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4.1. METOJbI KOHTPOJIA. XUMUYECKHE ®AKTOPBI

OnpenesieHne 0CTATOYHBIX KOJIHYECTB
pajmdeHanaTa B Boje, N04Be, 60TBe H KIYyOHAX
xapTodesi, BAHOrpaje H BHHOrPaJHOM COKe H

ero meradoauros (IR 5839 u PCBA) B Boxe n nouse
METO0M BBICOK0?(pPeKTHBHOM KHUAKOCTHOM
xpoMaTorpaduu ¢ Macc-clieKTpOMeTPUIECKHM
JeTEeKTUPOBAHHEM

Meroanveckne yKa3sanusi
MYK 4.1.3410—16
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CIIEKTPOMETPHYIECKHM JeTEKTHpoBaHMEM: MeTonueckue ykasa-
HH1L—M.: Pepepanshad ciyxba 10 Hamsopy B cdepe 3amiuThl
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VTBEPXIAIO

PykoBoaurens @enepanbHol crayx6sr
10 Ha#30py B cepe 3aiuThl NpaB
notpebuTeneit u 6naronoaydus yenoseka,
T"naBnbIif rocysapCTBEHHBIH CaHUTapHbIH
Bpad Poccriickoit Penepamuu

A. 1O. TTonoBa
29 nexabps 2016 1.

4.1. METObI KOHTPOJLA. XUMHYECKHE ®AKTOPDI

Onpexenenue 0CTATOYHBIX KOJIMYECTB BajindeHanaTa
B BOJe, [104YBE, 00TBE N KIAYOHAX KapTodeid, BUHOrpage U
BHHOTIPAIHOM coke # ero Meradouros (IR 5839 u PCBA)
B BOJ€ ¥ MOYBE METOAOM BbICOK03 pdeKTHBHOI
JKHAKOCTHOM XpomaTorpadgpun
€ MacC-CIIEKTPOMETPHYECKHM NeTeKTHPOBAHHEM

Meroguueckne yKa3aHMs
MYK 4.1.3410—16

CrupeTenscrBo 0 Merponormdeckoif atrecranum  Ne 01.5.04.233/
01.00043/2016.

Hacrosamue MeTonudeckue yKasaHHs YCTaHaBJIHBaKOT MOPANOK IpHMe-
HEHIs METOXAa BBICOK03(d(EeKTHBHOM KHUAKOCTHOH XpoMmaTtorpaduu ¢ Macc-
CIIEKTPOMETPHUECKMM JETEKTUPOBAHHEM JJIs ONpEIeNCHus MacCOBOH KOH-
LeHTpauun BanudeHanaTa B BOAE B NWanasoHe KoHuesTpaumii 0,002—
0,02 mr/n, B nouse, GoTBE M KIyOHIX kapTodess, BAHOTpaJe X BHHOTPaJHOM
COKe B JlManasone KoHuertpanuit 0,01—0,1 Mr/kr u ero MeTaboNUTOB B BOJIE
B JManasoHe KoHueHtpauuii 0,002—0,02 Mr/i, B no4se B JHANA3OHE KOH-
uenTpanuii 0,01—0,1 mr/kr.

Mertonyreckue yka3aHUs HOCAT PEKOMEHIATENbHBIH XapakTep.

Banudenanart

N-(uzonponoxcuxapGosun)-L-panun-(3RS)-3-(4-xnoppenun)-B-ananu-
Hat (MIOITAK).
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Bpyrro hopMmysra: C19H27CIN205.

Monekymipras Macca: 398,9.

OKBUMOJIApHAA cMeCh nuacTepeoMepos (S,S- u S,R-).

Benoe xpucTamnyeckoe BenecTso 6€3 3anaxa.

Pacreopumocts B Boze 24,1 mr/n (pH or 4,9 no 5,9), 45,5 mr/n (pH or
9,5 mo 9,8). PactBopumocTh: B aneToHe — 29,3 r/n, muxnopatane — 14,4 r/m,
aTHIaneTare — 25,4 1/1, H-rentase — 25 mMr/n, MeTadone — 28,8 /i1, Kcunomue —
2,31 r/n.

pKa =-1,78 (25 °C).

I'uoponutiyeckas crabmwisHOCTh: cTabmied npu pH 4 u 50 °C, men-
nenro mpu pH 7 u 25 °C, 6sictpo npu pH 9 1 50 °C. OcHOBHOM NIpOIyKT
ruzponmsa ripu pH 9 IR-5839. O6a MeTabonuta cTaGUIbHEI K THAPOIHM3Y IIPH
HOPMaJIbHBIX YCIOBHSX.

Banudenanat uMeeT o4eHb HU3KYIO NEPCHCTEHTHOCTD B IOYBE U OBICT-
po obpasyer riasnelit MeTabonut IR-5839, xoTopsIii, B CBOIO 0Yepenb, TAKKe
GBICTPO JErpamupyeT X0 4-xJ10p6eH30HHOM KHUCIOTHL

Banndenanat He obazaeT ocTpoil nepopansHOH, AepMaNbHON U MHra-
JISILMOHHOM TOKCHYHOCTEIO, HE ABIAETCS HPPUTAHTOM.

IR-5839 a

Q I e

OH

::

LUK

Bpyrro hopmyna: C18H25CIN205.



MonexkymnspHas macca: 385,
IMepopansuas ToxeuanpocTh miA kpeic JIMsp > 2 000 mr/kr. He reHoTok-

CHYCH.

4-xnopben3soiinan kuciaora (PCBA)

o

RO

Bpyrro popmyna: C;H;ClO,.
Monekynspnras macca: 156,7.
pKa=3,98 (25 °C)
TlepopanbHas TokcHIHOCTh st kpwic JIIsy 1 170 Mr/kr. He reHoTokc4Ha.
I'urnesnyeckde HOpMaTuBEI AN BanrdeHanaTa B ero MeTaGoNUTOB B
Poccum He yCTaHOBJICHBI.

O
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1. HorpemnocTs A3mepennii

Ilpu coOmoAeHMM BCeX PpErNIaMEHTHPOBAHHBIX YCIOBHH MNpPOBEICHHSA
aHaJIi3a B TOYHOM COOTBETCTBUM C NAaHHOU METOAMKON NMOrpelIHOCTh (M ee
COCTaBJIAIOLIME) PE3YJILTATOB M3MEPCHMH IIDH JOBCPHUTENLHOH BepOATHOCTH
P =0,95 He npepliaeT 3HAYCHNM, NPUBEACHHEBIX B Tabj. 1 A cooTBETCT-
BYIOIIMX JHaNa30H0B KOHIECHTpalnH.

Tabnuua 1
Merponoruueckne napamMerpbl Anst 4-xJopoensoltnoii KMCI0THE
IToka3a- |{Ilokasarens| Ilpencn no-| Ilpenen Boc-
Hoxkaza- | TeNb MOB- | BOCIIPOU3- { BTOPAEMOC- | IPON3BOIUMO-
Jluanason TeNb TO4-| TopsAeMoc- | BoaumocTH | T (3Haue- | CTH (3HaUeHHe
onpese- HocT* | TH (OTHO- | (OTHOCH- | HMe HOMyc- | JomycTHMoro
Ananm-| o ﬂgMHX (TpaHuULBl| CHTENBHOE | TEIFHOE |THMOTO pac-| PacXOMICHUA
3upye- | | ey | OTHOCH- | CDEHE- | CpEIHE- | XOXICHHS | MOXAY JIBYM:
MBI — TENLHOM | KBaApaTH- | XBalpaTH- | MEXIY JBY- | pe3ynsTaTaMu
o0bexT fﬂ/”’ NOTpell- | 4eCKOE OT-| YeCKOe OT- | MA pe3yns- | u3MepeHHuii,
(Mr/m) HOCTH | KJIOHCHHE | KJIOHEHUE | TaTaMH na- | MONy4EHHBIX B
(P=0,95),] moBTO- | BOCHPOM3- |pa/UIeNBHBIX| pa3sHBIX 1abo-
+38,% pseMo- | BomuMoc- | ompejene- | patopmsx), R,
CTH), G;, %| TH), 0%, % | Hul), r, % | % (P=10,95)
Bona |0,002—0,02 25 10 13 28 36
Iloysa | 0,01—0,1 25 10 13 28 36

