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4.1. METO/JIbI KOHTPOJIS1. XUMHWUYECKHUE ®AKTOPBI

OnpeaesieHHe 0CTATOYHBIX KOJHYECTB MPONHKOHA30J1a
B SIr0JAaX BHHOrPaJa U BHHOTPAJHOM COKe,
3eJICHOH Macce, ceMeHaX H MacJje panca MeToAoM
BBICOK03(p(peKTHBHOI1 KMAKOCTHOH XpomaTorpadun

MeToanyeckne yka3aHusi
MYK 4.1.2592—10

1. BeoaHast yactb

1.1. Kpamxkasn xapaxmepucmuxa npenapama

JleHCTByIOIICE BEIMIECCTBO: MPONUKOHA30JI (CMECh AUACTCPECOMEPOB).

Haspanue aeiicTByromero BemecTsa no Homenkmarype MIOITAK: (+)-1-
[2-(2,4-muxnopodenmn)-4-nponun-1,3-guokcanan-2-ymerun|-14-1,2.4-
TPHA30J.

CrpykrypHas dopmya:
Cl
O
(CH,),CH
o) 272 3
CH,

N
N\\_{?

Ommupraeckas popmyna: CisH;,CLN;O,
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MonexynsapHas Macca: 342.2.

XHMMHYCCKH YHCTOC BEIICCTBO: BA3KAS JKSITOBATAs KHUIKOCTD €3 3amaxa.

Temmepatypa miasneHus: —23 °C.

Jasnenue nmapa npu 20 °C: 0,027 mITa. KowlogP = 3,72 (pH 6,6, 25 °C).

PacteopumocTs B Boae (20 °C) — 100 mr/av’. B H-rexcane — 47, B aue-
ToRUTpHIE — 168 I/mM’. PacTBOPHM B 3TaHONC, ALIETOHE, TOJYOJE, XJIODH-
crom metmieHe (25 °C), srunanerare (25 °C) u H-oktaHoje. CralmwieH 10
320 °C 6e3 3HaunTepHOTO THApo/m3a. Cnaboe ocHoBaHue, pK, 1,09.

1.2. Kpamxas mokcukono2uieckas XapaKxmepucmuxa

JI s ams kpeic 1517, mpmmei 1490 mr/kr (opanbaO). TIpn moakoxHOM
BBCACHUM JI]150 yepy A7 KPBIC > 4 000, a1 KpoTMKOB > 6 000 Mr/Kr.

JIKso (96 4): mma xapma 6,8, ymactoro okyHs 6,4, paayHOH (openn
4,3—5,3 mr/mm’. He Pa3apaXkaeT raa3’a u KoKy KPOIHKOB.

1.3. O6nacmv npumenenus npenapama
CucreMHbIH (yHIHIMA MHPOKOTO CHEKTPA ACHCTBHUS

2. MeToguka onpeaesieHHsl IPONHKOHA30JIa B SITOAaX BHHOIpaja
H BHHOTPAJHOM COK€, 3eJIEHOH Macce, CEMEHaX U MacJie panca

metoaom BIKX
2.1. OcHosHble no/odceHus
2.1.1. Obnacme npumeHeHua U NPUHYUN mMemooa

Hacrosmmii JOKYMEHT yCTaHABIMBACT METOAHMKY OINPEIC/ICHHSI OCTa-
TOYHBIX KOJHYECTB NMPOMHKOHA307a B AroJax BHHOIPaZa H BHHOTIPATHOM
COke B auamna3oHe kKoHueHrpammit 0,01—0,1 MI/Kr, 3eIeHOM Macce, CeMEHax
M MacJie panca B Auana3oHe kKoHueHrparmi 0,025—0,250 mr/kr.

Meroauka OCHOBAHA HAa ONPEACICHUH MPOMHUKOHA301a MeTogoM BOXX
C MCTOJb30BaHMEM Y D-IETEKTOPA MOCIE €ro0 U3BACYCHHS H3 00pa3LOB BO-
HO-ALICTOHHTPHJIBHON CMECBIO WJIM AUETOHHTPUIIOM C MOCICAYIOLICH OYHCT-
KOM JKHIKOCTHOH KCTPAKUUCH M HA KOHLCHTPHPYFOIIUX IATPOHAX.

2.1.2. Memponozudeckue xapakmepucmuxu

Ipu COOMOOCHHH BCEX PETIAMCHTHPOBAHHBIX YCJIOBHH IIPOBCACHUS
aHaIU3a B TOYHOM COOTBETCTBHMH C JAHHOM METOAMKOH NMOTPEIIHOCTH (M €e
COCTaBJMIOIIME) PE3yIbTATOB M3MEPEHHUN NPH JOBEPUTEILHON BEPOSATHOCTH
P =0,95 He npeBrnuacT 3HAUCHHUH, MPUBCACHHBIX B TaOM. 1, I COOTBET-
CTBYIOIIUX THANA30HOB KOHIICHTPALIUH.
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Tabnuua 1
MeTposorniecKkue mapaMeTpbl
T o Tl T Crinn T g [ Mreter
BEKT | OTIpe erIsieMbIX 5 IOBTOPsIe-
PA—— KOFTICHTPA- OTHOCHUTEILHOM | HeHue I10- Mocry, | BOMIMO-

