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YTBEPXHOAIO
PyxoBoautens PenepanbHOi ClyKObI
10 HAA30pPY B cepe 3alUThI 1Tpas
norpebureneii u Gnarononyyus yeaoBeKa,
['naBHpIN rocyJapcTBEHHBIN CAHUTAPHBIN

Bpa4 Poccuiickoit denepanuu
I'. . OHHIIEHKO

12 nrona 2011 r.
JlaTa BBEJEHUA: C MOMEHTA YTBEPXKICHUA

4.1. METO/ibl KOHTPOJIS1. XUMHWYECKHE ®AKTOPBI

Onpeaesienne 0CTaTOYHLIX KOJIMYECTB
NPOreKcainoHa~-KaablUMUA B BoJe, I04YBE, IJI0AAX H
coKe s10,I0K METOAOM MET0I0M BBICOKO3(pHEeKTHBHOI
KHAKOCTHOM xpoMmaTtorpadun

MeToan4eckHe YKA3aHHA
MYK 4.1.2907—11

Hacrosdinii JOKYMEHT YCTaHABIUBAET METOAUKY OIpEACNICHUA OCTa-
TOYHBIX KOJWYECTB IMPOreKcainoHa-kajiblysa B BOAE B AWAana3oHe KOHLUEH-
Tpauuit 0,001—0,01 Mr/nM3, B MOYBE, B IUIOAAX U COKe A0JOK B AHMAIA30HE
konueHtpauuii 0,01—0,1 mr/kr.

JIleHcTBYIOLICE BEHIECTBO: NPOreKCcaguOH-KanblUii.

o O
\\ ‘4’ © 2%
/C C\ B Ca
CH5CH, O
O
Kanbuuit 3-0KCHAO-5-0KCO-4-TpONMUOHMILUKIOreKca-3-¢HKapOOKCHNaT

(IUPAC).
MonekynapHasa Macca: 250,3.

bpyrro popmyna: CoH;CaOs;.

XHUMHYECKHA YHCTOE BEUISCTBO MpEeAcTaBIAeT cOO0H MEJIKOAHCIIEPCHBIN
Genwrii nopolok 6e3 3anaxa.

Temnepatypa nnasiaeHus > 360 °C.

Jlagnenue mapa 1,33 x 107 MPa (20 °C).
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KoadppuuueHT pacnpeneneHus B CUCTEME H-OKraHon—Boga K.
log P =-2,90.

PacTBOpHMOCTS B Bosie (Mr/am”, 20 °C): 174

PacTBOPHMOCTS B OpraHM4eckuX pacteopurenax (mr/am’, 20 °C): MeTa-
Hon— 1,11; aueton — 0,038.

CrabuieH B BoaHbix pactBopax (DTsy coctaBnser 5 gueit npu pH 5,0 u
teMneparype 20 °C u 83 aus npu pH 9,0). YcroiluuB k HarpeBaHHIO 10
200 °C u Bo3aeiicTBHIO conHeyHoro ceera; pKa 5,15.

Kpamxas mokcuxonozuieckas xapakmepucmuxa: ocTpas opajibHas TOK-
CHYHOCTh UIA KpbIC M Mblie# > 5 000 mr/kr. Ilpy nogkoxHOM BBEAEHHUM
KkpbicaM LDsy > 2 000 mr/xr. OkassiBaeT cyiaboe pasapaxaloliee aeiicrsue Ha
rfa3a, HO He pas3fipaxacTt KoKy (Kponuku). MHranauMoHHas TOKCUUHOCTb A4
KkpbiC LCs cocTaBnsgeT 4,21 Mr Ha 1 J1 BO3ayXa.

Obnacmb npumenenus. peryjlaTop pocta pacteHuit. Ucnone3yeTcs B Ka-
YeCTBE CPEACTBA OT IOJIEFAHUA MEJKO3EPHOBBIX 3/1aKOB. Takyke MOXeT ObITh
HCIIOJIBE30BAH KaK 3aMeIUTENDb POCTa AEPHA, 3EMIIAHBIX OPEXOB U LIBETOB WK
11t UTHTUOUPOBAHUSA YIJIMHEHUA HOBBIX 100EI0B (PPYKTOBBIX JIEPEBLEB.

B Poccun nns nporexkcagdoHa-KanbUMsa THIHEHHUYECKHE HOPMATHBbLI HE
YCTRHOBJICHBI.

1. MerpoJiornyeckas XapaKkTepuHCTHKA METOAA

[Tpu cobimoneHun BCEX PEriiaMEHTHPOBAHHLIX YCJIOBHUH TMpoOBeacHUs
aHaliv3a B TOYHOM COOTBETCTBHHU C JaHHOI METOAMKON MOrpeiHocTh (U ee
COCTaBJIAIOLUME) Pe3ybTaTOB U3IMEPEHWH NpPH JOBEPUTENLHON BEPOATHOCTH
P = 0,95 He npeBbilIacT 3HaAYECHUN, NPpUBEACHHBIX B Tabu. 1, A1 COOTBETCT-

BYIOLLMX AHANAa30HOB KOHLUEHTpaLMHA.
Tabnuua 1

Merpoaornyeckue napaMeTphi

Juanason [Toxazaremb 0~ | 1 aaarens | Mokaza- IIOKEB&TEH*I:
BTOPSAEMOCTH TOYHOCTH
ONPEACIAC- 1 rhocuTenshoe | oy TPia- | TCIb (FpaHULLbI’
OBBeKT | MBIX KOHLEH- | | e IHEKBAIDATH- GopatopHoii | BoCIpo- mu%cme b
aHaJIKU3a TPaLHH, P P NpeUnU3HOH- | H3BOAH-