* CoOTBETCTBYET paciuMpeHHoit HeonpeaeneHHoctd U, (B OTHOCUTENHHEBIX €/i-
Hunax) npu xo3dduumente oxsara k=2
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Mertponoruyeckne napamerps! aist IR-5839

Tabnuua 2

IToxaza- | 1loKasa- Ilpenen | Ilpenen Boc-
IMokasa- | Tens nog- | T¢/b BOC- | TOBTopsie- | IPOM3BOAH-
Tel To%- | TOpIEMOC- MpOM3BO- |MOCTH (3Ha- [ MOCTH (3HAYE~
* OUMOCTH | YEeHHe 10~ | HHE JONYyCTH-
Jwmanazon | HOCTH* | TH (OTHO-
AHna- ompejensic- | (TPAHHLS | CHTENBHOE (oTHOCH~ | MIYCTUMOTO | MOTO PACXOXK-~
TH3H- | KOH- | OTHOCH- | Cpemme- | TSIPHOE | PACXOX(e- | NCHUL MEKLY
PYe | ienrpanmit, | TemsHoi | kpanpaty- | CPGAHE- | HIA MEAY |IBYMSA pE3yIlh-
MBlit Mr/kr | morpeim-| deckoe | KBMPATH- | JBYMS pe- | TATAMH H3Me-
06BeKT (r/m) HOI():TH oTKIoHe- | 1ECKO® OT- | 3yNIBTATAaMH | peHHUit, I0JTy-
(P=095),| Rue riop- | IOHEHHE | Mapajieii- | HEHHBIX B
+5 0% Topsiemo- | BOCTIPOM3- | HBIX Offpe- | pasHEX nabo-
=05 o), o, % BOAMMOC- |nenenuti), ,| paropusx), R,
> Or 7 ), o, % % % (P=10,95)
Boma ]0,002—0,02 25 10 13 28 36
ITousa | 0,01—0,1 25 10 13 28 36

* COOTBETCTBYET pacliMpeHHoi HeonpeneneHHOCTH Uy, (B OTHOCHUTENBHBIX €IXH-
HMIAX) NpH koddPuureHTe oxBara k=2

Tabnuua 3
Merponoruyeckie napaMeTpsl Iis Baaudenanara
TToxaza- | Iloxasa- Ipenen Hpgﬁgg:n::
IMoxaza- | T¢/Ib MOB-| TEJb BOC- | NOBTOpsic- :;Ecm (;l:a_
TeNE ToY- | FOPAEMOC-| NIPOU3BO~ [MOCTH (3HA-| o0 o oy
Junanazon Hoorw* | TH (oTHO-| IUMOCTH | YeHHe mo- 'rnmorj(l) rgc_
OTIPERE- | (1 apippyypr | CHTETE- (orsHOCH- | TycTHMOTO 0 elfw{
AHanu3u-| JAEMBIX og‘ﬂocu— HOE cpell-| TeHsHOe | pacxoxie- Memm BVMS
PYEMBIH | KOHUCH- | jooo oo | HOKBAL- | CPEIHE- | HIA MY | HZTI;TZM“
obkeKkT | TparwMii, norpen- | PATHIEC- | KBAIpaTH- | ABYMS pe- pmie P
Mr/kr Hg%m KO€ OT- | ¥ECKOE OT~ | 3y/ILTATaMH | | - pemm;(
(Mr/mv) (P=0,95) KJIOHCHHC  KJIOHEHHE | napamienb- | o y:m-xw(
45, b, | MOBTOpse-| BOCIPOHS- | HBIX OMpE- naGg ATODH-
=9 70 | moctu), | BOMUMOC- | HeneHMIA), ax)p R <Vpo
o, % | TH), op, % r,% (P-—" 0:95)
Bona 0,002—0,02 25 10 13 28 36
[Touna 0,01—0,1 25 10 13 28 36
BoTea
Kaproders 0,01—1,0 25 10 13 28 36
Kny6uu
xaprodems 0,01—1,0 25 10 13 28 36
Busorpan| 0,01—1,0 25 10 13 28 36
Bunorpan-
HBIT COK 0,01—1,0 25 10 13 28 36

* CooTseTcTBYET paclupeHHol HeonpeneneHHocT Upy, (B OTHOCHTENHHBIX €M~
HUIax) npy kodddunuenrte oxsara k= 2
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Tabnuua 4

IlonHOTa M3BJIe4eHUA 4-XI0POEH30HHON KNCIOTDI, CTAHAAPTHOE OTKJIOHEHHE,
JOBEPHTENbHBIM UHTEPBAJ cpeaHero pesyapTaTa aasa n =20, P= 0,95

_ | Tpemen | manazos on- _ | HoseprTens-
%‘;&’f;g o6GHapyxe- | pemeNIeMbIX E&J}I‘;?g_l %T:gﬁx?x’é- HEIi HHTEpBA
S GHOKT HUA, Mr/}xr KOHUEHTpah, [ o oo, " | 5ol me”s | cpeaHero pe-
(mr/am’) | mr/xr (Mr/aM°) > i 3ynkrara, = %
Boga 0,002 0,002—0,02 81,7 2,87 1,26
ITousa 0,01 0,01—0,1 83,8 7,11 3,11
Tabnuuya &

Hoanora uasaeqedusa IR-5839, crangaprHoe 0TKI0HeHUe, JOBEPUTENbHbINH HA-

TepBaJ cpeAHero pesyabTarta aas n=20, P=90,95

~ Ipenen | Jlmana3zoH om- _ | Josepurens-
AHAISH- | (Guonone. PeeAEMBIX Tonwora | Crammapr- | ooy HHTEpBA
pyeMbIit M3BJIEYE- | HOE OTKIO-
e | HA M/Kr comuentpaumf, [ “D0R, SRR DT e | cpenero pe-
(Mr/mv®) | mr/xr (Mr/om°) 2 /0 »* | syneTara, + %
Boja 0,002 0,002—0,02 80,6 2,97 1,30
Tousa 001 | 0,01—0,1 | 82,5 426 1,87
Tabnuuya 6

HoaHoTa uzpnedeuus BajindeHaIaTa, CTAHAAPTHOE OTKJIOHEHUe, 0BEPU-
TeJbLHBIH HHTEPBAJ CpeaHero pesyastaTa aasa n =20, P =095

Tlpenen | HduanazoH oii- _ | HoBepurens-
AHamsy- o6Hapyxe- | pemenseMsix Homora | CTanRapr- | ooy yimengan
pyeMbIi .. | u3BIeue- | HOE OTKIO-
o HYs, MI/KT | KOHUCHTpaunH, | =~ o v Horme. S | CPOAHEro pe-
(vr/m) | mr/xr (Mr‘/,uM3) > /0 > 3ynbTara, + %
Boza 0,002 0,002—0,02 80,5 322 1,41
IToura 0,01 0,01—0,1 82,5 4,26 1,87
Botga kap-
Todens 0,01 0,01—-1,0 81,8 3,47 1,52
Kiy6nu xap-
rodens 0,01 0,01—1,0 81,7 3,72 1,63
Bugorpan 0,01 0,01—1,0 83,2 4,68 2,05
Bunorpaa-
HEIH COK 0,01 0,01—1,0 82,0 3,67 1,61

2. Meron u3mepennii

MeTon ocHOBaH Ha onpelclieHHM BanudeHanaTa M €ro MeTaboJMTOB
MeToJIoM BbicOoK03(GdekTUBHON KuAKOocTHOH xpoMatorpaguu (BOXX) c
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HCTIONIb30BaHUEM MACC-CIIEKTPOMETPHIECKOro AETEKTOPa NOCIE W3BIECYESHHUI
@3 00pa3loB ALETOHMTPHIIOM K OYMCTKH alCTOHUTPWIFHOTO 3KCTpaKTa Ha
IIaTpoHax Wi TBepaodasnoii skcrpaxuuu (TDI).
HneHTudukanus MpOBOAUICA IO BPEMEHH YHEP)KHBAHMSA, KOJNHYECT-
BEHHOE OlpeleIeHHe — METOAOM abCOMOTHON KaTuOpOBKH.
W36upaTenbHOCTh MeTOla 00ecIeunBaeTCs COUETaHHEM YCIOBMH HOJI-
FOTOBKH P0G M XpOMaTorpaguyeckoro aHajisa ¢ Macc-JIeTeKTHPOBAHIEM.

