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BapaeHaduna n cungeHapuna)

B 610/I0OrMYecKn aKTUBHbIX fobaBKax
MeTOAOM BbICOKO3(h(EKTUBHOW KMAKOCTHO
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MeTroauuecKne yKazaHAs
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VTBEPXIAIO

PyxoBoaurens ®enepanbHoii ciryxObl
T10 HAA30py B cepe 3amUThl Npas
notpebureneii n Garonogy4ns JejoBeKa,
I'naBHEIN rocyJapcTBEHHBIN CaHUTAPHBIH
Bpay Poccuiickoit ®enepanuu

A. 10. Ilonoaa
15 denpans 2016 1.

4.1. METOJIbl KOHTPOJIA. XUMHUYECKUHE ®AKTOPDI

MeToauka u3MepeHnii MACCOBOM MO CHHTETHIECKHX
uaruduTopoB docdonuicrepasni-5 (taganaduia,
Bapaenaduiia U cuxeHaduIa) B OHMOJIOrHIeCKH AKTHBHBIX
n00aBKaxX MeTO/IOM BbICOK0I (P eKTHBHOIM KAAKOCTHON
XxpomMarorpadguu ¢ yIsTpaduoIeToBbIM H
Macc-CHEeKTPOMETPHYECKHM AeTEKTHPOBAHHEM

MeTopnuecKkue ykasanus
MYK 4.1.3331—16

1. O6nacTs npuMeneHus

1.1. Hacrosiue Meronudeckune yxaszanua (nanee — MVYK) npennasHa-
YeHb! [T OPraHoB ¥ opranuzanuit OenepansHo cyx6s1 Mo Haa3opy B che-
pe 3aiuThl npaB norpebureneil # 61aronoayyus YeaoBeKa, OCyIIECTBIAIO-
IIUX KOHTPO/b Ka4ecTBa ¥ 6€30MacHOCTH IPONOBOJBLCTBEHHOIO ChIphsi H MU~
IEBBIX NPOAYKTOB, HAXOAAMMMNXCS B 0OpalleHUN Ha TeppuTopuu Poccuiickoi
®Penepauny, B TOM uucie uMnopTHpyeMsix B Poccuiickyio ®@enepauuio, a
TaKKe MOTYT OBITh HCIONB30BaHbL APYFHMMHM HCIBITATENbHbIMU Jabopato-
pusMy (LIEHTPaMH), OCYLUECTBIISIOIUMH KOHTPOJIb KayecTBa U Ge30macHOCTH
GHONOTMMECKH aKTHBHBIX HO0ABOK K NHWIE, aKKPSAUTOBAHHBIMU B COOTBET-
cTBUH ¢ TpeboBanuamu PenepanpHoro 3akoHa ot 28.12.2013 Ne 412-®3 «O6
aKKpEJUTALMH B HAIIMOHANIBLHON CHCTEME aKKPERAUTALUI».

1.2. Hacrosamue MYK pacnpocTpassloTCs Ha MCCIENOBaHMs HeIeKia-
PHPOBAHHOIO N0GABICHHA CHHTETHUECKUX MHIHOUTOPOB ocdommcTepasbi-5
(rananadmna, BapieHaduna u cuiieHaduna) B HEKOTOPbIX OMOJIOrMYECKH
aKTHBHbIX I06aBKaxX K NMUILE U HOCAT PEKOMEHAATENbHBIN XapakTep.
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2. O01He moJI0KeHHs

Hacrosmuue MYK ycTaHBIMBAIOT NOPAJAOK ONPENCICHHsA CHHTETHYE-
cKMX MHrHOUTOpOB docdoauscrepassi-5 (Tananaduna, BapacHadmwia U cui-
neHaduna) B 6UONOrUYecKH akTUBHBIX xoOakax k numie (zanee — BAJ) k
TIHIE METOAOM BBICOK03(deKTHBHOMN XKUAKOCTHOM XpoMaTorpaduu (nanee —
BOXX) ¢ V®-cnexTpodoTOMETPHYECKHM H MAacc-CHEKTPOMETPHYECKUM
JAETEKTHPOBAHWEM B lManasoHe u3Mepenui ot 0,2 no 50 mr/r.

3. KpaTkas XxapaKkrepacTaka Tafgajiaduaia,
cnaesadua n Bapaenadgpuna

OO61wenpUHATEIE HAa3BaHHM:

Tananagpun CAS Ne: 171596-29-5;

Cunpenaduna yurpat CAS Ne: 171599-83-0;

Bapaenaduna ruapoxiopun CAS Ne: 330808-88-3.

XMMMYECKHe Ha3BaHUS U CTPYKTYPHbIE GOpMYIIbI BEHIECTB:

1. Tapanagun — (6R,12aR)-6-(1,3-bensomuokcon-5-un)-2-Me1mwi-2,3,6,7,12,-
12a-rekcarunpo-2-metwimupasuto[1',2":1,6 Jnupuno[3,4-bJunnon-1,4-auoH.

Crpykrypuas ¢popmyna (puc. 1);

2. Cunpenapun — (1-[[3-(6,7-Hurunpo-1-merwi-7-okco-3-npormi-1H-
nupasono[4,3-anbhajiupuMuns-5-wr)-4-oTokcnpern]  cynborm]mnepa-
3uH (B opme HUTpaTa).

CrpykrypHas dopMyna (puc. 2);

3. Bapanenapun - 1-[[3-(1,4-Jluruapo-5-mermi-4-0kco-7-nponHauMu-
naso[5,1-f][1,2,4]rpuasun-2-un)-4-sroxcude i |cynbhonnn]-4-3Tunnune-
pasuH (B popMe MOHOTHAPOXJIOPHA).

CrpykrypHas ¢popmyna (puc. 3).

