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TI0 Haa3opy B cepe 3auIUThE IPaB
notpebuTenel U OIATOTIONYYMS YeTOBEKa,
[nasHBIt rocyiapcTBeHHBIH CAHUTAPHEIR Bpay
Poccuiickoi Penepaumu,

T'. T. OHMiieHKO

8 okTabps 2012 r.
Jlara BBeXEHHSA: C MOMEHTa YTBEPXICHHA

4.1. METObl KOHTPOJIA. XUMHUYECKHE PAKTOPH]

OnpeeieHne OCTATOYHLIX KOJIHYECTB
AMM/IAKJIONIPHIIA B CEMEHAX H MacJie JIbHA MeTOIOM
BbICOKOD(P(PeKTHBHOI KNIKOCTHOM XpomaTorpadun

MeToaMuecKne YKa3aHHA
MVYK 4.1.3044—12

CBHIETeNbCTBO O MeTpoNoTHYecKod arrectaunu Noe 01.5.04.090/
01.00043/2012.

Hacrosimme MeToanueckue yKasaHust yCTaHABITMBAIOT METOL BEICOKO-
3(pdeKTUBHOI XVMAKOCTHOH XpoMaTorpadyy JUTS OIIPENcsICHUST MaCCOBOIH
KOHIIEHTPAITMA MMHUIAKTONPHIA B CEMEHAX K MacJie JibHa B AMANa30He KOH-
ueHTpaigsit 0,01—0,1 MT/KT.

Hmudaxaonpuo
(E)-1-(6-x10p-3-nHpAINIMETHI)-
~-N-nuTponmuaaszomxnn-2 -wmnenamud (FUPAC)

(2E)-1-[(6-x20p-3-nupuasHIWI)METHA] ~
-N-naTtpo-2-amunazoavanaumMul (CAS)

C,H,CIN,O,

NH Moa. macca: 255,7
\ / XVMHMYECKH YHCTBIA UMH-
N jaionpua: GeciiBeTHbIE KpUc-

TAJUTBI CO CJTA0BIM XapaKTCpHBIM
3aaxoMm.

NO Temnepatypa TUIaBACHUS:
144 °C.
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Hasnenue mapos: 4 - 10~7 MPa (20 °C), 9 - 10~7 MPa (25 °C).
Ko3g¢huumMeHT pacnpenesicHuss B CUCTEME  H-OKTaHOJI—BOAA
K, logP =0,57 (21 °C). Pactsoprmocts nipu 20 °C (r/n): B Boze — 0,6 1; an-
xopMeTane — 55; u3onponaHoie — 1,2; Tonyose — 0,68; H-rekcane < 0, 1.
Tunponutuyeckn cradvien npu pH 5—11.

Kpamuxan
MOKCUKOAOZUHECKAR XapaKmepucmiKka

QOcrpasi nepopaibHas Toxcuunocts LDsy ins xpeic — 450 Mr/KT.
OcTpas gepManbHasi TOKCHYHOCTS (24 u) s kpbic LDsg > 5 000 Mr/xr.
He uppuTanT 21a KoXxu u a3 (xpoauky). OcTpasi MHTAISILIUOHHAA
ToxkcuuHocth LCsq (4 4) mnd Kpeic > 5 323 Mr/M? , 69 Mr/M® Bo3ayxa (as-
po30ib). LCsqo (96 4) mns peib — 211 (237) mr/a. T'pyIinia TOKCMYHOCTH
o EPA v BO3 — 1. MyTtareHHo# ¥ TepatoreHHOM aKTHBHOCTA B CTaH-
JapTHBIX TecTax He 0O6HApYXEHO.

Obaacmy
npumenenus npenapama

CHCcTeMHBI HHCEKTULIMA M UHCEKTO-TIPOTPaBMTENb TPYNIIBI He-
OHMKOTHHOMNOB. DPGHEKTUBHO YHMYTOXACT JIMCTOBYIO T/IIO, OEIOK-
PBUIKY, MUHEPOB, TPUIICOB, KOJIOPAJACKOTO XYKa, JOJFOHOCHKOB Ha
XJIOIMYaTHUKe, puce, Kaprodene, KyKypy3e, caxapHOU CBeKie, OBOII-
HBIX KYABTYpax, LIUTPYCOBBIX, KOCTOYKOBLIX M CEMEYKOBBIX ILTOAOBBIX B
TeyeHME BereTauMOHHOro nepuoaa. MoXeT UCIIoIb30BaThCK [UTs aOpa-
BOTKH Kak 110YBbI, TaK M HAI3€MHBIX OPTaHOB PACTEHUH.

['MrueHMyecKie HOPMaTHUBHE U1 UMHIAKJIOTIPHAA B JIBHE Maciny-
HOM He YCTaHOBAEHBL.