3. CpencrBa H3Mepennii, peaKTHBbI, BCIIOMOraTe/IbHbIe
YCTpPOHCTBA B MATEPHATBI

3.1. Cpeocmea usmepenui

XpoMaTo-Macc-CIeKTPOMETP, COCTOAIIMH U3:
— BBICOKO3(()EKTHBHOTO KUIKOCTHOTO
xpomarorpada;
— Macc-CIeKTPOMETpa C TPOMHBIM KBaAPYIOIEM
Bechl 1a60paTopHbIe aHAIMTHIECKHE, HanOONbIIIIL
npenen B3BemuBanus 150 r, mpejen KOMyCTUMOM
TIOTPEIIHOCTH 5 MI'
Beckl JabopaTopHBie aHATUTHIECKHUE, HANOOIIHIIIIA
npeznen B3pemmBanus §1/210 r, npexen JOMycTUMOH
norpemHoct 0,1/0,3 Mr
HnnukaTopHas 6ymara, pH 0—14
Kon6s1 MepHsie Ha 10, 100 cM® I'OCT 23932—90
MHKpPOI03aTOPE! OJHOKAHAIHHBIE IIEPEMEHHOr'0
o6bema ot 100 10 1 000 Mv mot 1 10 5 oM’
LlneBaps! MepHbie Ha 50 1 100 oM’ I'OCT 23932—90
IIpumeuanue. Jonyckaercs HCNONE30BAHUE CPEICTB M3MEPEHUS C aHANOTHY-
HBIMH HJIH JIYHIIMMH XapaKTEPUCTHKAMH.

3.2. Peaxmuesi
AUETOHUTPpHI, OCH TV 2634-002-54260861—13
AUETOHUTPHI I MacC-CIEKTPOMETPUH
Bopna nna maboparopHoro aHanusa (6HANCTANLIY-

pOBaHHas, NeHOHU30BAHHAN) T'OCT P 52501—05
OTHHaleTaT, X4 I'OCT 22300—76
Kucnora MypapbHHas Ui MAacC-CIIEKTPOMETPUM

Hatpuit cepHOKUCTBIH Ge3BOXHBIN, X4 I'OCT 4166—76
Harpuit xnopucTsiif, una I'OCT 4233—77

Banudenanar ¢ conepaHueM OCHOBHOIO
Bemectsa 99,5 %
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IR-5839, aHanMTHIECKHI CTAHAAPT C CONEPKAHNEM
ocHOBHOI0 BemecTBa 98,6 %
4-xn0pOen3oHHasA KUCIOTA C COAEPXKAHUEM
OCHOBHOTO BemectBa 99,0 %
Cmeck Ne 1: aueTOHHTPHII-BOZA B COOTHOIIECHHMHU
1:9 no o6reMy
CMech Ne 2: alleTOHUTPIWI—BOJA B COOTHOIIECHUH
1: 4 o o6vemy
Cmech Ne 3: aneTOHHTPHWI-BOJA B COOTHOLIEHHUH
2 : 1 no o6pemy
Cumech Ne 4: rexcag—3THIaLEeTaT B COOTHOLIEHHU
9 : 1 mo ob6veMy
Cmech Ne 5: rexcaH—3THIIALIETaT B COOTHOLICHUA
4 : 1 mo o6beMy
CuMech Ne 6: rexkcaH—3THIALETAT B COOTHOIIECHUH
1 : 1 no o6bemy
ﬂpnMel{aHne. ﬂonyckaercx HCTIOJNIE30BaHHUE PEAKTUBOB C 6onee BEICOKOH KBa-
yuduxanueit, He TpeGyOIUX JOTONHUTENFHON OYMCTKH pacTBOpHTENEH.

3.3. BcnomozamensHole ycmpolicmea u Mamepuanst

AHaIATHIECKasA KOJIOHKA, 3a0JIHCHHAA
copberrom C18 (100 x 2,1) MM, 2,2 MKM
BaxyyMHBI MaHHIYATOp I paboTH ¢ maTpo-
HaM¥ LI TBepao(hazHoMi SIKCTpaKIMy
Kon6rbI KpyryIogoHHBIE Ha MUTH(E BMECTHMOCTHIO
25 e’ I'OCT 9737—93
IMatpons! ;s TBepRodasHoi akcTpakimm: Ne 1 —
3anoJHeHHBIE TUAPO(YOOHBIM COPOESHTOM C IpH-
BHUTBIMHU FeKCaJIeIWIbHEIMM IPyIaM 1 Ne 2 —
3aIIOJTHeHHbIE THAPO(GIIBHBIM CITAGOKHCIOTHBIM
COpOEHTOM C IIOCTOAHHOM aKTHBHOCTEIO, 0 0,4 r TV 4215-002-0545-931—94
IIpobupxu nonunponwieHble HeHTPHDYKHBIE C
KpHIIIKaMH 06beMoM 50 em
PoTtanuoHHsI# BaKyyMHSBIH KcnapUTess ¢ MeMOpaH-
HBIM HaCOCOM, obecriequBaroiiM BakyyM ao 10 M6ap
VnrTpa3BykoBas BaHHa ¢ pabouei dacToToit 37 KI'y
Verpoitctso nepemerungaromee (50—200 xone-
Ganuit B MUHYTY) TV 4389-007-44330709—11
Henrpudyra ¢ MaxcumanbHOH paboueit yacToToit
ppameHus 4 000 06./MuH
ITpumeuanne. JJonyckaerca NpuMeHeHHE 000PYNOBaHHS C AHANOTUYHBIMH HIIH
NYYINAMHY TEXHUICCKMMHA XapaKTEePpUCTUKaMU.



MVK 4.1.3410—16

4. TpeGoBanus Ge3onacHoCTH

4.1. TIpu BEINOJIHEHUH U3MEpEHUI He06X0uMO coboNaTh TpeGOBaHUI
TeXHHKH 0€30IacHOCTH NpH paborte ¢ xummdeckumy peaktmamy o 'OCT
12.1.007—76, Tpeopanus No IEKTPOoGE30MaCHOCTH NIpH paboTe C HMEKTPo-
ycraHoBkaMy 1o I'OCT 12.1.019—09, a Taxxe TpeGoBaHus, H3JI0KESHHBIE B
TeXHUYECKOl JOKYMEHTALMH Ha XUAKOCTHEIH XpoMaTorpad.

4.2. Tlomemenye 1abopaTOPHH HOIKHO OBITH 0OOPYAOBAHO DPHUTOYHO-
BBITSDKHOM BEHTUIANMEH, COOTBETCTBOBATH TPEOOBAHMAM MOXKapHOH 6e30-
nacHocTH 10 TOCT 12.1.004—91 u uMeTh cpeicTBa NOXApPOTYIICHHSI IO
I'OCT 12.4.009—383. ConepraHie BpeHbIX BEUIECTB B BO3AYXE HE JODKHO
npesbimats IIJAK (OBVYB), ycramosmemmsix I'H 2.2.5.1313—03 u TH
2.2.5.2308—07.

Opranmsauus o0yqesnsa paboTHHKoB GezonacHocTH Tpysa — mo 'OCT
12.0.004—90.

5. TpeGoBanus K KBaJIH(pHKaANMH 0ONEPATOPOB

H3amepeHus B COOTBETCTBHM C HAcTosAlnel METONUKOH MOXET BBIION-
HATh CHEUHMANHCT-XMMHUK, BIaJCIOMMH METOIOM BBICOK0O3(PEKTUBHONK KuJ-
KOCTHOH XpoMaTorpaguu, 0O3HaKOMIEHHbIH ¢ PYKOBOACTBOM IO 3KCIUTyaTa-
MK XpoMaTorpada, OCBOMBIIMY JaHHYIO METOIXMKY M NOXTBEpAHBIIHUIA 3KC-
NEPUMEHTANBHO COOTBETCTBHE IOJYYAEMBIX PE3YJIFTATOB HOpMaTUBaM KOH-
TPOJIA NOrPEIHOCTH M3MepeHnH no 1. 13.

