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JlaTta BBEICHMSA: C MOMEHTA YTREPKACHUSA

4.1. METOAbI KOHTPOJISA. XUMHUYECKUE ®AKTOPHI

MeToanKa H3MepPEeHUHA OCTATOYHBIX KOJITAYECTB
Tunabdenaasoia B ceMeHAX M MACJIe panca MeToIoM
BbICOK0YpPeKTHBHOM KHAKOCTHON XpoMaTorpadpun

MeroanuyeCKHe YKA3AHUS
MYK 4.1.2864—11

Ob0mue noJ1okeHHS K 00J1aCTh NPAMEHEHHS

Ceudoemenbcmao 06 ammecmayuu memoduku om 23.11.2010
Ne 01.5.04.693.

Hacrosiue METOANYECKHE YKa3aHUs yCTAHaBANBAIOT METON U3MEpPECHMA
MaccoBOM KoHIIeHTpauuu Trabennasona B ceMEHaX M Macie parnca B jguana-

3one koHuentpaumit 0,01—0,1 mr/xr.

1. KpaTkas xapakTepucraka npenapara

JeiicTyroulee BeuiecTBO: TuabeHnasonn.

CrpykTypHas ¢popMyJa:
H

Iat

HasBanmne aeiicreyromero seuectsa no UIOINAK: 2-(1,3-tna3zon-4-u)
OEH3MMMAA30].

2-(4-tHazonun)-1 H-6ensumupazon (C.A.).
IMmnupuueckas popmyina: C,oH,N;S.
MonekynapHasa macca: 201,3.
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benoe xpHUCTa/IMUECKOEe BEIIECTBO. TeMneparypa IUIaBjeHMs: 297—
298 °C. Jlanenue napos npy 25 °C: 4,6x10*MITa. KosdduuumenT pacrpene-
JICHHS H-OoKTaHOoJ-Boja: K, log P = 2,39 (pH 7).

PacteopymocTs (r/n) ipu 20 °C: #-renras — < 0,01, kcunon — 0,13, arte-
TOH — 2,43, 1,2-nuxnopatau — 0,81, meravon — 8,28, s>tunanerar — 1,49,
H-OKTaHoa — 3,91, soaa — 10,0 (pH 2), 0,16 (pH 4), 0,03 (pH 7-10). YcToii-
yuB K ruaponusy. Boauwiii dporonms (20 °C, pH 5, DT, 29 4); pKa; =4,73;
pKaz = 12,00

Kpamkaa moxcuxkonozuveckas xapaxmepucmuxa. OcTpas nepopaisb-
Hasg TOKCUYHOCTh (LDso) ang meimeit — 3 600 mr/kr, kppic — 3 100 Mr/kr,
kpoauxos — 3 800 mr/kr, ntuit — 6osee 2 250 Mr/Kr; octpas AepManbHas TOK-
cu4HOCTh (LDsp) and xponukos — 6onee 2 000 Mr/xr, He HPPHUTAHT; HUHraJA-
nHoOHHAs TOXKCUYHOCTD (L.Csp) Ans xpbic — 6omnee 0,5 Mr/xr. He TokchwdeH ans
nuen. CKsy ad pei6 0,55 mr/n npu axenosunud 96 4. Knacc TOKCHYHOCTH 1O
BO3 — I11.

Obracme npumenenus: TnabeHIa30n — CUCTEMHBIN QYHIHAIINA 3aMIUT-
HOro Y neyeOHoro aeicTBug. Twabenamaszon oOpasyeT 3alUTHLIA CIOH Ha
00paboTaHHOH MOBEPXHOCTH, UCMIOJB3VETCH Ha OBOLIHBIX, TUIOAOBBLIX H 3€p-
HOBBLIX KyAbTypaX. He COBMECTHM ¢ KyMNpaTaMU M OKUCASIOIIHUMH AreHTaMu,
TaKUMH KaK XJIOPATH U HUTPATEL.

['MrueHudeckye HopMatHBbel A Tuabenpgasona B ceMeHax M Macie
parica B POCCHH HE YCTaHOBJICHHI.

2. MeToanka onpeaenenus Tuadenaasosa B ceMEHAX H MACJIe
panca meroaom BIXKX

2.1. Ocnosnsie noa0MceHUR
2.1.1. Hpunyun memooa

MeTroauka OCHOBaHa Ha onpeacseHn Tuabennaszona MerogoM BDOXKX
C UCTIONB30BAHUEM Y D-1eTEKTOpa 10CE €ro H3BAeYeHUA U3 ofpa3uos opra-
HUYECKHM DPacTBOpUTEEM C MOCIEAYONIEH OYHCTKON Ha KOJOHKE C CHJIMKaA-
rejieM.