Tananapwi, cunpenadun, sapaeHadun - dapMmaueBTHYECKHe Npenapa-
Tbl, TIPEJIHA3HAYEHHRIC IUIA JICUECHHA DPEKTHIBLHOW MUCHYHKUMHM M ABJISIO-
lMecs CeNeKTHBHbIMM HMHrubuTopamm crenuduyeckoit pochoamdcrepassl
tHna 5 (OADS5) nuxaudeckoro ryaHosus MoHodocdara (LCM®D).

JaHHble GapMaLEeBTHYECKHE NPENapaTl PeKOMEHAYETCS IPUMEHATD 110
Ha3HaYeHUIo Bpaya nocie c6opa NONHOro aHaMHes3a ¥ IPOBeIeHHA TLIATeNb-
HOTO YpOJIOTHYECKOIO M OOILeKTMHUYeckoro obcneoBaHusi, OCOOEHHO Y
GONbHBIX C COMYTCTBYIOIIMMM CEpAEYHO-COCYAMCTHIMEM 3a00NieBaHMAMY, a
TAKOKe JUISA HCKIIIOUEHMs B3aUMONEHCTBHA C JIPYrHMH NMPUHUMAEMbIMH NaLy-
€HTOM (apMaleBTMYECKIMU NpenapaTraMu (B 4acTHOCTH, OPTaHUYECKUMH
HUTpaTaMH).

CywmectByet npobnema danscudukaumy, ca3aHHas ¢ BO3MOXHBIM He-
NeKIapUPOBaHHBIM NIPUCYTCTBUEM Tajanaduia, cunieHaduwia u BapaeHapu-
J1a B Hekotopbix BA/I.

4
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Puc. 1. Ctpykryp-  Puc. 2. CtpykrypHas popmyna Puc. 3. Ctpykrypras ¢popmyina

Had opMyna Tajna- cwineHaduna BapJcHaduIa

napyna

Pdusuyeckue cBoiicTBa: Taxanapwi, cuwiieHadwn 1 BapaeHadhun npen-
CTaBJIAIOT COOOM Gesple KpPHCTAUIMYECKHE NOPOIIKM C TEMIEPaTypoil IIaB-
nenus 276—279 °C, 185—187 °C u 191—193 °C cootBetcTBeHHO. Taxana-
¢, cwinesadu 1 BapaeHadII XOpoIo PpacTBOPSAIOTCS B METAaHONE.

Y®-cnektp Taganaduia B METAHONIBHOM PAacTBOPE XapaKTepu3yeTcs
MaKCHMYMOM TIOTJIONIEH!A TP [UTHHe BoyHbl 284 u 291 uM. Criextp Mera-
HOJILHOI'O pacTBOpa CTaHAapTa Tajajaduna npuBeneH Ha puc. 4. Moneky-
JsipHas Macca Taganaduma 389,4 r/mMonb, MONSpHAs SKCTUHKLMA NIPU MaKCH-
MyMe TIOrIOMeHHs € = 16 500 1 x monp™" x cm™.

2,200 =2 T T T
2,000

1,500

1,000

Abs.

0,500

0,000

b
*
0277 L L £t

210,00 260,00 300,00 350,00 400,00
nm.

Puc. 4. YO-cnextp pactBopa Taganaduna B METaHoNE ¢ KORUEHTpawyei 16,0 Mxr/min

V®-cnextp cunaeHadmna (B popMe UNTpaTa) B METAHOJILHOM PacTBope
XapaKTepu3yeTcss MaKCHMYyMOM IIOIVIOLIEHMA IIpU AJIMHE BONHBI 292 HM.
CnexTp METaHONLHOTO pacTBOpa CTaHAapTa CHijeHaduna npuseled Ha
puc. 5. Monexynsphas Macca cunaeHaduna 474,6 r/mons (cunaenaduna
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uurpara 666,7 r/MOAB), MONAPHAsA SKCTHHKIMA NPY MAKCUMYME [OTTIOILCHUS
g=13 800 5 x mons~ x cM7,

1,200 T T T

1,000

Abs.

0,500

0,000
0,101 1 1 1

210,00 250,00 300,00 350,00 400,00
hm.

Puc. 5. Y®-cnekrp pactsopa cunnesaduia B MeTaHoNe ¢ koHueHTpauyeit 14,7 Mxr/mn

Y®-cnextp BapieHapwia (B Qopme THAPOXIOpHAA) B METAHOJIBHOM
PacTBOpe XapaKTepH3yeTci MaKCHMYMOM IIOIJOLICHHA NpH JJIMHE BOJHBI
242 am. Cnexrp METaHONBHOTO PacTBOpA CTaHAapTa BapAeHadwia NpUBEAEH
Ha puc. 6. MonekynspHaa Macca BapaeHaguna 488,6 r/monb (BapreHaduia
rupoxnopuga 524,1 r/mons), MONApHas IKCTMHKUMA TPH JUIMHE BOMHEI
A=285umMe=28 610 1 x Momb ' XcM ™.

1950 .

1500

Abs.

0,000
0,168 I 1 1
21000 250,00 300,00 350,00 40000

Puc. 6. Y®-cnexrp pactsopa Bapnenaduia B Meratone ¢ KoHueHTpauuei 16,0 mxr/ma

6
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4. Onpenenenue Tananapuia, cuiagenaduia u sapaesapuna
METOXOM BbICOK0IdeKTHBHOH KuUAKOCTHOMH XpoMaTorpaduu
¢ YP-cnekTpodoToOMeTpHUECKAM H MACC-CIIEKTPOMETPHUECKHM
JeTeKTHPOBAHHEM

4.1. OcHogHbie nonoxcenun

4.1.1. IlpuHumI MeTo A,
MeTtonuka ocHoBaHa Ha ompezeicHuy Taganaduia (sanee — TIUT), cun-
nenaduna (nanee — CJIJI) u Bapnenapuna (nanee — BPJI) mMetonom oGpa-
menHo-(pa3oBoii BeIcok0dh(eKTHBHOM XUaKOCTHON XpomaTorpaduu (ganee
— BOXX) ¢ YP-cniektpodoTOMETPHYECKUM JETEKTOPOM C TIOATBEPKIEHUEM
CTPYKTYPhI C IOMOIBIO MACC-CENIEKTUBHOTO AETEKTOpA.
4.1.2. MeTposnorim4eckie XapakTepUCTHKU METOa Ul YKA3aHHOTO Aua-
na3oHa KOoHuewrpauui Tapanaduna, cuaxeraduwia U BapaeHaduia B npode
NpUBeeHs! B Tabm. 1.