6. YciioBus uzmepennii

TIpu BHIOTHEHUM M3MEPEHHH BHITIOHAIOT CIENYIOMHE YCIOBUS:

— NPOIeCCHl MPUTOTOBICHUS PACTBOPOB M MOATOTOBKH Npo6 K aHAIU3Y
TIPOBOJAT NpH TeMueparype Bozayxa (20 £ 5) °C 1 OTHOCHUTENLEHON BIAXHO-
¢ty He Oonee 80 %;

— BBHINOJIHEHNE M3MEPEHMI Ha XHMIKOCTHOM XpoMatorpade DpoBOAAT B
YCIIOBHAX, PEKOMEHIOBaHHbBIX TEXHUYECKOH NOKyMeHTanuel k npubopy.

7. HoaroroBka K onpeaeieHHIO
7.1. Konouyuonupoeanue Kononku

IMepen HayanoM aHau3a QHATUTIIECKYIO KOJNOHKY KORJIMIWMOHKPYIOT B
NOTOKe TOABIKHOM (assr (0,1—0,2 cM’/MUR) N0 CTAGWIM3ANMM HylIEBOM
JIMHAU.

7.2. Konouyuonuposanue namponos

7.2.1. Konouyuoruposarue namporna Ne 1 ¢ 2udpogobruim cop6eum0M
¢ npusumuvimu 2excadeyunbHuiMu epynnamu. IlatpoH npomsisaor 2,5 oM
ANETOHUTPHIIA, 3aTEM 3 CM BOJIBI, TIOJKHUCIEHHOM’ MypPaBbMHOM KHICIOTOH 10
pH 2.

10



MVK 4.1.3410—16

7.2.2. Kondouyuonuposarue nampoua MNe 2 ¢ zudpogpunvHuim craboxu-
CIOMHBIM COPBEHMOM C NOCHOSHHOU AKMUEHOCH1b/o. ITaTpoH mochemoBa-
TeTBHO IPOMBIBAIOT 2,5 cM° cMecu Ne 6, 3aTeM 3 eM° cmeck Ne 4.

7.3. Ilpuzomoenenue pacmeopos

7.3.1. <1>a3a A — 0,1%-1i pacmeop MypagbuHoOU KUCIOMbL 8 AYemOoHUN-
pune; 1 cM® MypaBbMHON KHCIOTHI NOMEIIAIOT B MEPHYIO KOIGY 0GheMoM
1 1M ¥ JTOBOIAT 06BEM /10 METKH aLIETOHUTPHIOM.

7.3.2. @aza B — 0,1%-1i pacmeop MypageuHoli KUCIOMbL 8 eoc)e 1em
MypaBBHHOH KHCIOTH NIOMEMIAIOT B MEPHYIO Konby o6semoM 1 v’ u xoBo-
14T 00BeM 10 MeTKH OHIMCTIWLIHPOBAHHOH BOJOM.

7.3.3. [Todsudicnas ¢paza ons pacmeoperus npod: cMeUBaoT dasy A u
¢asy B B cooTHOmrenny 1 : 1 mo o6bemy.

7.4. IIpuzomognenue 0CHOBHbIX U ZPAOYUPOBOLHBIX PACMEOPOS

7.4.1. Ilpuzomoenenue 0OCHOBHbIX pACMBOPO8 BAIUGeHANAMA
u e20 Memabonumos

7.4.1.1. Ocnosnoii pacmeop eanugenanama c xonyenmpayueii 1,0 me/cam’:
TOYHYIO HaBECKY Bann(benana'ra (50 £ 0,5 Mr) noMemaioT B MEPHYIO KONIOY
BMECTUMOCTBIO 50 M, PaCTBOPAIOT B ALCTOHUTPWIC U HOBOJAT 0OBEM IO
METKH TEM e PAaCTBOPUTETIEM.

7.4.1.2. Ocrosuoii pacmeop IR-5839 ¢ xonyenmpayueii 1,0 mz/cm’: Tou-
HYIO HaBecKy IR-5839 (50 £ 0,5 Mr) noMemaloT B MEPHYIO KONOY BMECTHMO-
CTBI0 50 CM”, PacTBOPSIOT B AllETOHHUTPHIIE M NOBOJAT 06bEM 10 METKH TeM
K€ PaCTBOPHTEJIEM.

7.4.1.3. OCHoeuou pacmeop 4-xnopbeH30UHOT KUCIombl ¢ KOHYeHmpa-
yuedi 1,0 me/cm’: To9HYI0 HaBECKY 4-xnop6cﬂsoymoii kucotsl (50 + 0,5 Mr)
TIOMEIAIOT B MEPHYIO KONGY BMECTHMOCTHIO 50 CM®, PaCTBODSIOT B alETO-
HUTpHIIE H JOBOXAT 00BEM O METKH TEM XK€ PaCTBOPUTENIEM.

7.4.2. IIpuzomoenenue 2padyupoeouHelX pacmeopos eanugernanama
u e2o Memabonumos

I'pax ?/Hponoqﬂme pacTBOpBl C KOHUEHTpammaMu 2, 5, 10, 50 u
100 HI/cM™ TOTOBST METONOM HOCHENOBATENHHOrO pazdaBicHus 10 00BEMY,
MCTIONB3Ys B KaueCTBe PaCTBOPHUTENSA MOABIKHYIO dasy.

7.4.2.1. Pacmeop sanugenanama Ne 1 ¢ xounyen gauueﬁ 1,0 mxz/er’: B
MepHyIo KonGy BmecTIMocThio 100 cM® BHOCAT 0,1 cM® OCHOBHOTO pacTBOpa
BanudeHanara 1 JOBOJAT JO METKU aHETOHUTPHUIIOM.

7.4.2.2. Pacmeop IR-5839 Ne 2 € Koyueumpauueu 1,0 mrz/cm’: B mep-
Hy10 Konby BMecTHMOcThiO 100 cM® BHOcAT 0,1 cM’ OCHOBHOTO pacTBOpa
IR-5839 1 AOBOAAT 1O METKH alICTOHHTPIIIOM.
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7.4.2. 3 Pacmeop 4-xnopben3oiinoil Kucnomst .M?3 c Konueumpauueu
1,0 mxz/em’: B MepHyio kon6y BMectumocThio 100 e’ BHOcaT 0,1 cM® oc-
HOBHOTO pacTBOpa 4-XJIOpOeH30MHOM KUCIOTH M JOBOAAT NO METKH aLIETO-
HUTPWIOM.

7.4.24. Pacmeop M4 c icom;eumpauueu 100 Hz/em’: B MepHYIO KONGY
BMecTHMOCTHIO 10 M’ momematoT mo 1,0 oM’ pactopa Ne 1, Ne2 ur Ne 3 m
JOBOIAT 06BEM O METKM NOABMKHOH (a3oif.

7.4.2.5. Pacmeop MNe 5 ¢ kouyenmpayuei 50 Helem’: B MEpHYIO Konoy
BMecTHMOCTHIO 10 cM® momemarot mo 0,5 cM® pactBopa Ne 1, Ne 2 u Ne 3 u
ZIOBOAAT 00BEM JI0 METKHM TIOJBIKHOMN cpason

7.4.2.6. Pacmeop Ne 6 ¢ kowyenmpayueii 10 Hz/em’: B MEpHYI0 KoNby
BMeCTHMOCTHIO 10 cM® momemaior 1,0 cM® pacTeopa Ne 4 1 moBOAAT 06BEM
JIO METKH IO/IBIDKHOM da3oit.

7.4.2.7. Pacmeop Ne7 ¢ xonyenmpayueii 5 nz/em’: B MepHYIO KONGY
BMecTEMOCTHIO 10 cM® momemaior 0,5 cM® pacTeopa Ne 4 U KOBOAAT 0GBEM
JIO METKH TIOABIDKHOM (hazoif.

7.4.2.8. Pacmeap Ne 8 ¢ xomyenmpayueii 2 He/cM’: B MEPHYIO KOIGY
BMecTHMOCTHIO 10 oM momemator 0,2 cM® pactopa Ne 4 u OBOIAT 06BEM
JI0 METKY HOABIKHOH ¢asoit.

7.4.2.9. Pacmeop sanugpenanama Ne 9 ¢ xonyenmpayueii 100 nelea’: B
MEpHYIO0 K0J0y BMECTHMOCTBIO 10 eM® momemasor 1,0 cm® pactsopa Ne 1 u
HOBOIAT 06BEM JO METKH IOABINKHOM (azoii.

