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Coaepxanue

OnpeaeneHue 0CTaTOYHBIX KOJIHYECTB MPOrekCanHoHa-Kalbuus B BOAE, NOYBE,
niojax v coke A6JI0K METOAOM METOAOM BbiCOK0O((EKTUBHON HHUAKOCTHOM

xpoMatorpadun: MYK 4.1.2907—11 ...t

OnpegeneHue 0CTaTOYHBIX KONUYECTB HMUIAKIONPHUAA B MOPKOBH, YKE,
ropoxe, 3epHE U COJIOME pUCa, 3EPHE H MacJjie COM, ATORAX M COKE BMHOrpaza
METOAOM BHICOKO2(exTHBHOM )uaxocTHOH XpoMaTorpaduu:
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NOYBE, 3EPHE H CONIOME 3EPHOBbLIX KYIbTYP METOAOM BhICOKOI(eKTHBHOH

xuaxocTHo# xpomarorpadun: MYK 4.1.2924—11. ..o

Onpenenenye 0CTaTOMHBIX KOAUYECTB PEHNMUPOKCUMATE B 3ENCHO| Macce, 3epHE
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VTBEPXJAIO

Pyxosoautens PenepanbHoii cinyx6b1
110 HaA30py B chepe 3aIUTHI Npas
notpe6uTeNeli U Garononyyus 4YeaoBeka,
CnasHbl rocynapcTBeHHBIA caHHTapHbIH
Bpay Poccuiickoit denepaiuu

I'. T. OxuueHko
12 niona 2011 r.
Jata BBeIEHUA: C MOMEHTa YTBEPXKACHHUS

4.1. METOZibl KOHTPOJIS. XUMHYECKHE ®AKTOPBI

Onpegenenne 0CTaTOTHBIX KOJINYECTB
NPOreKcaHOHA-KAJIbLIHSA B Bo/le, IOYBE, IJI0AAX H
coke f0JI0K METOI0M METOI0M BBICOKO3()(peKTHBHOI
JKHAKocTHOM XpomaTorpapun

Metoan4eckue yKazanus
MYK 4.1.2907—11

Hacrosaumii DOKYMEHT yCTaHAaBIMBaeT METOAUKY OMNpelencHUA OcTa-
TOYHBIX KOJMYECTB MPOreKcajuoOHa-KanblUd B BOAE B AWana3oHe KOHLEH-
Tpauuii 0,001—0,01 Mr/EM’, B MOYBE, B IUIOAAX U COKE AGNOK B AMANa3OHE
koHueHTpaunit 0,01—0,1 Mr/kr.

JeficTByroulee BEMIECTBO: NPOreKCaOH-KaIbLUii.

o o]
\ /° 2
C C\ B Ca
CH3CHj 0
o]
Kanbuuit 3-0kcHao-5-0kco-4-npomMoHWILMKIIOreKca-3-eHkapGoKkcunar

(IUPAC).
MonexynsapHaa Macca: 250,3.
Bpytro ¢opmyna: C,oH;oCaOs.
XuUMHWYECKH YHCTOE BEWIECTBO NPEACTABIAET COOOH MENIKOANCTIEPCHBIH
Generit mopowok Ge3 3anaxa.
Temnepatypa nnasnenus > 360 °C.
Jasnenue napa 1,33 x 1072 MPa (20 °C).
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Kos¢pduuuent pacnpenenesus B
log P =-2,90.

PacTBopHMOCTSH B Boze (mr/am, 20 °C): 174.

PacTBOPHMOCTD B OPTaHMY€CKMX PACTBOPHTENAX (Mr/am’, 20 °C): Mera-
Hon — 1,11; auetoH — 0,038.

Cra6uneH B BoaHbix pactBopax (DTso coctaBaser 5 aueit npu pH 5,0 u
Temnepatype 20 °C u 83 nns npu pH 9,0). Vcroifuus k Harpesanuio 1o
200 °C u Bo3aeiicTBHIO CONHEYHOTO cBeTa; pKa 5,15,

Kpamxas moxcuxonozuueckan xapaxmepucmuxa: octpas opajibHas TOK-
CHYHOCTh IIA KpbIC M Mbleit > 5 000 mr/kr. Tlpy nonkoxHOM BBeneHHH
kpbicaM LDso > 2 000 mr/kr. OkasbiBaeT citaboe pasapaxatoiliee nefcTBHe Ha
7a3a, HO He pasfipaxkaeT KoXy (kposuku). MHransunosHas TOKCHYHOCTb AN
kpbic LCso coctaBnser 4,21 Mr Ha 1 11 Bo3ayxa.

Obnacmb npumenenus: perynaTop pocra pacTeHuit. icnonb3yercs B ka-
4ecTBE CPEACTBA OT IOJIEraHUA MEIKO3EPHOBBIX 3/1aKOB. Takke MOXeT ObiTh
UCIIOJIB30BAH KaK 3aMEUIMTENL POCTa AEPHA, 3EMIAHBIX OPEXOB H LIBETOB MU
Ui MHTMOMPOBaHUsA YAIMHEHHUA HOBBIX NI00EroB PYKTOBBIX JIEPEBLEB.