2.1.2. Memponozuweckan xapaxmepucmuxa memooq

Ifpu cobmoneHny BCEX PErlaMEHTHPOBAHHLIX YCJIOBMH NPOBEACHUSA
aHajiu3a B TOYHOM COOTBETCTBHMU C HAHHOW METOANKOM ITOMPEIIHOCTh (M ee
COCTaBISAIOLUME) PE3yJIbTATOB U3IMEPEHU MPH HOBEPHUTEILHON BEPOATHOCTH
P = 0,95 He npeBpillaeT 3Ha4eHUH, MpUBEIEHHBIX B Tabnl. | 114 COOTBETCT-
BYIOIIUX AHANTA30HOB KOHIIEHTpaLIUM.
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MYK 4.1.2864—1]

Tabnuuya 1
MeTpoaoraidecKkne napaMeTpol
[Tokazarens oKazate s
[Tokazarens | npoMexytounoii | [lokasarens FOUHOCTHH
NOBTOpSEMO- | IIPEUHIUOHHOCTH | BOCIIPOU3BO- (FpaHHLES
JTuanasoH CTH (OTHOCH- | (OTHOCHMTENIBHOE | AMMOCTH (OT- $H ocn
S AMEDEHH TE€ABHOE CPEAHEKBAAPATH- | HOCHTEIBHOE | ., o
Macgoﬁax ” CPEAHEKBal- | 4ECKOE OTKIOHE- | CpeaHeksand- | . .
OHLEHTDA pPaTHYECKOE | HHE B YCIIOBHAX | ParHyeCKoe c*rrl:l i
umr /Ifr T4, OTKJIOHCHHE | BapHalyu GaKTo- { OTKJIOHECHHE B 051'[‘]1310-
NOBTOPACMO- POB «BPEMSAY, BOCITPOU3BO- P oTH
CTH), «ONEPaTop» B OfI- | JAHMOCTH), P = 0,95) i
HO# y1aboparopuu), o
+ 5, 70
CeMeHa parnica
ot 0,01 n0 0,10 5 12 14 24
BKJI.
Machno panca
ot 0,01 10 0,10 I6
BKIJI.
* CooTBeTCTBYET paciiMpeHHoi HeonpeaeneHHoctt Uy, npu kodppnumeHre oxsara

k=2

[lonHoTa W3BNECUEHMS BELIECTBA, CTAHAAPTHOE OTKIOHEHHE, NOBEPU-
TESJABHBIH HMHTEPBAA CpENHEro pesyibrara LA MOJAHOI0 AWarna3oHa KOHIECH-
Tpauuii (n = 20) npuBeaeHs! B Tab. 2.

Tabnuua 2
Cpennee JoBepuTenn-
Jiarnazon Cranaapr- y
HIMEPAEMBIX 3HAYCHHE doe or. | HBIA MHTED-
y npeace- Bad CPEAHEro
KOHLCHTpaLMi, | O b KJIOHEHME, PELHETO |

MIVKT S, % pe3ynbTara,

+ %
01—0 27 | 53
0,01—0,1 1,1 23 |

2.1.3. H3bupamenvnocme memooaq

H3buparenpHocth MeToma ompeneneHua TuabeHgaszona AOCTUraeTcH
COUECTaHHEM YCJIOBHit HIOATOTOBKH ITPOO M XpOoMaTOrpadHUECKOro aHajiMsa.
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2.2, Peaxkmuabt u mamepuansl

ALIETOH, OCY

AueroruTpus A BOXX, copr 1 unn xu
byMaxHbie (MABLTPEI «KpacHas NEHTa»

Bona OuaucTUNNUMpOBaHHAs, AEHOHU3UPOBAHHAS
H-I'ekcaH, X4, CBeXKENeperHauHbii
H30npomiioBeIA CIUPT

Kayinit yriieKUCibIH, X4

Kajnua nepMaHraHar

Kaneuus xjiopun, x4

Kucnora opropocdopnas, x4, 0,005 M

BOOHBIUA PacTBOpP

Kucnora cepHas, Xy

Harpuit nsyyriexkucnbii

HaTpuil cepHOKHCIIbIN O€3BOAHBIN, 4, CBEXKENPO-
KaJIEHHBLIH

Harpuit xnopucTslii, yiaa

Hatpus ruipoKcui, xy

Honswxnas dasa ansg BOXX: aueTOHUTPUA:
0,005 M pacteop H;PO, (40 : 60, no oOneMy)
Cunukarenb 471 KOJJOHOYHOM XpoMmaTtorpadgpuu
60 (0,040—0,063 mm) («Merck», I'epmanus)
CrexsioBara

TuabeHnna3on, aHAUTUTHYECKHH CTAHAAPT ¢ COAEP-
*aHueM 4.B. 99,8 % (Cheminova)

omoeHT Ne 1 U1 KOSIOHOYHOM XpoMaTorpadun:
cMech rekcal — aueros (80 : 20, no o6bemy)
ImoeHT Ne 2 115 KOIOHOYHO#M xpoMaTtorpaduu:
CMeCh reKcaH — aueToHl (15 : 85, o o6beMy)

TV 6-09-3513—386

TV 6-09-3534—87

TV 2642-001-42624157—98
I'oCT 6709—79

TV 2631-003-05807999—98
TY 2632-015-11291058-—95
'OCT 422176

'OCT 20490—75

I'OCT 4161—77

I'OCT 6552—80
I'OCT 4204—77
I'OCT 83—79

'OCT 4166—76
I'OCT 4233—77
I'OCT 4328—77

JlonmycxaeTcst UICMIONb30BaHHE PEaKTUBOB KBAUTH(PUKALIHEH He HHXE yKa-

3dHHbBIX.

