICHTPAaLMK NPONMKOHA30/a B Ipa-
RYVAPOBOYHOM pPacTBOpE.

Meronom HaUMEHLUIMX KBAAPAaTOB PACCUMUTHIBAIOT I'PalyXpOBOUHbLIH
Koagpuuuent (K) B ypaBHCHUM JIMHEHHON perpeccun:

C = KS, rae

S — naowans NUKa rpagydpoBOYHONO pacTBopa.

['panyypOBKY MNPU3HAIOT YAOBIETBOPUTCILHOM, €C/IM 3HAYEHUE KOI(-
dbunmreHTa NHHEHHONR Koppeasiumu oKazniBaeTcs He Hke 0,99,

' pagydpOBOYHYIO XapPaKTEPUCTHKY HEOOXOANMO NPOBEPSTH IPH 38MEHE
PEaKTUBOB, XpOMATOIrpaduUCCKON KOJOHKM WM 3JIEMCHTOB XpoMarorpagu-
YECKOW CHUCTEMBI, @ TaKXe NPH OTPMUATCIBHOM Pe3yJbTaTe KOHTpONs rpa-
AYUPOBOHHOIO KO3PPUIHMEHTA.

['pafyupOBOUYHYIO 3aBUCUMOCTDL MPHU3HAOT CTAOUIBLHON 1IPH BLIMOJIHE-
HUU CIACAYIOLIErO YCJIOBUS:

|C—C"|-100.s.:/1

C xonmp, FAS

(' — aTTeCTOBAHHOE 3HAYEHUE MAcCOBON KOHUCHTpaUMK Nponusaxiopa B
"paiyupOBOYHOM PacTBOpE;

Ci — Pe3y/bTaT KOHTPOJILHOIO WU3MEPEeHMS MaCCOBOM KOHUCHTpaUMH
Nporu13axjopa B rpalyupoBOYHOM PacTBOPE;

Axonmp. — HOPMATHB KOHTPOJIS TpaldyUpOBOYHOr0 Kodpduuuedrta, %
(f:-fofff:zp. =10 % I1pH P = 0,95 )

8. Orbop npod u xpanenue

OT160p npod cBEKIbI NPOUIBOAMTCS B COOTBETCTBUHU C «YHUPUUHMPO-
BaHHbIMU MpaBuiIaMK 010opa NMpod CeNnbCKOXO3IUCTBEHHON NMPOLYKUMK, T4~
LUEBBIX MPOAYKTOB U O0BEKTOB OKPYXKAIOMWICH Cpeabl I ONpPEeACNCHUA MUK~
POKONIMHMECTB rnecTUuuuaoB» (0T 21.08.79 No 2051—79), a TaKke B COOTBETCT-
suu ¢ [[OCT 1722—85 «(BeK1a CTONOBAA CBEXKaAA, 3aroToBJIAeMas 1 MocTaB-
aseMas». s IUTEbHOTO XpaHEHUs aHainTiecKkue npodsl ceekibl (60TRA
d KOPHEIOAKI) OMEILAIOT B MOPO3WIIBHYIO Kamepy ¢ Temneparypoi —18 °C
¥ XPAHAT B 3aKPbITOH TNOJIUITHICHOBOM Tape.

9. IlpoBencune onpeaeIeHAs

9.1. Onpeoencrue nponu3oxnopa ¢ bomee u KOPHENI00aAX CECKLbI

B roaunponuneHoByl0 LUEHTPUPYXKHYIO MPOOHPKY BMECTMMOCTBIO
50 cm” nomewaroT (10 £ 0,1) r usMenbueHHOH npobel (6OTBLI UK KOPHEILIO-
noB), 106aBnsoT 10 CM’ aUETOHUTPHUIIA U COAEPIKMMOE BIIArOHENPOHULIAEMO-
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ro mnaxkera u3 «Habopa mna npobonoarororku no Meroay QuUEChERS
Interlab VetexQ ans o6brunbiX oBollei, GpyKTOB ¥ 3epHa (4 MgSO4 + 1 1
NaCl)». [TpoGupky IOTHO 3aKpbiBAIOT, BCTPAXMUBAIOT HA ANNApaTe B TCUCHKE
1S mun, ueHTpH?)ympyloT npu ckopocty 4 000 06./MuH B TeueHne 10 MuH.
O10uparoT 5 ¢M™ BEPXHEIO auUCTOHUTPWIBHOIO CNOSA U HEPCHOCAT B MOJU-
NPONWICHOBYIO UEHTPUDPYKHYIC npodupky u3 Habopa BMECTUMOCTHIO
15 em’, copepxamyio copbent (150 Mr PSA" + 900 mr MgSO0,). NobarnsioT
50 M aKTHBHPOBAHHOI'0 YIS, NPOOUPKY IUIOTHO 3aKPbIBAIOT, BCTPAXUBAKOT
Ha annapare B TedeHue 15 MHH, LEHTPUDYTUPYIOT IPH  CKOPOCTH
4 000 06./Mun B Teuerue 10 MUH. ANMKBOTY 2 CM’ NEPEHOCAT B KPYIVIOLOH-
HYIO KONXOY M YNApUBAIOT JIOCYXA Ha POTALMOHHOM BaKyyMHOM HCNApUTEE,
OCTATOK PACTBOPSIOT B noABwKHO#N dase (xopuervonst B 0,5 cv’, 6oTBy B
1,0 c™’) u 10 MM BBOZAIT B Xpomarorpad.