Tabnuua 1
Iokasa- | moBTOpSsiE- -
remtmn | rems | wocra | RoRoo
‘ Topsiemo- | BOCHPO- (3nauerine nonycrumo-| Cpen-
HAuana- Xapaxre- pcm MSBOMM- | AOMYCTH- |, gacxmx- Exm
Onpe- | 308 u3- puctuka | (cpeane- | MOCTM | MOTO pac-1 . .q mex-| monso-
zense- | mepse- | poen | caanpa- (cpeane- | xoxmenns 1y IByMs | Ta -
Moe MBIX HOCTH, |Twueckoe| XPAAPA~ | MOMIY o ory bra- | Breve-
BCIIlE- | KOHIICH~ P_095) ; THYHOEC ABYMA
- |P=0,95),| orxnone- TamH M3Me- | Hus
crBo | TPAUMH, |7 | £ Lot T OTKIIOHE- | pesyikTa- o Beie-
ME/T »70 Topsemo- | HHE Boc- | Tamu na- ngﬂ e |crna. %
gm) POM3BO-| pasnesn- Hw(};q - a, 70
‘y’ JUMOC- | HBIX Onpe- HBIX n;ﬁo-
T’ lry), o, %| Kenennii),
% paTopusx),
’ R, %
Iﬁin 02—500| £25% | 24 34 6,7 9.4 92,5
S:({)’ﬁ; 02—500| +25% | 24 33 6,6 9,2 93,0
Bapne-
Ha(gm 02—500] +25% | 24 3,3 6,8 93 942

4.2. Peaxmueni

Tananapun (crannapt, He MmeHee 99 %)
CunpeHaduna uurpar (craHuapr, He Menee 98 %)
Bapaenagwia runpoxnopya (craHaapT, He MeHee 90 %)
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Mertanon uis BOXX

Anetonutpm wis BOXX

Boja auctunnupoBaHHas I'OCT 6709—72
PactBop opMuara aMMoHuA SM win dopMuar —

aMMOHus kBanudukauy X4

4.3. Cpedcmea usmepenuii, ucnsimamenbHoe 060pyoosanue u
nabopamopnan nocyoa

CucreMa XHUIKOCTHOH XpoMaTorpaduu,
OCHallCHHas HacocoM, Y P-cexTpohoTOMETPHHECKUM
JETEKTOPOM Ha IMOJHOI MaTpHUIle K MacC-eTEKTOPOM
Xpomarorpadiieckas KOJIOHKa Ui 06palleHHo-
(hazoBoii xpomaTorpaduu ¢ cUIMKareieM, XHMHIECKH
CBA3aHHBIM C OKTaZeLMICHIaHOM (JIMHEHHBIE
pasmepbl 250 MM X 4,6 MM, pasMep YacTHL 5 MKM)
LenTpudyra s npobupok 00HEMOM He MeHee

1,5 cM ¥ OTHOCHTEILHOM CHIOH HeHTpudyrupo-
Banns (RCF) ue menee 10 000

VYipTpa3BykoBas BofsHad OaHs

pH-metp

Becs! nabopaTopHsle aHaMUTHIECKHE C HAUOOTBIIIM
nipeenoM B3BemHBanus 110 r u guckpeTHOCTHIO

0,0001 r, Kracc TOYHOCTH cneurabHLIH () I'OCT P 53228—08
KonGr1 mepHsble HanyBHbe 06beMoM 50, 100, S00

u 1000 cm® rOCT 1770—74
CTaKaHsl BMECTHMOCTBIO 500 cm T'OCT 25336—82

LinuHApb MepHbie 1abopaTopHble C HOCHKOM

2-ro Kjacca TOYHOCTH BMecTUMOcThio 100 1

500 cm’ 'OCT 1770—74

IMunerxu 1-2-2-1, 1-2-2-2, 1-2-2-5 IOCT 29227—91
(MCO 835-1-81)

ABTOMaTHYECKHE TIMIIETKU C NEPEMEHHBIM

o6bemom 0,1—1,0 cm®

TMosumepHsie mpoGupky o6beMoM 1,5 cm® ¢

TEPMETHYHOM KPBILIKOH

4.4. Ombop npob

Jinst yueta cnetduxu ot6opa npo6 OTAENbHBIX BUIOB NIPOLYKTOB Clie-
OyeT PYKOBOJACTBOBAaTbCS AEHCTBYIOLEH HOPMATHBHO-TEXHH4ECKOH MOKY-
MeHTalHKel no oTéopy npoG s ONpefeneHus TOKCHYHBIX JJIEMEHTOB I
K2)XIOTO KOHKPETHOTO BUJa NPOLYKLHH.
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4.5. Hoozomoexa K onpedenenuio
4.5.1. IIpueomosnenue pacmeopa cmanoapma maoanaguna

Hasecxy Tananapuna (20 & 1) Mr (3necs U najuee: TOYHas HaBecka) IMo-
MeIAOT B MepHYIo kon6y Ha 100 cM’, no6asnsior 70 cM® MeTaHoNa, MepeMe-
LIMBAIOT O MOJHOTO PacTBOPEHMS, NOBOJAT 00bEM N0 METKH METAHONIOM M
TIEpEMEIMBAIOT, NIOJTyJasd pacTBOP XPaHeHMA ¢ KOHIeHTpaLwueH 200 MKr/miL.