2.3. llpubopui u nocyoa

JKNaKOCTHBIN XpoMaTorpad «AJIbSHCY

dbupmel «Waters» ¢ YP-aereXxTopoM

(Waters 2487) ¢ nerazaTopoM U aBTOMATHYECKHUM
npo0oOTOOPHHUKOM WIM AHAJIOTHYHBIN

Kononka Spherisorb Phenyi (150 x 4,6) MM, 3 MKkM
(Waters, USA) unu aHajormyHas
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Bauna ynsTpazsykoBas Y3B-1,3, uin
aHAJIOrUYHas

Becrl ananmuTHdeckue BJIA-200 wnu
aHaJIOr HYHbIE

MensHHuna 1aboparopHas 3epHoBas JIM3
loMorenusaTop

PoTauHOHHBIN HCNApUTENh BAKYYMHBIN
Buchi R-205 wny aHanormaHbli
buaucTUAIATOP

pH-MeTp yHHBepcabHbIi IB-74

Hacoc BOOOCTPYHHBIN

KonObl rI0OCKOAOHHBIE Ha LTU(aX
KII500 29/32 TC

Konbsi kxpyrnofoHHble Ha wnu@ax
KU110 n K1L250 29-32 TC

Boposnky nabopatopseie B-75-110
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MVYK 4.1.2864—11

'OCT P MO3K 60335-2-15-98

['OCT 241042001
TY 1-01-0593—79
MPTY 42-1505—63

['OCT 2226176
MPTY 42 861 —64

['OCT 10384-—72
['OCT 1038472

F'OCT 25 336—382
FOCT 8613—75

Hunvnaper MepHeie Ha 50, 100, 500 u 1 000 emv® TOCT 1774—74

Konbbl MepHeIe Ha 23, 50, 100 w1000 cm 'oCT 1770—74
Munetkd Ha 1, 2, 5, 10 cM” [TOCT 2229274

KonoHku creknaHusie (25 x 1) cM
HomyckaeTcss MCNONB30BaHUE MPHUOOPOB U NOCYABI ¢ METPOJOTHUECKH-
MM XapaKTEPHCTUKAMY HE HUXKE YKA3aHHBIX.

2.4. Ombop npob

Ot6op npo® cemsH panca npousBoauTcs B coorBeTcTBHM ¢ [OCT
10852—86 «Cemena Macauuusie. [lpaBuna npueMku U meToanl oTbOpa
npod». CeMeHa XpaHAT NPH KOMHATHOM TeMNneEpaType B NOJOTHAHBIX MEMIOY-~
Kax, Iepesl aHAJIM30M LOBOJAT X0 CTAHIAPTHOU BJAXXHOCTH M M3MENLIaloT.
PactutenbHoe Macino XpaHAT B XOJOAWNBHHKE npu Temneparype 0—4 °C B
repMETHYHO 3aKPbITON CTEKJISSHHON Tape B TeYeHHE 2 MECHIIEB.

2.3. Iloozomoeka k onpedenenuro
2.5.1. ITooecomoska u ovucmrka peakmugos u pacmeopumeneu

Ilepen nHauanoM padoThl MPOBEPAIOT YHCTOTY MPUMEHAEMBIX OpraHUge-
ckux pacteopureneit. Jing atoro 100 cM’ pacTBOpUTENs yNapuUBaioOT B poTa-
UMOHHOM BaKyyMHOM HCMIapuTene npyi TeMmmepatype 40 °C npo obbéma
1,0 cM’ u xpomarorpadupyior. IIpH oGHapyXeHud MeLIaioMUX ONpeee-
HUIO TIpUMeEcel OYHMCTKY pacTBOPUTENIEH NMPOU3BOAAT B COOTBETCTBUHU C 0O0-

WISTPHUHATLIMH METOIUKAMHU.
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2.9.2. Konouyuonuposanue KorOHKu

Ilepen HavamoM aHanuza KonosHKy (Spherisorb Phenyl) kOHIMIIMOHH-
PYIOT B HNOTOKE moasixkHOU (asbl (1 CM’/MHH) 10 CTaGHIM3aLUM HYNEBOM
JTUHUU B TeueHHe 1—2 4.

2.5.3. Ilpuzomoenenue pacmsoposg

s nipuroroenesus 0,005 M pactBopa oprogochopHoi kucnotel 0,5 r
98 % opTOoPOCHOPHOH KHUCIOTH MNOMEHIADT B MEPHYIO KoJIOy 00beMOM
| aM°, pacTBOPSIOT B GHAMCTIWUIHPOBAHHOMN BOJE U JOBOIAT 0OBEM 0 METKH.