1. TTorpenmocTs H3MepeHu#

TTpy cobnoaeHUM BeeX PETIaMEHTUPOBAHHBIX YCJIOBHIL NpoBene-
HUA aHaIV3a B TOYHOM COOTBETCTBMHM C JaHHOW METOOUKOM Iorpell-
HOCTB (¥ ee COCTABNSIOLIHE) PE3YIBTATOB U3MEPEHHH NP JOBEPHTE b~
HoW BeposTHOCTH P = 0,95 He TipeBhIIIacT 3HaYeHHWH, IPUBEACHHBIX B
Taln. 1, Wi COOTBETCTBYIOUINX AHANA30HOB KOHIICHTPAUMIT.
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Tabnuya f
MeTpooradeckne napamMeTpn
6 8 ! LR ! * LS
1 (53 3 o0 e
9 . 22g = -] = =
X oo o8 U &= = [=} [S R
55 |g5ge | B Sx [SET
< g3 m = s @ I S - 795
i) @Q o = C = =]
= 2 £ EiscEx| &5 - 2y |2z 8§
=} = 2 a2 80w ] A o a5
Sz X =xds | g8 © = Ao H
T I SEZIT U T - 3 B 33 ¥
= QIS =0 Yo . (=1 a = = Q =5 &
= S S~ 5 F o~ < 5 & o O =} S
e [ v Xy o = ™ = 0o o =
2 xS $SEHE55 $§ 8 g |S5E
S SEi> | o888 8] s8% sF |S8%
o S E=00c =] E6 o =& Ecoc R
Cemena sipHa | 0,01—0,1 7 8 1t 23
Macronpra | 0,01—0,1 7 8 11 23
* COOTBETCTBYET pac LIMPeHHOI HeonpeaeaeHHocTH UOTH. (B OTHOCHTETBHBIX €11~
HULaX) pu KoaddavenTe oxBata k = 2.

Tabauua 2
ITonsoTa H3BIe9eHHA HMHIAKAONPHIR, CTAHIAPTHOE OTKIONEHHE,
JIOBepHTE/IbHBIA NHTEPBAA CPelHero pedyasTaTa Jis n = 20, P = 0,95

= Q e P
3 2 X = s ISP z &
=% @ 3= 3= LTI T o+
O x =g = 2w a e .
> 5 o = I = =Y =0 @
o= 3 I = & ma = D 3 [
= S =k o 2 o, X R s
=& P! S 59 T X 8 ag 2
J2 g = =&z s8 | 5| 82
s 2= == 35 =] = Sz
<3 Ex Ho x O o o2 =s &
CeMeHa nbHa 0,01 0,01—0,1 94,3 4.6 4.2
Macnoe npHa 0,01 0,01—0,1 96,8 4,2 3,8

2. MeTon H3mepenuit

MeToiuka OCHOBaHA Ha OIpefeicHHH MMHMIAKIONPHIA METOMOM
B2XX ¢ ucnom3osauymeM Y®-nereKTopa nocse €ro H3BiedeHus u3 00-
pa3’LoOB AUETORUTPHIOM C TOCIEAYIOLEH OYMCTKOH Ha KOHUEHTPHUPYIO-
mux natponax uamnak C.

HMientrdukanms MMUIAKIONPHIR IPOBOIHATCS TTO BPEMEHH Vep-
XHBaHHsA, KOMTHUECTBEHHOE ONpeae/ieHHe — METOHOM abCONIOTHOM Ka-
JTUOpOBKH.

M36uparenbHOCTh METOAA 00SCIIEUMBAETCA COUYETAHNEM YCJIOBHH
TTOATOTOBKM NMpob M XpoMmaTorpadupoBaHHs.

6
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3. CpencrTea H3MepeHHit, peaKTHBbI,
BCIIOMOTATE/ILHBIE YCTPOKCTBA X MATEPHAIbI

3.1. Cpedcmea usmepenuii

KuaxocTHBIA xpoMaTorpad Howmep B I'ocpeectpe
«<ACQUITY» dupMer «Waters» ¢ 65ICTPO-  CPEACTB M3MEpeHUM
ckaHnpyomuM Y D-getekTopoM, cHabxen- 42816—09
HBIM JEeTa3aTOPOM, aBTOMaTHYECKUM IIpO-
00OTOOPHHUKOM M TEPMOCTATOM KOJIOHKH

Becr! ananmuTideckue BJIA-200 FOCT 24104—2001
Becs Texamyeckue BJIIKT-500 FOCT 24104—2001
Kon6sl MepHsie Ha 10, 25, 50, 100 cm? TOCT 23932—90
MuKpoLo3aTopsl OLHOKAHANBHEIE Howmep B Focpeectpe
«BIOHIT» nepemenHoro oobemMa ot 200 CPEACTB U3MEPEHUH
a0 1 000 MM® M oT | g0 5 om?, DuuniaHIns 36152—07
IMuneTKH rpaayupoOBaHHBIE T'OCT 29227—91
TIMTuHApH! MepHBIE Ha 50 1 100 cm? [OCT 23932—90
pH-MeTp yurBepcansuntit 3B-74 TOCT 2226176

IIpumenanmue. H.orrycxaercu KCITOIb30BAHME CPEACTB UIMEPCHMSI HHBIX IIPOH3BOAH -
TeAeH ¢ aHATOTHYHBIMU WITH JYYIIHMH X2apaKTCPUCTHKAMH.