IIpuroToBNEHHBIN PacTBOpP XpaHAT MpU Temneparype 5—8 °C B Teue-
HuUe 6 MecsAleB.

4.5.2. IIpuzomosnernue paboyezo pacmeopa cmandapma madanapuna
¢ konyenmpayueti 20 micz/cm’ (cpox xpanenus 14 Oneii)

MepHo#i nUNeTKo# NEePeHoCAT 5 cM® PacTBOPa XPaHEHUA CTAHAAPTA Ta-
Nanaduwia B MepHy1o koJ0y Ha 50 cM’, I0BOZAT 0GBEM [0 METKH METAHOJIOM
U NepEeMelINBatoT.

IpuroroBneHHsIH pacTBOp XpaHAT mpH Temrneparype 5—8 °C B Teue-
Hue He Gonee 2 Henenb. KoHuenTtpaumo paGoyero pacTBopa HOATBEPKAAIOT
¢ nomMompro Y®-cneKrpopoTOMETPHH, UCNONb3ya KO3(DOHIMEHT MONAPHOM
SKCTHUHKIIMY P A = 284 HM:

Cm= b (Moms/n), Tie
€

D — onrtuueckas IUIOTHOCTh PacTBopa; € — KOS(PGULHUEHT MOIAPHOM
SKCTHHKLMHU Tafanaduna (16 500 1 x moms™ x cm™).
INepecuer Ha koHueHTpawyio C B MT/JI IPOBOAUTCA IO GopMye:

C=Cm - 1000 - 389,4 (B ynpomesnnom suzne C = 23,6 - D, Mi/7).

4.5.3. Ilpuzomoenenue pacmeopa cmanoapma cundeHaguna

HaBecky cunnenadwna uurpata (28 = 1) Mr (coorBerctByeT 20 Mr cuii-
neHaduna) NOMEMAIOT B MEPHYIO KonOy Ha 50 cm®, nobasmsior 30 cm® MeTa-
HOJIa, IEPEMELIMBAIOT JO TOJHOTO PAacTBOPEHMS, NOBOJAT O0BEM O METKM
METaHOJIOM ¥ TIEPEeMELLINBAIOT, [I0Jy4as PaCTBOP XPAHEHHS C KOHUEHTpaLyei
400 mxr/mi.

IMpuroToBieHHbIH pacTBOp XpaHAT npu Temneparype 5—=8 °C B Teue-
Hue He bonee 6 MECALEB.
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4.5.4. Ilpuzomoenenue pa6o-4eao pacmeopa cmanoapma cuidenaguna
¢ kouyenmpayuei 40 Mmi/em’ (cpox xparenus 14 onei)

MepHo# nuneTkoi TNepeHocAT 5 CM pacTBOpa XpaHeHHMs cTaHjapTa
caneHadwia B MEpHYIO koGy Ha 50 cM’, HOBOXAT 0GBEM 0 METKH METaHO-
JIOM ¥ TIEPEMEILHBAIOT.

[purorosieHHbI! pacTBOp XpaHAT Npu Temneparype 5—8 °C B Teye-
Hue He Gosee 2 Henenb. Konnentpamuo pabouero pacTsopa NOATBEPIKAAIOT
¢ nomouiblo Y @-crekrpopoToMeTpHr, HCNONB3YS KO3(QOHUMEHT MOIApHOH
IKCTHHKIMH IIpH A = 292 HM.

PacyeT KoHUeHTpaluu pabodyero pacTBOpa NPOBOJAT aHAJOTHYHO
m4.52.

[pu BenHunne K0d¢dUIHEeHTa MOJIAPHON IKCTHHXUNM I cuineHadu-
na €= 13 800 1 xMonb ' x cM™ 1 Monexynsapro#t mMacce 474,6 r/MOb KOH-
UeHTpaLus pabouero pacTsopa paBHa:

C=344-D (Mr/n)

4.5.5. [Ipuzomognerue cmandapmuozo pacmeopa eapoeHaguna

Hasecky papuesaduna ruapoxnopuaa (24 +1)mr (coomercmyer
20 Mr BappeHadia) NOMELIAIOT B MEPHYIO konOy Ha 50 eM®, 0GaBIIOT
30 cM’® MeTaHONa, NIEPEMEINHMBAIOT IO TOJHOTO PACTBOPEHHS, JIOBOMT obbeM
[0 METKH METAHONOM H NEPEMEIMBAIOT, IOJTy4as PaCTBOp XpaHEHMA C KOH-
nenrtpamueii 400 Mxr/mi.

HNpuroroenenusiii pacTBop xpanar npu temneparype 5—=8 °C B Tede-
HHe He Gonee 6 MecAnes.

4.5.6. Illpuzomoenernue pabouezo pacmeopa cmandapma eapoeraghuna
¢ konyenmpayueii 40 mxz/em’ (cpox xparenus 14 onei)

MepHoif TIMIETKOH NEPEHOCAT 5 CM® PacTBOpa XPAHEHMS CTaHAApTA
BapfieHapuna B MepHylo xonby Ha 50 cM®, I0BOAT O6BEM JI0 METKH METaHO-
JIOM ¥ NepEeMENIHBalOT.

HNpurorosnenssli pacTBOp XpaHir npu Temneparype 5—8 °C B tede-
HHe He Gonee 2 Henenb.

Pacyer KOHIleHTpalMH paboyero pacTBOpa MPOBOJAT AHAJIOTHYHO
n.4.5.2.