Jns OpUroToBJACHMS TOABMXKHOM (a3sl CMEIIMBAKOT AUCTOHMTPHWI C
0,005 M pactBopoM opTodOCOpHOIl KHCIOTHE B cooTHOWEHHH 50 : 50 mo
00BbEMY, HCTIOJIb3YS MEPHBIE [IHJIHHIPHI.

IIns nmpurorosiaenusa 3moeHTa Ne 1 B xonbe Ha 1 000 Man cMmemuBaioT
800 Ma H-rekcana m 200 My auerosa. Jdnd npurotoBneHus sntoeHTa Ne2 B
kosioe Ha 1 000 mn cmemmBaroT 150 M1 H-rekcana u 850 M aueToHa.

[puzomoenenue cmanoapmu 020 4 2padyupo8oUHbIX PACMBODOS.

bepyT TOo4yHyI0 HaBecky Twmabenmazona (50 Mr), NepeHOCIT B MEPHYIO
xondy Ha 50 M, pacTBOPAIOT HABECKY B aLUETOHUTPIIEC U AOBOIAT A0 METKH
(cTaRIapTHBIH pacTBOp ¢ KOHUEHTpauueit 1,0 Mr/cm’).

I'panyupoBoynsie pacTBopsl ¢ KoHueHrpaudamu 0,1, 0,2, 0,5, 1,0 u
2.0 MKT/CM® TOTOBAT METOAOM IIOCHEOBATENBHOIO pazbasiieHHs MO 00BEMY,
MCIIoNb3Ys pacTBOp NOABHXHOM (a3sl [cMech aueToHUTpUI — 0,005 M H,PO,
(40 : 60, o obbemy)]. CTaHaapTHLIA U rpagyHpPOBOYHEIC PAaCTBOPLI MOXHO
XpaHUTh B XOJOAWIBHHKE NpU Temrepatype 0—4 °C B TeueHune 1 Mecsua.

J1s1 BHECEHHUS B KOHTPOJBbHBIA 00pa3el IpHd ONpedeIeHUH [TOJTHOTHI H3-
BIICYEHHUA MCIIONB3YIOT CTAHAAPTHBIN pacTBOp, pa3baBiCcHHBIA ALIETOHUTPU-
JIOM 10 HYXHOIO YPOBHS KOHLIEHTpPAUMHA METOAOM IIOCHEIOBATEILHOIO pas-
OaBneHud. PacTBOpHI U1 BHECEHHS B MACJ0 IOTOBAT M3 CTAHAAPTHOrO pac-
TBOpa C KOHUEHTpauueit 0,5 Mr/cM’ METOIOM MOCNeAOBaTeNILHOrO pazbape-
HUA 110 00BbEMY U3ONPOTNIHUIIOBBIM CITHPTOM.

2.5.4. Hocmpoenue 2padyuposournozo cpagura

A noCTpoeHuA rpaly ipoOBOYHOTO rpaduka (TUIoHiadb NUKA — KOHIIEH-
tpauus TuabGengazona B pacTBope) B XpoMmaTorpad BBoaaT nmo 20 MM° rpa-
NYUPOBOYHLIX pacTBOpPOB (HE MEHee 3 napainenbHbIX H3MEPEHMUH IS Kax-
IOl KOHUEHTPpALHMH, HE MEHEE 4 TOYEK MO AHANA30HY M3MEPAEMbBIX KOHIICH-
TpaLuii), UIMEPAIOT TUIOLAAM TIMKOB U CTPOAT I'padHK 3aBHCHMOCTH CpelHe-
ro 3Ha4eHMs IUIONAAM IHKa OT KOHUEHTpauuu TuabeHpmazona B rpaayupo-
BOYHOM pacTBope (MKI/cM’).
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I"'pafyupOBOUYHYIO XapaKTEpUCTHUKY HEOOXOANMO MPOBEPATH IPH 3aMEHe
pPEeaKTHBOB, XpoMaTorpauuyeckoi KOJIOHKH WM JJIEMEHTOB XpoMaTorpagn-
YeCcKOM CHCTEMBI, a TaKXe NPH OTPULIATENILHOM pPe3yJIbTaTe KOHTPOJIs Ipa-
AYHPOBOYHOTO KO PHULIMEHTA:

KI{OHTD _K'
— 100 S A ourp » THE

Axowrp, — HOPMaTHB KOHTpOJIS TPalyMpOBOYHOrO Koddduimenra, %o.
(Acorrp.= 10 %0 npu P = 0,95).