o TIOTPENIHOCTH), | BTOPSIEMO- o CTH,
W, MU/KT +3, % CTH, G;, %0 L, % R, %
STroabI BU- 0,01—0.,05 50 5,6 15,7 243
HOTpaja 0,05—0,1 50 5.2 14,6 226
ICox BuHO- 0,01—0,05 50 5.5 154 239
Ipaja 0,05—0.1 50 5,1 14,3 222
3eneHas 0,025—0,1 50 5.3 14,8 22,9
Maccapatcal g 1—025 25 5.2 14,6 22,6
CeMeHa 0,025—0,1 50 42 11,8 12,9
parica 0,1—0.25 25 4.6 12,9 155
Macmo 0,025—0,1 50 36 10,1 12.1
parica 0,1—0.25 25 3.8 10,6 12.7

IMonHOTA HM3BICYCHMS BCINECTBA, CTAHAAPTHOC OTKIOHCHHC, JOBCPU-
TCIBHBIH MHTEPBAJ CPEIHET0 PE3yNIbTaTa i MOJHOTO JHANA30HA KOHLCH-
Tpanuii (n = 20) IpHUBESICHBL B Ta0T. 2.

Tabnuuya 2

TlosHOTa N3BIeUEeHHS IPOIHKOHA30J1, CTAHAAPTHOE OTKJIIOHEHHE,
J0BepHUTeIbHBII HHTEPBAJI CpeJHero pesy/brara Ajist h =20, P= 0,95

l_f)%e;{zfﬁn Juarnazon g{gi{g:sé Crangapt- |JloBepUTEIBHBIA
Anammsupye- e | ompenense- | oo e, | HOS OTKIIO- | HHTEpBAT Cpe-
MBI 00BEKT p}ymﬂ MBIX KOHIICH- I;nfﬂ HeHHWe, [Hero pesylbrara,
Ml“/Ki“ TpaIuii, MI/KT % > S, % +9%
SIrome1 BUHO-
rpana 0,01 0,01—0,1 94,10 4,6 42
Cok BuHOrpaga | 0,01 0,01—0,1 91,90 4.8 44
3eneHad Macca
parca 0,025 | 0,025—0,25 98,75 44 4,0
Cemena parica | 0,025 | 0,025—0,25 91,25 52 4,7
Macio parica 0,025 | 0,025—0,25 95,70 43 3.9
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2.1.3. H36upamensrhocme memooa

H306HpaTeIbHOCT METOAA ONPEACICHHS MPONMHKOHA30JA JOCTHIACTCS
YCIOBHSIMH MOATOTOBKH IPOO B XPOMATOrpauuecKoro aHamsa.

2.2. Peaxmuevt u mamepuanst

AneTOH, OCcY TY 6-09-3513—86
Aneronurpmn a1 BOXX, «B-200um», copr 5 wm xa TY 6-09-3534—387
ByMakHbIC (PHIBTPBI «KPACHAS JICHTA) TY 6.091678—386

Bona 6mpuctimnmposansas, aenonusuposantass  [OCT 6709—79
TTpomHKOHA30JI CMECH CTEPEOU30MEPOB,
AHAIMTHYCCKUM CTAHAAPT C COACPIKAHKEM JI.B.

98,6 % (HPLC)

Kucnora oprodocopnas, x4, 0,005 M BoaHBIIH

pacTBop T'OCT 6552—380
H-I'eKkcaH, X4, CBe)KCTICPETHAHHBIIH TY 2631-003-05807999—98
MeTHieH XITOPUCTHIHA, X4 TV 2631-44493179—98

Tlomsmxnas daza gt BOXX: 1 — cMech aueroHuT-
pmna u 0,005 M H;PO, B cooTHOmeHHH 55 : 45; 2 —
cmech aneronurpmwia u 0,005 M H;PO, B cooTHo-
meHuH 45 : 55.

KonuenTpupyromme maTpoHs!, 3aI0THCHHBIC CHITH-
kareaem 60 (0,040—0,063 mm), Merck
Konueunrpupyromme matpons: Juamak C16 (0,4 1),
BroXumMak

2.3. IIpubopwt u nocyoa

Kugxocrusri xpomarorpad «ACQUITY» ¢upmbr
«Waters» ¢ ObICTPOCKAHUPYIOIINM Y D-1eTeKTOpOM,
CHA0YKCHHBIM JICTa3aTOPOM, ABTOMATHYESCKAM TIPO-
600TOOPHHKOM U TEPMOCTATOM KOJOHKH HJIH
«Breeze» (hpupMbl « Waters» WM aHATOTHIHBIH
Anamurnyeckue koonku ACQUITY UPLC BEH
C18 (100 x 2,1) MM, 1,7 mxm (Waters) (kosionka 1)
u Spherisorb Phenyl (4,6 x 150) MM, 3 MM
(Waters) (xosoHka 2)

Bans ymprpa3sykoBas «Cepbra» TV 3.836.008

WU QHATOTHYIHAS

Beco1 ananurimiueckue BJIA-200 T'OCT 24104—2001
HJIH AaHAJIOTHYHBIC

Boposnka broxnepa I'OCT 0147
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Menpauna HoskeBast PM-120 u maGopaTtopHas