B Poccun and nporexcaguoHa-KanbLMA THIHEHNYECKHE HOPMAaTHBbI HE
YCTaHOBJIEHBI.

cucTeMe H-okTaHonm-Boga K,

1. MerpoJioruyeckasi XapaKkTepHCTHKA MeToAA

Tpu cobioneHMU BCEX PEriaMEHTHPOBAHHBIX YC/IOBUH MNpoBeaeHUs
aHalW3a B TOYHOM COOTBETCTBHM C JAHHOH METOAMKON MOrpemHocTh (U ee
COCTaBJIAIOLIME) PE3yJIbTaTOB H3MEPEHHH NMpPH NOBEPUTENBLHOH BEPOATHOCTH
P =0,95 He npeBbILIAET 3Ha4eHMUIt, MPUBEACHHbIX B Tabu. 1, wig cooTBeTCT-
BYIOIUUX AHAIa30HOB KOHLEHTpaLM.

Tabnuua 1
Merposoruyeckue napaMeTpbl
Jnanason H;ﬁ:m;:‘:‘ Tokasarens | [Tokasa- I,}g::?;ﬁl"
ONPEACMAC- |\ ryocHTenbHOE | o Y Pria- | TCb (rpaHuubl
O6bekT | MBIX KOHLICH- CpeaHeKBapaTH- GopatopHo# | Bocripo-| o
anamusa | TPAUHA, | ooyoe orknome- | TPCUHM3HOH- | HSBOLH- | b oy ormen;.
Mr/"rz HHE NMOBTOPSEMO- HOCT:(, Moc:u, HOCTH),
(Mr/aM”) cth), 0y, % Oy %o o, % +0,%
Bona 0,001—0,010 5 6 7 15
‘|[ousa 0,01—0,10 6 8 9 18
A6n0ku 0,01—0,10 5 12 15 25
S6noYHbIH
oK 0,01—0,10 5 7 8 16
* C;:O'rne'rc'rsye'r PaCIIMPEHHO# HEONPEACNEHHOCTH Uy, Npu ko3dduuneHTe oxsa-
Ta k=2
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Tabnuuya 2

MosaHoTa H3BAEIEHUS NPOTeKCARROHA, CTRHARPTHOE OTKJIOHEHHE,
JI0BEPUTENbHBIH HHTEPBAA cpeaHero pe3yiabTata aas n =20, P= 0,95

Hpenen Jimanason Cpeaniee _ | Aosepurentuniii

AHa‘"m;' obuapyxe- | onmpenensie- | 3HaueHne EOT:?T‘?(%_ HHTEpBAN Cpel-

p)%eM; HHs,, MI/KT, | MbIX KOHLEH- | ompezene- | " C = “c” [Hero pesynsTara,
00ne mr/oM’ | paumdt, mr/kr| wns, % s +%
Boxa 0,001 0,001—0,01 89,9 4,61 2,17
[ousa 0,01 0,01—0,1 93,6 7,85 3,69
?éjf;f:" 0,01 0,01—0,1 88,95 9,03 4,24
Cok 2610k 0,01 0,01—0,1 91,6 6,73 3,16

2. Metox usmepedns

MerToayka OCHOBaHa Ha OMpeAesiCHHH NPOreKcaJHOHa-KaJlbLMA 1o CBO-
GoaHo# kucnoTe mporexcaadony merosoM BOXXX ¢ ucnons3oBanuem Y-
NeTeKTOpa nocie ero TeepaodasHoit IKCTPaKLUMH K3 BOAbI HIH XKUAKOCTHOM
3KCTPAaKUMM M3 TBepAbIX 00pa3LoB ¥ F6704HOTO Coka ¢ Mocneayiowel o4u-
CTKOW 3KCTPaKTOB Ha KOHUSHTPMPYIOLMX MATPOHaX, 3allOJIHEHHBIX CHIIHKa-
reyieM.

Hnenruduxauns nporekcaaiMoHa NPOBOAUTCA 1O BPEMEHH YASpKUBa-
HUSA, KOJTHYECTBEHHOE OMNpeesieHHe — MeTOaOM abCOoMIOTHON KalOpOBKH.

H36uparenpHocTh MeTOAAa 0O€CIIEYHBAETCA COYETAHHEM YCIOBMH moa-
FOTOBKM Npo6 1 xpoMaTorpadupoBaHus.

3. Cpencrsa H3MepenHii, peaKTHBbI, BCIOMOraTeJbHble
ycrpoiicTBa B MaTepHaJbI

3.1. Cpeocmea uzmepenuii

XKunkoctHbit xpomarorpagp «ACQUITY»
¢upmel «Waters» ¢ GbICTPOCKRHHPYIOLIIUM

VY ®-npeTekTopoM, CHabXKEHHOM Iera3aTopoMm,
aBTOMaTH4€CKHUM MPOGOOTGOPHUKOM U
TEPMOCTATOM KOJIOHKH

Becsi aHanuTHyeckue BJIA-200 FOCT 24104—2001
Becnl Texunueckue BJIKT-500 I'OCT 24104—2001
Kon6e1 MepHbie Ha 10, 100 u 1 000 cm® TOCT 23932—90

Mukpono3aTops! JleHNHNET NEPeMEHHOTO
o6bema ot 200 0 1 0600 Mm® moT 1 10 5 oM, BHI
KIUMaTHYECKOro ucnoiHenns VY XJI4.2 T'OCT 50444
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IMumeTky rpamyHpoBatHbie obsemom 1,2, 5 u 10 e’ TOCT 29227—91
LlntuHapsl MepHbie Ha 50 u 100 cM® rOCT 23932—90

JIOTTYCKAETCA HCMOB30BAHHE CPENCTB HIMEPEHUA C AHANOTHYHBIMU MIH
JNydIIHMH XapaKTepHCTHKAMH.

