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4.1. METOZIbI KOHTPOJIAL. XUMHWYECKHE ®AKTOPBI

Onpenenenne 0CTATOYHBIX KOJUYECTB
MedeHNMPAMITHIA B Macile KYKYPYy3bl METOAOM
KANWLISIPHO ra30KMAKOCTHOM XpomaTorpadpun

MeTtoauueckne yKazanus
MYK 4.1.2478—09

Hacrosmue Meroauueckye yKa3aHis yCTaHABIHBAIOT METON KallAILip-
HOIl ra30XHMOROCTHON XpoMaTorpadyy I ONMPENCICeHHs MacCOBO KOHIIECH-
Tpauuu Me)eHIMP-AMITAIIA B Maclie KyKypy3sl B Huamna3one 0,1—1,0 mr/kr.

Haspanne semectsa no UCO: Medennup-ausTun

Hazssaune Bewectsa no MIOTIAK: Huatun (RS)-1-(2,4-muxnoppenun)-
5-Merun-2-nupasonus-3,5-auKapbokcunar
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Ci6H15Cla N2O4
Moun. macca: 373,2

Benoe KpUCTA/LIMYECKOE BEUIECTBO CO CNaOBIM HECTIEHM(pHYECKUM 3~
naxom. Temneparypa nnasnexus: 50—52 °C. Jamnenue nmapos npu 20 °C:
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6,3 x 10> MITa. Koaduwaent pacnpenencuus w-oxranon/soma: Kou log
P =3,83. Pacteopumocts (B r/am° pactBopuTens) npn 20 °C: auetos > 500,
ronyon > 400, stanauerar > 400, meraHon > 400; pacTBOpMMOCTb B BOZE
20 mr/mm’.

BemecTBo rHAPOAN3YETCA B KHCJIOTAX Y LIeo4ax.

PaspyinaeTcs npu oGNyueHHH BOAHOTO PacTBOpPa COJIHEYHBIM CBETOM:
I[rrso = 2,9 AHA.

B nouse B a3poGHbIX yciioBusax OsicTpo paspymaerca: I Tsp< 10 mHei.

Kpamxan mokcuxonozuueckan xapakmepucmuxka

Octpas nepopajbsHas TOKCHYHOCTb (LDsp) st kpbic > 5000 mr/xr; oct-
pas nepmanbHas TOKCHIHOCTB (LDso) wia kpeic > 4000 mr/kr; ocTpas HHra-
nsupoHHas TokcwdHocTh (LCs) ans kpeic > 1320 mr/m® Bosnyxa. Megen-
MMP-AUITHI HE OKa3blBaeT Pa3lipakaloIiero ACHCTBUA HA KOXY H CIH3UCTYIO
0005104KYy [/ia3 KPOJIMKA, HE O0JlaliacT MyTareHHbIM B TEPATOTEHHbIM 3¢ dek-
tamu. s nru, maen, pei6, NoXAEBbIX YepBell X BOROPOCel MATOTOKCHIEH.

Furuendueckne HOPMaTHBLL JUIA Me(eHITHp-AudTINA B Poccnu:

JACH - 0,1 mr/kr macchl Tena uenosexa; MJIIY B macne Kykypysst -
0,2 Mr/xr.

Obnacme npumenenus

MedeHnup-An3THII SBIAETCT aHTHAOTOM W HCTIONb3yeTcs s ocnabne-
HHA (UTOTOKCHYECKOrO HAEHCTBHSA HEKOTOPBIX repbMIHA0B (B TOM 4HMCIC
CyIb()OHHAMOUEBHH) HA KyNbTYpHble pactexHus. Ilpmmensercd B Poccuu B
KAYECTBE AHTHAHOTA B COCTaBE CMECEBBIX IepORIIMIHBIX NPenapaToB, NpeaHa-
3HaYCHHBIX WA GOpHOBI C OMHOJNETHHMH W MHOTOJNETHHMH [BYAOJIBHEIMH
COpPHBLIMH PacTeHWIMM B IOCEBaX 3epHOBHIX KOJIOCOBEIX KYJLTYP H KyKypy-
361, C HOpPMOI pacxona 12,5—25 r a.B./ra.

1. MerpoJioruyeckasn XapakrepucTHKA MeToAa

INpu cobmoneHUH BCEX PErNaMEHTHPOBAHHLIX YCIOBHIH NpOBEACHMS
aHalM3a B TOYHOM COOTBETCTBHHM C AAHHOM METOAMKOM morpewHocTs (M ee
COCTaBISIOIINE) PE3YNHTATOB H3IMEPEHHI NMPHU JOBEPHTENBHOM BEPOATHOCTH
P =0,95 He npeppiniaeT 3HaYeHnH, NPUBEACHHBIX B TabN. 1, AIs cooTBETCT-
BYIOIIIAX AMANa30HOB KOHLIEHTPALHA.