YCCKOC OTKJIOHC-
HUE MOBTOPAEMO-
CTH), 0,, %o

HO# norpeti-

o HOCTH),
Ok, 70 + 5. %

MI/Kr

HOCTH,
TRa %

MOCTH,

(Mr/oM°)

15

Bom __Jo00I—0010 5 | 6
[Mowa _Jo01—000 | 6 | 8§
Sorow [ 001010 | 5 | 12

_

SA6nouHbIii

* COOTBETCTBYET paclIMpeHHON HeonpeaeaeHHOCTH U, npu ko3QPHLUHEHTE 0XBa-
Ta k=2

25

Ln
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Tabnuuya 2

Moanora H3BACYEHHA NPOreKCAAROHA, CTRHAAPTHOE OTKJIOHEHHE,
AOBEPUTENLHLIH HHTEPBAaN cpeaHero pe3yiabTata ans n = 20, P=(,95

Hpenen Hdwanazon | Cpeanee
ofHapyxe- | omnpenense- | 3HaYEHHE
HHMA, MI/KT, | MBIX KOHLIEH- | ofIpeseic-

mr/om® | Tpaumit, Mr/kr| uus, %

ona 0,001—-0,01 899 4,61
[MouBa 0,01—0, 93,6 7,85

[Inoawl
2010K 0,01 _O= ] 88,95 0,03

Cok 2610k 0,01—0,1 6,73

JosepuTensHuil
HHTEpBAN Cpea-
HEro pe3ylbTara,

AHanusu-
DYE€MbIH
00BeKT

Cranpaapr-
HOE OTKJIO-

HEHHE, S + O

2. Merox n3mepedus

MeToanka OCHOBaHa Ha ONpeAeSiCHUHM NPOoreKcaluoHa~-KajbLMA O CBO-
6onHoMt kuciore nporekcagdoHy MetonoM BIXKX ¢ ucrions3opanueM Y-
JIETEKTOpA MOCHe €ro TBepAOPa3sHON IKCTPpaKUMK U3 BOALI MJIH XHUAKOCTHON
3KCTPAKLUKWM M3 TBEPABIX 00pa3uoB 4 A0JOYHOrO COKa C MOCHEAYIOEH Oun-
CTKOM IKCTPAKTOB Ha KOHUSHTPHPYIOLIMX NAaTPOHAX, 3allOJIHEHHBIX CHJIMKa-
reJieM.

HMnenuTuguxaunsa nporekcaaiuoHa MPOBOAUTCH 110 BPEMEHM YAECPKUBa-
HUSA, KOJIHYECTBEHHOE OMNpeneyieHHe — MeToA0M abCOoNMOTHON KaluOpOBKH.

N36npaTenbHOCTL METOLA 0OECIIEUHBAETCS COYECTAHUEM YCJIOBHMH M10J-
FOTOBKH Mnpob u xpomarorpadupoBaHMA.

3. Cpeacrea M3MEPEHHH, PpEAKTHBbI, BCIOMOraTe/ibHbie
yCTPOHCTBA H MaTepHabl

3.1. Cpeocmea usmepenuii

XKunkoctHoiit xpoMatorpad « ACQUITY»
¢pupmMel «Waters» ¢ ObICTPOCKaHUPYIOLUUM

Y ®-neTekTopoM, CHaOXKEHHOM Iera3aTopom,
aBTOMaTH4YeCKHM NMpoSOOTOOPHUKOM H
TEPMOCTATOM KOJIOHKH

Becnl aHanuTnueckue BJIA-200 [OCT 24104—2001
Becnl TexHuueckue BJIKT-500 'OCT 24104—2001
Kon6b1 MepHbie Ha 10, 100 u 1 000 cm” ['OCT 23932—90

Muxkpono3arops! JIEeHNHINET NEPEMEHHOTO
o6bema 01200 10 1 000 MM HoT 1 0 5 CM°, BHII
KJIUMATHYECKOTo HcnoiHeuns Y XJIY.2 I'OCT 50444
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[MTuneTku rpagyupoBaHHbie o6bemoM 1,2, 5 1 10 cM® TTOCT 29227—91
LunuHOpsl MepHbIe Ha 50 # 100 cM” [TOCT 25932—90

JIoImycKaeTcs UCNnob30BaHHEe CPEACTB U3MEPEHHUS C aHANIOTHYHBIMY WIH
NYYIIHMHU XapaKTEPUCTUKAMM.

3.2. Peakmuest
Aueronutpun mng BOXX, «B-230HM» mnn xyu TV 6-09-3534—87

Boaa nucTuiiiupoBaHHas TOCT 6709—72

['ekcaH, x4 TY 2631-003-05807999—98

JuxjaopmeTaH, X4 TV 6-09-2662—77

Meranon, xy I'OCT 6995—77

MeTuieH XJI0pUCTBIN, XY TY 2631-019-44493179—98
cusm. 1,2, 3

Harpnii cepHOKHUCALIR 0€3BOIHBIHN, U,

CBEKEINPOKAICHHBIA [[OCT 4166—76

[IporexkcaaHoH ¢ coaepxaHueM OCHOBHOTO

BetecTBa 99,6 % (Reg. Ne 217602, Batch L73-10)

CepHas KUCJI0Ta, 0CY [OCT 14262—78

TpudgropykcycHas KHCJIOTa, Y4 TY 6-09-3877—80
JlonyckaeTca HUCIOb30BAaHUE PEAKTHUBOB KBaJNIM(DHKALMY HEe HUXKE YKa-

3aHHOM.