3epHOBas JIM3 TV 1-01-0593—79
Hacoc BogocTpyUHbIH, I'OCT 10696—75
Henrpupyra OIT-8YXJ14.2 TV 5.375-4261—76
bumuctumaTop

AIIOHK MPSAMOH C OTBOAOM U1 BAKYyMa (IIst

PabOThI C KOHLECHTPUPYIOIIHMHU MATPOHAM)

ITmpum MeAULMHCKHH ¢ pa3bemoM JIbroepa T'OCT 22090
PH-meTp yHHBepcanbHbIH OB-74 I'OCT 22261—76
Ko 1661 miockonounbe Ha mumagax KIII500 %/, TC  TOCT 10384—72
Ko16b1 kpyriomorHsie Ha mumdax KIII50 /5, TC ~ TOCT 10384—72

Boponxku nadoparopusie B-75-110 I'OCT 25336—82
Llummeaps! MepHBIe Ha 100, 250 u 1 000 cv® TOCT 1774—74
Kon6s1 MepHbIe Ha 25, 50, 100 1 1 000 e’ T'OCT 1770—74
IMunerkn Ha 1, 2, 5, 10 oM’ TOCT 22292—74

Muxkpoao3aTopsl JIEHIMIET EPEMEHHOTO 00BEMA
ot 200 10 1 000 v m ot 1 10 5 oM’

2.4. Ombop u xpanenue npo6

Ot6op mpo0 BHHOTpaZa TPOWU3BOAUTCS B  COOTBEICTBHH C
I'OCT 25896—83 «BuHOTpan CBexwHil CTONOBBIH. TEXHHYESCKHE YCIOBHIY.
[TpoOs1 sirox BUHOTPaZa XpaHAT A0 aHAIM3a B MOPO3WIBHOH KaMepe IpH
Temneparype He Boime —18 °C B TeucHHE 6 MecsueB. [IpoGbl BHHOTPAIHOTO
COKa XPaHAT B XOJIOAUTBHUKE IpH Temuepatype 0—4 °C B TeUSHHE HEACIHL.

O160p mpo® CeMfAH W Macia pamnca MPOM3BOJHUTCS B COOTBETCTBHH C
I'OCT 10852—386 «Cemena macomuHble. [IpaBuia MpHEMKH H METOIBI OTOO-
pa mpo6». OroOpaHHbIe MPOOBI CEMAH panca XpaHAT B XOJOJWIBHHKE MPH
4 °C ne 6onee 10-tu aueit. 11 ATMTEIBHOTO XPAaHSHH 00PA3Lbl 3aMOPAKH-
BAIOT U XPaHAT B MOPO3HIbHOHM Kamepe npu —18 °C. Tlepex anamu3om odpas-
I(bI CEMSH U3MEIBYAOT.

2.5. IlIoozomoexa k onpeodesienuio

2.5.1. I[loozomoexa u oyucmKa peaxmugos i pacmeaopumenel

OpraHu4ecKue PaCTBOPHTEIH MPH HEOOXOIMMOCTH MEPE HAYAIOM Pa-
00THI OYHIIAIOT, CYIIAT U MEPETOHSIOT B COOTBSTCTBHHU C THIIOBBIMH MCTOH-
KaMH. ['ekcaH BCTPSAXHBAIOT C HEOOIBIIMMHA MOPLHSMH KOHLCHTPHPOBAHHO
CCPHOH KHCIOTHI IO MPEKPANICHAS OKPANIHBAHKS CBEXKCH MOPLHH KHCIIOTHI,
3aTEM NPOMBIBAOT BOJOH, 2 %-M PAacTBOPOM THAPOKCHAA HATPHA M CHOBA
BOJOM, MOCIIE YEero €ro CymaTr HajJ THAPOKCHIOM HATPHA H MCPETOHSIOT.
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AUETOH TICPETOHSIOT HAJ NEPMAHTAHATOM KATHA M TOTamoM (Ha 1 mv’ ame-
ToHa 10T KMnO,4 1 2T K,CO;). AOCTOHHTPHI CymaT Haa HEHTOKCHAOM
(ocdopa u NEPErOHAIOT; OTOTHAHHBIA PACTBOPHTEINH MOBTOPHO MEPETOHSIOT
HAJ YTJICKHCITBIM KAJIHEM.

2.5.2. Konouyuonuposanue KoNOHKU

[lepen HayanoOM aHANMM3a AHATUTHYCCKHE KOJOHKH KOHIHIMOHHPYIOT B
notoke moxBmkHOM (aser (0,1—0,2 cM>/MuH) 00 CTaGHIM3ALMIH HYJICBOH
JIMHUH B TCUCHHE | 4.

2.5.3. IIpuzomoenenue pacmeopos

Jna npurotosnerus 0,005 M pactBopa oprodochoproit kuciaorsr 0,5 ¢
98 % oprodochopHOH KHCIOTHI NMOMEIIAIOT B MEPHYHO KOJOy 00BEMOM
1o, PacTBOPSAIOT B OMIMCTUILIMPOBAHHOM BOJE U JOBOAAT OOBEM J0 METKH.