3.2. Peaxmugb:

AuneToHUTpuI K19 BOXX, «B-200uM», TV 6-09-3534—87
COpT 5 Wiy x4

Bona nng nabopaTtopHoTo aHanu3a [OCT P 52501—2005
{(OMOVCTUANVPOBaHHAS , AEVMOHN30OBAHHAS)

VIMUIaKIONpuUL, aHATATUIECKUH
CTaHAApPT € COEepXaHWeM J1.B. 99,9%
(Sigma-Aldrich)

Kucnora cephasi, x4 I'OCT 4204—77
H-TekcaH, X4, cBeXe-~ TY 2631-003-
reperHaHHbI# -05807999—98,
Harpus rugpokceui, X4 TOCT 4328--77
®ocdopa IIeHTOKCH, U MPTY 6-09-5759—69
Kanmii yrnexucnbi, x4 IFoCT 4221—-76
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IMonsuxHas ¢a3a g BOXX: cMmecs
aueToHUTpHa—soaa (20 : 80, 1o o6nemy)

BoeHT Nel: eMech rekcad—3TIIaLe-
Tat (50 : 50, no o6bemy)

STIIOBBIN 3(DHP YKCYCHON KHCIOTHI, IrOCT 2230076
yaa
Ipumeuanne. JONMycKaeTcs MCMoONb30BAHME PEAKTHBOB MHBIX MPOHIBOIATENCH C

60s1ce BLICOKOH KBanH puKaumes, He TPEOYIOLUNX NOTIOTHHTENLHOW OGHCTKA PacTBOPs -
Teae.

3.3. Beriomozamensunee ycmpovicmsa u mamepuast

AHanuTHyeckas konoHka: ACQUITY
UPLC BEH C18 (100 x 2,1) MM, 1,7 MKM
(Waters)

AJUTOHX JTPSIMOIA C OTBOAOM A1 BaKy-
yMa (1151 paboThl C KOHUEHTPHPYICIMMHU

NaTpOHaMH)
Bans yasTpaseykoasi «Cepbra» TV 3.836.008
WM aHAJIOTYHas
BunuctuanaTop

ByMmaxubie HPUIBTPbI «KpacHas leHTa» 1Y 6.091678—86

Boponku nadopatophbie B-75-110 TOCT 25336—82

Konobl KpyrironoHHBIe Ha numidax TOCT 10384—72
K150 29/32 TC

Konob! KpyrimooHHbBIE Ha LUTUde TOCT 973793
BMECTUMOCTBIO 25 cM*

Kon0bl MI0CKOIOHHDBIE HA IAH(AX TOCT 10384—72
KII1500 29/32 TC

Menbanna HoxeBass PM-120 u j1abo-  TY 1-01-0593—79
paTopHas 3eproBas JIM3

IMatpons Juanak C (buoXumMax
CT), 0,4 r (HoMep no Kartanory 22.0300)

PoTalMoHHEI BAKYYMHBIH NcIapy-
tenp dupmu BUCHI, mon. R 205 (I seit-
Hapus)



MVYK 4.1.3044—12

[Hpya MEAMIMHCKUH C pa3beMOoM TOCT 22090
JIbloepa

IIpumeanme. [lonyckaeTcst npuMeHeHKe 00OPYI0BAHHA MHEIX IIPOU3BOAMTENEH C
AHANOTHYHBIMY HIEH JIYYIIIMMH TEXHUYECKHMM XapaKTepHCTHKaMH.

4. TpeGoBanus 0e30NACHOCTH

4.1. IIpu BEITIONTHEHWY U3MEPeHUM HeoOXoauMe cobmoaaTs TpeGo-
BaHHA TEXHHKH e301MacHOCTH IpH paboTe ¢ XMMHUYECKHMH PeaKTHBaAMU
mo 'OCT 12.1.007—76, Tpe6oBaHKA MO 371€KTPOOE30NACHOCTH TIPH pa-
6ote ¢ anexTpoyctaHoBkaMu 1to TOCT 12.1.019—2009, a rakxe Tpebosa-
HMS, U3M0XEHHBIE B TEXHUYECKOH JOKYMECHTAUWK Ha XHUAKOCTHRIN Xpo-
marorpad.