3.3. BcnomozamensHble ycmpoiicmeda u Mamepuansl

Ananutnyeckas kononka ACQUITY UPLC BEH
C18 (100 x 2,1) MM, 1,7 MxM (Waters)
bunucTUnaATOp

BakyyMHbI#t MAHHIOYJIATOP AUA pabOThI C NIATpO-

HaMH U1 TBepaodasHo skcTpaxiiuu (Waters,
kat. Ne WAT 200677)

Boponku naboparopublie B-75-110 ['OCT 25336—82
BOpOHKH AeNUTeNbHEIE 06beMoM 250 1 500 cm®  [OCT 25336—82
BopoHka broxHepa ['OCT 0147
["oMorenusatop MPTYVY 42-1505-5-63
Kon6sl mnockonoHueie Ha ungax K1 250

29/32 TC FOCT 25336—82
KonGsl-KOHLEHTPaTopsl eMKOCThiO 100 1 250 cm® TOCT 25336—82
Hacoc BoaoCTpyHHBIN [TOCT 10696—75

IMatpons! Juanak C16 (buoxummax) 0,4 r
ITaTpOHBI, 3an0JIHEHHbIE cCHIMKareeM 60

(0,040—0,063 MMm) (Merck, I'epmanns) 0,5 r
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PoTauuOHHbI BaKyyMHBIH UCnapUTesb GUPMEI

BUCHI, moz. R 205

CrakaHbl XuMHYeckne 00némoM 100, 200 u 500 cM® TOCT 25336—82

YneTpassykosasg 6aHs «Candup»

O unbTpbl OYMaKHbIE «Kpaciias JICHTa» TY 6.091678—86
JlonyckaeTcs MCHONb30BaHUE APYroro BCIIOMOraTeabHOro o6opynosa-

HUS C TEXHUYECKUMH XapaKTepHUCTHKAMH HE XYK€ YKa3aHHBIX.

4. TpeGoBanns 6€30aCHOCTH

4.1. I1pn nposeacHun padorsl HEOOX0aMMO cobmoaaTsL TpeGoBaHUA TEX-
HUKHY G€30MacHOCTH, YCTAHOBJICHHBIE IA paboT ¢ TOKCHYHBIMH, €AKHUMH, JIET-
koBocruiaMeHsromuMucs sewecrsamu (I'OCT 12.1.005, 12.1.007). Opranuza-
uua obyuedus pabotaukos 6esonacHoct Tpyaa no FOCT 12.0.004.

[Ipu BLIMOMHEHHH U3MEPEHUN ¢ UCTIONIL30BAHMEM XUAKOCTHOTO XpoMa-
Torpaga 1 pabore ¢ 3JIEKTPOYCTaHOBKaMU cobioaaTs fpasuia 3jieKTpobe3o-
nacHocTd B cooTBeTcTBUH ¢ ['OCT 12.1.019—79 U MHCTPYKLMAMU IO 3KC-
lyaTauuH npubopos.

4.2. [loMeweHne 1abopaTopuy JOMKHO ObiTh 000pYyAOBAHO NPUTOYHO-
BBITA)KHON BEHTHISALIMEH, COOTBETCTBOBaThH TpeOOBaHHAM IMOXKAapHOH Oe30-
nacHocTd no I'OCT 12.1.004—9]1 u uMeTh CpeAcTBa TMOXKAPOTYILIEHHA I10
['OCT 12.4.009. ConepxxaHue BpelHbIX BEUIECTB B BO3AYXEe HE AOJKHO mpe-
BbllATh HOpM, ycTtaHOBIEHHBIX I'H 2.2.5.1313—03 «IIpenenbHo momycru-
Mble koHueHTpauuH (I1JK) BpeaHsIX BenIecTB B Bo3ayxe paboueil 30HbI.

5. TpeOoBanus K KBanH(PHKAUHUH ONIEPATOPOB

HM3MepeHHa B COOTBETCTBHM C HACTOALUEH METOAMKON MOXET BBIIOJ-
HATb CIIEUMANUCT-XUMHUK, UMEIOLIHA ONBIT paboThi METOAOM BBICOKOd(deK-
TUBHOH XXUAKOCTHOH XpomaTtorpaduu, 03HAaKOMJICHHBIA ¢ PyYKOBOACTBOM MO

IKCIUTyaTauuu XpoMarorpaga, OCBOMBIIMK NAHHYIO METOAMKY M IOATBEp-
AUBLIKHA IKCIICPUMEHTAIIBHO COOTBETCTBME MOAYy4aeMbIX pPe3yJbTaTOB HOP-
MaTHBaM KOHTPOJIA MOrpeLIHOCTH H3MepeHuH no . 13.

6. YciaoBus u3mepenui

[IpH BBINOJIHEHHH U3MEPEHUH BHINOMHSAIOT C/ICAYIOLIHE YCIIOBHUA:

® [IPOLIECCHI NPUTOTOBACHHS PaCTBOPOB U MOATOTOBKH Npod K aHanu3y
IpOBOAAT NpH TeMnepatype Bo3ayxa (20 + 5) °C U oTHOCHTENILHOMN BJIaXKHO-
cTH He 6onee 80 %:;

® BLIMNOJHEHUE M3MEPEHUH HA XXHUAKOCTHOM XpoMmaTtorpade NmpoBOAAT B
YCJIOBHAX, PEKOMEHIOBAHHBIX TEXHUYECKOM JOKYMEHTaLuUeH K pubopy.
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7. HHoAroToBKa K onpenesieHu10

7.1. Konouyuonupoeanue KONOHKY

[lepen Hauasiom aHanu3a KodoHky (Acquity BEH Cl18) konanuuonu-
PYIOT B NOTOKEe nmoaBwxHO! da3nl (0,1—0,2 cM°/MUH) 00 cTaOUNM3ALIKY HY-
J1€BOH JIMHHUH.