7.4.2.10. Pacmeop ea/zutj)emvzama MNe 10 ¢ KOHuenmpauueu 50 uz/ert’:
MepHyIo Kon6y BMecTHMOCTRIO 10 v’ momemator 0,5 cM® pacteopa Ne 1 m
JOBOJIAT 06BEM IO METKH IOJBIKHOH (ha3oi.

7.4.2.11. Pacmeop ea.rzuqbenaﬂama Me 11 ¢ konyenmpayueii 10 nz/cr’: 8
MepHYI0 K06y BMecTHMOCTHIO 10 cM® moMematot 1,0 eM® pactBopa Ne 9 u
JIOBOJAT 00BEM JI0 METKH IOHBIDKHOM (ha3oi.

7.4.2.12. Pacmeop ewzudxznanama N ]2 ¢ KouueHmpaz;ueu S ue/em’: B
MepHyIo XoNGy BMecTHMOcTRIO 10 cM® moMematot 0,5 cm® pacteopa Ne 9
HOBOJAT 00BEM 0 METKH IOJABYDKHOM (ha3oid.

7.4.2.13. Pacmeop eanugenanama Ne 13 ¢ konuenmpauueu 2 nelem’: B
MepHYI0 K016y BMecTHMOCTBIO 10 oM’ momemator 0,2 cM® pactsopa Ne 9 u

JOBOIAT 00BEM JI0 METKH IOXBIKHON (a3oif.

OCHOBHOI pacTBOP MOXXHO XpPaHHUTh B XOJIIORMIBHUKE IPH TeMIepaType
0—4 °C B Teuenue 7 qHel, rpagynpoBoYHbIE PACTBOPHI HCIIONB30BATH B JEHD
TIPUrOTOBJICHHA.

ITpu B3yd4eHMH IOJHOTHI ONpe/ieieHud Baludenanata u ero Merabonu-
TOB MCIHOJIB3YIOT PaCTBOPhI BELIECTB, IPUIOTOBICHHBIE M3 OCHOBHOIO pacT-
BOpa METOJIOM ITOCIIE/IOBATENILHOr0 pa3baBNeHUs 110 06beMy aLETOHUTPIIOM.

12



MVK 4.1.3410—16

7.5. Hocmpoenue zpadyupoeourozo zpaguxa

JUTd KaxkJ0ro w3 rpaZydpoBOYHBIX PACTBOPOB PErHCTPUPYIOT XpOMATO-
rpaMMBI B YCIOBHAX, YKa3aHHBIX B I 9.7, U ONpelensroT abCcoOTHOE BpeMs
yIOCPXKUBAaHUA W IUIOIANb NUKOB BaymdeHanara, IR-5839 u 4-xsopbensoii-
HOM KHCIOTHI (B YCI. el.), coorBercTByrommx MRM (399—116), MRM
(385—144), 1 MRM (155—111) cooTBeTcTBeHHO. OXHOBPEMEHHO B pEKHME
aBTOMATHYeCKO# 00paboTKH JAHHEIX OMpeessIOT COOTHOIICHHE IUIonanel
IMMKOB Ui Banudenanara, cooTBercTByomux MRM (399—155) 1 MRM
(399—144) (S,55/S144); mna IR-5839 — MRM (385—186) u MRM (385—116)
(S136/S116), mns 4-xnopben3oifHol xuenoTel — MRM (155—35).

Jna mocTpoeHus rpagyupoBOYHOro rpaduka (Iioniags MUKa — KOHLEH~
Tpamusa Bannd)eﬂana'ta HIHM ero MeTaloNMTOB B PacTBOpE) B XpoMmarorpad
BBOJAT MO 2 MM’ IPadyMpPOBOYHBIX PAacTBOPOB (He MeHee 5 IapaliebHBIX
U3MepeHuit Ui KaXJIoi KOHLEHTpauuy, He MeHee 4 TOYeK IO AHAIa3OHy
HM3MepseMBIX KOHLEHTpalHii) B YCJIOBHAX, YKa3aHHBIX B I. 9.7. 3aTeM m3Me-
PSIOT IUIOMANM NHKOB, W CTPOAT rpadyk 3aBMCHMOCTH IUIOIIAAM IHMKA OT
KOHIEHTPALHH B IPA{yHPOBOIHOM PacTBOpE.

MeTonoM HaMMEHHIIHX KBaJpaTOB PaCcCYMTHIBAIOT I'PaXyHPOBOYHBII
xoaddurment (K) B ypaBHEHNH JINHEWHON perpeccHu:

C =KS, roe

S — mIowags MIKa rpagyupoBOYHOro pacTBopa.

I'pamyupoBKY NPU3HAIOT YJOBJIECTBOPUTENILHOM, €CNH 3Ha4eHHE KO3(d-
duuueHTa IMHERHON KOppeIAMY OKasbIBaeTcsa He Huxke 0,99.

I'paxynpoBOYHYIO XapaKTepHCTHUKY HEOOXOUMO NPOBEPATH IIPH 3aMEHe
PEaKTHBOB, XpoMaTorpaduyeckoi KOJOHKU MK 3JIEMEHTOB XpoMaTorpadu-
YECKOM CHCTeMbI, a TaKkke IPH OTPHLATENHFHOM pe3yJbTaTe KOHTPOJNA Ipa-
JYMpOBOYHOTO K03 dHIIeHTA.

I'pamynpoBOYHYIO 3aBUCHMOCTH NPH3HAIOT CTAOIWIBHON NPH BHINOJIHE-
HHH CJIEAYIOLEro YCIOBHUA:

IC=Cel 100< 4
woump. ’

C — arTecTOBaHHOE 3HAYCHHME MacCOBOM KOHUEHTpanuu BatudeHanaTa
WIH ero MeTaGoJINTOB B I'PayUPOBOYHOM PacTBOpPE;

Cy — pe3ynbTaT KOHTPONBHOrO H3MEPEHNA MacCOBOH KOHIICHTPalliH Ba-
JerHanatTa Wik ero MeTaboIUTOB B IpagyHpOBOYHOM PacTBOpE;

Axonmp. — HOPMATHB KOHTDOJS IPafyHpOBOYHOro Kod(duimenta, %
(Acoump. = 10 % mpu P = 0,95).

7.6. IIpoeepka xpomamozpapuueckozo nogedeHus sanudpenanama
u ezo memabonumosg na nampone Ne 1

B xpyrnononHyro konby emkocthio 10 cM® oT6upaoT mo 1 oM’ cTaE-
JapTHBIX pacTBOpoB BajiMeHanaTa M ero MeTaGONUTOB C KOHLEHTpalHuei
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1 Mxr/cm®. PacTBOpUTENh YAALMOT B Baxyyme. OCTAaTOK pacTBOPSIOT B 1 oM’
AUETOHHTPIIA, JOBABIMIOT 9 cM® BOMBI, TIOJKHCICHHON MypaBLUHOMN KHCIO-
Toit no pH 2, u me SPEHOCAT Ha nonroToBneHHsI matpoH (m. 7.2.1). IIpomsl-
BaloT maTpoH 3 cM” cmecm Ne 1, 3 oM’ cmecn Ne 2, imoaT 0T6pacHBaioT. 3a-
TEM JIOUPYIOT BalH(peHANAT | Mera60mm,1 cmechio Ne 3 co ckopocThio 1—
2 Karuty B CeKYHLY. Otbupator dpaxuuu no 2 CM’, yapHBaloT NOCyXa, pac-
TBOpSZOT B | CM” MOABYKHOM (pa3wl M aHANM3HPYIOT 11O Ir. 9.7.

Opakiul, comepxalque BaludeHanaT U MeTaboauThl, 00BEIUHAOT M
BHOBB aHAIM3HPYIOT.

VcraHaBnuBaOT YpOBEHb BEIIECTBA B 3IIOATE, ONPEACNAIOT IOJIHOTY
CMBIBAHIA C IATPOHA H HEOOXOMUMBIH [ OYUCTKH 00BEM JIH0aTa.