4.2. IMomererre 1abopaTOpUM AOIXHO OHTE 060PYIAOBAHO MPH-
TOYHO~-BRITSDKHOM BEHTHIIALMEN, COOTBETCTBORATL TPEOOBAHUAM I10-
xapHoi 6ezomacHocT o F'OCT 12.1.004—91 w1 iMeTh cpeacTBa moXa-
porymeHusi o FOCT 12.4.009—83. ConepXaHKe BpeIHbIX BEIIECTB B
BO3ayxe He nomxHo npessiniate [IHK (OBYB), ycraHoBreHHbIx TH
2.2.5.1313—03n TH 2.2.5.2308—07.

Opranu3zaumst o0y4eHuss paGOTHUKOB 6€301TaCHOCTH TpyAa — MO
TOCT 12.0.004—90.

5. TpeboBanua K kBaau(HuKalMH ONepaTopoB

M3MepeHHA B COOTBETCTBUY C HAacTOsIIeN METOAMKOM MOXET BbI-
TIOJHSATD CMSITHATNCT-XMMUK, MMEIOLUMI OTTHIT paboThl METOOOM Bbi-
cok03bEeKTUBHOM XUAKOCTHON XpoMaTorpadui, 03HAKOMITEHHBIH C
PYKOBOACTBOM IT0 IKCIUTyaTallNM XpoMaTorpada, OCBOMBIUKK JaHHYIO
METOIUKY ¥ NOATBEPAMBINMI 3KCTIEPUMEHTATHLHO COOTBETCTBHE T10NTY-
YaeMBbIX PE3YIHTaTOB HOPMATHBaM KOHTPOJISA NOTPEIIHOCTA U3MEPEHMH
nom. 12.

6. Yciaosusa uamepenwuii

[1p¥ BEINONTHEHWH U3IMEPEHMI BEINONHAIOT CIEAYIONINE YCAOBHA:

* IIpOLECCH IIPMIOTOBACHHUS PacTBOPOB M MOATCTOBKM Hpob K
aHaJIU3Y MPOBOAAT NMpY Temmnepatype Bodayxa (20 £ 5) °C m oTHOCH-
TENLHOM BJIAXHOCTH He Gosee 80 %;

* BHITIOJIHEHUE W3MEPEHMH Ha XHMIKOCTHOM Xpomartorpade npo-
BOJIAT B YCIOBHSIX, PCKOMEHIOBAHHABIX TEXHWYECKOM TOKYMEHTAIIUCH K
npudopy.
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7. TloaroToBKa K onpeneieHnIo

7.1. Konouuuornuposanue KOA0HKU

TMepen HayanoM aHanw3a KonoHky Acquity BEH C18 xoxauruo-
HHUPYIOT B [TI0ToKe NMOABIKHOM ¢assl (0,1—0,2 cM*/Mun) oo crabunmsa-
1TUH HYAEBOH JIMHUW.

7.2. Ilodzomosxa u ovucmxa peaxmugoe u pacmeopumenet

OpraHudyecKue pacTBOPUTENN TIPY HeOOXOAMMOCTH Tiepel Hava-
JIoM paboTEl OYMIIAIOT, CYWIAT ¥ TIEPETOHSIOT B COOTBETCTBUM C TMIIO-
BBIMM MeTOOMKaMH. [eKCaH BCTPAXMBAIOT ¢ HEOONBIUMMH MOPLIASIMU
KOHLIEHTPHPOBAHHOM CEPHOM KUCIOTHI 10 MPeKpallleHHWsI OKpalluBa-
HUSA CBEXEW MOPUWH KHCIOTH, 3aTeM MPOMBIBAIOT BONOH, 2 % pacTBo-
POM THIPOKCHIA HAaTpHsI ¥ CHOBA BOJIOH, ITOCJIE YETO €0 CyLIaT Hajl FTHA-
POKCHIOM HATPUSI U MIEPETOHSIOT. AUCTOHUTPI CyWIaT Hall IEHTOKCH -
oM docdopa U NEperoHsiloT; OTOTHAHHBIA pacTBOPMTEIL MMOBTOPHO
[IEPETOHSAIOT HAal YTIEKUCIIBIM KAJTUEM.

7.3. Hodz0moexa KOHUEHMPUPYIOWUX NAMPOHOE
044 ouucmKu 3xcmpakma

TTarpoH c cunukareieM [Inanak C npoMBIBalOT 2 cM® 3TWaUeTaTa,
3aTeM 3 cM® asmoeHTa Ne |

7.4. Ilpuzomoecaenue pacmsopoe

Ans npuroTOBAEHUSA MOABMXKHOM a3kl CMEIINBAIOT alleTOHUTPUT
¢ Bomo¥ B coorHouleHun 20: 80 mo oOBEMY, UCHOMAB3IYS MEpPHBIE
HWJIWHADPHI.

[TpurorosiaeHye amoenTa Ne 1: B kontbe Ha 1 000 cm® cMelMBamT
500 cM® H-rekcaHa ¥ 500 cm® 3TUaleTaTa.