7.2. llpuzomoenenue pacmeopoe

1.2.1. Illpuzomoenenue 0,05 %-20 pacmsopa mpudJmOpyf-:cycnou KUuc-
0mMbl; B MEPHYIO KOOy BMECTUMOCTBIO 1 am” nomewator 200 cM® BOABL AN
BYXKX, npubasnaoT 0,5 cM® TpUGTOPYKCYCHOM KHUCIOTH ¥ ZOBOAAT 06beM
10 MeTKH BoRoH s BIKX.

7.2.2. Hpueomo&wenue nodeuafcuou @azbl; B MEPHYIO KOAOY BMECTUMO-
cThio 1 oM’ moMewaroT 250 CM” aUETOHMTPUNA M JOBOAAT 00BEM N0 METKH
pacTBOpom 0,05 % TprpTOpYKCYCHOH KHUCIOTHI.

7.2.3. Hpueomoeﬂeyue 1 M pacmeopa cepuou KUCROMbL: B MEPHYIO KO-
6y BMecTHMOCTBIO 1 000 cM’ nomewaroT 900 cM® Bozbl NpubasnsioT 56,5 cm’
KOHUEHTPUPOBAHHON CEPHOM KHUCNIOThbI, OCTOPOXKHO MNEPEMEUIMBAIOT U [OBO-
oAaT 00beM 10 METKH BOJOH.

7.3. Ilpuzomoenenue 0CHOBHO20 U 2pAOYyUPOBOYUHHIX PACMEOPOE

7.3.1. Ocnosnou pacmeop ¢ konyenmpayueu 0, | M2/cM’: TOUHYIO HaBec-
Ky nporexcanuona (10 £ 0,1) Mr noMeLalOT B MEPHYHO KOJIOY BMECTHMOCTLIO
100 cM’, pacTBOPSIOT B ALIETOHHTPHIIE M NOBOAAT OOBEM [0 METKH TEM Ke
pPaCTBOPHUTENIEM.

Fpanynponoqﬂme pacTBOpbI ¢ kOHUeHTpauuasmu 0,1, 0,2, 0,5, 0,75, v
1,0 MKI/CM® rOTOBAT METOJOM MOCNEA0BATENLHOrO pa3baBaeHHs Mo oﬁbemy,
KCII0JIb3YSA PACTBOP NOABHIXHOM (pa3bl.

7.3.2. Pacmsop M l ¢ xonueumpauueu 1,0 mxz/cm’: B Mephyto Konby
BMeCTUMOCTHI0 100 cM® BHOCAT | CM° OCHOBHOrO pacTBopa U 1OBOIAT O0bEM
A0 METKH MOABWXHON $a3oi.

7.3.3. Pacmsop M 2c¢ xonueumpauueu 0,75 mr2/cm’: B MEPRYIO KOOy
BMecTHMOCTBIO 10 cM’ BHocAT 7,5 cM’ pactBopa Ne 1 u nooaaT obbem Ao
METKH TIOABWKHON da3oif.

7.3.4. Pacmeop Ne 3 ¢ konueumpauueu 0,5 mxe/cm’: B MepHYIO KONy
BMecTUMOcThI0 10 cM’ nomeinaior 5,0 cM® pactBopa Ne 1 4 a0BOAAT 06BEM
10 METKH IMOABWKHOHN (a3oil.

71.3.5. Pacmeop M 4 ¢ kouyenmpayueii 0,2 mx2/cm’: B MEPHYIO KONGy
BMecTHMOCTBI0 10 cM® momenaror 2,0 cM’ pactBopa Ne | ¥ m10BOAST o6bem

10 METKH NOABIDKHOM ¢a3oi.
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7.3.6. Pacmeop MJ Jc¢ Konueumpaz;ueu 0,1 mx2/cm’: B MepHYIO KOJOY
BMeCTHMOCTBIO 10 cM’ noMewaor 1,0 cM’ pactBopa Ne 1 u g0BoaAT 06BeEM
10 METKH NMOABUXKHOM ¢a3oi.

OCHOBHOM pacTBOpP MOXHO XPaHHUTh B XOJOAUNILHUKE IIPU TeMOepaType
0—4 °C B TeyeHue | Hegean, rpaayupoOBOYHBIE PACTBOPBI — B TEYEHHE CYTOK.

IIpy u3yyeHHH HOJIHOTHI ONpehesieHUs IUIA BHECEHHUA B MATpUILy HC-
MONBL3YIOT ALUETOHUTPHIIBHBIE PACTBOPHI NMPOreKCaAMOHA ¢ KOHUEHTPaUMSAMU
1,0 u 10,0 MKr/cm’, KOTOpbIE MOTOBAT m OCHOBHOI'0 CTaHNApPTHOI'O0 pacTBOpa
(m. 7.3.1) ¢ xoHueHTtpauued 0,1 Mr/cM’ METOZOM IOCJIEOBATENLHOIO pas3-
0aBleHUA aLUEeTOHUTPUIIOM.

7.2, IIpuzomosnenue 3n0enma 0718 meepooPaIHou IKCMPaKyuu

B MepHyio koi6y BMmecTHMOCThIO 100 cM® noMemaiot 1 cM’ TpHdTO-
PYKCYCHOH KMCIIOTBL ¥ AOBOIAT 0ObEM A0 METKH METAHOJIOM.