2.3.5. Iloozomoexa konowku ¢ cunuxazenem O OHUCMKU 3KCMPaKma

B HIDKHIOW YacTh CTEKISHHOW KOJIOHKM LJIMHOM 25 CM H BHYTPECHHHM
AMaMeTpoM 1 CM NoMElalroT TaMMNOH M3 CTEKAOBATHI, 3aKphIBAIOT KpaH H
BHOCAT CYCNEH3HIO 5 I cuimkarens B 30 cM° cMecH rexcan-auetos (80 : 20,
no o6bemy). JlaloT pacTBOPHTEMO CTeUb IO BEpPXHEro kpasd copberdra. Ko-
JIOHKY TIOC/IeI0BaTeNbHO MpoMbiBatoT 30 cM® amoenTa Ne 2 1 30 cM® smoeHTa

Ne 1 co ckopoCTbIO |—2 KalUI¥ B CEKYHAY, NOCJIe YEr0 OHa roTOBa k padoTe.

2.5.6. Ilposepxa xpomamozpaghuueckozo nogedernus Tuabenoazona na
KO/IOHKe C CUAUKa2eneM

B xpyrnononnyw kondy emkocteio 10 cM’ or6upaior 0,1 cM’ cras-
napTHoro pacteopa Tuabenmasona ¢ koHUeHTpauuei 10 Mxr/cm’. OTayBaioT
PACTBOPUTEIb TOKOM TEMNOTO BO3xayXa (TeMneparypa He soime 40 °C), ocra-
TOK pacmopmo'r B 5 cM’ 3moenTa Ne 1 ¥ HaHOCAT Ha KonoHKy. Konby o6Mel-
BAIOT eule S CM amoeHTa Nel U Taxke BHOCAT HA KOJIOHKY. Hpom:ma}o'r KO-
noHKy 50 cM’ amoenTa Ne 1, kotopsle oT6pachiBaioT, 3atem 100 cm’ 3moeHTa
Noe 2 co ckopocTblo 1—2 Kaium B CEKYHAY. OTﬁnpamT dpakunn no 10 cM’
Kax/Jas, yIapHBalOT, OCTaTOK PacTBOPAIOT B 2 cM’ NOABWXKHOM (asbl s
BIOXKX (1. 2.5.3) ¥ aHanu3upYIOT Ha coaepxanue Tuabengasona (n. 2.6.3).

Opakuuy, colepxalne TuabeHnason, o0bEAUHAIOT, YIIapUBaKOT J0CY-
Xa, OCTATOK pacTBOPSIOT B 2 CM’ MOABMXHOI (asnl s BOXKX u BHOBL aHa-
Ad3vpyror (1. 2.6.3). PaccuuthiBaioT cofepkanne Tuabenaazona B 3nrare,
OTIpEENAA MOJHOTY BhIMBIBAHHS BEUIECTBA U3 KOJIOHKU U HEOOXOAUMBIH 115
3TOr0 0OOLEM IJIIOCHTA.

Ilpumeyanue: napaMeTpul yaepxuBaHua Tuabenmazona M COMyTCT-
BYIOIHX 3KCTPAKTUBHBIX BEIIECTB MOIYT MEHATHCS NMPU HUCIIONB30BAHHM HO-
BOM MapTHH cOpOEeHTa ¥ paCTBOPUTENEH.
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2.5.7. Hoozomoeka npubopos u cpeocms usMepenus

YcTaHOBKa ¥ NOArNOTOBKA BCEX NpUOOPOB U CpeACTB U3IMEPEHMS TTPOBO-
JIUTCS B COOTBETCTBUM C TPCOOBAHUAMU TEXHHUYECKOH NOKYMEHTALMH.

2.6. IIpogeoeniie oripeoeeHUA
2.6.1. Hzaneuenue Tuabenoazona uz npob cemsan u macaa panca

Hasecky m3Menab4eHHbIX CEMAR Macco 20 r noMemaoT B KOHHYECKYIO
konBy emkoctsio 100 mut u 3kcTparupyior Tuabennazon 40 cM® aLeTOHATPH-
Na Ha YJIbTPa3BYKOBOH YCTAHOBKE B TedyeHHe 15 MUH. CycnieH3nio QWiIbTpy-
I0T yepe3 OYMaXHBIH (WIBTD «KpacHag JIEHTa». DKCTPaKUHIO NOBTOPAIOT
JABAX bl NOPLMSIMH 110 30 oM.

Hapecky Macna Maccod 20 r noMemawT B ACJUTENBHYIO BOPOHKY €M-
KOcTblo 250 cM®> M 3kcTparupyloT THaGeHma3on TPIKAB AUETOHUTPHIOM
NOPLMAMH 110 30 cM’, BCTPAXUBAS CMECh KaXblil pa3 B TeYeHHE 2—3 MUH M
coOupas HIKHUH OpraHuMeCKUui Cloi.

O0beAMHEHHbIE IKCTPAKTbl CEMSH WM Macjia NPOMBIBAIOT IN'¢KCAHOM B
[eUTENHLHBIX BOPOHKAX ABAXABI 10 25 CM°, BCTPAXHBAsA CMECh KaXIblii pa3 B
TeyeHne 1—2 MUH 1 cobrupast HUXKHUIE OpraHuYeCKUM CII0M.