TonHoTa HM3B/IEYEHNA BEUIECTRA, CTAHAAPTHOE OTKJIOHEHHE, JOBEPU-
TeNbHbIH WHTEPBAN CPENHEro pe3ynbTaTa AIfd NMOJIHOrO AMarna3’oHa KOHLECH-
Tpauuli (n = 20) npuBeneHs: B Tab. 2.
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Tabnuua 1
MeTpoaorayeckue nNapaMeTpobt
Tokasarems Toy-

Ananusn- | Jipareson onpe- | woctv (rpammua m Tlpenen Hpenc;
pyeMbI | JHEISEMBIX KOH- | OTHOCHTENTLHOM ToBTOPsEMO- | TOBTOPAC~ Bocripo
obbexr | uenTpatmit, Mr/ir| norpeumocT), o pu.y Mmocty, r, % m"l’?’;m

*6.% rah (4 s /0
yKypysa

MBCHO0) 6onee 0,1 no 1,0 25 2,3 6,4 10,0

Tabnuua 2

IonHoTa HIBJIEYEHHR BeWIECTBA, CTAHARPTHOE OTKJIOHCHHE,
JOBEPUTENbHBIA HHTEpBaA CpeaHero pesysakTaTa asn n =20, P= 0,95

Merponoruueckue napamerpss, P = 0,95, n =20
Anaiiag- Jnanasonr | Cpemuee
pyemsii ogi‘;enwe_ onpenenaMpIX | sHavenue Emg;’:{gc }ﬁ?ﬁ”pme’:;l
obsexT s I:‘Y;?Kr KONuenTpa- |onpenene- So muep%
’ wait, /e | ams, % » 70 cpeanero,
g;yggg,g“ 0.1 01—10 | 884 3.3 £3,0

2. Meroa n3mepennii

MeTosnka ocHOBaHa Ha onpejeNeHUH MedeHnHp-AMITHIA C ITOMOLIbIO
KanwuIpHo# razoxunxocTHoit xpomarorpaduu (IXX) ¢ anekrpoHosaxsar-
HeIM peTtexTopoM (D31). Koutpons Medennap-npoTHNa B obfpasnax Kyky-
Py3HOro Macna OCYIUECTBIACTCK M0 COASPIKAHMIO BELIECTBA ITOCHE 3KCTPaK-
IUH €ro H3 MacAa BOAHBIM METaHOJOM, OYHCTKH IKCTPAKTA ITyTEM pacnpese-
JleHWs AeHCTBYIOMIEro BEIIECTsa MEXIY HECMEITHBAlIOMMMHCA PacTBOPHTeE-
JIIMH H Ha KOJJOHKE C CHJIMKareJsieM.

KonnuectBeHHOE OIpe/esieHne NPOBOAHTCA MeTO/IoM abconioTHOM Ka-

Jin6poBKH.

3. Cpeacraa n3mMepeHHii, BcnoMorarebHbIe YCTPOKCTBa,
PeaAKTHBLI B MATEPHAJIDb

3.1. Cpedcmea usmepenuii

I"azoBstii xpomarorpad «Kpucrann 2000M» ¢ 33J1 Howmep Iocpeectpa
(CKB «XpomaTtak», Poccus) 14516—95

Bechl ananatHyeckue BJIA-200 I'OCT 24104
Becs! naboparopssie o6ero HasHauenus ¢
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HaubonsinuM npefesnoM 3pewrnsanus 1o 500 r
U IPeZIeNioM JIoycTHMoi norpermHocty 0,038 r
Kon6si MepHEie BMecTiMOocThIO 2-100-2, 2-1 000-2 T'OCT 1770

Meph! Macchl rocCT 7328
IMunerku rpafyMpoBaHHbie 2-I0 KI1acca TOYHOCTH

BMecTUMOCTHIO 1,0; 2,0; 5,0; 10,0 oM’ TOCT 29227
TTpobupku rpagyHpoBaHHble ¢ MPHULTH(OBAHHORK

ITpo6koii BMECTUMOCTEIO 5 cM> IroCT 1770
Llunueapel MEPHBIE 2-r0 KJIACCa TOYHOCTH

BMecTuMOCTBIO 25, 50, 100, 500 1 1 000 cM® TOCT 1770

JlormyckaeTcsl uCNoNL30BaRNe CPEACTB M3IMEPERMSI C AaHATOTHYHBIMK WITH
JIUINHMH XapaKTePHCTHKaMH.
3.2. Peaxmugnt

MepeHnup-au3Tu, aHATWTHYCCKHIE CTanaapT
¢ collepxaHHeM aeiicTBylomero semecrsa 98,0 %
(Baitep, I'epmanm)

Bopna 6naucTwmmposaHHas Wi JeMOHU30BaHHAsA TOCT 6702
n-l'ekcan, x4 TV 6-09-3375
MeTuneH X10puCThiil (AUXJIOpMETaH), X4 TOCT 12794
MeTunosniit cuupr (MeTaHON), X4 T'OCT 6995
Harpwuit cepHokucIbii, 6e380aHbIH, X4 I'OCT 4166
Hatpuil XTOpHCTBIH, X4 I'OCT 4233
Drwiosstit 3¢Up YKCYCHOM KHCIObL, 4 r'OCT 22300

JoilyCKaercs HCIOIB30BAHHE PEAKTHBOB HHBIX IIPO-
H3BONUTENCH ¢ aHaOrudHol win Holiee BHICOKOH
KBasinguxaumet.