7.3. Illocmpoenue 2padyupoeounozo zpauka

Hns yCTaHOBNEHHA rpalyHPOBOUYHON XapakTepuCcTUKy (JU101Laab MUKa —
KOHLIEHTpALIUA IPOreKCafiHoOHa B pacTBope) B Xpomatorpad BBOIAT IO
10 MM’ rpallyMpOBOYHBIX pacTBOpPOB (He MeHee 3 MapaulelibHbIX H3MEPEHHI!
1A KaXA0H KOHUEHTpaLuM, HE MEHee 4 TOYeK MO AHana3oHy U3MEpAEMBIX
KOHUEHTpauul). 3aTeM N3MEPAIOT IUIOMIAAK IIMKOB U CTPOAT rpaduk 3aBUCH-
MOCTH CpEeIHEro 3Ha4yeHHs IUTOMaau NHKa OT KOHUCHTPAUWH NporekcaaruoHa
B IpaJy MPOBOYHOM pacTBOpE.

MeToaoM HaWMEHLIIUX KBAAPATOB PACCUHTHIBAIOT I'PalyHPOBOUHEIH
ko3 duiueHT (K) B YpaBHEeHUM JINHEHHON perpecCUH:

C = K§,rne

S — moiaas NMKa rpagy MpOBOYHOr0 pacTBOpA.

['panyvpoBKY NpPHU3HAIOT YAOBJIETBOPUTENbHOH, €CIH 3HaAYeHHE KO3d-
buuveHTa JHHeHON KoppeUMH OKa3biBaeTca He Huxke 0,99,

['pagyvpOBOYHYIO XapaKTEPHCTHKY HEOOX0AUMO IPOBEPATD IIPH 3aMEHE
peakTUBOB, XpOMATOrpauueckoi KONMOHKH WIH JIEMEHTOB XpoMaTorpadu-
YeCKOW CUCTEMBI, a TaKXe IIpY OTPHUATEIIBHOM pe3yjibTaTeé KOHTPOJA Irpa-
TYHPOBOYHOro KodppHLHeHTa.

[ paaynpOBOYHYIO 3aBUCHMOCTDH MPU3HAIOT CTAOMNBHON IIPH BBIIOJIHE-
HHH CREAYIOLIEr0 YCIOBHA:

I€=Cel 100 <2

Kxonmp . ’

C — aTTEeCTOBAHHOE 3HAYE€HHE MaCCOBON KOHLIEHTPALWHN NMporekcaanoHa
B rpalyMpOBOUHOM pacTBOpE;

10
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Cy — pe3yabTaT KOHTPOJBHOIO H3MEPEHUA MACCOBOM KOHLEHTPAUHUM
porekcajyioHa B rpaiyMpOBOYHOM PacTBOpE;
Axonmp. — HOPMATHB KOHTPOJA TIpagydpoBOYHOro koadduuueHta, %

7.4. Iloo20moeka namponoe 014 meepooasnoi IKCMpaKyuu

1.4.1. Iloocomosxka namporos Juanax C16. HenocpeacTtreHHo nepen
YNOTpe6ieHHeM Yepe3 MaTpoH MOC/EA0BAaTENbHO NPONYCKalOT Mo 2 ¢M’ alie-
TOHHTPUJIA H BOJBI.

1.4.2. [looecomosxa namponos, 3anornennblx cunukazenem. Henocpen-
CTBEHHO Mepesl ynoTpeGNeHHeM yepes NaTpoH NPONycKaioT 2,5 cM’ AUXJIOp-
METaHa.

8. OTO00op npo0b u xpaHeHue

O160p npod nponssoautrcs B cOOTBETCTBUK € 'OCT 29168—89 «llou-
Bbl. OT60p npob», 'OCT P 51592—2000 «Boaa. Obuine tpebosanua K OT-
Oopy npody». g AnUTENLHOrO XpaHeHus NpoObl MOYBbLI NOACYUIMBAIOT NpH
KOMHATHOI TeMmnepaType B OTCYTCTBMC NPAMOro COJNHEYHOro cmera. Cyxue
nouBeHHbie 00pa3Lbi MOTYT XpaHHTbCA B TeueHHe roga. llepea anaiuzom
CYXYIO TOUBY HOBOIAT OO CTAHAAPTHOM BJIAXKHOCTH, NPOCEUBAIOT Yepes CHTO
C OTBEPCTUAMH 1 MM.

Ot60p npob s61ok npouszsoauTcs B cooTBETCTBUU ¢ [[OCT 27572—87
«A0NnoKH cBEXME 1A NMPOMBILLIICHHON repepabotku». I1pobbl 010k XpaHaT
B MOpO3W1bHOU KaMepe IIpd Temiepatype He Bbiuie —18 °C B TeueHue 10
mecsueB. Ilepen aHanuzoMm npoObl A0J0K roMOreHU3UpyroT. I1pobbl a6n0u-
HOrO COKa XpaHAT OO aHalH3a B MOPO3HJILHOH KaMepe NpH TeMneparype He

Beillle —18 °C B TeyeHHe MecAlla, B XONOAUABHUKE IpU TeMniepaTtype 0—4 °C
B repMETUYHOHN YNaKOBKE B TEUCHHE HEALS/IH.