7.5. IIpuzomosaenue 0CHO6HO20 u 2padyUPOCOLHBIX PACMEOPOE

7.5.1. Ocnosnoil pacmeop c konuermpayuei 0,5 me/cm’

To4Hy10 HaBecKy UMHURaK;Ionpuaa (50 Mr) noMemaioT B MEPHYIO
Konby ofbeMom 100 cM’, pacTBOPAIOT B alIETOHHTPWIE M XOBOIST 10
METKH.

T'paayupoBOYHBIE pacTBOPHI ¢ KoHueHTpauusMu 0,1;0,2;0,4;0,8u
1,0 MKr/cM® TOTOBSIT METOAOM TIOCHENOBATEIGHOTC Pa30aBlicHHUS 110
00GBeMY, UCNIONB3YS TTOABIXHYIO (ha3sy.
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7.5.2. Hpuzomoeaenue zpadyupogoutsix pacmeopos

Pacrrop Ne 1 ¢ koHIteHTpannei pMmugakionpuaa 1,0 Mxr/cm’ B
MepHYIO KOGy BMecTuMocTsio 100 eM? BHOCHT 0,2 M’ OCHOBHOTO pac-
TBOpA ¥ IOBOAAT 00beM A0 METKM ITOABMXHON (a3oii.

PacTeop Ne 2 ¢ KoHlleHTpalyel nmMmunakionpuia 0,8 Mxr/cvm®: B
MeEpHYIo Konby BMecTuMocThio 10 cm? BHocaT 8,0 cM’ pactBopa Ne | u
JIOBOAT 06BEM 10 METKH HO/IBIDKHOH (a3oil.

PactBop Ne 3 ¢ xonuenTpauueit mmuaaxknonpuia 0,4 MKI/cM®: B
MEPHYIO Konby sMecTuMocThIo 10 e BHOCST 4,0 cM® pacTBopa Ne [ u
JIOBOASAT OOBEM A0 METKH TIOABMKHOM (a3on.

Pactsop Ne 4 ¢ KoHlIeHTpanwei nMunaxionpuaa 0,2 MKT/cM®: B
MepHylo koiby BMectuMocThio 10 oM’ BHocsaT 2,0 cam® pacteopa Ne 1 u

J0BOAAT 06BEM X0 METKH NMOABKOKHOM (asoit.

Pacrsop Ne § ¢ koHueHTpanuelk uMugaxnonpuna 0,1 Mkr/cM’ B
MepHYio xon0y BMecTuMocTblo 10 cM® BHocaT 1,0 cM? pacTBopa Ne 1 u
IOBOOSAT O0BEM A0 METKH TIOABYOKHOM (ha3oi.

CTaHIApTHBIA PACTBOP MOXHO XPaHUTh B XONOAUNEHUKE [IPU TCM-
nepatype 0—4 °C B TeueHMe 1 MecALa, TpPaXyHPOBOYHEIE PACTBOPAI MC-
TIONB3YIOT B TeyeHUe pabodero nHs.

TTpy u3yueHIU NTOAHOTE] U3BIICUCHUS HMHIAKIOTPHMAA HCTIONB3YIOT
alleTOHHUTPWIBHBIC PaCTBOPBI BEUIECTBE, IPUTOTOBIEHHBIE U3 OCHOBHOIO
pacTBOpa METOLOM TIOCIIEI0BATENILHOTO pastamieHus 1o 0OheMy aleTo-
HHTPIIOM.

7.6. Iocmpoenue epadyuposonnozo zpauxa

11 MOCTpoeHMsT rpaAyHpOBOYHOro rpaduka (Iiomags MuKa —
KOHIIEHTPAUMS HMUIAKIOTIPKUIA B PACTBOPE ) B XpoMaTorpad BBOAST 10
10 MM® rpagyHpOBOYHBIX PacTBOPOB (He MeHee 3-X napa/UIeabHEBIX H3-
MepeHUH U1 KaxXA0# KOHIIEHTPalIMH, He MeHee 4-X TOYeK 110 AXanaso-
HY U3MEPSEMBIX KOHIICHTpaLMit). 3aTeM U3MepSIOT TUTOIIAZH TTHKOB U
CTPOAT TpadMK 3aBUCHMMOCTH CPEAHEro 3HAYCHUS TUIOLIAOM ITHKa OT
KOHLUEHTpaUMH UMHAAKIONIPHAA B TPafyHpOBOYHOM PacTBOpeE.

MeTonoM HaMMEHBIIMX KBAApaTOB paCcCYNTHIBAOT rpagyHpoBOY-
HE K0ad¢uineHT (K) B ypaBHEHUH JIMHEHHOH pErpeccHH:

C=K-§, e
S — momwank NUKa rpagyupoBOYHOro pacTBOpa.