7.7. Ilpogepka xpomamozpapuieckozo nosedeHus eanudenanama
u ezo memabonumos Ha nampone Ne 2

B KpyrIomoHHyI0 K06y eMkocTsio 10 cM® otémpaior mo 1 cM® cram-
IOapTHEIX pacTBOPOB Bank(enanara ¥ ero MerTaGoNHTOB ¢ KOHIEHTpalmei
1 Mkr/cM®. PacTROpurTeNs ynanmot B Bakyyme. OCTaTok pacTBopsmoT B 1 cM®
cMecu Ne4 u nepeHOCAT Ha NMOATOTOBNEHHIHA matpoH (1. 7.2.2). Konby 06-
MBIBAIOT 1 CM3 cMecu Ne 4 ¥ cMBIB TOXe IepeHOCAT Ha NaTpoH. IIpoMeIBaoT
MaTpoH 5 em® cMecu Ne 5, amoar 0TOpachIBalOT. 3aTeM AMIOUPYIOT BanHde-
HanaT U MeTaboluTsl cMechlo Ne 6 co CKOpOCTBIO 1—2 KaIUId B CEKYHAY.
Ot6uparot ¢paknuu mo 2 oM, YIIapUBaIOT AOCYyXa, pacTBOPAIOT B 1 cM™ moa-
BIDKHOH ()a3bl M aHATH3HPYIOT 1O 1. 9.7.

@pakuu, cofepxalue BaludeHanaT ¥ MeTaboNuThl, 00BeNUHMOT H
BHOBb aHAIU3UPYIOT.

VeTagaBnuBaOT YpOBEHb BELIECTBA B 3JI0ATE, ONPENENAIOT HOIHOTY
CMBIBaHMA C NATPOHA U HEOOXOXUMEI IS OYHCTKY 00BEM IJMoaTa.

IIpumeyanue. JIpoBepky XpomaTorpagu4eckoro MoBEACHUS BEIMECTB Ha Ia~
tporax s TS cnexyer mpoBOAMTH 00A3aTEIEHO, MOCKOIBKY NPOQUIE BHIMBIBAHHS
MOKET M3MEHATBCA MPU HCTIONB30BaHUM HOBOM NIAPTHM NIATPOHOB M PACTBOPUTEINEH.

8. OrGop npo6 u xpanenne

Ot16op npo6 mnpoBoxMTCA B COOTBETCTBHH C «YHUUIMPOBAHHBIMH
NpaBHiIaMH 0TOOpa Npo0 CEMbCKOXO3AWCTBEHHOM NPOILYKUHH, HPOLYKTOB
IUTAaHUA U OOBEKTOB OKpYyXaromeH cpeipl Ui OIpeAeNeHHA MUKPOKONH-
4yecTB necTHIMaoB» (Ne 2051—79 or 21.08.79), a Take B COOTBETCTBHHU C
I'OCT P 31861—12 «Bopga. O6mue tpeGosanus K oT60py mpo6y»; TOCT
28168—89 «Iloussi. OT6op mpo6»; FOCT 32786—14 «BuHOrpa CTONOBBLH
ceexxuil. Texuuueckue ycmoBusn; 'OCT 7194—81 «Kaprodens crexuit.
[TpaBunia MPUEMKU X METOIBI ONpeleNneHus KadecTsa». OToOpaHHbIe NMPOOB!
XPaHAT 0 aHANK3a B TePMETUYHOM I/3 YNaKOBKe B MOPO3MWILHOH KaMepe IpH
—18 °C. IlpoOsI xapTodeis Nepex aHATHU30M, HE PA3MOPAXKMBAs, H3MEBYAIOT
Ha TepPKe WY B FOMOIeHU3aTOpE.

14



MVK 4.1.3410—16

ITpo6sI Aron BMHOTpaga XpaHAT JO aHAIM3a B I€PMETHYHO 3aKPHITOM
JBOHHOM INOJIMATIVIEHOBOM MaKeTe B MOPO3WIBHOM KaMepe NpH TeMIeparype
—18 °C B Teuenne 6 MecsueB. IIpoOsI BUHOTPAAHOTO COKA XPaHAT IO aHAIM3A
B FepMETHYHOI Tape B MOpO3WIBLHOH kaMepe npu Temneparype —18 °C B Te-
9YeHUe Mecalla, B XONONWIbHUKE NpH Temmeparype 0—4 °C B CTeKIAHHOMN
Tape ¢ IPHTEPTOi MpoOKoi B TeUeHHE HEJEMH.

ITpoGr1 BOAE! XpaHAT B XONOAMNbHUKE NpH TeMuepaTtype 0—4 °C B rep-
METHYHO 3aKphITOH CTeXIAHHOH Tape He Goree Mecsna.

JUIa IIMTeNbHOrO XpaHeHUs NpoOkI NOYBHI NMOACYLIMBAIOTCS IIPH KOM-
HaTHOM TeMIlepaType B OTCYTCTBHE NPAMOTO CONHEYHOro ceera. Cyxue Hod-
BeHHBIE 00pa3Lbl MOTYT XpaHMTLCA B TeueHue roja. I[lepen aHammsoM Cyxyio
TIOYBY HOBOJAT HO CTAHAAPTHOM BJIAXKHOCTH, IIPOCEUBAIOT Yepe3 CHTO € OT-
BEPCTHAMHE JuaMeTpoM 1 MM.

9. IlpoBenenue onpexeneHust

9.1. Onpeoenenue sanugpenanama, IR-5839 u
4-xnopben3oiinoil kKucnomsi ¢ 6ooe

U3 npo6r1 Boaer (100 M), mopkucneHHo 1o pH 2 MypaBBHMHO# KHCIIO-
TO#1, 0TO6MparoT 10 MJI ¥ HAHOCAT Ha HOATOTOBNEHHbIH matpoH Ne 1 (m. 7.2.1).
TIpoMBIBalOT NMaTpoH 3 cM> cMeck Ne 1 1 3 oM’ cmecu Ne 2. Dmoupyror 6 oM
cMec Ne 3, 3moaT cOGHPAIOT B KPYTIOAOHHYIO KONGY EMKOCTBIO 25 CM® H
YIIApUBAIOT JOCYXa Ha POTALMOHHOM HCIIapUTelie NIPU TEMIIEPAType He BhIle
40 °C. Cyxolf 0CTaTOK pacTBOPSIOT B 1 cM> MOABMXHON (ashl W aHAM3UDY-
oTHo 1L 9.7.

9.2. Onpeoenenue eanugpenanama, IR-5839 u
4-xnopben3oiinoi Kucaomsol 6 nouge

Hagecky nouss! (10 r) TOMELIAIOT B TOJMIPONIICHOBYIO nesTpudyx-
HYI0 NPOBUPKY BMECTHMOCTHIO SO cM®, N0GaRAMOT 3 cM® BObI, 8 T Ge3BOA-
HOTO CEPHOKHCIIOTO HATPHs, 2 I HATPHS XJIOPHCTOTO 30 CM® alleTOHHTPIIA.
ITpoGupKy IIOTHO 3aKPHIBAIOT, MOMEIIAIOT B NIEPEMEIIUBAIOIEE YCTPOHCTRBO
Ha 10 MuH, 3aTeM LEHTpUDYIHPYIOT. DKCTPAKT NEKAHTHPYIOT. DKCTPaKIMIO
TOBTOPSIOT eme pa3 ¢ 20 cM® aueToRuTpiIa. U3 06BeIMHEHHOTO KCTPaKTa
OTOUPAIOT WIMKBOTY, COOTBETCIBYIOLIYIO 1 I, MEPEHOCAT B KPYIIIOZOHHYIO
KOOy W ynapuBajOT HOCYXa Ha POTALMOHHOM BaKYYMHOM HCHapHTENe MpH
Temneparype 6ann He Boile 40 °C. Cyxo¥ oCTaTOK IOABEPraloT OYHCTKE Ha
natpone Ne 1 mo 1. 9.5.