9. IlpoBeaenne onpenecHus

9.1. Onpeodenenue npo2exkcaduonda e eooe

K 50 cM’ Bompl npu6aBIAOT 25 MM’ TpUDTOPYKCYCHOM KHCIOTHI M TpO-
NyCKaloT 4Yepes naTgion Tuanak C16. OuabTpat oTOpaceiBaroT. Ilporekcanu-
OH 3JHOMPYIOT 3 CM~ aueTOHUTPWIA. JJI0AT YNAPHUBAKOT A0CYXa Ha BAKYYM-
HOM POTALMOHHOM HCrapuTene npu temueparype 6auu He soiwe 40 °C. Cy-
XO# octaTok pacreopsaoT B 0,5 cM’ momBMKHOMN (asbl. BBOAAT B XpoMaTo-
rpad 10 MM’ MOJIyuEHHOTO pacTBOpa.
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9.2. Onpeoenenue npozexcm)uaua 6 ADN10MHOM COKe

K (20 £ 0,1) r coxa mpuGasnsiot 10 MM® TpUGTOPYKCYCHOI KHUCIOTHI U
30 cM” Boasl. [TosyueHHbiit pacTBop GHIBTPYIOT Ha BopoHKe BloXHepa yepes
OyMaXHbIA QUILTD («xpacnaa NeHTa» ). OUIbLTpaT NMOMEMAT B JENATENb-
HYIO BOPOHKY Ha 250 cM’ U IPOMBIBAIOT ABaXKAbl NOPLMAMH 1O 25 cM Tek-
caHa, BCTPAXHBasi BOPOHKY Kax/bplif pa3s B TeueHHe 1—2 MHH. BepxHuii op-
raHUYECKUM cnoﬁ oT6paceiBaioT. IIporekcaqoOH 3KCTParupyoT TPEMSA IIOp-
LUAMH 110 25 CM° TMXJIOPMETaHa, BCTPSAXHBast BOPOHKY KK AbIH pa3 1Mo 2 MUH
U cobupas HYOKHHH opraHuveckuil ciiot. O6beauHeHHBIH 3KCTPAKT (PHUIbT-
PYIOT uepe3 cioi 6e330nnoro HaATpUsI CEPHOKHUCIIOTO B KONOY-KOHLIEHTPATOP
1 ynapuBaloT 10 06beMa 2 cM° Ha BaKyyMHOM POTALIMOHHOM HCMapHTere TpH
TeMmneparype BoAgHON O0aHu He Boiwe 40 °C. OcTaToK KOJIHYECTBEHHO Nepe-
HOCAT B OTKOHAMIHMOHMPOBAHHLIA MATPOH, 3anonHeHHuﬁ CHJTUKareseM.
®unpTpaT 0TOpacKIBAOT. ITaTPOH MPOMBIBAIOT 2 CM® CMECH METaHOJI-METH:
neH xIOpUCTEIR B cootHomeHuu 50 : 50. ITporekcauoH >MOUPYIOT 2 CM’
1 %-ro pacTBOpa TPHPTOPYKCYCHOH KHCIIOTHI B METAHOJIE, npuroronneHHoro
no n. 7.4. Jmoar yIapuBaioT 10cyxa. Cyxoit OCTaTOK pacTBOpAIOT B 2 ¢M’
MonBUXKHOM a3kl 1 10 MM’ NOYYEHHOTO pacTBOpa BBOAAT B XpoMarorpad.

9.3. Onpeodenenue npozekcaouona ¢ nouee u n1ooax abaokK

B KOHHYECKYIO KOOy Bmecrmocmm 250 cM’ momemator (10 £ 0,1)r
oOpasua u 3xc1'pampyrm* 50 cM’ cMecH MeTtaHona ¢ 1M cepHo#t kucyoTol B
COOTHOIIEHUH 9 :1 B ynbpTpa3BykoBON OaHe B TeueHue 15 MuH. Maccy
$unsTPYIOT Ha Bopom{e BroxHepa uepe3 OymakHbiit GUIBLTP «KpacHas JICH-
Ta». DKCTpaKUHIO HOBTOPAIOT. OOBeAMHEHHBIN 3KCTPAKT yIIApUBAIOT HaA Ba-
KYYMHOM POTAllMOHHOM HCHApHUTENEC MPU TeMIeparype BOAAHOM OaHH He
Boeiie 40 °C no nonﬂom yaaicHud MeTaHosia. O6beM BOILHOrO OCTarka Jo-
BoaaT mo 50 cm’. JlansHeitmyio 06paboTKy MpOBOAAT Mo 1. 9.2, HAYMHAA C
[pOLENyPsI MPOMBIBKH npoObl B ACNHUTENBLHON BOPOHKE ABYMSA IOPLMAMH
reKcana no 235 CM Cyxoit ocTaToK, HOJIY‘-IBHHBIﬁ Ha nocieAHeH CTaauu pac-
TBOPSIOT B | cM’ moaBIKHON dasbl ¥ 10 MM’ MOMyYeHHOro pacTBOpa BBOIAT

B XpoMarorpad.

9.4. Ycnaoeusn xpomamozpagupoeanusn

YapTpadpPexTBHbIR KuAKOCTHRIH Xpomatorpadp «ACQUITY» dup-
Mbl Waters ¢ ObicTpOcKkaHupyommm Y P-aeTeKTopoM, cHabkeHHBIN xerasa-
TOPOM, aBTOMATHYECKHUM IMPOOOOTOOPHHKOM U TEPMOCTATOM KOJIOHKH. AHa-

nutnueckas koioHka ACQUITY UPLC BEH C18 (2,1 x 100) mm, 1,7 MKkM

(Waters). Temneparypa kosoHku (30 + 1) °C. IloasmwkHas ¢a3za: cMech are-
Touutpuia H 0,05 % TpudTOPYKCYCHOH KHCAOTHI B COOTHOIEHHHM 25 : 75.
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CkopocTb notoka amoenTa: 0,2 cM’/MuH. Pabouas AnuHa Bonubl YD-aeTek-
Topa 270 M. O6beM BBoAHMON poGs! 10 MM,

BpeMms ynepxuBaHug nporekcaauona (4,4 = 0,1) MuH.