IIpuzomosnenue cmanOapmuozo u 2paoyupo8ouHuixX pacmeopos

To4HYHO HABECKY MPONMMKOHA30Ja (50 Mr) MOMEIAIOT B MEPHYIO KOJIOY
o6BeMoM 100 ca’, PacTBOPSAIOT B AUCTOHUTPUIIE B K0BOIAT A0 MeTkH. (Ctan-
JapTHBIH PaCTBOP C KOHIEHTpamueit 0,5 Mr/cM’.) ['paayHpOBOUHBIE PACTBO-
po! ¢ xoHueHrpaumwsamu 0,1, 0,2, 0,5, 0,75 u 1,0 MKI/CM® TOTOBSIT METOZOM
MOCTICIOBATEIBHOTO Pa30aBICHUs MO 00BEMY, HCHOINB3YsS PACTBOP IOJBHIK-
HOH (ha3bL

CTaHmapTHBI PaCTBOP MOYKHO XPAHHUTh B XOJOAHMJIPHHKE B CHJIAHH3H-
poBanHOM Wi TepaoHOBOM (hnakone mpu Temmeparype 0—4 °C B TeucHHE
1 Mecsua, TPaxyHPOBOYHbIE PACTBOPHI HCIOJIB3YIOT B TCUCHHE PaOOYEro JHS.

IIpu u3yyeHUHU MOIHOTHI W3BJICYCHUS MPOMHKOHA30Ja HCTIOIB3YIOT ale-
TOHHUTPHUJIbHBIE PACTBOPBI BEIIECTBA.

2.5.4. [locmpoenue zpaoyupogounozo epagura

Jlnst mocTpoeHust rpaay HpOBOYHOTO rpauka (IUI0maab MUKa — KOHLCH-
TpalHs MPOIMHKOHA30IA B PACTBOpE) B Xpomarorpad) BBoaaT mo 10 MM’ rpa-
Iy MPOBOYHBIX PACTBOPOB (HE MEHEE 3-X MapaJuIeIbHbIX H3MEPEHHH M KaK-
JIOW KOHICHTPAIIMH, HE MEHEE 4-X TOUCK MO JUANA30Hy H3MEPACMBIX KOH-
LeHTpaLuif). 3aTeM H3MEPSIOT IUIOIAIU MUKOB M CTPOAT rpa()uK 3aBHCHMO-
CTH CPEIHETO 3HAYCHUS IUIOIAAHN MHKA OT KOHILCHTPALMH MPONMHKOHA307a B
TpagyHpPOBOYHOM PAaCTBOPE.

2.5.5. Iloocomoexa npubopos u cpeocmea usmepenus

YcTaHOBKA M MOATOTOBKA BCEX MPUOOPOB M CPEACTB H3MEPESHHUS IIPOBO-
JUTCS B COOTBETCTBHH C TPEOOBAHHSIMH TCXHHUCCKOM JOKY MCHTALIAH.
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2.5.6. Iloo2omogxa KoHyenmpupylowux namponos O O4UCIKYU SKCMPAKMa

2.5.6.1. KoHOMIMOHHPOBAHHE MATPOHOB, 3AIOJHEHHBIX TEKCANCIUHIICH-
makareneM — Jluanak C16 (0,4 r), mpeaHA3HAYCHHBIX I OMHCTKH YKCTPAK-
TOB ArOA M COKA BHHOIPaJa, a TAKKe 3€JICHOH MacChl M CEMSH parca ocCy-
IIECTBISIOT, MPOTYCKAs Yepe3 HUX MOCIEAOBATENBHO TO 1 CM® METAHONA H
BOAbL I1arpoHBI A1 OYMCTKH NMPOO Macjia panca KOHAMIHOHUPYIOT IPOILyC-
KAHHEM 2 CM° AlICTOHUTPHIA. JI0ATHI OTOPACHIBAOT.

2.5.6.2. KOHIUIMOHUPOBAHKUE MATPOHOB JJIs1 MOBTOPHOW OYHCTKH 3KC-
TPAKTOB ATOJ M COKA BMHOTPAJA, 3CJICHOM MACChL, CEMSIH M Maclja parca, 3a-
noHeHHbIX CumukaresieM 60 (0,5 T), OCYIECTBISIOT IPOMYCKAHHEM 2,5 CM
TEKCaHa.

2.6. Ilposedenue onpedenenus
2.6.1. Onpeoenenue nponukoHazona ¢ 1200ax U coke UHOZpada

I'oMorone3upoBanHyIo npoOy Aroa BUHOrpaza Maccoi 50 r moMemanT
B KOHHYECKYIO KONOY BMECTHMOCTBIO 250 cM’, mpubasmaior 10 cM® BOIBI B
40 cM’ aneToHa. IIponuKOHA30JI 3KCTPATHPYIOT HA YJIBTPa3BYKOBOH OaHe B
teueHue 10 muH. CycneH3m0 (PHIBTPYIOT B BAKYYME Yepe3 BOPOHKY BroxHe-
Pa ¢ QUIBETPOM «KPACHAA JEHTAY, IPOMBIBAL Maccy Ha usTpe 10 oM’ ame-
TOHA. DKCTPAaKIMIO MOBTOPSIOT W OOBCAMHCHHBIA 3KCTPAKT YHAPHBAKOT HA
POTAMOHHOM HCTIApHUTEIC PHU TeMnepaType 6anu He Boiue 40 °C 1o moJHo-
TO YJAJCHHUA AueToHa. Boaubrii ocrarok (50—60 cur) GbunbTpyroT uepe3 Oy-
MaKHBIH (DHIIBTP «KpacHAs JICHTA» W MPOITYCKAIOT YE€PE3 KOHUCHTPUPY LU
marpoH Juanak C16, OTKOHIWIHOHHPOBAHHEIA TO 1. 2.5.6.1. DUisTpaT OT-
OpackBaroT. [IPOMHKOHA30T HTOHPYIOT 5 CM® ALCTOHA B YHCTYEO KPYIIOJ0H-
HYO0 KOJIOY BMECTUMOCTBIO 10 oM. Dmoar YIIAPUBAKOT A0CYXA HA POTALUOH-
HOM ucmnapurene (40 °C).