TIpu BenuuuHe x03¢dUIMEHTa MONAPHOM SKCTUHKIMM 113 BapaeHadu-
nae=8610axmoms xem™ n MoJieKynsapHoii Macce 488,6 r/Monb KOHIEH-
Tpauus paboyero pacreopa paBHa:

C=56,7 - D (mr/n)

10
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4.5.7. Ilpuzomoenenue nodeuxcHou gasvi

Jlnsa npuroToBsieHMs1 pacTBopa (popMHaTa aMMOHUA ¢ KOHUEHTpanue
10 MMonb B cTakan o6bemom 500 cM® otmepuBaroT 400 cm’ BOlIBI JUCTHILIH-
pOBaHHOH H, TIIATENbHO NMepeMelmBas, npubapnmot 1,0 cM® SM pacTBopa
dopmuata amMonms. CoepKAMOE NIEPEHOCAT B MEPHYIO koi6y Ha 500 cm’,
JIOBOJAT BOAOMH AMCTHIIMPOBAHHOM IO METKH W TIEPEMENIHBAIOT.

Ipu ucnonbioBanuu hopMuata aMmMoHua kBanuduxanuu XY HaBecky
maccolt 630 Mr nepeHOCST B MepHylo konby o6heMoM 1 000 cM’, 10BOAAT
BOJOH AMCTHJUIMPOBAHHOM NO METKH M TILATEILHO MEPEMEHIMBAIOT 10 NOJ-
HOTO PacTBOPEHUS HABECKH.

Ilnx NPUrOTOBJICHUS nozuamxuou ¢da3bl B MepHyI0 Konby o0beMoM
1 000 cM’ ormepusatoT 400 cM® pacTBOpa opMHaTa aMMOHHMA C kOHIeHTpa-
umed 10 MMOJTb ¥, TIATENLHO NepeMeinBas, 106aBamoT 600 cM> aUETOHHUT-
puia ao MeTku. [TonsuxHyio ¢pasy QWibTpy10T o4 BaKyyMOM C NPUMEHEHHU-
eM MeMOpaHHoro ¢wibtpa ¢ nuamerpom nop 0,45 pum.

Hpumeuanue. IIpy Heo6X0AUMOCTH OIYCKAeTCS KOPPEKTHPOBKA COOTHOLLE-

HUA KOMIIOHEHTOB MOABWXHOM a3kl ¢ uenbio obecreyeHns YIOBIETBOPUTENHHOTO
pa3speLeHns.

4.5.8. IToozomoska obpasya x ananusy

Ilpu ananuze BA/] Tabneruposannbie GopMsl (5 TabneToK) NoaBepraoT
M3MEJIbYCHMIO, B ClTy4ae KalCyJIHPOBAHHBIX IIpeNapaToB COAEPKUMOE 5 Karl-
CYJl H3BNEKAlOT M3 O6OJIOUKH (DpM HEOOXONUMOCTH OOOJIOYKM Kancysl W3-
MeJIbYaT ¥ J00aBIAIOT K colepXuMoMy kancyn). TakuM ke crnocoGom
MOXXHO NOABEPrHYTh aHAIN3Y Chiphe Juid npousBoiacTBa BAJL unu o6onoykn
kanicyn (5—10 kancyn). Ha ananus Gepercs HaBecka yCpeJIHEHHOro obpasua,
cooTercTBYlomas macce 1,0 r. Ilocne B3BeLIMBaHMA HaBeCK¥ npo6bl nome-
U@IOT B MepHyo konby Ha 100 cM®, noGamnsmor 100 cM® cMech Mera-
Hou : Boza (6 : 4, v : v) (00beM V). DKCTpaKIMIO NPOBOJUT Ha YNbTPa3ByKO-
BOH 6aHe npy KoMHaTHOH Temmeparype B TedeHue 20 muH. Otbmpator
1,5cm’ 3KCTpakTa B LEeHTpHDYxHy0 npobupky. ITpobupky neHTpudyrupy-
10T B Teuenye 10 MuUH ¢ OTHOcHTeNnbHOU cunoii ueHTpudyrupoanus (RCF)
He MeHnee 10 000. HagocamouHyio XMAKOCTh aHAIM3UPYIOT C TIOMOLIbIO
BIXX.

Hpumeuanne. B cnyyae BbICOXMX KOHLEHTpauUWH uumGu’ropos O3-5 («3a-
IIKANHBAHHEY Ha xpomarorpamme) u3 o6seMa V (100 cM®) orbupaior anmkeoty B
10 eM® M pa3baBNAOT cMECHIO MeTaHO : BoAa (6 : 4, v : v) B N pas. Pa3Gasnenue yun-
THIBAIOT B KOHEYHOH opmMyne pacuera koHueHTpauuu (1. 4.7).
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4.6. O6Hapysicerue u KonuuecmeeHHoe onpedeaeHue
4.6.1. Yenosus nposedenus BOIKX

Vcaosusa nposeaenus BIXX npusenensl B Tabn. 2.
Tabnuua 2

Tlapametp { 3HaueHne

Hacoc:

— cocTaB NOABIXKCHO¥ Gasbl* | BoaHbIN pacTBOp PopMUaTa AMMOHHSA C KOHIIEHTpaLHEH
10 Mmmouts (40 %) — aneronuTpun (60 %)

— PEXHUM IOHpOBaHHs M30KPAaTHYECKOE JMOHPOBAHHE

— CKOPOCTH MOTOKA 0,5 cM’/Mun

Hnxexrop

— 06bem pBOZIA ~[0,010 eM®

TepMOoCTaT KOJIOHOK

- TeMneparypa 30°C

TieTeKTupoBaHuCE JHMOZIHO-MAaTPW4HOE CIIEKTPOPOTOMETPHIECKOE

npu A= 284 um u A =292 um
X pomMaTorpa) Mie€CKHe XapaKTEePHCTHKY METOXUKH

— nipuMepHoe BpeMa yaep- |okono 8 MuH (Tananadum)
XUBaHMA, MHH (g) okosno 10 mMuH (BapaecHadnn)
ok0J10 11 Mun (cuaneHadm)

* Tlpu HeoOGXOMMMOCTH HOMYCKAaeTCsA KOPPEKTHPOBKA COOTHOLUEHUA KOMIIOHEHTOB
noABIKHON (ass! ¢ UENbI0 00eCTICUCHNS Y NOBIETBOPUTENBHOTO Pa3pelleH s

4.6.2. Yenoeus 0emekmupoeanus Ha 8peMAnpONenmHOM
Macc-CReKmMpOMempu3YecKomM 0emexmope

Ycnosus NETEKTMPOBAHHA Ha BPEMAINPOJIETHOM MacC-CIIEKTPOMETPH-
4eCKOM JETEKTOpE NpHBeleHbl B Tabx. 3.