3.3. Bcnomozamensivie ycmpoiicmea, Mamepuansl

A30T razoobpasustif (6asuton), ocy I'OCT 9293
BaHHa ynbTpasBykoBas, moaesis D-50,

¢upma Branson Instr. Co. (CILIA)

BOpOHKH JIeNHTENbHBIE BMECTHMOCTbI0 100 om® I'OCT 25336
BopoHku koHycHble AHaMeTpoM 30—37 MM I'OCT 25336
Kon6ht kpyriiogonHste Ha wmHge

BMecTRMOCTBIO 100 oM’ roCT 9737
Kon6rl M10CKOHOHHBIE BMECTHMOCTBIO 250 cM’ roct 9737

Konoxka kBapuesas xanuuispHaa ZB-1,

IuriHO# 20 M, BEYTpeHHAM AnaMeTpoMm 0,32 MM,
TONIIMHA TWICHKH 0,5 MKM, HenoBivKHas ¢asa SE-30,
¢upma Phenomenex (CILIA) Hny aHaOrHYHAA
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Kononka xpomarorpapuveckas CTeIAHHaA,
JUTHHOM 25 CM U BHYTPeHHMM JHameTpoM §—10 MM
Hacoc BogocTpy#Hbiit BaKyyMHBIH I'OCT 10696
PoTauuorHEI# BakyyMHsi# ncnapurens HP-1M
A4 POTAUMOHHBIA BAKYyMHBIH uCiapuTess B-169
¢upmbr Buchi (LIseimapus) TV 25-11-917-74
Cwmkarens 60 (0,063—0,2 MM) 1S KOJIOHO4YHOK
xpoMarorpaduu (Mepk, lepmanns) I crenenu
AKTHBHOCTH
Craxanb! XuMirgeckue BMecTuMocTsio 100 1 500 cm T'OCT 25336
Creknosara
VcT1anoBKA Jy1s TEPEroHKH pacTBOpHTE el
DHILTPET GyMaKHBIE (KPaCcHas JICHTay, 06e330/CHHEIE
nny GUALTPEL B3 XpoMarorpaduyeckolt Gymarn
Barman 3MM TV 6-09-2678—77
1lentpudyra T-23 (Janetzki, 'epmarus) unu
aHAIOTM4HasA
HInprau ans BBoAa 06pa3nios /mis ra3oBoro
xpomarorpaga sMecTuMOCTEI0 1—10 MM® (Hamil-
ton,CHLIA)
JloryckaeTcs HCONL30BaHKE CPEACTB U3MEPSHHA C AHANOTHYHBIME HITH
JTYYTIHMH XapaKTEPHCTHKAMH.

4. TpeGoBannsg GezonacHocTH

4.1. [1pu srmoNHenuy HiMepenuit HeoGxommMo cobmonars TpeGosanus
Texuuku GesonmacHocTy nipu pabore ¢ xumuyeckumu Bewectsamu mo FOCT
12.1.007, TpeboBanus EKTPOOE3ONACHOCTH IIPA paboTe ¢ 3MEKTPOYCTaHOB~
kxamu 1o FOCT 12.1.019, a Taxke TpeGoBaHuUA, U3JI0XKEHHBIE B TEXHHYECKOU
JIOKYMEHTalluM Ha ra3oBhlii xpomarorpag.

4.2. TloMemenue JOIXHO COOTBETCTBOBATH TpeGoBaHMAM noxapoGe3o-
nacHocTy 1o F'OCT 12.1.004 u nMeTs cpesictBa noxaporymenns no FOCT
12.4.009. CopepikaHHe BPEAHBIX BEIIECTB B BO3MYXE HE JOJDKHO IPEBBIIATE
HopM, ycranosienHbiXx I'H 2.2.5.1313—03 «IIpenenbHo AOMyCTHMBbE KOH-
uenrpauuy (1K) Bpexausix BemecTs B Bo3ayxe paboueii 3ombl». Opranusa-
ia o6yuenmna paboraukoB 6esonacrocty Tpyaa no F'OCT 12.0.004.
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5. TpeGoBauns k KBaAH(PHKAIHH ONEPATOPOB

K BbinonHesnio #aMepeHnli NONyCKaloT CEeLHATHCTOB, HMEIOIMX KBa-
nudukannio He Hwke 1abopaHTa-MCCNSNOBATENs C ONBITOM paboTE HA raso-
BOM XpoMaTorpage.

K nposenennio npoGONOATOTOBKY HOIMYCKAIOT ONeEpaTopa C KBamupu-
Kanuedi «1abopaHT», HMEIOIEro ONEIT paboThl B XUuMH4eckoit nabopaTopuu.

6. YcaoBua namepensi

[pH BeITONHERUA N3MEPeHUi COBMIOAAIOT CEKYIOMHE YCIIOBHA:

® pouecCH NPUTOTOBJICHUS PACTBOPOB M NOATOTOBKM Npob K aHanysy
NPOBOJAT NMPH TeMNepaType Bosayxa (20 £ 5) °C 1 OTHOCHTENBHOM BJIAXHO-
cti He Goaee 80 %.

e BRITIONIHEHUE M3MCPEHHN HA ra30BOM Xxpomarorpade NpoBOAAT B ycC-
NTOBHSX, PEKOMEHAOBAHHBIX TEXHHYECKOH JoKyMeHTauHeH k npubopy.