Aremepramuenuiii sapuanm npobonoocomosxi

B nosunponIcHOBYIO UCHTPUPYKHYIO TPOOUPKY BMECTUMOCTLIO
50 cm” nomernator (10 + 0,1) r u3MenbaeHHON NMPOGHI (GOTBLI WX KOPHEILIO-
noB), npuGasasior 10 cM® ateTonuTpuna, 0,1 M’ neasHOU yKCycHo# Kucio-
Thi, 8 I' CEMURGIHOIO MArHUsA CEPHO-KUCIOTO U 1 I' HATPUS YKCYCHO-KUACIIOTO.
[ IpoOupKy IUIOTHO 3aKPbIBAIOT KPBILLKOH, BCTPAXHUBAIOT HA aNiapare B Teye-
uue 15 My u ueutTpud@yrupyvior npu ckopoctu 4 000 06./MuH B TeueHue
10 Mun. OT6upaoT S cM’ BEPXHEr0 AUETOHWUTPUILHOIC CNOS W NEPESHOCHT
€r0 B MOJUIIPONWICHOBYIO UCHTPUPYKHYIO NpOOUPKY BMECTHUMOCTLIO
[S c™’, conepxkantyio 250 Mr crtukareas, 750 Mr G€3BOIHOTO MarHus cep-
HO~KUACIOTO ¥ 50 MI' aKTUBHUPOBAHHOIO Y. [IpoOUPKY MIOTHO 3aKpLIBAIOT
KphiLKOH, BCTPAXMBAIOT Ha annapare 10 MUH ¥ USHTPUYTUPYIOT MPH CKO-
pocty 4 000 06./MuH B TeueHue 10 MUH. AJTMKBOTY 2 CM~ MEPEHOCAT B KPyr-
JIOJOHHYIO KO0y ¥ YNapHUBaIOT J0CYXa HA POTALMOHHOM BAKYYMHOM UCHA-
pUTENE, OCTATOK PACTBOPAIOT B NOABWKHOU (ase (kopHemwromsl B 0,5 cm’,
Gotsy B 1,0 cm’) u 10 MM BBOIAT B Xpomarorpad.

9.2. Ycnosun xpomamozpapupoeanusn

YaerpadxpdexruBHbiil KuakocTHeilt xpomartorpadp «ACQUITY» up-
Mbl Waters ¢ ObicTpockaHUpyiomuM Y D-aeTeKTopoM, cHabXeHHbIH nerasa-
TOPOM, aBTOMATHYCCKUM ITPOGOOTOOPHUKOM M TEPMOCTATOM KOJIOHKH. AHa-
autHueckas xomonka ACQUITY UPLC BEH CI18 (2,1 x 100) mm, 1,7 Mxm

(Waters). Temneparypa xonouku (30 1) °C. I[oasnxkuast ¢asa: cMech aue-
ToHutpuna u 0,005 M oprodochopHoit kKuca0THI B COOTHOWECHUY S5 : 45 (o
o6bemy). CkopocTh NMOTOKa 35moeHTa 0,2 cM /MuH. Pabouast JUMHa BOJTHbI

il it ———
v - —

n
CMech NepPBUIHLIX U RTOPUUYHBIX AMHHOB.
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V®-getextopa 220 vM. O6beM BBOAMMO# npobsl 10 MM°. Bpems yaepKipa-
Hus nponuzaxsiopa (6,8 = 0,1) mun.