Tabnvua 3
Tlapamerp | 3nauenne
Pabouue napamerpsl:
— TeMrneparypa kononky, °C 30
— 065EM BBOXMMOI NPOBHI, CM” 0,010
CxaHupoRaHueE Macc:
— HCTOYHHK HOHHU3AlIUK JIEKTPOCTATHIECKOE PACHTBUICHUE
— pexuM paboTbl PETUCTPALIUS MONOKHTENBHBIX HOHOB
— JMarna3ox JeTeKTHpyeMbIX Mace se-  {200—1 200
wecTs, la
~ JeTeKTHpYyeMble Macchl, [la 390.1,475.2 1 489.2
— HaNpsHKEHME Ha kamiuspe, kB 3,5
— NOTOK rasa-ocyumurens (asor), i/mun  {5,0
- Temrnieparypa rasa, °C 325
— NaBjieHHE Ha pacnbliMTene, MIla 0,207

12
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4.6.3. Ycnosus Oemekmupoeanus Ha mpouHoM K6adpyRoNbHOM
Macc-cnexmpomempuseckom Oemexmope

VCnoBus JETEKTHPOBAHMA HA TPOHHOM KBalJPYIOJLHOM Macc-CHEKTPO-
METPUYECKOM JIETEKTOPE NpUBELeHb! B Ta0M. 4.

Tabnuua 4

Ilapamerp

3uHauenue

HICTOMHMK MOHM3AMY

JIEKTPOCTATHYECKOE pacniblICHHE

Temneparypa kosonku, °C

30

O6BeM BBOIMMOIE IPOOHI, CM 0,010
Hanpsxenne na kanuuispe, kB 3,5
Ilotox raza-ocymmrens (asor), W/MuH  {9,0
‘Temnieparypa rasa, °C 325
JlaBnenue Ha pacnisumtene, Mlla 0,207
Temneparypa ksanpynone#, °C 200
Hanpsxenue Ha pparmenTope 135B

JlouepHue HoHsl, Jla

268,0 — ana Tananaduna, 312,1 — nas sap-
aenapuna u 100,1 — nns cunaenaduna

OHeprus paspyuwenus, B

9 — nns Tananaduna, 35 ~ nas sapaenaduna
u 45 — s cunaenaduna

CKOpOCTb CKaHHPOBaHHs, CKaH/C

10

4.6.4. Hoenmugpuxayus TI{/I, CJI4 u BP]]

Hrnentnduxauuo KOMINOHEHTOB Ha XpOMaTOTpaMMe OCYUIECTBISIOT My-
TEM CpaBHEHHA ¢ aGCOMIOTHBIM BPEMEHEM YAEPXKHBaHUs, Y P-CeKkTpaMu U
MaccaMH (XapaKTepHCTHYHbIMH «IIEPEX0aMH») COOTBETCTBYIOUMX CTaHAAPTOB.

THnYHBIE XpOMATOrpaMMBbl H MacC-CTIEKTPBI MPUBEAEHBI Ha pyc. 7—11,

13
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x10 2 {DAD1 - A:Sig=292,8 Tadalafil, Sildenafi, Vardenafil9.d

Puc. 7, Y ®-xpomarorpamMma cMecH CTanaapros Tafanaduia, sapacHaduna u cuigenaduna, A = 292,8 um
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Puc. 8. Xpomarorpamma BoiaeneHHbIX HOHOB Tananaduna m/z 390.1423, papaenaduna m/z 489.2241 u
cunpexaduna m/z 475.2085 (xonouka Protecol HPH125-C18, 250 x 4,6 MM, paszmep yacTull 5 MKM)
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4.7. Obpabomka pe3y1bmamos usmeperHus
Pacuer copepxanus B o6pazue TJJ1, CJIJ] u BPJI nposoast no ¢opmye:

S, -C-V-N
X — T4T (BRA, CJY) , rae
m -5

‘Hasecxku cmo

X — xonumuectso TIUI, CJIJ unu BP/] B o6pasue, Mr/T;

S geg, cay — vromans TIJL, CJJT unu BPJL B o6pasiie, noyyeHHas ¢
noMouso YO-cnekTpohoTOMETPUYECKOTO AETEKTOPA;

Semo — nowmans crangapra T, CJIX wm BPJI, nomyueHHas ¢ nomo-
11pi0 Y O-CriexTpoOTOMETPHYECKOTO ACTEKTOPA;

V — o6beM pactopa npobsl, oM’

C — xoHueHTpauus cranaapra T, CJI wm BP]I, mr/cm®;

Myggecky — HABECKA 00pa3La, B34TasA HA aHANM3, T;

N — xosdpduumeHT paz6aBnenus npodsl.

PesynbTaT aHanu3a npeAcTaBisiOT B BULE:

(X £ A) mr/r npu BepositHocTH P = 0,95, rae

X — cpenHee apudMeTHUECKOE PE3YJIbTATOB ONPENENCHHH, NPH3HAH-
HBIX TIPHEMIIEMBIMH, MI/KT;
A — rpanuna abcoaOTHOH NOrPeHOCTH, MI/KT:

A :f—!— , re
100

J — rpaHylia OTHOCHTENIbHOM MOrpemHOCTH METOIOMKH (TMoKaszaTellb
TOYHOCTH B COOTBETCTBMM C IMana3oHOM KOHUEHTpauuii, Tabn. 1), %.