ITpoy BHHOIPATHOTO COKA 00BEMOM 50 cM> (DHIBTPYIOT Yepe3 BOPOHKY
Broxuepa ¢ (QHIBTPOM «KpacCHAS JTCHTA», (GHIBTPAT MPOIYCKAIT Yepe3 KOH-
ueHtpupyromui  marpon  [lmamak C16, OTKOHOIMIHOHHPOBAHHBIH MO
1. 2.5.6.1. TIaTpoH mpOMBIBAIOT 5 cM> BOAEL. PHIBTPAT U TPOMBIBKY 0TOpa-
chiBatoT. [TPOIHKOHA30I SMIOHPYIOT 5 CM® ALIETOHA B KPYTIOZOHHYIO KOJIOY
BMECTHMOCTHIO 10 CM>. DI0AT yIAPHBAIOT JOCYXa HA POTAMOHHOM HCIIAPH-
teae (40 °C).

Cyxoif 0CTaTOK NMpoG ATOJ MM COKA BHHOTPAA PACTBOPSIOT B 2,5 CM°
TEKCAHA M MOJTYyYCHHBIM PACTBOP KOJIMYECTBEHHO BHOCAT B NMOJATOTOBICHHBIN
KOHLCHTPUMPYIOIIWH NATPOH, 3aNONHCHHBIN crimkarenem 60. Ilarpon mpo-
MBIBAKOT 5 CM® TEKCAHA. OuabTpar 1 NPOMBIBKY 0TOpachBatoT. [IponukoHa-
30JI MOHPYKOT 5 CM® CMECH TeKCAH—ALETOH (80 : 20). Dmoar ymapuBarT

9
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Jocyxa Ha poranuoHHOM ucnapurene (40 °C), cyxoit 0CTaTOK pacTBOPSIOT B
5 cm’ momBKHOM (assr i 10 MM 06pa3ua BBOJAT B JKHAKOCTHBIH XPOMATO-
rpad.
2.6.2. Onpeoenenue nponuxoHazona 8 3eJeHoil macce,
ceMeHax u Macie panca

HaBecky pa3MOJIOTHIX HA JIAOOPATOPHOH METBHALE CEMSH HIH H3MEIb-
YEHHOH 3eseHOH Macchl (20 r) IOMEImArT B KOHHYECKYI0 KOJI0Y BMECTHMO-
cTBIO 250 o, npuGABIIOT 75 M’ AUETOHUTPHIIA, coaepskamero 20 % Boabl
(mo 06BeMy). TIpomMKOHA301 IKCTPArHPYIOT HA YIBTPA3BYKOBOIl OaHE B Te-
ueHue 15 MuH. CycneH3uro (GUIBTPYIOT B BAKyyMe 4Yepe3 BOPOHKY BroxHepa
¢ (OHIBTPOM «KpacHas JCHTA». JKCTPAKUMIO MOBTOPSIOT. OOBCIHMHCHHBII
3KCTPAKT YNAPHUBAIOT HA PoTauuoHHOM mcmaputene (40 °C) mo mosHOro yaa-
JICHUS ALCTOHUTPHUIIA.

BoaHbIi OCTaTOK 3KCTPAKTA CEMSH parca (PUIbTPYIOT uepe3 Oy MaXKHbIH
(GuIBTP «KpacHAd JICHTa» H MPOIMYCKAIOT YePe3 KOHLICHTPUPYIOWHIT NATPOH
Juanax C16, OTKOHAWITMOHUPOBAHHEIN 1O . 2.5.6.1. ®unsTpaT 0TOpacHIBa-
10T. [TPONHMKOHA30T 3TOUPYIOT 5 CM® AIETOHA B KPYTJOJOHHYIO KOOy BMC-
cTavoctsio 10 oy’ Dmoat YIAPHBAKOT JOCYXa HA POTALMOHHOM HCTIApHTETE
(40 °C). JJanpHeHIy 0 OYUCTKY IPOO MPOBOAST IO In. 2.6.3.