10. O6paborka pe3yibTaTOB aHAIN3A

KoanuecTBeHHOE ONPEACICHNUE NPOBOAAT METOAOM a0COMOTHOH Kanno-
posky. ConepKaHMe NMPOMU30Xa0pa B HOTBE U KOPHEIUIOAAX CaXapHOH CBEK-
nbl (X, MIY/KT) BLIYKCHSIOT MO Gopmy.ie:

S, K-V k-100
P o

S« — MIowaab nuxa rnponu3oXaopa Ha XpOMATOrpaMME MCHbITYEMOro
obpasua. MM~ (AU);

K — rpanydpOoBOUHbIH KO3DGUUHEHT, HAHACHHBIH HA CTaduU MOCTPOE-
HiiSt COOTBETCTBYIOLIEH I'PAAYUPOBOHHON 3aBUCUMOCTH;

I — 00b€M nNpoObI, MOATOTOBNCHHON M1 XPOMATOTPAPUUIECKOro aHaliu-
33, CM”;

P — HaBecKa aHanusupyeMoro obpasua, r;

k=5 — kOIOPULUMEHT, YUHTLIBAIOLMI 00BbeM allMKBOThl 3KCTPAKTa, B3si-
ThIH 11J15 aHau3a;

f— NOJIHOTA U3B/ICUEHUA IPONN30XJI0opa, NpUBeAcHHas B Tabu. 2, %.

Conepanue OCTaTOUHBIX KOJUUECCTB NMPONU30oXiopa B 00pasue BbIYUC-
JIAIOT KaK cpejiHee U3 ABYX HapailjelbHbiX OnpeiAeneHui.

O6pasubt, narouine nuky 00biIYe, YeM CTaHAAPTHBIA pacTBOp NPONU-

30X/10pa € KOHUEHTpauue 2,0 Mkr/cM”, pa36apisioT noaBwxHoH da3cit s
B2XKX.

X = rae

11. IIpoBepka npuemM/IeMOCTH Pe3yIbTATOB
napa;uIeJbHBIX onpeae/IeHUH

3a pe3yabTaT aHaM3a NPUHUMAIOT CPEeRHEE apudMETHIECKOE pe3Y.ibTa~

TOB ABYX MNaAPAIS/IbHBIX ONPEACNCHUNA, PACXOKIACHHUE MEKAY KOTOPbIMU HE
NPEBbILIACT Npeaes NOBTOPSIEMOCTH:

21X, — X,1-100
2 XXy — <7, rIoe (1)
(X, +X,)
X, X; — pe3ynsTarsl napajuieNbHbIX ONpeacIeHM|, MIV/KT;
7 — 3HAYCHUE Npesesa nosropaeMocty (» = 2,80,).

[lpn HeBBINONHEHKWU YCNOBUA (1) BLISICHSIOT NPUYUHLI TPEBBLILICHHA
fipenesa rnoBTOPSEMOCTH, YCTPEHSIOT WX U BHOBbL BBINTOJTHSAIOT aHAJIN3.
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12. Odopm.aenne pe3yiLTATOR
Pe3ybTaT aHaiu3a NpeACTaBiAOT B BUAE:

(X =+ A) mr/kr npu seposaTHocTy P = 0,95, rae

X — cpeaHee apudMETUYECKOE Pe3yiabTaToB ONpEACNICHU, NpU3HaH-
HbIX [IPUEMIECMBIMH, MI/KT;
A — rpanunua abcoIOTHON NOrpPELIHOCTH, MIVKT

o X
A=—— rae
100

0 — rpaHulia OTHOCHTEJILHOM NMOrpeUIHOCTY METOAMKH (ITOKa3aTeb TOY-
HOCTY B COOTBETCTBUM C AUANA30HOM KOHLEHTpauui), Y.

B ciiyuae, eciii COAEePKaAHNE KOMITOHEHTA MCHEE HUXKHEH rpaHuLibl Axa-
[1a30Ha ONPEICNACMbIX KOHLCHTPAUUMN, pe3yabTaT aHanuM3a NpeaAcTapisiioT B
BUIE:

KCOOEPIHCAHUEC BENIeCBA 68 NPObe «MEHee HUNCHEU CPpaHulbl onpedele-
Husy (Hanpumep: MeHee 0,025 mr/kr*, rae «*» — 0,025 mr/xr — npeaen oOHa-
PYXEHUS TPOTIN30OXIIOPA B KOPHEILIOAAX CBEKIbI).