7. Hloarorosxa K BbIIOJHEHHIO H3MEPCHRH

HsMepenusM NpeAUIeCTBYIOT CICAYIOLIME ONEPALMY; OMHUCTKA OPraHH-
ueck#x pactsoputeneil (npd HeOGXOAMMOCTH), TIPHTOTOBJIEHHE PAacTBOPOB,
KOHAMUAOHHPOBAHHE XPOMATOIPAHYCCKON KONOHKH, YCTAHOBNGHHE rpa-
IyYpOBOYHON XapaKTepHUCTHKH, TONTOTOBKA KOJIOHKK C CHIIUKAre/eM.

7.1. Ounucmia opzanuyeckux pacmeopumeneli

7.1.1. Ouucmka n-2excana. PacTBOpUTCAb NOCNENOBATCALHO NPOMBIBA-
JOT NOPUMSIMH KOHUEHTPUPOBAaHHOW CEPHOM KHCJIOTH A0 NpekpameHus ox-
palIMBAHUA €€ B JKEATHUA LBET, 3aTeM BoRoH 1o HefTpasbHOM peakuuu npo-
MBIBHBIX BOA, NICPErOHMIQT HA NOTAILUOM.

7.1.2. Osucmka smurayemama. ITUNAUCTAT NPOMLIBAIOT MOCAEN0Ba-
TebHO 5 %-M BOUHbIM PacTBOPOM KApOOHATA HATPHA, HACBIMEHHBLIM pac-
TBOPOM XJIOPHCTOTO KalibLuid, CyluaT Haj 6c3BOJHBIM KapOonaToM Kanus M
NepEroHsioT.

7.1.3. Ovucma cunuxazenn. Camaxarens 60 (0,063—0,20 MM) mns ko-
JIOHOYHOH XpoMmarorpa(puu BCTPAXURAIOT ¢ ABOHHBIM 00BLEMOM OYHILEHHOTO
aueToHa M 3aTeM QWILTPYIOT Ha BOpOHKe bloxHepa uepes GyMakubiii
¢wibTp. Cunvkarens Ha GunsTpe npombiBaior 1,5 o6bemMom aierona 1 3aTeM
BLICYymuBaloT Npu Temueparype 130 °C B Tedenue 5 u.
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7.2. ITa020moeKa KoAOHKU C CUAUKAzeNeM
ONA oNuCMKU IKCMpaKma

HmxHIOW 9acTh CTEKIAHHOH KOJNOHKH JUIMHOH 25 CM H BHYTPEHHUM
anamerpoM 8—10 MM ynIOTHAIOT TAMIIOHOM M3 CTEKJIOBATHl, MEJIEHHO BEI-
JIMBAIOT B KOJIOHKY (NPK OTKPHITOM KpaHe) CYCNEH3uio S r chaukarens I cre-
NeHH akTHRHOCTH B 20 cM® rexcana. JIaloT pacTBOPHTEMO CTEYL X0 BEPXHEIO
kpast copOeHTa W NOMENaloT HA Hero cioif 6e3BoxHOro cym,cbara HaTpuia
BbicoTol 1 cM. Konosky nocnemoBaTelbHo npommaxor 20 cM® cmecH rex-
can-sTinanerar (8 : 2, no o6beMy) U 20 cM® FeKcaHa CO CKOPOCThio 1—2
KaIUIM B CeK., NI0CIe Yero oHa roTosa K pabore.

7.3. IIposepka xpomamozpaPueckozo noeedeHun
MEERNUP-0UIMUNG A KONOHKE C CUNUKazenem
B xpyrinonoHHyio kouaby BMecTHMOCTbIO 10 cm® momemator 0,1 cm®
rpagyupoBodroro pactsopa Ne 1l medeHnup-ausTHNa C KOHLEHTpauueR
10 Mxr/cv® B rexcane (nn. 7.8.2), pacTBop ynmapMBalOT KOCyXa, OCTaTOK pac-
TROPSIOT B 3 ¢M’ rekcaHa, TOMEMAs B yNLTPasBYKOBYIO BaHHY Ha 1 MHH.
PacTBOp HBHOCAT Ha KONIOHKY, NOATOTOBJNEHHYIO 110 1I. 7.2. IIpOMEIBAIOT KO-
nouky 50 cm® cMecH rexcaH-atwiaueTar (95 : 5, o 06BEMY) CO CKOPOCTHIO
1—2 kamm B cexyHay, 3moar oT6pachBAIOT. 3aTeM KOJIOHKY IIPOMbBIBAIOT
60 cM® cMecw rexcam-stHnauetar (8:2, no o6wvemy). ®pakuponno (mo
10 cM®) 0T6HpaIOT 3MI0AT, YNAPUBAIOT AOCYXA, OCTATKH PAacTBOPMIOT B 2 cM®
rekcaHa, MOMeWas B y/ibTPa3ByKOBYIO BaHHY Ha | MUH., N aHAIM3UDYIOT Ha
coaepxanne MeheHnup-adTIIA 1o 1. 9.4. OpakiuH, coaepxauige MegeH-
[IUP-IMOTHUR, OOBENUHMOT M BHOBh aHAMM3MPYIOT 1o N. 9.4. PaccuwrhiBaioT
COEPXKAHHE BELIECTBA B 3J10ATE, ONPEUEIIOT NOJHOTY CMBIBAHHA C KOJIOH-
K4 4 HeOBX0AMMBIH [t OUMCTKH 0GbEM IMOEHTA.

Npumeuantc. IIpodunn BeiMLIBRHHA MEPEHNUP-AUITHIIA MOXKET MCHATLCA NPH
MCTOAB30BAHMH HOBOI NapTHH coplenTa MK pacTsopuTeneh.