Boaublit ocTatok 3KCTpaKTa 3¢I€HOM MAcChl A0BOAAT 10 100 cM® BOJIOH,
(GuIbTPYIOT Yepe3 OyMa)KHBIH (DPUIBTP «KpacHAsl JICHTa» M IKCTPArHPYIOT
25 cM° reKcaHa. JKCTPAKIHMIO OBTOPSIOT ABAXKIBL. OGbEIUHCHHBIN TEKCAHO-
BBl 3KCTPAKT MPOMBIBAKOT JBA Pa3a BOJOH mo 20 cM’. ITpoMsiBKH OTOpACHI-
BAOT, 4 TCKCAHOBBIH PAcTBOP CYIIAT OS3BOIHBIM CYIb()ATOM HATPHA M yma-
PpHUBAKOT J0CyXa HA poTaunoHHOM ucnaputene (40 °C). JanpHeHIIyr0 OYHCT-
Ky npo0 mpoBoaAT mo 1. 2.6.3.

K 10 T Mac;a panca mpubaBisior 50 cM reKCaHa M SKCTPArHPYIOT B J6-
JMTENBHOH BOPOHKE BMECTHMOCTBEO 100 CM® AICTOHMTPHIOM TPHIKIBI IO
10 cM’. O6beTHHEHHBIH KCTPAKT YIAPHBAOT HA POTALHOHHOM HCIAPHUTEIE
70 06beMa | CM | TIPOTIYCKAFOT Yepes TBA COCTMHEHHBIX MOCIICI0BATEIBHO
KOHIICHTpUPYHOIHUX natpona Jluamak C16 (0,4 r), NOATOTOBICHHBIX COOTBET-
cTBeHHO O M. 2.5.6.1. TIpombiBaroT 2 M’ anetoHuTpuiIa. GuibTpar U npo-
MBIBKY OTOpAachiBaroT. I[IpONMMKOHA30JI JJFOMPYIOT 3 oM’ AUCTOHUTPHUIIA.
Dmmroar ynapuBarT A0cyXa Ha porauuoHHoM ucnapurene (40 °C). JambHei-
LIYEO OYHCTKY MpOo0 MPOBOAAT MO MyHKTY 2.6.3.

10
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2.6.3. Ouucmxka na KoHyeHMmpupyouem nampomue,
sanonanenHom Cunuxazenem 60 (0,5 2)

Cyxo0if 0CTaTOK, MOJTy4EHHbIH 10 M. 2.6.2, paCTBOPSIOT B 2,5 CM® reKca-
HA ¥ KOJMYECCTBEHHO BHOCAT B NMOATOTOBJICHHBIN MO 1. 2.5.6.2 KOHICHTPHPY-
FOIMil MATPOH, 3aNONHEHHBIH cuTMKareneM 60. ITaTpOH IPOMBIBAOT 5 M
TeKCaHa W 1S Mpo6 MAacna JOTIONHHTETBHO 5 CM® XJIOPHCTOTO METHICHA.
®UILTPAT ¥ MPOMBIBKM OTOPACKHIBAIOT. IIPOIHKOHA30T SIFOHPYIOT 5 CM° CMe-
cu rexcan—aneToH (80 : 20). TlomyyeHHBIH PacTBOP yNAPHBAIOT HA POTALM-
onnoM ucnapurelne (40 °C), CyXue OCTaTKH CEMSIH U 3€JICHOM MACcChl PacTBO-
psoT B 2 cM°, a Maca — B 1 oM’ momBmskHO# (asst u 10 MM 06pasua BBOIAT
B JKUJKOCTHBIH XpoMaTorpad.

2.6.4. Yenoeus xpomamozpaguposanus

VaeTpas(dexTuBHbpl sKkuAKOCTHBIA xpoMmarorpad «ACQUITY» ¢up-
Mbl Waters ¢ OBICTpOCKaHHpPYIOIUM Y®-AeTCKTOPOM, CHAOKEHHBIN Ieras3a-
TOPOM, aBTOMATHYECKHM HPOOOOTOOPHHKOM H TEPMOCTATOM KOJOHKH. [yt
aHanm3a Mpod AroJ M COKa BHHOTPAZA, 3CICHOH MAacChl M CEMSH pamca HMc-
TOJIL3YIOT KOJIOHKY 1.

Temmnepatypa xononku (30 £ 1) °C.

IoaswxHaa ¢aza: aneronutpua — 0,005 M opropocdopHas kaciorTa B
COOTHOLIECHHUH 55 : 45,

CKOpPOCTh MOTOKA MOeHTA: 0,2 CM/MHH.

Pabouas nmuHa BOTHEI 220 HM.

O61BeM BBOIMMOM TPOGEI 10 MM,

Bpemsa yaepsxuBaHusa mpomukoHasona (5,15 +0,05) mun (w3omep 1) u
(5,30 £ 0,05) Mun (u30Mep 2).

ITpoObl, MOIy4YEeHHBIE W3 MAca Parca, aHATH3UPYIOT HAa KOJOHKE 2.

TemnepaTypa koaoHKH (30 £ 1) °C.

ToaswxHaa ¢aza: aneronutpua — 0,005 M opropocdopHas kucaoTa B
COOTHOIICHHH 45 : 55.

CKOpPOCTb IOTOKA 3moeHTa: 0,8 CM/MHH.

Paboyas mmiHa BoHEL 220 HM.

O6BeM BBOHMOI mPoGsI 10 My,

Bpems yaepskuBaHHS COBOKYITHOTO ITHKA MPOonuKoHa30:a (5,1 + 0,1) mun.