9.3. Onpedenenue séanugpenanama ¢ 6omee,
KIAYOHAX Kapmodens u sunozpaoe

Hasecky pactutenbsoro Marepuana (10 r) TOMEIIAIOT B NIOAUNPONHILE-
HOBYIO HEHTPHUQYXHYIO NPoOMPKY BMECTHMOCTBIO 50 cM”, noGaBnguoT 8r
6€3BOIHOrO CEPHOKHUCIIOr0 HATpHA, 2 I' HaTpua xyopucroro u 30 cM™ anero-
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HuTpmia. [IpoGUpKy IUIOTHO 3aKphIBAIOT, NOMEIIAIOT B NEpEMELIMBAIOIIEE
ycTpolicTBo Ha 10 MMH, 3aTeM IEHTPHOYTHPYOT. DKCTPAKT ACKAHTUPYIOT.
DKCTpaKIMIO MOBTOPSIOT eule pa3 ¢ 20 cM” aueToHuTpWIa. M3 06beAuHEHHO-
rO 3KCTpaKTa OTOMPAIOT aJMKBOTY, COOTBETCTBYIOUIYIO 1T, IIEpeHOCAT B
KPYIJIONOHHYIO KOJIOY M YHapHBAIOT JOCYXa Ha POTAlHOHHOM BAaKyyMHOM
ucrapuresne npu reMuepatype 6asu He Beiue 40 °C. Cyxoif ocTaTok HoaBsep-
raoT OYHCTKE Ha narpoHe Ne 2 1o m. 9.6.

9.4. Onpedenenue ganugpenanrama é 6UHOZPAOHOM COKe

€/ICTaBUTENBHOI IPOGHI coxa 0TGHparoT 1 T, nobasisior 8 cM® Bo-
1, 1 cwrigp AUETOHMTPWIA M HAHOCAT Ha MOArOTOBJICHHEIH MaTpoH Nel
(r. 7.2.1). IlpoMbIBatOT DATpoOH 5 e’ cMecu Ne 2. DimoupyloT BanudeHanar
5cM® cMecr Ne3, smoaT cobUpaioT B KPYIJOJOHHYIO KONy €MKOCThHIO
25 cM® ¥ YHapHBaKOT IOCYXA HA POTAIHOHHOM ucrapuTesne NpH TeMIepaType
He Beiue 40 °C. Cyxo#f 0cTaToK pacTBOPAIOT B 1 c™® mopBIKHON (asel u
aHAIM3UPYIOT 1o 11 9.7.

9.5. Ouucmra na nampone Ne 1

Cyxoit ocTaTOK, HOXy4eHHbIH 10 1. 9.2, pacTBOpsIoT B 1 cM® aneToHHT-
pwia, n06aBoT 9 CM3 BO/IBI M HAHOCAT Ha NPEABAPHTENLHO KOHIMIHORK
poBaHHbIH naTpoH (1. 7.2.1). IIpoMeiBaroT naTpoH 3 eM® cmecr Ne 1 1 3 eM®
cMecH Ne 2, Bmoupylor 6 cM> cMecH Ne 3, 3IH0AT COBGHPAIOT B KPYTIIOAOHHYI0
KOGy €MKOCTBIO 25 CM’ M YNapHBAIOT JOCYXa HA POTALHOHHOM ucnapyesne
npu TeMnepatype He Boiure 40 °C. Cyxoif ocTaTok pacTBopsoT B 1 oM’ moz-
BIDKHOM ¢a3pl M aHIH3UPYIOT IO Im. 9.7.

9.6. Ouucmra na nampone Ne 2

Cyxoit 0CTaTOK, NOXYYEHHBIH o I 9.3, pacTBOPIOT B 1 oM® cmecu Ne 4
# HaHOCAT Ha IpeIBapHUTENbHO KOHIMIMOHUPOBAHHBIM NaTpoH (M. 7.2.2).
Konby omomackusaior eme 1 CM3 cmecd Ne 4, KOTOpBI Takke HaHOCAT Ha
niaTpos. I1aTpoH MPOMBIBAIOT 6 cM cMeck Ne 5, >moat oT6packiBaioT. Banude-
HATAT IOHPYIOT 5 cM’ cMecH Ne 6, a1moaT coﬁupatoT YNapURAIOT AOCYXa Ha po-
TAUMOHHOM BaKYYMHOM HCIapuTene Mpu TeMneparype 6anu He Boime 40 °C,
OCTaTOK pacTBOPSIOT B 1 cM® mozBrKHOM ¢azp! 1 aHANMIUPYXOT MO 1. 9.7.

9.7. Yenoeun xpomamozpauposanusn

9.7.1. Xpomamozpaguueckue ycrosus usmepeHusi COOepicans
eanugenanama u e2o memaborumos
Xpomaro-Macc-CIIeKTPOMETP, COCTOSIIHM U3 BEICOKO3h(GEKTHBHOTO KM~
KOCTHOTO XpoMarorpada i Macc-CrieKTpoMeTpa ¢ TPOHHBIM KBAIPYIIONEM.
AHanuridgeckas KoJNOHKa, 3anoiHeHHas copberrom C18 (100 x 2,1) MM,
2,2 MEKM. Temmepatypa KojoHKH (45 +1) °C. CkopocTh IOTOKa 3JIOCHTA
0,3 cM*/MuH. O6beM BBOZMMO NPOGH 2 MM,
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PexuM smoupoBanus i1 BadeHanaTa U ero MetaGOIUTOB — TpaIy-

€HTHBIH:
Bpems, MuH % A % B
0 30 70
3 90 10
4 90 10
4,1 30 70
5,0 30 70

Bpewms ynepxueanus 4-xnop6en3zoliHoi kucnotst — (2,7 & 0,1) muH; IR-
5839 — (3,0 £ 0,1) mMun; Banudenanara — (3,5 + 0,1) mun.
PexuM >MOHpOBaHuS JUIA Banu(eHanaTa — rpaXHeHTHEIM:

Bpems, MuH %A %B
0 30 70
2 90 10
3 90 10
3,1 30 70
3,5 30 70

Bpewms ynepxusanmni Banudpenanata — (2,9 + 0,1) mun.

9.7.2. Macc-cnexmpomempuyeckue ycnoeus usMeperut eanugenanama
u e20 memabonumoe

Tun noHHoro

HCTOYHMKA HESI (anextpocnpeif)
Pexxum cxanupo- MoHHTOPHHT 3a5aHHEIX peakuui (MRM)
BaHHA 4-x10p6eHzoiHO M IR-5839 panmudenanara
KHCNOTH
155—111 (xomaue- | 385—144 (xonuue- | 399—116 (xonuge-
CTBCHHBIIT) CTBEHHBII) CTBCHHBIH)
15535 (nonteep- | 385—186 (nop- | 399—155 (nonrsep-
SKIAIONIHIA) TBEPKAAIOLIUIA) K NATOILHAI)
385—116 (mon- | 399—144 (nonTeep-
TBEPXKTAIOLHI) KAL)
ITapamerps! paGoTsl HOHHOTO HCTOYHHKA
H CHUE 3 500, oTpunarens-
:cl']r%’:{”:mig, {/{a Has no?;xplxioTcnb 4 000, monoXUTENsHas MOJNAPHOCTh
Temneparypa
KoHyca, °C 250
CkopocCTh NOTOKa
rasa u3 KOHyca, 20
v /MuH
CkopocTh NOTOKa
pacnbLIAIOLEro 30

rasa, IM°/MyH
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Mpoposvikenne

Temneparypa
OCYIIAlOLIEro 200
rasa, °C
CkopocTh NOTOKa
OCyLIAIOMETo 30
rasa, M /MHH

10. O6paborka pe3y/IbTATOB aHAIN3A

KomaecTBeHHOE OINpesiesieHye NMPOBOJAT METONOM abCONIOTHOHM Ka-
mubposku. Conepkanue Banudenanara win ero Metabonuros B mpobe (X,
MI/KT') BBIYHCIIOT 10 hopMyre:

vV
X-——S,-K-F,rne

Sy — IIOLIaAk MHKa aHAKTA HAa XPOMATOTPaMMe UCTIBITYeMOro 00pasna,
(ycn. en.);

K - rpaxynpoBouHbiii k03¢ GdHIHEHT, HalIeHHBIH Ha CTafiuM NOCTpPOe-
HUA COOTBETCTBYIOLIEH IpayMPOBOYHOM 3aBUCHMOCTH;

V 06b€eM IIPOOEI, MOATOTOBIECHHON I XPOMaTOrpadiecKoro aHanu-
3a, oM’ 5

P — HaBecKa aHAIM3NPyeMOro o6pasia, T.