JIMHEeHHLIA AHMAanma3oH OETEKTUPOBAHHA COXPAHAECTCA B MHTEPBAJIC KOH-
neHtpauuit 0,1—1,0 Mxr/cm’.

10. O0padoTka pe3yibTaTOB aHAIHN3A

KonuuecTBEeHHOE oOMpeaeneHyde NpOoBOAAT METOAOM abCOIIOTHOW Ka-
nubposky. Comepkanue NporeKkcaauoHa—Kanpuua B Boae (MI/OM’), noyse,
roaax M coke A0J0k X (MI/Kr) BBIYHCAAIOT N0 GopMYyIIe:

Xz_:S‘x-I;('V'lﬁOO_ije
P /

Sx — TUIOLUA/Ib IIMKA MNPOrekcaauoHa Ha XpoMaTorpaMMeE HMCNBLITYEMOTO
obpasua, (AU - ¢);

K — rpanyupoBOYHBIH KO3PDHUHEHT, HAMIEHHBIN HAa CTAAHMH NOCTpOE-
HUst COOTBETCTBYIOIIEN rpaly HPOBOYHO# 3aBUCUMOCTH,;

V — 06p€M npoOsbl, MOArOTOBIEHHONR 114 XpoMaTorpapuyecKoro aHanu-
33, CM’;

P — HaBecka (00beM BOABI) aHANM3UpyeMoro obpasua, r (cM°);

/— NonHOTa U3BJICYEHHA NMPOTreKCaauoOHa, NpuBeAcHHas B Tad. 2, %;

F — ¢axrop nepecyeTa COAEpKAHUA NPOreKcaauoHa B €ro KajlbLUUEBYIO
cojib (250,3/212,2 = 1,1795).

ColepxaHHe OCTAaTOYHBIX KOJIUYECTB I[IPOr€KCaaUOHA—KajibUUA B OO-
pa3le BbIUHCIAKOT KaK CpeAHEE U3 ABYX napaljie/ibHbIX OMNpeaesieHHH.

OO6pa3zupl, Aaromue NUKY 00jblIke, Y4eM CTAHXAPTHBIA pacTBOP NPOTeK-
caauoHa ¢ KOHUeHTpauued 1,0 Mkr/cM’, pas6aBasioT noasmwxHol dazoit ang
BOXX.

11. IIpoBepka npuemMjIeMOCTH Pe3yJIbTATOB
napaJuiejibHbIX OnpeaejIeHH |

3a pe3ynbTaT aHaJIn3a NPUHKUMAIOT CpeiHee apUPMETHUECKOE PE3ynbTa-
TOB ABYX NAapa/UiCJIbHBIX OIpEAECNCHUMN, paCX0OXKAECHUE MEXIY KOTOPbIMH HE
npeBbILIAET Npeaena nosropsaeMocty (1):

21X, - X,|-100
(X, +X,)

X\ ¥ X, — pe3y/IbTaThi NapajienbHbIX ONpeAeaeHHU, MI/Kr (MI/am’);
¥ — 3HA4YEHME Mpeaesa nopropaeMoctu (r = 2,8q,).

<r,rac
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[Ipn HeBbLINOJHEHKWHU YCNOBHUA (1) BLIACHAIOT IPWUHMHBI TIPEBBLIIIEHUS
fipeAesia MOBTOPAEMOCTH, YCTPAHSAIOT HX W BHOBb BHLINOJIHAIOT aHAJM3.

12. O¢opmJiienne pe3y1bTATOB
Pe3yjibraT aHaIH3a IPEACTABIAIOT B BUJE:
(X £ A) npu BepostHocTH P = 0,95, roe

X — cpenHee apUpMETHUECKOE Pe3yNIbTaTOB ONpEAEACHHUIN, MPH3HAHHBIX
ApHeMIIEMbIMH, MI/KI (MI/OM°);
A — rpaHKLA a6COMIOTHOM MOrPeMHOCTH, MI/KT (MI/AM’)

o-X
100

0 — rpaHuLia OTHOCHUTEJILHON MOrpelIHOCTH METOAUKM (I1I0Ka3aTeNb TOY-
HOCTH B COOTBETCTBHH C AHANA30HOM KOHLEHTpauHi), %.

B cnyuae ecau coaepaHMe KOMIIOHCHTA MEHEE HIMOKHEH rpaHAUbl JHa-
na3oHa onpeleiaseMbIX KOHLUEHTpaUUM, pe3ynbTaT aHalu3a NpeacTaBasioT B
BUJIE:

cooepoicanue gewecmea 8 npobe «MeHee HUMCHeu 2panuysl onpeoene-
HURLY (Hanpumep: COOepICarue npoeexcacuona-Kanbyus 8 npobe 600ul MeHee
0,001 m2/OM’, nouse, nrodax u coxe abnox — 0,01 m2/xz*, 20e

* 0,001 me/om’ u 0,01 me/kz — npeden oGHAPYIHCEHUR NPO2EKCAOUOHA-
KaNbYus 8 600€ U novae, Nrooax, coxe Abnoxk, coomeemcmeaerHo).