3.2. Peakmuest
Auetonutpun mis BOXX, «B-230HM» wnu x4 TY 6-09-3534—87

Bozaa aucTriuiMpoBaHHas I'OCT 6709—72

I'excan, x4 TY 2631-003-05807999—98

Juxnopmeras, X4 TV 6-09-2662—77

MertaHon, Xy I'OCT 6995—77

MerTuneH XJOpHCTBIH, X4 TVY 2631-019-44493179—98
cusm. 1,2,3

Harpnii cepHokucabiit 6e3BOOHBIIH, U,

CBEKENPOKaNECHHBIH I'OCT 4166—76

Iporexcannox ¢ cofep>kaHHEM OCHOBHOTO

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

CepHas KHMCI0Ta, OCY I'OCT 14262—78

TpudropykcycHas KuciioTa, 4 TV 6-09-3877—80
Jonyckaercs MCno/ib30BaHUE PEaKTHBOB KBaiudHKaLUMU He HUXKe yKa-

3aHHOM.

3.3. Bcnomozamenshoie ycmpoiicmea u mamepuanst

Ananuruueckas konoika ACQUITY UPLC BEH
C18 (100 x 2,1) mm, 1,7 Mmxm (Waters)
Bunuctunnarop

BakyyMHbIif MaHHITYJIATOpP AUt paGoThI C NarTpo-
HaMH# Ui TBepaodasHoit skcTpakumuu (Waters,
kar. Ne WAT 200677)

Bopouku na6oparopssie B-75-110 'OCT 25336—82
BopOoHKH JeUTeNBHbIE 06beMoM 250 1 500 c®  [OCT 25336—82
Boponka Bioxnepa rocrt 0147
T'omorenusarop MPTY 42-1505-5-63
Kon6b1 mnockonoHnsie Ha uutndax KL 250

29/32 TC FOCT 25336—82
KonGr1-KOHLIEHTPaTOphl eMKOCTBIO 100 1 250 cm’ TOCT 25336—82
Hacoc BogoctpyiiHblit I'OCT 10696—75

Iarponst inanak C16 (buoxummak) 0,4 r
ITatpoHsl, 3anonHeHHbIE CHIMKareaeM 60
(0,040—0,063 mMm) (Merck, I'epmanns) 0,5 r
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PoTtauuonHsli BaKyyMHBIH HcnapaTeb GUpMbE

BUCHI, mox. R 205

CrakaHb! XuMHuecKie 0GbEMoM 100, 200 1 500 cm® TOCT 25336—82

Vnbrpassykosas 6ans «Candup»

OunbTphl 6yMaxkHbIE «KpacHas JIGHTay» TV 6.091678—86
JlonyckaeTcs MCHONb30BaHME APYTOro BCTOMOraTeabHoOro oGopynoa-

HUS C TEXHHYECKHMH XapaKTePHCTHKaMU He XYK€ YKa3aHHBIX.

4. TpeGoBanus 6e30HaCHOCTH

4.1. Ilpn npoBeneHun paboThi HeoGxoaMMo cobmonaTh TpeGoBaHUA TEX-
HUKM 6G€30MacHOCTH, YCTAHOBJICHHBIE IA PpaGoT ¢ TOKCHYHBIMM, CAKMMH, Jier-
koBociuiameHstomumMucs Bewecrsamu (I'OCT 12.1.005, 12.1.007). Oprauuza-
uua oGydenus paboruukos GesonacHocry Tpyaa no FOCT 12.0.004.

[pH BLINONHEHHH W3MEPEHHIt ¢ UCTIOIL30BaHHEM JKMAKOCTHOTO XpoMa-
Torpada u paboTe ¢ 3J1E€KTPOYCTaHOBKaMM COOMIONATs NpaBmia 3JeKTpobe30-
nacHoctd B coorsercTBUM ¢ 'OCT 12.1.019—79 4 MHCTpYKUMAMH IO 3KC-
nnyarauuH npubopos.

4.2. Tlomemwenne nabopaTopun H0MKHO ObiTh 060pYNOBaHO NMPHTOYHO-
BBITAXKHOM BEHTWIALIMEH, COOTBETCTBOBaThH TpeGoBaHUAM MOXapHOU Ge30-
nacHoctd no I'OCT 12.1.004—91 u uMeTh CpPeACTBa MOXKAPOTYIIEHHUA MO
FOCT 12.4.009. ConepxaHue BpeAHbIX BELIIECTB B BO3AyXe HE JONKHO Mpe-
BbllaTh HOpM, yctaHoBNeHHBIX I'H 2.2.5.1313—03 «IlpeaensHo momycTu-
mble koHneHTpauuy (TIIK) BpeaHsIX BelIeCTB B Bo3yXe paGoyeii 30Hb1».

5. TpeboBanns k KBaN1HHKAUHH ONEPATOPOB

H3MepeHHs B COOTBETCTBHM C HACTOALIEH METOAMKOH MOXCET BBINOJ-
HATb CNEUHUANTHCT-XUMHUK, HMEIOHUA onbIT paboTh METONOM BBICOKOI(dek-
THBHO#M XHAKOCTHOH XpomaTtorpaguH, 03HAKOMJICHHBIH C PyKOBOACTBOM HO
JKCIUTyaTallid XpoMatorpaga, OCBOMBIIMI JAaHHYI0O METOAHKY M NOITBEp-
IMBLUMA IKCMEPHMEHTANIEHO COOTBETCTBME MOJNY4YaeMbIX Pe3yJAbTaTOB HOD-
MaTHBaM KOHTPOJIS NOrpelHOCTH H3MepeHHit no . 13.