B cnyusae, ecnu coepKaHue KOMIIOHEHTa MEHee HUWXHeH rpaHHuubl
Auana3oHa OnpeleiseMblX KOHLEHTpaUuH, pe3ynabTaT aHajln3a NpeAcTaB-
ASI0T B BUJIE:

«codepacanue eeuecmaa 8 npobe menee 0,2 me/en.*

* — 0,2 Mr/r — npesien o6HapyKeHHA.

4.8. Konmpons pesyniomamoe usmeperuii

4.8.1. IIpoeepka npuemneMocmu pe3yibmamos napannensHuix onpedeneHuil

Omnpenenenye copepxkanus Tafanadya, ciineHaduna U BapaeHapuna
B KaX1OM ofpaslie NpOBOAMTCS B 2 napaUielibHbiX M3MepeHusax. BriBox o
IOIYCTHMOCTH PAacXOXAEHHA MEXAy HapauieibHbIMKM H3MEPEHHAMM onpe-
IeJIAI0T Ha OCHOBAaHHMH TIpejiesia NoBTopseMocTH (r) no Gopmye:

18
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2-|X, - X,|-100
X, +Xx)
X, X>— pe3ysibTathl NapaILIeIbHBIX ONPEAENCHHH, MI/T.

Tlpu TpeBHINEHNH PacYeTHOro 3HaUeHHA Tpeneia NOBTOPAEMOCTH (7)
H3MEpEHHe ClellyeT NPOBECTH 3aHOBO, HMCTONb3Ys CBEXENPUrOTOBIEHHYIO

npo6y.

<r ,rme

4.8.2. IIposepka nabopamopHoi 60cnpou3eo0UMoCcmu

BhIBOZ O IOMYCTAMOCTH PACXOXACHMA MEXKIY PasHbIMU TaGopaTOpHbI-
MM M3MEPEHHAMHU OLHOH U TOH e NpoObl ONPENEIMIOT Ha OCHOBAHUM TIpEse-
Jla BOCIIPOM3BOAMMOCTH (R) o dopmyie:
2:|X, - X,|-100
X, +X,)
X, X; — pe3ynbTaThl pasHEIX JJaGopaTOPHBIX ONpPeAesIeHUH, ME/T.

I1py npeBBILIEHHH PACHETHOTO 3HAYEHUS Npejieia BOCIPON3BOJUMOCTH
(R) n3mepenne crneayeT NPOBECTH 3aHOBO, UCIIONB3YS HOBYIO Poby.

<R,rne

4.8.3. Onepamugnuiti KOHMPONL NPOBEOCHUS USMEDEHUA
¢ UCnonb308aHUeM Memoda 006aeok

IMeproAMIHOCTH KOHTPONS MOTPEUTHOCTH M3MEPEHUM 3aBHCHT OT KOJIHU-
yecTBa PabodyMx W3MepeHHii 3a KOHTPOJMpPYEMBIH INEPHOA U onpenesnsercs
IUIaHAMU KOHTPOJIA.

OGpasiiaMu KOHTpOJIS ABIsOTCA paboune npob6rt BAJL k nume (copep-
xamue Taganapun (cunaeHadun wiM BapaeHadwI) B KOHLUEHTpaMU HE Me-
Hee HWXKHETO npeliena KoJmuecTBeHHoro onpenesienus. [poby pasmensior Ha
IB€ paBHble YacTH. OIHY OCTaBIAIOT 63 U3MEHEHUH, a K Apyro# no6aBmaoT
CTaHIAPTHBIN pacTBoOp Tajanapuna (cunueHaduna unv BapaeHapuia) B Ta-
KOM KonuuecTse, 4ToObl ero maccosas Aois yeemmauiaachk Ha 50—100 %.
Ho6aBka no/mkHA BBOJUTECS B TIpo0y nepel HauyalioM NpoOOIOAroTOBKH.

O6e 1pobbl aHATH3HMPYIOT B TOYHOM COOTBETCTBHH C IPOMUCHIO METO/H-
KM ¥ NOJTYHAlOT Pe3ysbTaThl aHAIH3a UCXOAHOM NpoOsl U npoOkl ¢ KOGABKOA.

ANTOPUTM TNPOBEJEHMA OTIEPATHBHOIO KOHTPOJA HOIPEIUHOCTH C MC-
NIONIb30BaHNEM MeToa 106aBOK COCTOMT B CPaBHEHMM PE3y/ibTaTa KOHTPOIb-
HOTO OMNpeHeNieHus, paBHOro PasHOCTH MEXIY pe3yibTATOM KOHTPOJBHOTO
u3MepeHus npobrl ¢ 106askoii (C ), npobbl 6e3 nobasku (Cp,) U BENUYUHOMR
n06asku (Coospe) € HOPMATHBOM oneparuBHoro kontpons (K). Hopmartns
onepaTHBHOro KoHTpois (K) paccauTHIBAIOT HO dopMyIe:
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K= J(C, 07 +(C}, o)

Pemenne 00 ynOBIETBOPHTENLHON NOrPEIIHOCTH TPUHHMAETCA NpH
BBHIOJIHEHUH CIIEXYIOUIEro ycnomm:

l ,,p.,,;a npooa - Cooo' <K

ITpu npeBbHIICHMH HOPMATHMBA OINEPAaTUBHOIO KOHTPOJIA NMOTPEIIHOCTH
SKCTIEPUMEHT JIOBTOPSIOT € MCIIONB30BaHUEM JIPYro#l Ipo6hl.