A= rjae

3

13. KouTpoab KavyecTBa pe3yjibTATOB H3IMEPECHHH

OnepaTHBHBLIH KOHTPOJb NMOrPEIHOCTH ¥ BOCIPOU3BOAUMOCTH H3MeEpe-
HUWit ocywecTBiasercss B coorsercteud ¢ OCT P UCO 5725-1-6—2002
«ToyHocTh (NPaBHILBOCTE U MPELUMU3IHNOHHOCTE) METOZIOB U PE3yNbTATOB H3-
MEpPEHHN.

13.1. CTabuibHOCTD PE3YNbTATOB HM3MEPEHHA KOHTPOJIMPYIOT Mepen
IpOBEACHHEM M3MEPECHUH, aHATH3INDYS OIHH U3 IrPalyHpPOBOYHBIX PaCTBOPOB.

13.2. Ilna”oBBEIf1 BHYTpHIAOOpATOpPHLIf ONEPATUBHBIM KOHTPONb IPO-
LieAypbl BHIMIOJIHEHUA aHAIHU3A NPOBOAKTCA ¢ MPUMEHEHHEM METOoa 100aBoK.

BenuuuHa n106aBkM C3 KOIDKHA yAOBJIETBOPATD YCIJIOBHIO:

Co = Ayx+ Ayyxr, TIE

+ Ayy (£ Any) — XapakTepucTHKa norpemHocTy (abcosmoTHas 1orpei-
HOCTh) Pe3yJibTaTOB aHAIH3a, COOTBETCTBYIOINAS COACPKAHUIO KOMIIOHEHTA B
HCnbiTYeMOM OOpasue (pacueTHOMY 3HaueHMIO COAEPKaHHUA KOMIOHE HTa B
obpasue ¢ 1006aBKoi, COOTBETCTBEHHO), MI/KI (MI/IM); MTPH 3TOM

A, =+0,84.A, rae
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A — rpaHHia abCOMOTHOM NOrPEeUIHOCTH, MIVKT (MI/OM’):
o-X
100

O — I'paHMLia OTHOCHTENLHOHN NMOrpelIHOCTY METOAMKH (MOKa3aTeib TOU-
HOCTH B COOTBETCTBHUHM C AHANA30HOM KOHUEHTpalHit), %o.
Pe3ynbTaT KOHTPOJA NpOUEAYPBI K, pacCHUTLIBAIOT N0 GoOpMYJe:

K,y=X"-X-C,, rae

X, X, Cs — cpeaHee apupMETHUECKOE pe3yJIbTaTOB NapaljieNibHbIX Of-
peAeNeHU (NpU3HaHHBIX NPHUEMJIEMBIMH 1O 1. 11) coaepKaHUsa KOMNOHEHTA
B 00pa3sue ¢ nobGaBkoi, UCIbITYeMOM obOpasue, KOHUEeHTpauus 100aBKH, CO-
OTBETCTBEHHO, MI/KT (Mn’nM3 ).

HopmaTHus KOHTpOJIs K PACCHUTHIBAIOT N0 QOpMYIIE:

2

K =\/A.H.X‘ + A% (1)

A= , Tae

IIpoBOomAT coOnoOCTaBleHHE pe3yJibTaTa KOHTPOAA npouenypst (K,) ¢

HOPMATUBOM KOHTpoas (K).
Ecny pe3ynbhTaT KOHTPOJIA Npouenypsb! YAOBAETBOPACT YCIOBHIO

[IpOUENYPY aHAIHN3A NPU3HAKT YAOBAETRBOPUTENLHOM.

[Ipy HEBLINOJHEHUM YCJOBUA (2) NPOUEAYPY KOHTPOAA NOBTOPSIOT.
I1p¥ MOBTOPHOM HEBBINOJHEHHMA YCJIOBUA (2) BLIACHAKOT NPHUYMHbBI, NPHUBO-
AAilMe K HEYAOBJICTBOPUTEIbHBIM pe3ysbTaTtaM, U NPUHUMAIOT MEPLI K HUX
YCTPaHEHUIO.

13.3. IlpoBepka NpUEMIIEMOCTH PE3yAbTaTOB U3IMEPEHUN, MOJIYYEHHbIX
B YCIOBUAX BOCHPOU3BOAUMOCTH:

PacxoXaeHHUE MeXAY pe3yJIbTaTaMH H3MEPEHUN, BHIMOJIHEHHBIX B ABYX
pa3HbIX JlabopaTopusx, He NOJKHO TpeBLIIATh Npeaena BOCHPOU3BOAMMO-
ctH (R):

2-1X, - X,|-100
(X; - Xz)
X\ 1 X; — pe3ysbTathl U3MEPEHUi B IBYX pa3zHbiX Jabopatopusax, Mr/kr
(MI/aM):;
R — npenen BOCIPOU3IBOAUMOCTH (B COOTBETCTBUHU C AMANMa30HOM KOH-
HEeHTpauuit), %o.

<R, re (3)
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14. PazpaboTunkn

Homxkenko B. M., Hubynsckas U. A., Xypkosuu H. K., Jlyroexu-
Ha H. B., Kospos H. I'. (I'HY Bcepoccuiickuil HayuyHo-ucCneaoBaTeIbCKHH
HHCTHTYT 3allUThl pacTeHuit Poccensxos-akageMun, Cankr-Iletepbypr).

MeTtoauka rnpouria MeTpoJOru4yeckyr sxcrnieptsy (CBuaerTenscTBo 00
arrectauu Ne 01.5.04.694) u BHeceHa B (DexepanbHuiilt peectp MBH
(PP.1.31.2011.09109).
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