6. YcnoBus n3mepenuii

[Ipu BLINONHEHH N M3MEPEHHI BBIMOMHSAIOT CIEAYIONHE YCAOBHA:

® MIPOLIECCHI NPUIOTOBJIEHHA PAaCTBOPOB M MOATOTOBKH NPO0 K aHaIu3y
NpoBOAAT NpH TeMnepartype Bodayxa (20 + 5) °C U oTHOCHTEJIbHOM BJIaXHO-
ctu He Gonee 80 %;

® BLINOJHEHHE M3MEPEHHUH HA JKMAKOCTHOM XpoMatorpade mpoBoaaT B
YCNIOBHSAX, PEKOMEHIOBAHHBIX TEXHHUECKON AOKyMeHTauued K npubopy.
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7. IloaroroBKa K onpeaesieHHI0

7.1. Konouuuonupoeanue KonoHku

[Mepen Hauasom ananusa KomoHky (Acquity BEH C18) koHauumnonu-
PYIOT B TOTOKE MOABMXHON asbl (0,1—0,2 cM’/MuH) 10 crabunusauuu Hy-
JIEBO# JIMHHH.

7.2. Ilpuzomosnenue pacmeopoe

7.2.1. Mpuzomoenenue 0,05 %-20 pacmeopa mpuquopykcycnou Kuc-
nombi: B MEPHYIO KoNGy BMeCTHMOCTbIO 1 IM° nomerator 200 cM® Boabl 1ist
B2XX, npubasnstot 0,5 cM® TPHPTOPYKCYCHON KHCIOTH W AOBOAAT 0GbeM
10 MeTkH Bomoi ansa BOXKX.

7.2.2. ﬂpuzomoe/leﬂue nodeua/cuou ghazvi: B MepHYIO kONGY BMECTHMO-
cThio 1 iM® momewatoT 250 cM® aLETOHMTPHIIA ¥ JOBOAAT 0GBEM 10 METKH
pactBopoM 0,05 % TpHdTOPYKCYCHOI KHCIOTHI.

7.2.3. Hpuzomosnenue 1 M pacmeopa cepuou Kucnomsi: B MEPHYIO Kon-
6y BMecTMocTEiO 1 000 cM® nomemator 900 cM® Bonel npubasaaioT 56,5 cm®
KOHUEHTPUPOBAHHOM CepHOH KHMCNOThI, OCTOPOXXKHO NEPEMELINBAIOT U AOBO-
AT 06beM 10 METKH BOJIOH,

7.3. Ilpuzomoenenue 0CHO8HO20 U 2padyupoeo4HbIX pacmeopos

7.3.1. Ocnosnoil pacmeop ¢ konwyenmpayueii 0,1 me/em’: TOYHYIO HaBec-
Ky npomxcazmona (10 £ 0,1) Mr noMe1HAIOT B MEPHYIO KOOy BMECTHMOCTBIO
100 cM’, pacTBOpSIOT B ALETOHHTPHIE M NOBOAAT OOBEM A0 METKH TEM Xe
pacTBOpHUTEIEM.

I'panynpoBouHble pacTBOpbl ¢ koHUeHTpauuamu 0,1, 0,2, 0,5, 0,75, u
1,0 MKr/cM® rOTOBAT METOIOM MOCNEN0BATENLHOTO pa3baBieHns Mo o6bemy,
UCII0NIB3YA PACTBOP NOABHIKHOM hazbl.

7.3.2. Pacmsop MJ 1 ¢ xonyenmpayueii 1,0 mx2/cm’: B Mephyio kon6y
BMecTMOCTHI0 100 M’ BHOCAT 1 CM® OCHOBHOTO pacTBOpa M 1OBOIAT OGBbEM
110 METKH NoIBXHON da3oii.

7.3.3. Pacmeop M 2c¢ xonueumpauueu 0,75 mr2/cm’: B MepHYIO KONIGY
BMecTHMOCTEIO 10 cM® BHOCAT 7,5 cM® pacTBopa Ne | u n0BoaAT 0GbeM A0
METKH NOABWKHON (a3oit.

7.3.4. Pacmeop M 3¢ konuenmpauueu 0,5 mxa/cm’: B mepHyto konby
BMecTuMocTeio 10 cM® momemator 5,0 cM® pactsopa Ne 1 u nosoasaT 06bem
10 METKH NOABWKHOM da3oil.

7.3.5. Pacmeop .N"? 4c Konueumpauueu 0,2 mx2/cm’: B MepHyIO KONGy
BMecTHMOCTEIO 10 cM® nomemaror 2,0 cM® pacteopa Ne | # 10BoAST o6bem
JI0 METKH NOABHKHOM da3oH.
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7.3.6. Pacmeop M5 c Kouueumpauueu 0,1 mx2/cm’: B MepHYIO KONOY
BMecTHMOCTHIO 10 cM® nomemsaor 1,0 cm® pactBopa Ne 1 u 10BOAAT 06BeM
110 METKH NMOABIKHOM (a3oil.

OcCHOBHO# pacTBOp MOXHO XPaHHUTh B XONOJWILHHKE MPH TeMnepaType
0—4 °C B Teuenue 1 HeaeaH, rpaaynpPoOBOYHBIEC PaCTBOPHI — B TEUEHUE CYTOK.