7.4.110020mo6Ka u KOHOKKUORUPOBAHUE
XpomamozpaguyecKots KONOHKU
KanunnspHyio KBapuesyio xonoHky ZB-1 (tuna SE-30) ycranasnuBaioT
B TEPMOCTaT XpoMmarorpaa W, He NOACOEAMHAS K AETEKTOPY, KOHAULHMOHH-
pytor npu remnepatype 270 °C u ckopocTH rasa-HoCHTENs 2 CM /MUH B Teue-
nue 8—10 .
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7.5. IIpuzomoenenue zpadyuposouHsiX pacmeopos

7.5.1. Hexodnwiii pacmeop Megennup-Ousmuna Ons epat)yupoercu (xoH-
yenmpayua 100 mxz/cm’). B MepHy10 Konby BMECTHMOCTBIO 100 oM’ nome-
mawt 0,010 r medenmup-aurTina, pacteopmior B 40—50 cm® rexcaua, mo-
BOJAT reKCAaHOM 1O METKH, TILATEILHO NepeMeiMBAaIOT.

PacTBop XpaHaT B MOPO3H/ILHOM KaMepe NP TeMNEpaType He Bhlmue
- 18 °C B TeueHue Mecsla.

7.5.2. Pacmegp megpennup-ousmuna Ne 1 ons zpadyupocru (komnyen-
mpayus 10 mxe/cm’). B mepHyto xonby Bmectumocteio 100 cm® nomema!or
10 cM® scxonHoro pacTBopa MetheHTmp-AusTINA C KOHUeHTpauueit 100 mxr/em’®
(. 7.5.1), pas6GaBIAOT reKCaHOM HO METKH. 3TOT PacTBOp HCHOMB3YIOT I
OPMroTOBJICHUA paGoyYnX rpamyHpPOBOUHBIX pacTBOPoB NeNe 2—5.

Jna ppurorosienus npo6 Maciia ¢ BHECEHHEM NPH OLEHKE MOAHOTH
H3BJICYCHH MEQCHNIMP-ZMITHNA M3 MCCIEAyeMbIX 0o0pasloB HCOONB3YIOT
reKCaHOBEIH pacTBOp Me(EHIUP-AU3THIIA C KOHUCHTpaIWe# 2 MKr/cM”,

T'pamynposounniif pactBop Ne 1 xpausaT B MOPO3MIbHOM Kamepe npw
TeMmeparype He Beiige —18 °C B TeueHue Mecana.

7.5.3. Pabouue pacmeopvut NeNe 2—5 mepennup-dusmuna ons zpadyu-
poexu (kouyenmpayus 0,02—0,20 mxe/cr’). B 4 MEpHBIE K0j1I0bI BMECTAMO-
cteio 100 cv” nomemaior 0,20, 0,4, 1,0 u 2,0 oM’ rptu?'uponoqnoro pactsopa
Ne | MeeHnHp-aM3THNA C KOHUEHTpauuei 10 mxr/cMm™ (0. 7.5.2), noBogsT a0
METKH IekCaHOM, TUIATENbHO NEPEMEILMBAIOT, NIONYyYaloT paboyue pacTBOph
NeNe2—5 ¢ xoHmewtpaimedi wme¢ennup-mmotna 0,02, 0,04, 0,1 m
0,2 MKI/cM® COOTBETCTBEHHO.

PacTBOpBI FOTOBAT HENOCPEACTBEHHO NEPE UCIIONE30BAHHMEM.

7.6. Yemanosnenue zpadyuposounoii Xapaxmepucmuxu
I'panyHpoBOUHYIO XapaKTEPMCTUKY, BHIPAKAIOULYI0 3aBUCHMOCTh IUIO-
magu nmca (MB:c) OT KOHUGHTpauMH MedeHnHp-AMITHIA B pacTBOpe
(mxr/cm?®), YCTaHABJIMBAIOT METONOM abCoNOTHON KannbpoBkH Mo 4-M pac-
TBOpaM /U1 IPanyHRPOBKH.
B wrkexTop Xpomatorpaga BBOAAT N0 1 MM’ KaXkI0ro rpaxyHpoBOYHO-
ro pacreopa (. 7.5.3) ¥ aHaM3MPYIOT B YCJIOBHMAX XpoMarorpa(upopaHHA
no n. 9.4. OcyumecTBAIOT He MeHee 3-X MapajuieibHbIX HIMEPCHUHM.

8. O16op u xpauneune npobd

Ot6op npo6 NMPOM3BOAMTCH B COOTBETCTBHM C «YHUHMIMPOBARHBIMH
npasuwiamu ot6opa npoG CensCKOXO3sHCTBEHHON NpPOXYKIHH, NPOXYKTOB
NATaHNg B OOBEKTOB OKpY)KAIOIIeH cpempl LIS ONpeleNeHns MHKPOKOJIM-
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yecTB necTuumaos» (Ne 2051—79 ot 21.08.79) n npasunams, onpexeneH-
oMl TOCT 10852—86 «Cemena macnuunbte. [IpaBuna npHeMKH H METOXBI
otGopa npoby.