[Tocne 31oro 3kcTpaxTsl BEIHIAPHBAIOT J0CYXA HA POTALMOHHOM HCTApH-
Teae rnpu remneparype He Boilie 40 °C. JanpHeAuyO0 OYUCTKY 3KCTPAKTOR
[IPOBOOAT HA KOJIOHKE ¢ CHJIMKareneMm no 1. 2.6.2.

Buumanue! OtaeneHue auCTOHUTPUIBHOTO CIOR CIEAYET POU3BOIAUTD
TOJIBKO TIOCJIE MOTHOTO PAaCC/IOEHUSA KHUAKOCTEH B JETUTEILHON BOPOHKE.

2.6.2. Ovucmra HQ KOMOHKE C CUNUKA2eNieM

Cyx0H OCTaTOK B KOJIO€E, MTOJIYUEHHbIH [TPH YIIADUBAHUH OYHILECHHBIX [0
. 2.6.1 3KCTPaxTOB PacCTUTENBHBIX MATEpHanoB, KOJUMYECTBEHHO IEPEHOCAT
NBYMS NOPUMAMM cMecH rekcas—auetoH (80 : 20, mo o6beMy) o 5 cM’ Kax-
Aas B KOHIMLUOHHPOBAHHYK) XpoMaTorpaduyeckyro kojoHky (m. 2.5.5).
[IpoMpiBarOT KONOHKY S5O cM’ amoerTa Ne 1, KOTOpBI 0TOpaceBarOT. Tua-
6eHnazon smoupytoT 80 cM® amoeHTa No 2, coGUpast 310aT B FPpYUICBUIAHYIO
konby eMkocTelo 250 ¢M°. PacTBOp YHapHBaIOT OCYXa HAa BAaKYYMHOM POTa-
UMOHHOM Hcnapurene npu reMmneparype He sbilie 40 °C. Cyxol ocTaTok
PacTBOPAIOT B 2 cM~ noaBykHOM dassl wig BAXKX u 20 MM° pacTBopa BBO-
AAT B XKUAKOCTHBIH Xpomatorpag.
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2.6.3. Ycnosun xpomamoepaghuposanus

XunkocTHeifi XxpoMatorpad «AnbsaHce» pupmel «Watersy ¢ Y®-gerek-
Topom (Waters 2 487), cHa0OxeHHBIN [era3aTOPOM, aBTOMATHYECKHM Fpobo-
OTOOPHMKOM U TEPMOCTATOM KONOHKH.

Kononka Spherisorb Phenyl (150 x 4.6) MM, 3 Mmxm (Waters, USA).

Temneparypa konoHky 30 + 1 °C.

[MomsmxHas daza mua BOXX: auerondrpun: 0,005 M pacrsop H;PO,
(40 : 60, mo 0ObeMy).

CxopocCTh IOTOKA 3110€HTa: | MI/MHH.

Paboyvas anuHa BonHel 300 HM.

O61BeM BBOANMOI IIpoOH 20 MM
JInHeiinplil guana3on aerekTupoBadug 0,1—2,00 mxr/ma.

2.6.4. Obpabomka pe3yremamos aHaiusa

KonuyecTseHHOE OnNpeaeneHue IMpPOBOAAT METOAOM alCOMOTHOM Ka-
nuoOpoBKY, cojepxkaHue TuabenHnazona B oOpa3uax ceMsH HIM Machna
(X, MI/Kr) BLIUHCISIOT 110 popMye:

S 3 X CxV
= - , TOe
Sy x P
S| — mnowaas nuka TuabeHnmazona B CTaHIApTHOM pPacTBOpE, MM

(MB ‘- CeK);
S, — rowans nHka TuabeHpasona B aHanusupyemoli npobe, MM’
(MB * C€K);

V' — 06béM npoGel, NOArOTOBIEHHON TS XpoMaTorpapuueckoro aHanu-
3

33, CM";
P — HaBecka aHanu3upyeMoro obpasua, r;
C — KOHUEHTpaUus CTaHRapTHoro pacrsopa Tuabenaazona, MKI/cM’;
Conepxanue OCTaTOYHBLIX KommdecTB TuabeHaazona B aHaAIH3UPYEMOM
oOpa3ue BBIYHCIIOT KaK CpeIHee U3 2 Napajie/IbHbIX ONpelcneHUI.
OO0paszupl, garomue Nuky GoNblve, 4YeM CTaHAApTHbIH pacTBOp Tua-

6enmasona 2 Mxr/cM’, pa3faBmoT NOABMXHON dazoit mns BIXKX.

3. llpoBepka npueMIeMOCTH pe3y/ibTATOB NapaALIedbHBIX
onpene/ieHuH

3a pe3ysbTaT aHajM3a INPUHUMAKOT CpelIHee apu(pPMEeTHIECKOE Pe3ybTa-
TOB ABYX MNapaieiAbHbIX ONPENCNECHUHA, PACXOKACHHE MEXAY KOTOPHIMH HE

MpeBLIIacT Npuaena noBTOpPAEMOCTH (1):
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2-|X; - X,|-100
e <y, rme (1)
(X +4X,)
A1, X3 — pe3yJNbTaThl NApANEIBHLIX ONPEACICHUN, MI/KT;
r — 3HAYEHHE Mpeaena rnopropsaeMoct (r = 2,80,).
Ilpu HeBbLINOJHEHHH YeaoBMA (1) BRIACHIOT NMPUYUHLI HPEBBIIIICHHA
npeiesia MoBTOPAEMOCTH, YCTPAHMIOT UX ¥ BHOBS BLINOJTHAIOT aHAJIN3.