Ilpn u3yyeHnH NOJHOTH! ONpEnENCHUA IS BHECEHUS B MaTpHILy HC-
MOAL3YIOT AUETOHUTPHIBHBIE PACTBODLI NPOFEKCAMOHA C KOHUCHTPALUAMY
1,0 u 10,0 MKr/cM®, KOTOpEIE TOTOBAT M3 OCHOBHOTO CTAHAAPTHOTO PacTBOpa
(m.73.1) ¢ Konuempauueﬁ 0,1 Mr/cM’ METONOM NOCJIENOBATENLHOIO pas-
GaBieHUA aLIETOHHTPHIIOM.

7.2. Ipuzomosnenue 3ni0eHma OA meepoodasnoli IKcmpaxyuu

B MepHyio kon6y BmectuMocThio 100 cM® nomemaiot 1 cM’ Tpudiro-
PYKCYCHOI KHCIOTbI M JOBOAAT 0GbEM IO METKH METAHOJIOM.

7.3. Hocmpoenue zpadyuposounozo zpaduxa

Jins ycTaHOB/EHHA rpalyMpOBOYHOMN XapaKTepUCTHKY (JUIOIIAb NMHKa —
KOHLEHTpalUWA NpOreKCaJHOHAa B pacTBOpe) B Xpomarorpad BBOIAT IO
10 MM’ rpajlyHpoBOYHBIX pacTBOPOB (He MeHee 3 mapasuieiibHbIX H3MEpEeHHH
AAA KaXO0M KOHLEHTPALMH, HE MEHee 4 TOYEK MO AHana3oHy M3MEpAEMBbIX
KOHLIeHTpauuif). 3aTeM U3MEpAIOT IUIOMIAK NINKOB M CTPOAT rpaduk 3aBucH-
MOCTH CPEAHEr0 3HA4CHUS [UTOMAAH NMHKA OT KOHLEHTPALMH MPOreKcaJloHa
B IpalyHpOBOYHOM pacTBOpE.

MeToa0OM HaHMEHBIIHX KBAAPaTOB PaCCUHTBIBAIOT IpalyHPOBOUHbIH
ko3¢ duuneHT (K) B ypaBHeHUM JIMHEHHOH! perpeccHu:

C=KS,rne

S — ruIolans NHKa rpaxypOBOYHOIO PacTBOpa.

['panyvpoBKy NMpH3HAIOT YAOBIETBOPUTENLHOMN, €C/IM 3HaYeHHe Kodd-
tuuMeHTa JuHeHON koppeniuuH okaspiBaetcs He Huke 0,99.

I'panynpoBoUHYI0 XapaKTEPHCTHKY HEOOXOAMMO ITPOBEPATH NPH 3aMEHE
peakTHBOB, XpoMaTorpapuueckoll KOJOHKH MM 3EMEHTOB XpoMartorpadu-
YeckO# CHCTEMBI, a TaKKe NPH OTPUUATENLHOM pe3yJibTaTe KOHTpOJA Ipa-
AyHpPOBOYHOTO Ko3(HLKEHTa.

I'panynpoBOYHYIO 3aBUCHMOCTh MPU3HAIOT CTaGMNbHOMN NPH BBINOJIHE-
HUH CNEAYIOIIEro YCHOBUA:

|C CC 1 -100<4,,,,,, , TA

C — aTTeCTOBaHHOE 3HAYEHHE MACCOBOI KOHLEHTPALIMK NpOreKcaaHoHa

B IpalyHpOBOUHOM PACTBOPE;

10
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Cc — pe3ynbTaT KOHTPOJILHOIO M3MEPEHHs MaccOBOH KOHUEHTpauuu
rnporekcafioHa B rpayHpOBOYHOM PacTBOPE;

Axowmp. — HOPMATHB KOHTPOJIA TIpajyMpoBOHHOro koddduumeHta, %
(Akonmp= 10 % mpu P = 0,95).

7.4. IToozomoeka namporoe 017 meepooPa3noii IKCMpaKyuu

7.4.1. Ilodeomoexa namponoe Quanax C16. HenocpeacTeenHo nepen
yRoTpe6/ieHHeM uepe3 NaTPOH MOCIeN0BaTENbHO NPOMYCKAIOT M0 2 CM® alle-
TOHHTPHIIA M BOXBI.

7.4.2. Iloozomoexa namporos, 3anonxexHvix cunukazenem. Henocpen-
CTBEHHO NepeN YNOTpeGNeHUeM Yepes MaTpOH NpPOMyCKAlOT 2,5 cM® AUXJIop-
MeTaHa.

8. OT6op npo6 u xpaHenue

O160p npo6 nponssonurcs B cootercTBUK € [OCT 29168—89 «Ilou-
Bbl. OT60p npoby, FOCT P 51592—2000 «Bona. O6wue tpeGosaHus k o7-
Gopy npob». 1A AAUTENLHOrO XpaHeHHs NpoOkl MOYBbI MOACYLINWBAIOT NpPH
KOMHATHO/ TeMNepaType B OTCYTCTBHC NPAMOTro ColHewHoro caera. Cyxue
nouBeHHbie 00pa3Lbl MOrYT XPaHUTbCA B TeueHHe roda. [lepea ananusom
CyXyIO MOYBY ROBOJAT IO CTAHIAPTHOM BJIAKHOCTH, NPOCEHBAIOT YEPE3 CHTO
C oTBepCTHAMH 1 MM.