3. O6paboTKa pe3yJbTATOB AHAJIH3A

ConepskaHue MPONMUKOHA30JIa B 00Pa3Lax sAro BUHOTPAJA M BHHOTPAL-
HOM COKe, 3€JICHOHM Macce, ceMeHax H Macjie parca (X, MI/Kr) BHIMHCISIIOT O

(opmye:

11



MVK 4.1.2592—10

0~:——SZ CV , Tae
S,-P

S} — MIoImaap MHKA MPONHMKOHA30JIA B CTAHAAPTHOM pacTeope, (MB - ¢);

S, — mnomaak MIKa MPONHMKOHA30JIA B aHAH3HPYEMOit pobe, (MB - ¢);

7 — 065€M nmpoOBI, MOATOTOBICHHON IS XPOMATOTPA()HICCKOTO AHAIIH-
3a, CM,

P — HaBecka aHaImM3HUpyeMoro obpasua,

C — KOHUEHTpALMs CTAHAAPTHOTO PACTBOPA MPOIHKOHA30A, MKT/CM .

O6pasupl, Jaromuye MHKH OOJIBIINE, YeM CTAHJAPTHBIA PACTBOP MPOIH-
KOHA301a | MKI/cM’, pas0aBILIOT MOABIKHOMN (hasoit st BIXKX.

4. IlpoBepka npHeMJIEMOCTH PE3yJIbTATOB
napaJjuJieJIbHbIX ONpeAesIeHHi

3a pe3yIbTaT aHATH3Aa IPUHAMAIOT CPEAHCE aPHPMETHICCKOS Pe3yIbTa-
TOB [BYX NApaJUICIbHBIX ONPCACICHHH, PACX0)KICHHE MEKIY KOTOPBIMH HE
MPEBBIIACT MpHAEIa NoBTopseMocTH (1):

2|X, - X,|-100

<r,rme (€8]
X, +X,)

X, X, — pe3yapTaThl MapaUIeIbHBIX ONMPEACICHUH, MI/KT;

7 — 3HAQUCHUE MpEAcIa MOBTOPsAeMOCTH (¥ = 2.8 o,).

ITpu HeBbmogHEHHH YCAOBHS (1) BBUCHAIOT MPHYHHBI IPCBBIMICHUIL
TIpeAesa MOBTOPAEMOCTH, YCTPAHSFOT X H BHOBB BBITIOJTHSIOT AHAJIH3.

5. Odopmienne pe3yibTaToB

Pesyprar ananuza nmpeacTaBILIOT B BUJE!

(X' = A) mr/kr nipu BepositHocTH P = 0,95, roe

X — cpennee apu()METHUECKOE PE3yIHTATOB ONPEACICHHUH, MPU3HAHHBIX
MPUEMIIEMBIMH, MT/KT;,

A — rpaHu1a A0COTIOTHO ¥ OTPCITHOCTH, MI/KT;,

A=0-X/100,

0 — TPaHULA OTHOCHTEILHOMW MOTPEIIHOCTH METOJHKH (TMOKA3ATEb TOY-
HOCTH B COOTBETCTBHH C AHATIA30HOM KOHLCHTpALuii), %.

B cayuae, eciu coaepKaHHE KOMIIOHCHTA MEHEE HH)KHCH T'PAHHIIBI AHA-
MA30HA OMPEIC IEMbIX KOHLIEHTPALUH, Pe3yIbTaT aHAIH3A MPEICTABILIOT B
BHJIC!

12
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«COZICPIKAHHC BCIICCTBA B MPOOC «MCHEE HIKHEH TPAHHLBI OMPEACIIc-
HisD (Hampumep: menee 0,01 mr/kr*, roe * — 0,01 Mr/kr — mpeaen oOHapy-
JKCHHA).

6. KoHTpoJib KauecTBa pe3yJbTATOB H3MEPEHH

OmnepaTuBHBIA KOHTPOJIb MOTPEITHOCTH ¥ BOCIIPOM3BOAMMOCTH H3MEpe-
HAN ocymecteierca B cootBercteun ¢ TOCT P MCO 5725-1-6—2002
«To4yHOCTH (NMPABUJILHOCTh U IMPELU3HOHHOCTh) METOAOB H PE3yJIbTaTOB H3-
MEpPEHHI.

6.1. CraOuIBbHOCTD Pe3yIbTATOB H3MEPCHHN KOHTPOIHPYIOT MEPEA Mpo-
BCICHUEM H3MEPEHUMN, aHATH3UPYS OJUH H3 IPATyUPOBOYHBIX PACTBOPOB.

6.2. T1naHOBBIN BHYTPHIAOOPATOPHBIN ONEPATUBHBIA KOHTPOJIb MPOIC-
JIypPbl BBIIOJTHEHUS aHATIHM3a MPOBOJUTCS C MPUMEHEHUEM MET0Aa J00ABOK.