Macno XpaHAT B CTEKIAHHOH WM TOJMITIIICHOBOM Tape B XOJNOAUNb-
HEKe npy TeMueparype He Beinie 4 °C He Gonee 3-x mecsaues. B HexoTophix
CITy4asiX Macjo MOMY4aloT U3 3epHa KYKYPY3Rl SKCTpakuuel opraHHyecKuMu
HETIONIAPHBIMA PacTBOPUTENAMH (TIETPONEHHBIH U IUATWIOBKIN 3DUpPbI) He-
[IOCPEICTBEHHAO NEPE NPOBEACHHEM aHAIU3A.

9. BuinosiHenHe onipeneneHust

9.1.9kcmparyus meernup-ouzmuna

K obpasiy macia Maccoll 5 r, BHECEHHOr0 B KOHUYECKYI0 Koiby BMe-
crumocTsio 250 em®, goGasismor 40 cM® cMecH MeTanon-B04a (8:2, no 06%-
eMy) H konfy MoMelaioT Ha BCTPAXMBATENb Ha 30 MUH. OMYNECHIO LEHTPH-
¢yrupyror 5 MuH npH 6 000 g B OTRENAOT BOXHO-METAHONLHYIO (a3 3y One-
pawio KCTpakUuy Maciarolt a3kl MOBTOPAIOT, HCIONL3ys 40 cM™ CMecH
Metanon-soza (8 :2, no o6reMy), M OTACHAIOT BOXHO-METAHONBHYIO (asy
ueurpudyrupopanmeM.  Hamepsaror  obbem — obpeausensodl  Bopn-
HO-MeTaHoNbHOH a3y, 0TOHpatoT 1/5 obvema 310t daser (3xupanentna 1 r
06pa3sita) M NEPeHOCAT B KpYIIoNoHEYio koiby BMecTuMocThio 100 cm®. Jla-
Jiee MPOBOAAT 0FHCTKY 3KCTpaKTa no 1. 9.2.

9.2. Oxucimia IKcmpaKma nepepacnpedenenuem 6 cucmeme
HeCHeWneauiuxca pacmeopumeneii

OKcrpakT, nomyyeuani no n. 9.1 u nmomemenHsl B KPyrioAOHRYIO
xonby, ynmapMBalOT Ha POTAIMOHHOM BaKyyMHOM HCnapHTele HO BOIHOFO
ocrarka (1,5—2 cm”) pu temnepatype 40 °C. K BonHOMY ocTaTky nmpu6aB-
AWOT 15 cM® HACHIMIEHHOTO PacTBOpa XNOPHIA HATPHA, NepeMeInBaioT U
NEPEHOCAT B Jxenmenwyro BOPOHKY BMecTHMOCThIO 100 cM®. B BOpOHKY
sHocAT 10 cM’ XJIOPHCTOTO METHJIEH, HHTCHCHBHO BCTPAXMBAIOT B TEUCHHE
2 muH. [Mocne pasnenenus ¢a3 HKHUN opranudeckuil ciolt GunbTPYIOT Ye-
pe3 cioit Geanounoro cynbaTa HaTpUa B KPYIJIOROHHYIO KOGy BMeCTHMO-
crei0 100 cm’. Onepaumo 3KCTPAKUMH BOAHOR (a3bl MOBTOPAIOT elle ABaX-
Zmt, McTIoNb3ya no 10 oM’ xsioprcToro Merriena. O6bEIHHEHHYIO OpraHHYe-
CKy10 (ha3y, NpOMyLISHHYIO 4epe3 cioit cynbdara Ha TPy, YIAPHBAIOT AOCYXa
Ha POTAUMOHHOM BaKyyMHOM HMcnapurese npu temmeparype 30 °C u noasep-

raloT AONOJIHUTENBHOM OYHCTKE Ha KOMIOHKE C CHIIMKareieM 1o 1. 9.3,
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9.3. QuucmKa IKCMpaxma Ha KONOHKE ¢ CURUKAzZeneM

Cyxoit omrox B KpyrnofoHHoH konGe, noiyyenusi#i no m. 9.2, pac-
TROPROT B 3 CM’ IeKCaHa, NOMEWA B YILTPasBYKOBYIO BAHHY HA | MMH.
Pacmop HaHOCAT Ha KOJIOHKY, NOAToTOBNEHHYI0 1o 1. 7.2. Konby obMsiBaloT
5 cM’ cMecH rexcan-sTnaneTar (95 : 5, o 06bEMY), KOTOPHIE TAKKE HAHO-
CAT HAa KONOHKY. KOJIOHKYy npOMBbIBAIOT 45 CM™ CMECH IeKCaH-3THIALETaT
(95 : 5, mo o6nemy) co ckopocThio 1—2 Kaunm B CexyHRy, amoa'r ot6pach!-
pator. Medeunup-qusTin  smoupyior ¢ KonoHku 50 cm’ cMecu rek-
cag-oTHnaueTar (8:2, no obnemy), coGupan 3M0aT HENOCPEeICTBEHHO B
KPYrIOZIOHHYIO KonGy BMecTHMOCTbi0 100 cM’. PacTsop ynapusaioT nocyxa
Ha POTALMOHHOM naxyyMﬂom ucrapurene npu temneparype 40 °C. Cyxoit
OCTATOK PACTBOPAIOT B 5 CM” rexcaHa, oMellad B YIbTPa3ByKoByiO BalHY Ha
1 MuH, R aHAIMIUPYIOT Ha coaepxaHne MedeHmup-AU>TANA No 1. 9.4.