Ot6op npob s6ok npoussoauTcs B cooTBeTcTBUU ¢ [OCT 27572—87
«S516noky cBeXxUe U MpoMbiLIeHHOM nepepaboTkny. ITpo6bl A6n0k XpaHaT
B MOpO3u1bHOM kamepe npu Temnepatype He Bbiwie —18 °C B Teuenue 10
Mmecsaues. Ilepen aHanusom npoGb! A6n0k romoreHu3npytoT. I1po6el a6nou-
HOTO COKa XPaHAT JO aHali3a B MOPO3MJIbHON KaMepe NpH TeMmneparype He
Boiule —18 °C B TeueHue Mecala, B XONOAWIbHUKE NMpu Temnepatype 0—4 °C
B repMETHYHOM YNaKOBKE B TEUECHHE HENC/IH.

9. Hponenelme onpenesiecHnd

9.1. Onpeoenenue npozekcaduona ¢ éode

K 50 cM® Bonsl npu6aBnAioT 25 MM® TPHGTOPYKCYCHOM KHCIOTH M Npo-
MyCKaloT yepe3 nargon Juanak C16. ®uabtpat otbpacsiBatot. [1porekcaau-
OH OMPYIOT 3 CM~ aUETOHUTpWIA. DMI0AT YNAapHBAIOT JOCYXa Ha BaKyyM-
HOM POTALMOHHOM HCMapHTeNe NpH TeMrepaType 6anu He soiue 40 °C. Cy-
xo#t OCTaTOK PacTBOPAIOT B 0,5 cM® nmonBuxHO# daskl. BBOAAT B XpoMaTo-
rpad 10 MM’ MIOJTy4E€HHOTO pacTBOpa.
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9.2. Onpedenenue npoeekcaduona 6 A0nounoMm coke

K (20 £ 0,1) r coxa mpuGasnsior 10 MM® TpuGTOPYKCYCHOM KUCTOTH 1
30 cM® BogBL. IMonyuennsiit pactop ¢GunbTpyioT Ha BopoHke BloxHepa yepe3
GymaxcHbiii GQWIBTP («KpacHasd NeHTa»). OUNBTPaT NOMEMAIOT B Aenurens-
HYIO BOPOHKY Ha 250 CM® H NPOMBIBAIOT ABAXIK NMOPLHMAMH TO 25 cM> rek-
CaHa, BCTPAXHMBAsA BOPOHKY Kaxabiil pa3 B TeueHHe 1—2 mMuH. Bepxuuii op-
raHu4YecKui cnoﬁ ot6paceiBaior. IIporekcafioH 3KCTParupyioT TpeMs Mop-
LMAMH 10 25 CM® IUXJTOPMETaHa, BCTPAXHMBasA BOPOHKY KaXABIA pa3 Mo 2 MUH
n cobupas HwkHui opraHmdeckuii cioit. OObeAMHEHHBIN SKCTpakT (HUIBT-
pYIOT 4epe3 ciolf 6e3BOAHOr0 HATPUs CEPHOKHCIIOTO B KONOYy-KOHUEHTpaTop
U ynapuBaioT o 06beMa 2 CM® Ha BAKYYMHOM DOTALMOHHOM HCTIADHTENE TIPH
TeMneparype BoasHoi 6aHn He Boie 40 °C. OcTaTOK KOJMYECTBEHHO Iepe-
HOCAT B OTKOHAMIMOHHPOBAHHBIA MATPOH, monueunuﬁ CHIIMKareyeM.
®uneTpar oTGpackiraioT. ITaTpOH NPOMBIBAIOT 2 CM® CMECH METaHOJI-MeTH
neH xnopucteiff B coorromenun 50 : 50. ITporexcamyoH MOMPYIOT 2 cM®
1 %-ro pacTBOpa TPHGTOPYKCYCHOH KHCJIOTHI B METAHOJIE, upuroronnenuoro
no n. 7.4. moat ymapuBaoT focyxa. Cyxoil OCTATOK pacTBOPAIOT B 2 cM’
noaBuxHO (a3bl 1 10 MM’ NIOJTyEHHOrO PacTBOpa BBOASAT B Xpomarorpad.

9.3. Onpedenenue npozekcaouona ¢ no4ee u niodax A6AOK

B koHMueckyio konby BMECTHMOCTBIO 250 cM’ momemator (10 £ 0,1) r
obpasua u 3KC’l‘paI‘prlOT 50 cM® cMecH MeTanona ¢ 1M cepHoif kucyoroii B
cooTHomleHUH 9:1 B ynbTpa3BykoBo# GaHe B TeueHue 15 MuH. Maccy
GUALTPYIOT Ha BopOer BioxHepa 4epe3 GymaxcHbiit GuILTP «KpacHas JieH-
Ta». DKCTPaKLMIO NOBTOPAIOT. O6bEAMHEHHBIH 3KCTPAKT YNApHBAIOT HA Ba-
KYYMHOM POTalIMOHHOM HCTIapHTeN¢ HpU TEMIepaType BOAAHOM OaHM He
Boire 40 °C no nomioro yaaneHus MetaHona. O6beM BOLHOrO OCTaTka f0-
BOZAT 10 50 cM’. JambHelimiyio 06paGoTKy MpOBOAAT [o M. 9.2, HAYMHas ¢
npoueaypsl MPOMBIBKH NpoGbl B AENHTENLHON BOPOHKE ABYMS NOPLHAMH
rexcasa no 25 CM3 Cyxoif ocTaToK, nonyqemmn Ha mocne/iHe# cTaquu pac-
TBOpAIOT B 1 cM° momBHKHOM (a3l M 10 MM® TOTyYeHHOro pacTBOpa BBOIAT
B XpomMarorpad.