'pagyVpoBKy NPU3HAKOT YAOBICTBOPHTE/ILHONW, €CAM 3HayeHHe
xo3thduiieHTa IMHEHHON KOPpensiiuy oKa3slBaeTcs He Hioke 0,99.

I'panyvpoBOYHYIO XapakTEPHCTUKY HEOOXOAMMO NMPOBEPATEH TIpH
3aMEHE peaKTWBOB, XpOMATOTpadHYecKoll KOOHKU WA 3AEMEHTOB

11
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XxpomaTorpayeCKo CUCTEMBI, a TAKXE MPH OTPULIATCIFHOM Pe3yiTb-
TaTe KOHTPOs TPagyupoBoYHOTe KoadduiteHTa.

I pamyMpOBOYHYIO 3aBUCUMOCTD IIPU3HAIOT CTAOWIBHON TIpU BBI-
IIOJIHEHWHM CNENYIOUIErC YCAOBUS:

rne

CCelipo<a

_F—— xonmp

C — arrecToBaHHOEe 3HAYEHHE MACCOBOH KOHIIEHTpalH
MMHIAKIONPHAA B rPalyHpPOBOYHOM DACTBODE,

C, — pe3ynbTaT KOHTPOJNBHOTO M3MEPEHHS MAaccoBOil KOH-
LIeHTpauun MMMHIAKIONPHYAA B FPaayWpoOBOYHOM pac-
TBOpE,

— HODPMATHUB KOHTPOJIS I'PalyHpOBOYHOTO KO3(hdhuiiueH-
ta, %. (A, = 10 % npu P = 0,95).

Kowmp

orm.

8. O160p 1 xpaHeHHe Npod

OT60op npob cemsaH AbHA OPOU3BOAUTCS B cooTBeTCTBUU ¢ TOCT
10852—86 «CemeHa MacnuyHbIe. TIpaBUia ITPUEMKH ¥ MeTOIBI 0TOOpa
npo6». CeMeHa XpaHAT NIPH KOMHATHOW TeMIlepaType B TTIOJIOTHSHBIX
MELLOUKAX, TIepesl aHaAu30M J0BOAAT A0 CTAHIAPTHOM BI2XXHOCTH U U3-
MeJIbYaloT. Maciio XpaHsT B XoJIoAWAbHUKe [IpH TemuepaTtype 0—4 °C B
repMETUYHO 3aKPHITON CTEKIAHHOM Tape B TeueHHe 6 MeCsIIIeB.

9. IIpoBeneHne onpeae ieHus

9.1. Onpedeaenue umudaxaionpuda ¢ npodax cemMan u Macaa AvRa

Hapecky pa3MonoTeiX Ha JaDopaTOpHOU MeJbHUIE CeMSH
(10 £ 0,1) r win macia (10 £ 0,1) r noMelIalOT B KOHUYIECKYIO KOJIOY
BMeCTUMOCTHI0 250 cM?, ipubasisioT 40 cM? aLieTOHUTPINA M 3KCTparn-
PYIOT UMHUAAKION PUA B ¥Y3-0aHe B TeueHWe 15 MMH Tipy TemmnepaType
30 °C. BKCTpaK1NIO MOBTOPSIOT C ABYMS CBEXXHMH NOPLUHUSIMH aNETO-
HUTpHIa 110 30 cM?’. OO0BeIMHEHHBIH 3KCTPAKT TIPOMEIBAIOT B JEHTE b~
HON BOPDOHKE IBYMsI NIOPUMAMH rekcaHa mo 25 cm’. I'exkcaHOBsIE 11po-
MBIBKH OTOPacHIBAIOT. ALICTOHUTPHIBHEIN PACTBOP BRITAPHBAIOT AOCY-
Xa Ha pOTaLWOHHOM Ucnaputese rpu TemitepaType 40 °C. Janee rpoby
yiCTAT Ha natpore Quanak C, xax 5To onmcaHo B1. 9.2.

9.2. Ouucmia na namponax Juanax C
Cyxolf ocTaTOK, NMosyueHHbli o 1. 9.1, pactBopsiioT 8 1 oM 3m10-
eHTa Ne !, BHOCSIT B IMpenBapUTEIbHO KOHAMIIMOHWPOBAHHBEHA ITATPOH,
Ko0y enonmackmBaloT | oM amoeHTa Ne 1 1 TakKe BHOCHT Ha TIaTPOH.
12
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IMaTpoH ntpomeiaioT 10 cm’ amoenTa Ne 1, amoat orGpaceiator. Mmu-
TAKJIOTIPHI 3TIONPYIOT 6 CM® 3THINIaLIeTaTa, 3/ioaT co6MpaioT, yrapHsa-
IOT JOCYXa Ha POTAHKOHHOM BaKyyMHOM HCTIapHTeIe NPH TeMItepaType
He Bbiilie 40 °C, ocTaTOK pacTBOPSIIOT B | M’ noXBI:KHOM (pasel 1 10 MM°
BBOOAT B XpoMarorpad.