4. OdopmiieHne pe3yabTATOB

PezyybTaT aHaIn3a npeacTaBifaioT B BUE:
(X £ A) Mr/kr mpu BepoaTHoctd P = 0,95, rae

X — cpenHee apudMETHHECKOE pe3y/IbTaToB ONpeAeeHUH), NPU3HAHHBIX

NPUEMIIEMBIMH, MI/KT;
A — rpaduiia abCOMOTHOM NMOrPEeLIHOCTH, MI/KT;

A=06-X/100, rne

0 — rPaHMLA OTHOCUTEIbHOM NOTPEHOCTH METOAUKH ([TOKA3aTellb TOY-
HOCTH B COOTBETCTBHM € AUATA30HOM KOHLIEHTpaLHil), %.
rna3oHa ONpEaesIS€MblX KOHUCHTpAUUH, pe3yibTaT aHajiu3a NpeacTaBIsiOT B
BHAE:

«cooepocanue gewecmsa 8 npobe Menee HUJICHeU 2panuysl onpeoene-
nusa» (Hanpumep: mexnee 0,01 mMr/kr¥*, roe * — 0,01 Mr/xr — npenen oOHapy-
xeHud Tuadbenpgazona B parce).

S. KonTpoJib kayecTBa pe3y.1bTATOB U3MEPEHHH

OnepaTUBHBIA KOHTPOJIb MOTPEMHOCTH U BOCHPOHU3IBOAUMOCTH U3MeEpe-
HMH ocyuiecTBisieTcs B cooTtBeTcTBNH ¢ [OCT P MICO 5725-1-6-2002 «Tou-
HOCTb (MIPaBHJILHOCTh Y MPELUU3IAOHHOCTL) METONOB H pPe3YyJIbTaTOB HU3MeEpe-
HUHY.

5.1. CtabunbHOCTEL PE3yJbTaTOB H3IMEPEHHH KOHTPOIHNPYIOT NMEPEL TPO-
BEACHUEM M3MEPEHUH, aHANNBKPYA OAHH U3 rPaxyUpPOBOUYHBIX pacTBOPOB.

5.2. I1nanoBelil BHYTpHAA00paTOPHBIN ONEPATHBHBIA KOHTPOJL NPOLE-
LYPh! BBIMIOJIHEHUS aHAIU3a TIPOBOAMTCA ¢ IPHUMEHEHUEM METoaa N00aBOK.

BenwynnHa no6aBku C; 10/KHA YAOBIETBOPATH YCAOBHIO!

Ca — &H,X + An,x ', TOC

+ Apx (£ Ay x’) — XapakTepucTHKaA NOTPEIIHOCTH (abCo/OTHAA Norpen-
HOCTb) pe3yNnbTaTOB aHAMMU3a, COOTBETCTBYHOIIAA COACPKAHHIO KOMIIOHEHTa B
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HCIIBITYEMOM OOpasue (PacyeTHOMY 3HAYEHHIO CONEPKaHHA KOMIIOHEHTA B
obpa3le ¢ 106aBKoH, COOTBETCTBEHHO), MIVKT; IIPH 3TOM:

A, =+ 0,84 A rne
A — rpaHiua abCONFOTHOH NOrPeIHOCTH, MI/KT: TAE
A=06- X/100, roe

6 — rpaHHiia OTHOCHTENbHOM NOrPEINHOCTY METOAMKH (IIOKA3aTe)ib TOY-
HOCTM B COOTBETCTBHH C AUAITA30HOM KOHUEHTpauu#), %.
Pe3yabTaT KOHTPOJIA Nponeaypsi K, pacCUuTHIBAIOT IO QOpMYyTe:

Ki=X~-X-0C, roe

X, X, C3 — cpenree apupMETHUECKOE pe3yALTATOB NAPANIENBHBIX Ofi-
peneneHud (MpU3HaHHBIX NPUEMIEMBIMM 110 11. 4) colepKaHusd KOMIIOHEHTA B
obpasue ¢ K00aBKOH, UCHBITYeMOM OOpa3le, KOHUEHTpalua N00aBKH COOT-

BETCTBEHHO, MI/KT.
HopMmaTtus KoHTpoIA K pacCYUTBEIBAIOT MO OpMyeE:

K=&y + A

[IpoBoIAT COMOCTABACHUE pe3yabTaTa KOHTpoNA mnpouexypbl (K,) ¢

HOpMAaTHBOM koHTposA (K).
Ecnu pe3yabTaT KOHTPOISA NPOUEAYPh! YIOBIETBOPAET YCIOBUIO:

| Kl <K, (2)

OpoLeaYpPY aHalH3a NMPH3HAIOT YAOBAECTBOPHTEIHHOM.