9.4. Ycnosua xpomamozpaguposanun

VabrpasddexTBHLIA KHAKOCTHRIH XpoMaTtorpap «ACQUITY» dup-
mbl Waters ¢ GbicTpockaHupylomuM Y P-neTekTopoM, cHabXKeHHRI! ferasa-
TOPOM, aBTOMAaTH4ECKHM TPOGOOTOOPHHKOM M TEPMOCTAaTOM KOJIOHKH. AHa-
nutndeckas konoHka ACQUITY UPLC BEH C18 (2,1 x 100) MM, 1,7 Mkm
(Waters). Temnepartypa xonouku (30 + 1) °C. IToxswkuas ¢a3a: cMecsh aue-
tonutpuna 4 0,05 % Tpu¢TOpyKCYCHOM KHCAOTBI B COOTHOIIEHMH 25 : 75.

12



MVK 4.1.2907—11

CKOpOCTb NoTOKa 3moeHTa: 0,2 cM*/MuH. PaGouas AnuHa BonHb Y-aeTek-
Topa 270 uM. O6beM BBOAMMO# Po6bI 10 MM,

Bpems ynepxuBaHua nporekcanuona (4,4 £ 0,1) Mun.

JIvHeHHbIN IMAana3oH JETEKTHPOBAHHA COXPAHAETCA B MHTEPBANIC KOH-
ueHTpauui 0,1—1,0 MKT/cm’.

10. O6paboTka pe3y/IbTATOB AHAJIH3A

KonnuecTBeHHOE onpemesieHHe NPOBOAAT METOAOM aGCONIOTHOR Ka-
nu6posku. ConepkaHHe MpOreKCanMoHa—Kaibuus B Boae (Mr/aM’), mouse,
TUI0AAaX U coke Aok X (Mr/Kr) BRIYMCAAIOT o Gopmyne:

xSRI

Sy — IUIOWAAb MMKA MPOreKcailoHa Ha XpoMaTorpaMMe HMCIbITYEMOro
obpasua, (AU - c);

K — rpaiyupoBouHbiii k03¢hdHUMEHT, HalAEHHbIN HAa CTaAUKM NOCTpOe-
HHA COOTBETCTBYIOLIEH rpalyHpOBOYHOM 3aBUCMMOCTH;

V — 06béM npo6bl, MOATOTOBNEHHON 11 XpoMaTorpadu4eckoro aHanu-
33, M}

P — naBecka (065eM BOIBI) aHANM3KMpYeMOTO 06pa3ua, r (cM’);

f— nonHOTa M3BJICYEHU NIPOreKcaMoHa, NpUBeAeHHas B Tabn. 2, %;

F — ¢dakrop nepecueTa coaepiuaHua NPOreKcaanuoHa B €ro KajibUHEBYIO
conb (250,3/212,2 = 1,1795).

CozepaHHE OCTaTOYHBIX KOJHMYECTB NPOreKCaaHOHa—KalibLUMsi B 06-
paslie BLIYHCIAIOT KaK CPeIHEE M3 ABYX NapajjiebHbIX ONpeaeeHu.

OG6pa3upl, AaroIue MUKH GoJbLIME, YEM CTaHAAPTHLIH pacTBOp Nporek-
CalHOHa ¢ KOHUeHTpaimeit 1,0 MKr/cM’, pa3baBisioT moaBwxkHOM dasolt ans
BIXX.

11. IIpoBepxa npuemjIeMOCTH pe3yJIbTATOB
napauleIbHbIX onpeaeseHuit

3a pe3ynbTaT aHaIH3a NPHHUMAIOT cpefiHee apudMeTHIECKOe pe3ynbTa-
TOB ABYX NApaICJbHBIX OINpPEACNCHUH, pacXoXAEHUE MEXIY KOTOPbIMU He
NpeBEIIIaeT Nnpejesna nosropsaeMocty (1):

21X, - X,|-100 _
(Xi+x;)

X, ¥ X, — pe3y/nbTaThl NapaenbHbIX OnpeaeneHui, Mr/kr (Mr/am’);
r — 3HayYeHue npenena nopropseMoctu (r = 2,8q,).

r,rae

13
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[lpn HesbimonHeHnu ycnoBus (1) BHIACHAIOT NPUMHUHBI MPEBbILIEHUS
npejena NOBTOPAEMOCTH, YCTPAHAIOT UX H BHOBB BBITOJIHAIOT aHAIU3.

12. Odopmaenne pe3yabTaToB
Pe3yabraT aHanu3a NpeACTaBNSIOT B BUAE:
(X' A) npu BeposTHocTH P = 0,95, rne
X ~ cpensee apuMeTHUIECKOE pe3y/IbTaTOB ONpPEACaCHHH, MPHIHAHHEIX

NpHEMJIEMBIMH, MI/KI" (Mr/om);
A - rpanHLUa a6COMOTHOM MOrPeIHOCTH, MI/KT (Mr/aM®)

A___S-X
100

J — rpaHHLIA OTHOCHTE/ILHON NMOrpelHOCTH METOUKH (II0Ka3aTelb To4-
HOCTH B COOTBETCTBHH C AHANa30HOM KOHLEHTpauuit), %.