9.4. Ycnoeun xpomamozpagpuposanun

T'asosnit xpomarorpad «Kpucrann 2000M» ¢ 371EKTPOHO3AXBATHLIM Jie-
TEKTOPOM ¢ NPEAEIIOM ACTEKTHPOBAHMA 110 IMKAANY He Briuie 8,2 x 10™%r/em’,

Kononka xanwnapxas ksapuesasn ZB-1, nmana 20 M, BHyTpenHuit ava-
metp 0,32 MM, Tonmuuxa niaenkn 0,5 MkM, HenoxsHxkHas dasa SE-30, ¢pupma
Phenomenex (CLLIA)

Temneparypa TepmocTata mcnaphkrens — 250 °C, perexropa — 320 °C,
TepMOCTaTa KOJNOHKH (nporpamma: ot 180°C (2 MuH.) co CKOpOCTBIO
20 °C/muu po 220 °C (0 mun.); co cxopocteio S °C/mun o 240 °C (4 mun.);
co ckopocTeio 20 °C/mun g0 260 °C (7 MuR.).

I'a30BBI# pextMM: ra3-HOCHTEND — a30T, pacxoX 3,5 oM’ /MuH

Henenue noroxa: 1:1,8

O6nbeM BROAUMOIK POGEI: 1 M’

Bpewms yaepxuBanus medeHnmp-ausTana: okono 7 MuH 30 ¢

Jluneiinbiit nnanason gerextuposanmws:  0,02—0,4 ur

Kaxmyro aHaH3HpYeMy:o poGy BBOAAT 3 pa3a M BEIYHCIAIOT CPERHIO
TOI@AAL XpoMaTorpadeckoro nuka MedeHnUp-Au3THNIA.

O6pa3sup!, gaomme Nuky Gonblide, YeM CTAHAAPTHRIH PacTBOP C KOH-
uentpanpeit 0,2 MKT/cM’, pas6aBasiOT FeKCaHOM.

10. O6padoTxa pe3yabTaTOB AHAIMIA
Copnepxaune MeeHITHP-THITHIIA PACCTHTHIBAIOT METOROM abCOMOTHOM
kanuGporku 1o gopmyne:
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_H xAxV
Hyxm

X , rae

X - coaepxxanne MEEHITHP-AUITHIIA, MI/KT;

H) — omwans nuka o6pasua, MB - c;

H;— nnomans nuka crangapra, MB - c;

A — KOHIICHTPAIKA CTAH/IAPTHOTO PACTBOPa MeDEHIMP-IH3THNA, MKT/CM’,
¥ — 06beM 3KCTpaKTa, TIOIFOTOBNEHHONO IS XPOMaTOrpadHpOBaNHs, CM”,
m — Macca aHam3upyemol yacTi obpasua, r (ans Macna— 1 r)

11. IIposepka npHeM/ieMOCTH Pe3yJIbTaToB
napajieabHbIX onpeaeaenni
3a pe3yAbTaT aHaJiH3a PHHAMAKOT CPEAHEe apH(DMETHYECKOE pesybTa-
TOB JBYX Hapajle/bHBIX OTIPENENeHAH, PACXONKACHHUE MEXIY KOTOPLIMH He
(peBbllIaeT npeaena nosTopaeMocty (1):

2x|X, ~ X,|x100
#_I ..L....le_ﬁ_ <r,rHe (1)

X, u X, - pe3ynsTaThl NapanieNbHbIX ONPeneNeHMH, MI/Kr;

¥ - 3Ha4CHHE npeJiena nopTopsieMocTy (tabn. 1), npu atom r=2.80; .
Ilpu HeBbmoNHeRMM yCA0BHA (1) BBUICHSTIOT NPHYUHBL NPEBLIILEHKSA
upeaena nosTopAeMOCTH, YCTPaHAIOT X M BHOBb BhILIOJHAIOT AHAJIMS,

12. Odopmiienne pesyabraron
Pesynb'raT aHaliv3a NpeacTaBifAOT B BHIE:

( Xt A) Mr/kr nipu BepostHocTH P = 0,95, rrie

X - cpepyee apHpMETHIECKOE PE3YILTATOB ONPEIETICHMI, IPU3HAHHBIX
[pUEeMIIEMBIMH, MI/KF;
A - rpaHHUa aGCOJIOTHON NOrPELIHOCTH, MI/KT;

A=6‘x—-’—y—-, rae
100

0 - TpanHUA OTHOCHTE/NbHON NOrpeMIHOCTM METOMKHM (TOKAa3aTelh
TOYHOCTH B COOTBETCTBHH C IMana30HOM KOHUEHTpauui, tabn. 1), %.

B ciyuae ecnd cogepianue KOMIIOHEHTa MEHEE HEDKHEH TPAHHIE! JHANaE-
30Ha ONpeleNAeMbIX KOHLEHTPalMH, pe3y/IbTaT dHaNu3a PECTABNAIOT B BHIE:

«codepocanue sewecmea 6 npobe «menee HUICHEL ZPaniybl ORPeOeneHUN
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menee 0,1 mz/kz Ona Kyxypysrozo macna*
* -0,1 me/xz — npeden obHapydicenus OnR Macaa Kykypysol.