IIpy HeBpIMOAHEHHN ycaoBHA (2) MMPOUEAYPY KOHTPOJIS NOBTOPAIOT.
[Ip¥ NOBTOPHOM HEBBLINIOJHEHUM YCIOBHA (2) BBIACHSMIOT NPRYUHLI, PHBO-
NSALUME K HEYIOBJICTBOPHUTENbHLIM pPe3yJibTaTaM, U NPUHHUMANOT MEpbi K HX
YCTPaHEHUIO.

5.3. IlpoBepka NpUeMNEMOCTH pe3yJIbTATOB U3MEPEHUH, NTOJTYUYESHHBIX B
YCAOBHAX BOCIIPOU3BOAUMOCTHU:

PacxoxneHue MexXIy pe3ybTaTaMHd U3MEPEHUH, BHINIOJIHEHHLIX B ABYX
pPa3HbIX nabopaTopHax, HE AOMKHO MPEBbILIATH NpPEAeia BOCIPOU3BOAUMO-
¢TH (R):

21X, - X,|-100
- < R, roe (3)
(A} +X3)
X1, Xy — pe3ynsTaThl H3MEPEHHUHI B ABYX pa3HbIX J1abopaTtopuax, MI/Kr;
R — npenen BOCIPOU3BOAMMOCTH (B COOTBETCTBMH € JHANA30HOM KOH-

UeHTpaumit), %.
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6. TpeboBannsa 0€30NACHOCTH

6.1. ITpu pabote Heobxomumo cobmonars TpeOoBaHUA TEXHHUKH 0e30-
ACHOCTH, VCTAHOBIEHHLIE A4 padOT C TOKCUYHLIMH, €AKUMH, JIETKOBOC-
mwiamensromumucs semecteamu (ITOCT 12.1.005, 'OCT 12.1.007). Opranu-
3alms o0yueHHA paboTHUKOB Oe3onacHocTH Tpyna mo FOCT 12.0.004.

[Ipy BLINMOHEHUU HIMEPEHHH C HCIIONB30BAHUEM XHUAKOCTHOIO XpoMa-
Torpada 1 paboTe ¢ 3EKTPOYCTAHOBKAMH COOJIIOAATS NpaBHiIa JIEKTP0oOe30-
nacHocT¥ B cooTBeTCTBHH ¢ [OCT 12.1.019—79 ¥ UHCTPYKLIMAMU 110 IKC-
rulyaTauuu nprOopos.

4.2. [TomewmeHue nmabopatopuu OOLKHO ObITh 000pPYI0BAHO MPUTOYHO-
BBITSOKHON BEHTHUIALMEH, COOTBETCTBOBATh TpeOOBaHMAM NOXapHOU 0e30-
rracHoct no I'OCT 12.1.004—91 u uMeTh cpeAcTBa NOXAPOTYLICHUS IO
['OCT 12.4.009. Coaepxanue BpeaHBIX BEIIESCTB B BO3AYXE HE JOJDKHO npe-
BBILIIATE HOPM, YcTaHoBaeHHHX T'H 1.2.2701—10 u TH 2.2.5.1313—03
«llpeneapno ponycrumele KoOHUEHTpaltMK (J1J1K) BpeaHbIX BEILECTB B BO3JY-
xe paboueii 30HLI.

7. TpeOoBanus K KBAITHPHKALUHH OHEPaATOpPA

HM3MepeHHs B COOTBETCTBUN C HacTOAINEH METOAUKOW MOKET BBINOJI-
HATbh CIHCUHAINUCT-XHMUK, UMCIOLIHM OIIbLIT padoThl METOAOM BBICOKO3I(PPEK-
TUBHOHM XXUJIKOCTHON XpoMaTtorpaduH, 0O3HAKOMJICHHBIH C PYKOBOACTBOM IO
3KCIUIyaTaluMu XHIKOCTHOFO XpoMarorpada, 0CBOMBIIMHA AaHHYIO METOAMKY
A TMIOATBEPAMBLIWH SKCIIEPUMEHTANILHO COOTBETCTBHE NOJIYyHAEMBIX pe3yiibTa-
TOB HOPMAaTHBAM KOHTPOJIA NOTPEIIHOCTH U3MEPEHHH O M. 3.

8. Pazpa0doTunkH

[lubynsckas M. A., Yepmenckas T. 1., Kospos H. I'. (I'HY Bcepoccuii-
CKMH Hay4HO-MCCJICAOBATENbCKHH HHCTHTYT 3allliThl pacTeHUi Poccenbxo-
3akajnemuy, r. Cadkr-Iletepbypr).

MeToauka npouuia METPOJOTHYECKYIO IKCNEpTH3Y (CBHAETENRCTBO 00
arrecramn Ne  01.5.04.686) u BHeceHa B PDegepaibHbIM  peecTp
(®P.1.31.2011.09107).
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