5. MaTepnperanns pe3yabTaToB aHAIN3A

Mertoa BOXX-Y ®-cnekrpodoToMeTpu NpeocTapiseT HeOOXORUMBIH
npenen oOHapYKEHUs M JIOCTATOYHYIO CENEKTHBHOCTH aHaymuza. Ilpu mosy-
YEHNUH OTPULATE)bHBIX pe3ynpTaroB BOXXX-Vd-ananusza obpaseu paccmar-
puBaeTcs kak CBOOOAHBIN OT HalM4YMA OCTaTKOB Tajanaduia, cunaeHadpmia
Uy Bapaenaguia,

Ilpu nonoxurensubix pesynpratax BOXKX-Yd-ananusa Heobxozumo
oba3aTeNibHOE TIOATBEPXKACHME HAIWMYMA Tajanadmwia, cCWiieHadHIa Wi
BapieHaduia ¢ nomoluslo BOXXX-Macc-cnekTpoMeTpHH.

6. TpeGoBanus Kk KBaIHpHKANNHA TEpcoHAIA

K BoimonHeHMo u3MepeHuii u 06paboTke MX pe3yNbTaTOB JOIYCKAOT
CTIELIMANUCTOB, MMEIOLIMX BBICHIEE WIH CpelHee creluansHoe o0pazoBanue,
HMEIOIINX OMBIT paboThl B XMMUYECKO-aHAIMTHYECKOH nabopaTopu, Bia-
JEIOWHX METONaMM BHICOKO3(h(PEKTHBHOM KUIKOCTHOH xpomaTorpaduu u
HaBhIKaMH B 00JIACTH XpOMaTOMACC-CIIEKTPOMETPHUH.

7. TpebGoBanust oxpaubl Tpyaa

Ilpy BBHINONHEHHH aHANM30B HEOOXOAMMO coOMOAaTs TpeGOBaHUA OX-
paHbl Tpyna npu paboTe ¢ Xxumudeckumu peakTamy no F'OCT 12.1.007—
76 nTOCT 12.4.103—83.

ITomelienre, B KOTOPOM MPOBONAT aHANIU3LI, TOJDKHO 65ITh 060pynOBa-
HO 001Lel NMPUTOYHO-BRITXKHOM BeHTHANMei o FTOCT 12.4.021—75.

OnextpobesonacHocTs NpH paboTe C 3IEKTPOYCTAaHOBKAMH — TO
I'OCT 12.2.007.0—75 n no 'OCT P 12.1.019—2009.

Opranuszanus o0yyeHus paboTtarowmx 6e301acHOCTH Tpyaa — [0 [OCTa-
HoBJieHMi0 Muntpyaa P® u Munob6pazopanus PO or 13 smBaps 2003 r.
Ne 1/29 «O6 yrsepxaenun Iopanxa o6yyeHus no oxpane Tpyaa ¥ NPOBEPKH
3HaHM# TpeboBaHuil OXpaHs! TPYLa paGOTHUKOB OpPraHU3aMIiy.
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[Tomemenne nabopaTopun JODKHO COOTBETCTBOBAThH TPEOOBaHHAM MO-
)apHol 6e30nacHOCTH Mo nocTaHoBnenmo IlpasurensctBa PO ot 25 anpens
2012 r. Ne 390 «O mpoTHBONIOXAPHOM PEXUME» M UMETh CpelCTBa 0XKapo-
tywenns no FOCT 12.4.009.

Conepxanue BpeAHBIX BEIIECTB B BO3Ayxe paboueil 30HBI HE HOHKHO
npepsimaTh HopM, yctaHoBieHHbsiX [OCT 12.1.005—88.

8. YcioBus npoBeieHMs H3MepeHHii

Ycnosus usMepenuii (TeMriepatypa, BIaXHOCTb, HANPSHKEHUE CETH, aT-
MochepHOe JaBieHUe H Np.) JOJDKHBI COOTBETCTBOBATH TPEGOBAHHMAM, U3JIO-
KCHHBIM B [IACIOPTAX WIM MHBIX JOKyMEHTAaX Ha UCIOJb3yeMoe 060pynoBa-
HYJe, MaTepUalibl ¥ peakTHBBI.

9. CHncoK HCno/ib30BAHHOMN JHTEPATYPBI

1. ®enepanpubii 3akoH o1 30.03.1999 Ne 52-®3 «O cauuTapHO-3MHIE-
MHOJIOTUHECKOM OJIaronoNyyHy HaceleHus».

2. CIT 1.1.1058—01 «Opranuzanus ¥ rpoBeleHHe POU3BOACTBEHHOTO
KOHTPOJIS 3a COOMIOASHHEM CaHMTApHBIX NPABUJI M BBHIIOJIHEHHEM CAHMTAp-
HO-NIPOTHBOINUAEMHYECKHX (NMPOITAKTHYECKHUX) MEPOTIPUATHIA.

3.CII 1.1.2193—07 «Vi3menenns u mononxHenus k CIT 1.1.1058—01
«Oprasu3anus 1 nNpoBefieHHe NPOU3BOACTBEHHOTO KOHTPOJIA 32 COOIOAEHH-
€M CaHMTapHbIX NpaBM1 U BBINOJHEHHEM CAHHTAPHO-TIPOTHBO3IIHIEMMHYEC-
KHX (NPOQIIAKTHIECKHX) MEPOTIPHATHIAN.

4. CanlluH 2.3.2.1290—03 «I'uruenunueckue TpeOGOBaHUA K OpraHu3a-
LM TIPOM3BOACTBA M 000pOTa GHONOrMYECKH AKTHUBHBIX A00ABOK K NMIUE
(BAID».

5.TOCT P 8.563—2009 I'CH. MeTonuxu (MeTopl) U3MEPEHUi.

6. TOCT P MICO 5725-1—2002. TouHOCTb (IPaBUILHOCTH M NPELIU3H-
OHHOCTB) METOAOB M pe3ynbTaToB usmepenui. Yacth 1. OCHOBHbIE MOJOKe-
HUS U OTIpeIesiCHHA.

7.TOCT P HUCO 5725-2—2002. ToyrOCTb (NMPaBUNLHOCTb ¥ NPELU3U-
OHHOCTB) METOHOB K pe3yNbTaToB W3MepeHHil. Yacth 2. OCHOBHON MeTOR
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