B cnydae ecau comepxaHue KOMINOHEHTa MEHEE HIDKHEH rpaHMUbl AMa-
nasoHa onpefesseMbIX KOHLEHTPAUMii, pe3ylbTaT aHalH3a NpPEACTaBIsIoT B
BHAE:

codepacanue geuyecmaa 8 npobe «Menee HUdCHell 2paHUYbl onpedene-
nusy (nanpumep: codepicanue nPozeKcadUOHa-Kanvyus 6 npobe 6006l MeHee
0,001 m2/OM’, nouse, nnodax u coxe abnox — 0,01 m2/k2*, 20e

* 0,001 m2/om® u 0,01 me/ke — npeden oBHapydICeHUR NPOLEKCAOUOHA-
Kanbyus 6 800e u no4ee, NBOOAx, CoKe AONOK, COOMBEmMCMBEHHO).

, rae

13. KouTposib KauecTBa pe3yJibTaTOB H3IMEpeHuif

OnepaTHBHBI KOHTPOJL NOrPEMIHOCTH ¥ BOCIIPOM3BOAMMOCTH H3MeEpe-
Huit ocymectensercs B coorserctBun ¢ 'OCT P HCO 5725-1-6—2002
«To4yHoCTb (NPaBHALHOCTH W MPEUHU3IHMOHHOCTB) METONIOB M PE3YNILTAaTOB H3-
MepeHui».

13.1. CTabWwibHOCTb pe3yNbTaTOB W3MEPEHMA KOHTPOJIMDYIOT TNepen
NpoBeACHHEM H3MEPEHUH, aHATH3UDYSA OIMH W3 IPalyHpPOBOYHBIX PacCTBOPOB.

13.2. IlnaHoBEIH BHYTpHIaGOpaTOpHBIH ONEPATHBHBIA KOHTPONL MpoO-
Lieypbl BLITIOJHEHHA aHATH3a NPOBOIUTCA C MPUMEHEHHEM MeTONA A06aBOK.

BenuunHa n06asku Cy JO/DKHA YAOBIETBOPATD YCJIOBHIO:

Co = Any+ Anyr, 1€

* Asy (£ Any) — XapakTepUCTHKA MOrpelHOCTH (aGCOMOTHas norper-
HOCTb) pe3yJIbTaTOB AHANH3a, COOTBETCTBYIOIAsA COAEPKAHUIO KOMIIOHEHTA B
ucnbiTyeMoM obpasue (pacHeTHOMY 3HaueHMI0 COAEpKaHHA KOMIOHEe HTa B
obpasue ¢ 106aBKOii, COOTBETCTBEHHO), MI/KI (MI/IM"); IPH 3TOM

A, =+0,84.A, e
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A - rpanuiia abCOMOTHOM NOrpewHOCTH, MI/KT (Mr/am°):

A== , Toe
10
0 ~ rpaHHULIa OTHOCUTENLHON MOrPeLIHOCTY METOAMKH (TOKa3aTeNb TOU-
HOCTH B COOTBETCTBHH C AHANA30HOM KOHLEHTpaLit), Yo.
Pe3ynbTaT KOHTPOJIA npoueaypsl K, pacCUHTLIBAIOT 1o GopmyJe:

Ky=X'-X-C,, rne

X, X, Cy — cpennee apudmeTHueCKOoe pe3ynbTaToB napajesbHeiX Ofi-
penenenuit (NpU3HAHHBIX NPHEMIEMBIME N0 M. 11) conepxaHMs KOMNOHEHTa
B ofpasue ¢ noGaBkoil, HCIBITYeMOM 0GpasLe, KOHUEeHTpauus 106aBKu, Co-
OTBETCTBEHHO, MIVKT (MI/IM’).

HopmaTHB xoHTpons K pacCUHTBIBAIOT MO GopMmye:

K =\)A.2fl.)(‘ +A3!,X (M

[TpoBoasAT conocraBaeHHE pe3yJbTaTa KOHTpona mnpouenypst (K) ¢
HopMaTuBoM KoHTpois (K).

Ecny pe3yneTaT KOHTPOJA NpoLesypbl YAOBNETBOPAET YCIOBUIO

Kkl < K, )
NpoLeypy aHaan3a NPU3HAIOT yIOBNETBOPUTENLHOM.

[Ipy HeBbIMONHEHHM YCAO0BUA (2) npouedypy KOHTPOAA NOBTOPSAIOT.
INpy MOBTOPHOM HEBLINOJHEHHM YCIOBHA (2) BbIACHAIOT NPUYMHbBI, NPUBO-
IAUIME K HEYNOBJICTBOPHTENbHBIM pe3yibTaTtaM, U NPHHUMAIOT MEpbl K MX
YCTPaHEHHIO.

13.3. TIpoBepka NpHEMIEMOCTH Pe3ybTaToB W3MEPEHHH, MONYYEHHBIX
B YCIIOBHAX BOCIIPOM3BOAUMOCTH!

PacxoxneHue Mexay pe3ynbTaTaMH H3MepeHHH, BbIMOMHEHHBIX B ABYX
pa3sHbIX JabopaTopusx, He MOJKHO MpPeBHILIATh Npedena BOCNPOU3BOAMMO-
cru (R):

2-|X, - X,|-100
X, -X,)
X, M X; — pe3ysbTaThi H3MEPEHUI B IBYX pasHbix JabopaTopuax, Mr/kr
(Mr/nm’);
R - npenen BocnpoH3BOAUMOCTH (B COOTBETCTBHM C QMAMNa3oOHOM KOH-
ueHTpauui), %.

<R,rne 3)
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