CopepikaHHe OCTaTOYHBIX KOJMYECTB Balu(eHanaTa WIM ero Merado-
JIMTOB B 00pa3lie BRIYUCIAIOT KaK CpelHee U3 ABYX MapalIeIIbHBIX OIpele-
JIEHUH.

O6pasiml, Jarouye MUK OONbIINE, YeM CTAHJAPTHBIN PacTBOp BayM-
¢enanaTa K ero MeTaboJIUTOBR ¢ KOHUEHTpalwueii 1,0 MKI/cM?, pa36aBisioT
NOABIXKHOM ¢azoi nyma BOXX.

CyMMapHoc coiepxaHue BamudeHanata B Boie wiu mouse (Xsyy,
MI/IM’ FIIH MIVKT) BEIGHCISEOT C YYeTOM METaG0JIHTOB:

Xsvar = Xyar + 1,04X;p 5839 + 2,55 Xpcpa, THE

Xya — conepxanue BaymgeHanara B npooe, MI‘/I[M WA MI/KT;
Xir-sg39 — comepxanye IR-5839 B mpobe, MI/aM® WK MI/KT;
Xpcpq — conepxanne PCBA B npobe, mr/av’ wiu Mr/Kr.

11. poBepka npHeMJIEMOCTH Pe3y.JILTATOB
HApPaJLIEILHBIX ONpPeXe/IeHHH

3a pe3ynbTaT aHaM3a NPUHUMAIOT CpefHee apuPMeTHIECKOe pe3yibTa-
TOB OBYX MAapaJUIeNILHLIX ONPEENeHHil, pacXoXIEHUEe MEXAY KOTOPHIMH HE
TNIpeBBILAET TIpeeNa MOBTOPIEMOCTH:
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2-|X, — X,|-100
————X<
X +X,
X}, X, — pe3ynpTaThl NapaiieJIbHEIX ONPeNeIeHHM, MI/KT;
¥ — 3HaueHHe Npefena nopropsieMoctu (v = 2,80,).

Hpﬂ HEBBINTOJIHEBUM 3TOT0 YCJIOBHA BBIACHAIOT NPHIHHB! ITPEBLIIEHU
npenena noBTOpsIeMOCTH, YCTPAHAIOT UX ¥ BHOBB BBIMNOJIHAIOT aHAIH3.

r,rne

12. Odopmnenne pe3yabTaATOB
PesynpTaT ananusa npeAcTaBiIAXOT B BUIE:
(;Y_' * A), Mr/kr npu BeposaTHocTH P = 0,95, rne
X - cpenHee apu@MeTHYECKOE Pe3yNBTATOR ONPE/ICICHUIL, PU3HAH-

HbIX IPUEMIIEMBIMH, MI/KT;
A — rpanvua abCOMOTHOM NOrPEUIHOCTH, MI/KL:

A=T00

J — rpaHHIA OTHOCHTEIHHOMN IOTPEIHOCTH METOMUKH (TI0Ka3aTelb TOY-
HOCTH B COOTBETCTBUH C JHANIa30HOM KOHIIEHTpaIui), %.

B ciydae ecnu copepXaHHE KOMIIOHEHTa MEHBIIE HYDKHEH IpaHUIBI
JMana3oHa OIpeleNIeMbIX KOHUEHTpaUuii, pe3yiabTaT aHain3a MpencTaBii-
IOT B BHJE:

«Cooepoicanue geujecmsa 6 npobe MeHee HUNCHell ZpAHUYbl onpedene-
Hua» (HanpuMmep: menee 0,01 mr/kr, rae 0,01 Mr/kr — npenen oGHapyXeHHA
Banu¢eHanara B BUHOTpaje).

13. KoHTpoJIb KayecTBa pe3yibTAaTOB M3MepeHH it

OnepaTuBHBIH KOHTPOJB NOIPEIIHOCTH ¥ BOCIPOM3BOTUMOCTH H3MEpe-
Huif ocymectBiserca B cootBeTcTBHM ¢ 'OCT P MCO 5725-1-6—02 «Tou-
HOCT5 (IPaBIWIBHOCTD U NPELM3HOHHOCT) METOZIOB U PE3YJIBTATOB H3MEPEHHIA.
13.1. CTabHIBHOCTh PE3yNbTATOB HM3MEPEHM KOHTPOIHPYIOT INepexn
NPOBENEHHEM H3MEPEHHH, aHANH3UPYS OJHUH U3 IPaXyUpOBOYHBIX PACTBOPOB.
13.2. TInanoBhIi BHYTpMJIAOOpaTOPHBIA ONEpPAaTHBHBIH KOHTPOJb IIPO-
LEyphI BHIIOJHEHHMS aHaIN3a IPOBOAMTCA C IPUMEHEHHEM MeToJa 106aBOK.
Bemmyuna nobasxy Cy JOIDKHA YIXOBIETBOPATH YCIOBHIO:

Co=A0,x+A, 18
+ A, x (£ Apx) — XapaKkTepUCTHKA NOTPEITHOCTH (a6COMOTHAs rorpeni-
HOCTbH) pe3yJIbTaTOB aHaNM3a, COOTBETCTBYIOLIAs COIEPKAHUIO KOMIIOHEHTA B

HCIIBITYeMOM 0Opasne (pacdeTHOMY 3HAYEHHIO CONEPXKaHHS KOMIIOHEHTa B
obpasie ¢ f0GaBKOM COOTBETCTBEHHO), MI/KT, IIPH STOM:
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A,=10,84 A, rae
A — rpaHHIIa aGCOMOTHOH NOTPEIHOCTH, MI/KI:

J — IpaHHLA OTHOCHTENbHOM IOrPEUIHOCTH METOMUKM (ITOKa3aTeNsb TOY-
HOCTH B COOTBETCTBMH C HHANA30HOM KOHIICHTpanuit), %.
Pe3ynpraT KOHTpONsA NMpoueypsi K pacCYMTHIBAIOT 10 opmye:

K.= X'-X-Cs, e

X', X, C; — cpenHee apH(MeTHIECKOE PE3yNBTATOB napajsIenbHBIX
onpenencHui (IpU3HaHHBIX NPHEMIIEMBIMU NO 1. 11) comepkaHMa KOMIIO-
HeHTa B obpasiie ¢ J00aBKoH, HCIEITYeMOM o6pa3lie, KOHIeHTpalus Jo6aBKu
COOTBETCTBEHHO, MI/KT.

HopMmaTtu xoHTpo1 K paccYnTHIBAIOT 1O GopMyie:

K= \]A:,x' + AL« 0y

IIpoBoAAT CONOCTaBNECHHE pe3yibTara KOHTpoNs mnpoueayps! (K,) c
HOpMaTHBOM KOHTpoJsi (K).

Ecyu pe3ynbTaT KOHTPONS NPOLENYPbl YIOBIETBOPSET YCAOBHIO

IKd < K, 2
npoLenypy aHalH3a NPU3HAT YAOBIETBOPUTEIEHOMN.

Ilpy HeBBINOJAHEBMM YcJOBUA (2) Npouemypy KOHTPOJS NOBTOPSIOT.
[Tprt MOBTOPHOM HEBBINOJHEHHH YCIOBMA (2) BBICHAIOT TPHYMHBI, IIPHBO-
JSIHe K HEYAOBISTBOPUTENBHbIM Pe3yNbTaTaM, H NPHHUMAIOT MEpHl K HX
YCTpaHeHHMIO.

13.3. TlpoBepka NpHUEMIIEMOCTH PE3YJIbTATOB U3MEPEHHM, MONYYCHHBIX
B YCJIOBHAX BOCIIPOU3BOIUMOCTH.

PacxoxueHue MexIy pe3yibTaTaMy W3MEpPEHHMI, BBINOMHEHHBIX B IBYX
pasHbIX JTa60OpaTOpHAX, HE JOJDKHO IpEeBHIIATH Ipefesa BOCIPOHM3BOAUMO-
crt (R):

21X, — X,|-100
X+

X}, X5 — pesynbTaTel iBMepeHuii B ABYX pa3HEIX NabopaTopHsX, MIVKT;
R — npegen BOCTIPOM3BOAMMOCTH (B COOTBETCTBHHU C ANANa30HOM KOH-
LieHTpaumii), %o.

<R,rme 3)
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