13. Kontpoab ka4eCTBA pe3y/ibTaTOB H3MEPEHH

OnepaTupHEIi KOHTPOIb NOrPEUIHOCTH H BOCTIPOM3BOAHMOCTH H3MEpE-
HUH ocymectBiaercs B coorserctshu ¢ 'OCT P UCO 5725-1-6—2002
«TouHOCTh (MPAaBUILHOCTS M NPELM3HOHHOCTH) METOIOB M PE3yJIBTATOB M3~
MEPEHHID.

13.1.CTabMnbHOCTE  pe3yNbTATOB HM3MEPEHM KOHTPOIHPYIOT HeEpen
NpOBEICHHEM HIMEPEHHH, aHAIM3UPYR ONMH M3 TPATYHPOBOYHEIX PACTBOPOB.

13.2.TInaxonwilt BHYTpHNaGopaTOpHbIi ONEPATMBHEIH KOHTPONH mpowe-
RYPH! BEIIO/IHEHAA AHATK3a IPOBOMHTCA C IPUMEHEHHEM METOAA 106aBOK.

Benuuusa f06aBku C, A0IDKHA YAOBICTBOPATD YCIOBHIO!

C, = A.,}" +A,.? ,rae

+A z (€3 A& ) XapaxTepucTHKa norpemrHocTd (abcomorHas morpem-

HOCTb) pe3y/IbTaTOB aHAN3a, COOTBETCTBYIOLIas COAEPKAHUIO KOMIIOHEHTA B
uenpiTyeMom obpasue (pacdeTHOMY 3HAaYEHHIO CONEP)KaHHWs KOMNOHEHTA B
o6pasue ¢ 106aBKOH COOTEETCTBEHHO) MI/KT, NPU ITOM:

A, =20,84A,rne

A — rpanuna a6comoTHOR NOrpemHOCTH, MI/KT;
A=6 x—-":- , rne
100

& — IpaHHLA OTHOCHTENBHOH NOTPELIHOCTH METOAMKH (ITOKa3aTeNnb T09-
HOCTH B COOTBETCTBHH ¢ J[MaNa3OHOM ONPEAC/IAEMBIX KOHUEHTpanwit,
Tabn. 1), %.

KoHTponbHEI napameTp poLeRypsl K, pACCYHTHIBAIOT 110 opMyJe:

Ke=X~X -C,,

rne X', X,C, cpenuee apudMeTHYECKOE PE3yNSTATOB NapaN/IEIbHbIX
orpeziencHuit (NPU3HAHHEIX TpMeMIemMbiME no 1. 11) copepkaHus KoMrlo-
HeHTa B 06pasue ¢ no6ankoi, HCNEITyeMoM 06pa3siie, KOHLIEHTpaKa 06aBKK

COOTBETCTBEHHO, MI/KT;
HopMarup XKoHTpoNs K pacCHHTHIBAIOT IO GopMylie
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_ 2 2
K= |8 s+8

IposoasT conocTaBjICHHE pe3ynbTaTa KOHTpoJa mpoucaypal (K, ) ¢

HopmaTusoM KoxTpons ( K ).
Ecnu pesynpTat KOHTPOJIA MPOLIEAYPE! YAOBIETBOPSET YCJIOBHIO

K| s K @)

NpOUEAYPY aHAAM3A [IPUHAIOT YAOBJIETBOPHTENBHOM.

Tlpn HeBbimonHeHn# yciaoBus (2) npoueaypy KOHTPOAA MNOBTOPAIOT.
IIpn NOBTOPHOM HEBHIMONHEHHH YCAOBHs (2) BBISICHAIOT NPHYKHEI, NPHBO-
JUIIHE K HEYUOBIETBOPUTCIILHEIM Pe3yNbraTaM, d NPUHHMAIOT MEDBI 110 UX

YCTPAHEHHIO.
13.3. TIpoBepka mpueMAEMOCTH PE3yJBTATOB H3MEPEHUH, MOMYMEHHEIX

B YCJIOBHAX BOCIPOW3BOLHAMOCTH
Pacxoxzaenne Mexy pe3yabTaTaMK W3MEPEHHI, BbINONHEHHBIX B ABYX
pa3HbiXx JabopaTopmsx, He NOIDKHO TMpEBHINIATE NMPEAEaa BOCIPOH3BOAHMO-
cti (R)
2x}X, - X,|x100
(X, +X,)

X, , X, —pesynnTatil H3MEpeHHH B IBYX pasHbIX J1abopaTopuax, Mr/kr;
R ~ mpefien BOCIPON3BOUMMOCTH (B COOTBETCTBMH C THAMA30HOM Ofpe-
AeJACMLIX KOHLeHTpaudit, Tabnuua 1), %.
14. Pazpaborumnkm
Hy6osas JI. B., nay4. cotp.; Makeer A. M., 3aB. 1a6., kaug. 61on. Hayk.
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Mpunoxenne

Tabnuua

IlonHOTa onpefeNeHHA MedeHITHP-HITHAA
B MOJeJbHBIX MAaTpHLaX (n = 5)

o [HosepurensHelt uH-
Marpuua Bueceno, Mr/xr Orxpsrro, % repaan cpeaero, %
0,10 85,0 +2,6
0,20 88,8 +2,6
Macno k. 3 2 2 -
YIpy3H 0,50 89,4 1,9
1,0 90,4 +1,9
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