9.3. Yeaosun xpomamozpaguposanus

Vne1pasd§eKTHBHBIN XUAKOCTHBIA Xpomatorpad «ACQUITY»
dbupmer Waters ¢ 6bicTpockaHHpyIomIMM Y®-IeTeKTOpoM, cHabXKeH-
HBII [eTa3aTOPOM, aBTOMATHYECKHM NTPOBOOTEOPHUKOM U TEPMOCTA-
TOM KOJOHKH.

AHanmutuyeckas Kojmokka ACQUITY UPLC BEH (18
(2,1 x 100) MM, 1,7 Mmxm (Waters).

Temnepatypa KomoHku (30 £ 1) °C.

TMoasixnas ¢asza: cMeCh alETOHUTPHA—BONA B COOTHOLIEHHMU
20 : 80 (o o6peMy).

CKopocTh NoToKa 3mtoeHTa (0,2 oM’ /MHH.

Pa6ouas wmHa BoaHel YO-aerekTopa 268 HM.

O61em BBogHMO¥H TTpoOH! [0 MM®.

Bpemst yrepXXUBaHWsi UMMAAKAOIIpUAA cocTarseT (4,3 + 0,2) Mun.

9.4. Obpabomka pe3yavmantos anaausa

ConepxaHue UMMUIAKTIONPHIA B CEMEHAX M MACJI€ sIbHa MacIUYHO-
10 (X, MT/KT) BHIMUCIAIOT 110 hopMyne:

S,-CV
S P

X = , IIe

S, — mnowaxb MHKa MMHIAKIONpHIA B CTAHJAPTHOM pac-
TBOpEe (MB-C);

S, — nrolllagk MHKa HMHIAKIONPHAZ B aHAIM3NDPYEeMOH
nipobe (MB-c);

V — o6béM npoGsi, NOATOTORJIEHHON Wi XpoMaTorpadu-
4YeCKOTO aHamu3a, cM?;

P — naBecka aHayM3upyeMoro obpasia, T;

C — KOHUEHTpauus CTaHIapTHOTO PacTBOpa WMUAAKIION-
pHuIa, MXT/cMm’.

Obpasuel, naomme MUKY OoNbIHE, 9eM CTAHIApTHBIA pacTBop
“MHAAKIONpH/a | MKT/CM?, pa36asisioT MOABKXHOM ¢a3oit mst BOXX.
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10. HpoBepka nipHeM1EMOCTH Pe3Y/IbTATOB
NApASLIEAbHBIX ONpeae/eHHi

3a pe3ynbTaT aHaIn3a MPUHUMAIOT cpefHee apudMeTnuecKoe pe-
3yJBTATOB JIBYX NApajieibHBIX OTIpede/icHU M, PaCXOXACHUE MeKIY KO-
TOPBIMH He ITpeBbIIIAET Npedena nosropgeMocty (1):

20X, - X,}-100
L <y, e (N
X +X,

X, X, — pesynbraThl Napa/Ule/IbHbIX ONpeIe/leHHH, MT/KT;
r — 3HayeHwue fpesesia ToBTopsieMocTH (1 =2,8G,).

Flpw HeBbINOTHEHN Y YCOBUSA (1) BRIACHSIOT NPWYWHE] NPEBLILCHNS
Tpenesa NIOBTOPASMOCTH, YCTPAHSOT WX ¥ BHOBB BHITIONHSIOT AHAIWN3.

11. Odopmienne pe3yasTaToB
PC3)’)TLTBT AHAMHK3a TNpeACTABIAT B BUIE!

(X + A) MT/KT TIpy BepoATHOCTH P = 0,935, rre
X — cpenree apMPMETUYECKOE PE3YALTATOB OTIpedAeieHHN,
TIPU3HAHHBIX IPUEMIEMBIMU, MT/KT;
A — rpanuua abCcoJIIOTHOM MOTPEHOCTH, MT/KT.

A =tixX
1060

§ — TpaHHila OTHOCUTEILHON NMOTPEITHOCTH METOANKH (11O~
KazaTesb TOUHOCTH B COOTBETCTBUM C IMAaNA30HOM KOH-
LUeHTpanuii), %.

, rae

B cnyyae, eciiv coepiKaHHe KOMIIOHEHTa MEHEC HIDKHEH rpaH LB
AWATNa30Ha OolpeleisieMblX KOHUEHTpalMit, pe3yiabTaT aHain3a fped-
CTABJISIOT B BHIE:

«CO0epHanue 8eliecinga & npobe «MeHee HUNCHEeH 2panuypl onpedene-
Husa» (nanpumep: menee 0,01 me/ke )».