13. KonTpoab KayecTsBa pe3ybTaToB BK3Mepenuii

OneparuBHbi KOHTPOJL MOTPEIHOCTY ¥ BOCHPOU3BOAUMOCTY U3MEpE-
HUi ocywectBasercss B cootserctBun ¢ [OCT P MCO 5725-1-6—2002
«TouHOCTL (NPaBHILHOCTD M NMPEUMIUOHHOCTh) METOHLOB U PE3YJILTATOB U3-
MECPCHUNY.

13.1. CTabuibHOCT PE3YIAbTATOB H3MEPEHHM KOHTPOIUPYIOT Mepel
POBCACHUEM U3MEPCHUH, aHANIUIUPYSA OAVH U3 FpalyHpPOBOUYHBIX PacTBOPOB.

13.2. [InanoBpll BHYTPUIA0OpATOPHBLIM ONEpaTUBHLIA KOHTPOJIbL NpPO-
LHEAYPbI BbIMOJHEHAS aHany3a IMPOBOAMTCA ¢ NIPUMCHEHHUEM METOAA 100aBOK.

Benuunda nodasku C, A0HKHA YAOBIETBOPATH YCAOBHIO:

Co=A,x +4A, ., rne

A, x (£ A, x ) — XapakTepuCTHKa [OrpetiHOCTH (abCOMIOTHAS TOTrpell-
HOCTh) PE3VILTATOR QHANN3A, COOTBETCTRYIONIAN COACPKAHKIO KOMITOHEHT? B
UCIIBITYEMOM 00pa3sie (pacyeTHOMY 3HAYCHMIO COACPIKAHHUA KOMIIOHEHTa B
obpasue ¢ 100aBKOM COOTBETCTBCHHO), MI/KI'; [IPU 3TOM:

A,=+x0,84 A, Tae
A — rpanyua abCOMOTHOM OrpeIHOCTH, MI/KT:
0-X

A=
100
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0 — rpaHHLa OTHOCHTENLHON NMOrpeHIHOCTY METOAMKY (OKa3aTesib TOU-
HOCTH B COOTBETCTBHHY C IMANA30KOM KOHLECHTpauuii), %.
Pe3yabTaT KOHTPOAs npouenyps! K, pacCuuTsIBalOT N0 GopMyie:

K.= X" -~X~-Cj, rae:

X', X, Cp — cpeasee apuPMEeTHYECKOS pe3yAbTaTOR NAapaMIebHbIX Ofl-
peneneHui (pu3HaHHbIX NMPUEMIIEMBIMHU M0 1. 11) conepkanns KOMIOHCHTA
B o0pasie ¢ 100aBKO#H, UCNILITYEMOM 00pasiie, KOHUSHTpauus 100aBKYU COOT-
BETCTBCHHO, MI/KT.

Hopmatus xoHTpOJIA K pacCYUTBIBAIOT 110 GopMye:

K =A%, +A2, (1
[IpoBOOST COMNOCTABACHUE peE3VJbTaTa KOHTPOJS npouenypsl (K ¢

HOPMATUBOM KOHTPO.s (K.
Ecnu pe3yibTaT KOHTPOJIS NpOUEAYDb! YAOBIECTBOPSET YCIOBHIO

Kd <K, (2)

NPOLERAYPY aHANK3a NPU3HAKOT YAOBJICTBOPUTEILHOMN.

[Ip# HEBLINONHEHUU YCJIOBUA (2) NpouUeAYPY KOHTPOJS TOBTOPSIOT.
[Ipy NMOBTOPHOM HEBLINOJHEHUM yCH0BUA (2) BLIACHAIOT NMPUYMHEL, IIPHBO-
JALME K HEYIAOBJETBOPUTEC/IbHAIM pe3yJibTaTaM, U NMPUHHAMAIOT MEPbI K HX
YCTPAHEHUIO.

13.3. IlpoBepKka npueMiIeMOCTy PE3yJbTaTOB U3MEPEHUH, MONYUSHHBIX
B YCJIOBUSIX BOCIPOU3BOIUMOCTH.

Pacxoxaenve MEXIy pe3yiabTaTaMy U3MEPEHUMN, BBINOJIHEHHBIX B ABYX
pasHblX JadopaTopHsaX, He AOMKHO MPEBLIWATL npeleia BOCIPON3BOANMO-

cty (R):

21X, — X,|- 100
X=X - < R, rae 3)
(X, + X))

X, X7 — pe3yNbTaThl UBMEPECHUM B ABYX pasHbIX J1a00opaToOpusX, MIv/Kr;
R — npenen BOCIPOU3IBOAUMOCTH (B COOTBETCTBUM ¢ AMANA30HOM KOH-
LeHTpauuit), %.
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