Benuuuna no6asku Cy JOJDKHA YIOBICTBOPATH Y CIOBHIO:

Cy =Ax+ AH,X' , e
£ Ay (£ A,y ) — XapaKTEPHCTHKA TOTPEITHOCTH (aGCOMOTHAS MOTPeI-
HOCTb) PE3YIbTaTOB AHAIM3A, COOTBETCTBYIOIAS COACPKAHHIO KOMIIOHCHTA B
HCIIBITYEMOM 00pa3le (PacueTHOMY 3HAYECHHIO COJACP)KAHUS KOMIOHCHTA B
o0pasue ¢ 100aBKOH, COOTBETCTBEHHO), MI/KT;, IIPH 3TOM:
A, =084 - A, roe
A — rpaHuna aGCOMIOTHOM MOTPEITHOCTH, MI/KT';
A=6-X/100,
0 — TPaHULIA OTHOCUTEIFHOM MOTPEIIHOCTH METOJUKH (TOKA3ATENb TOY-
HOCTH B COOTBETCTBHH C JHATIA30HOM KOHIIECHTpaLuii), %.
Pesynprar KOHTPOI1 poue Ky psl K, paCCUUTHIBAIOT IO (POpMyJIe:
KK:)(‘ -X- Ca, Tae
X, X, C;, — cpemHee apu()MCTHUCCKOS PE3YJBTATOB NAPALICIBHBIX
OTIPEACICHUH (IPH3HAHHBIX NPHUEMIIEMBIMHE IO I1. 4) COACPIKAHUS KOMIIOHEH-
Ta B obpasue ¢ H00aBKOH, HCIIBITYEMOM 00pasie, KOHUCHTPALMS JT00ABKH,
COOTBETCTBEHHO, MI/KT.
Hopmartus koHTpos1 K pacCUuTHIBAOT O (hopMye:

E= JAZ,G, +AY,

ITpoBOAAT COMOCTABICHHE pE3yJbTaTra KOHTPONS mpoueaypbl (K,) ¢
HOPMaTuBOM KOHTpPOJLI (K).
Ecaum pe3yapTaT KOHTPOIIS HPOLCAYPHI Y IOBICTBOPSET YCIIOBHIO
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K| <K, 2
OPOLEAYPY aHATH3A MPH3HAIOT yAOBJICTBOPUTEILHOM.

IIpu HeBBIMOMHEHHMH YCIOBHA (2) MPOLEAYPY KOHTPOJIS MOBTOPSIOT.
IIpu NOBTOPHOM HEBBINMOJIHCHUHU YCIOBHUA (2) BBIACHSIOT INPHYMHBI, IPHUBO-
JAIMHE K HEYJOBJICTBOPHTCIbHBIM PE3yIbTaTaM, H NPHHHMAIOT MEPHI K HX
YCTPAHCHHUIO.

6.3. TIpoBepka MPHEMIEMOCTH PE3YJIbTATOB H3MCPCHHIA, MONYUYCHHBIX B
YCIOBHAX BOCIIPOM3BOUMOCTH:

PacxoxxaeHue MexIy pe3yIbTaTaMH H3MEPEHHH, BBHIIOJHECHHBIX B ABYX
Pa3HBIX J1a0OPATOPHAX, HE NOJDKHO NMPCBBIATH IMPEACNIA BOCHPOH3BOIUMO-
cru (R):

2|X, - X,|-100
X, +X,)
X;, X5 — pe3yibTaThl U3MEPEHHUI B IBYX Pa3HbIX Ja0OPATOPHIX, MI/KT;

R — mpenen BOCIPOU3BOAMMOCTH (B COOTBETCTBHH C JHANA30HOM KOH-
HeHTpanwit), %.

<R,rze 3

7. TpeGoBaHus TeXHHKH 0€30MACHOCTH

Ipu mpoBencHHH paboTHI HEOOXOAUMO COOMOAATh TPeOOBAHMA Oe3-
ONACHOCTH, YCTAaHOBJCHHbIE [T pabOT C TOKCHYIHBIMH, CIAKAMH, JETKOBOC-
miamersormumucs semecrsamu (TOCT 12.1005—388).

ITpu BBHIOTHEHUH H3MEPEHUH C HCIOTB30BAHUEM KHAKOCTHOTO XpOMa-
torpada u paboTe ¢ AICKTPOYCTAHOBKAMHE COOMIOAATH MPABHIIA JJIEKTPOOE3-
onacHocTH B coorBercTBUH ¢ [OCT 12.1.019—79 ¥ HHCTPYKIMAMH HO IKC-
ILTyaTauuy mpuOOpOB.

INomemenne 1a0OPaTOPHU JODKHO COOTBETCTBOBATH TPEOOBAHMAM IO-
skapHOH 6e3omacHocTr o [OCT 12.1.004—91.

8. TpeGoBaHus k KBaaH(pHUKaNHH onepaTopa

W3MepeHns B COOTBETCTBHH C HACTOSIICH METOAMKOM MOXET BBINOJI-
HATH CHECUHATUCT-XAMHUK, UMCIOIIHUIA OMBIT PabOTHI METOIOM BBICOKOI((EK-
THBHOH >KHIKOCTHOH XpoMaTtorpaduu, 03HaKOMJICHHBIH C PyKOBOJCTBOM IO
SKCIUTyaTallHU YKUAKOCTHOTO XpoMmarorpad)a, OCBOMBIINI JAaHHYIO METOJHUKY
Y MOATBEPAMBINUNA IKCIEPHMEHTAIBHO COOTBETCTBHE NMOJIyYAEMbIX PE3YIbTa-
TOB HOPMATHBAM KOHTPOJI1 NOTPEIMHOCTH H3MEPEHHMH 11O 11. 6.
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