12. Kourpos kauecTBa pe3y/ibTaTOB H3IMEPEHHI

OnepaTWBHLIN KOHTPOTH TTOTPEIITHOCTH M BOCTIPOM3BOIAMMOCTH H3MeE~
peHwvit ocymiectasercs 8 coorserctsun ¢ TOCT P UCO 5725-1-6—2002

(.01 Mr/KT — nipesen oGHapYKeHHUS MMUIAKIIONIPY A B CEMEHAX K Macle JTbHA.
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«TOYHOCTD (TTPaBIJIBHOCTL W NPELIU3HOHHOCTE) METOIOB U PE3V/ILTAaTOB
M3IMEPEHUH»,

12.1. CTabWIBHOCTH PE3yJIbTaTOB U3MEPEHUI KOHTPOJIUPYIOT Ne-
pell IpoBeicHHEM M3MEPEHWH, aHAIM3NPYS OIMH U3 IPagydPOBOYHEIX
pacTBOpOB.

12.2. ILnaHOBBIM BHYTPHIa0OpATOPHEIN ONepaTUBHBIN KOHTPOIL
MPOLEAYPHI BHINOIHE HUSI aHATH32 POBOAUTCA C IPUMEHCHUEM MeToAa
no0aBoK.

Benuuuna no6asxky Cy NomKHa YIOBIETBOPATH YCIOBHIO!

Cy=A,y+A, ., TAc

A (iA N X.) ~— XapaKTePHUCTHKA TIOTPEIIHOCTH (abcosioTHas Tmo-
TPEillHOCTh) pe3y/bTaToB aHanM3a, COOTBETCTBYIO-
11as1 COOEPXKAHUIO KOMITOHEHTA B UCTIHITYEMOM 00-
pasile (pacueTHOMY 3HAYE€HUIO CONEePXKaHUS KOMITO-
HeHTa B obpasne ¢ 100aBKoil, COOTBETCTBEHHO)
MT/KT, TIpH 3TOM:

A, =1084A, e
A — TpaHM1A abCOAIOTHON AOTPEIHOCTH, MI/KI:
A= Sx X
100

8§ — IpaHHLi2 OTHOCUTEILHOM TOTPEUIHOCTH METORMKH (110-
Ka3aTesIb TOYHOCTH B COOTBETCTBUHM C AUATIa30HOM KOH-
LieHTpauui), %.

, TIXE

Pe3yapTaT KOHTPOILI NIpoLEenyphl K, PACCYUTHIBAIOT 110 (hOpMYIIE:
K,=X"-X-C,, rae

X',X,C, — cpenHee apudMETHUCCKOE PE3yJIbTaTOB TTapAUIENBHBIX
ompeneieHui (MIPU3HAHHBIX NPHEMIEMBIMHU T10 T1. 10)
COOEpPXaHWA KOMIIOHEHTa B 00pasie ¢ mobaBKoi1, uc-
NIBITYeMOM 00pa3siie, KOHIICHTpaluust 100aBKH, COOTBET-
CTBEHHO, MT/KT;

Hopmatne KoHTponst K pacCUMTHIBAIOT 110 GOpMyne

K= JA?:LX’ +A2ﬂX

IMpoBoasaT conocrasieHme pe3ysabTaTa KOHTpoas npoueaypst (K) ¢
HOPMaTHBOM KOHTpos (K).
Ecan pe3ynbTaT KOHTPONS TIpOLIeAYPH! YIOBIETBOPSET YCIOBHIO

15
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K, <K, (2)

MPOLEOYPY aHaTU3a ITPU3HAIOT YOOBJICTBOPHTEILHOIA.

TTpw HeBHITIOJTHEHHH YCIOBUS (2) IIPOLEAYPY KOHTPOSISI TOBTOPS-
10T. I1pyl TOBTOPHOM HEBBINOJTHEHU M YCIIOBYS (2) BHISICHSIOT HIPUUHHBI,
TIPUBOISAIINE K HEYIOBICTBOPUTC/IBHBIM PE3yTbTaTaM, W NMPHHHMAIOT
MEPBD! 110 X YCTPAaHEHUIO.

12.3. TIpoBepKa NMPUEMIIEMOCTY PE3VJbTATOB M3MEPEHUH, TTOAY-
YEHHBIX B YCJIOBHSX BOCTIPOU3BOIMMOCTH.

Pacxoxnenne Mexay pesyibTaTaMd M3MepeHHM, BHIITOJIHEHHHIX B
ABYX Pa3HBIX 1Tab0OpaTOPHIX, HE NOMKHO TTPEBILIATS TIPeAe1a BOCTIPOH3-
soauMocTy (R):

7. — .
:,B,K_Xilgggk , Tae (3)
X, +4X,

X, X, — pe3ynbrathl U3MEPEHUNH, BBINO;THEHHBX B ABYX Pa3HbBIX
1a00paToOpUIX, MT/KT;
R — nipeaen BOCTIPOM3BOAMMOCTH (B COOTBETCTBUM ¢ AMana-
30HOM KOHUEHTpauuit), %.
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