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VTBEPXKIAIO
I'naBHBIi rocy/IapCTBEHHBIA CAHUTAPHBIR
Bpau Poccuiickoit Oenepaumu
ITepssiit 3amecTuTens MUHHCTpA 3ApaBo-
oxpanenus Poccuiickoil Penepauypu

I'. T'. Onuuenxo
29 utons 2003 r.
Jlata BBefeHUsA: C MOMEHTA YTBEpKACHHS

4.1, METO/1pI KOHTPOJIA. XUMIYECKUE @AKTOPLI

W3mepeHue MaccoBbIX KOHLEHTpaUuii (+ —)-2,3-quruapo-3-
MeTHI-9-¢Top-10-(4-MeTHANMNEpa3uH-1-11)-7-0Kco-TH-
nupupofl,2,3-del-1,4-Genzorcazun-6-kapGoHOBOH KUCIOTHL
(od1oxcanuna) B Bo3ayxe paGoueii 30HbI MeTOAOM
BbICOK03()eKTHBHOMN KUAKOCTHOI XpoMaTorpaduu

MecToauueckuce ykazaHus
MYVYK 4.1.1626—03

1. O61acTh NpUMeHeHus

Hacrostue METOAMYECKUE YKA3aHMA YCTAHABIMBAIOT KONUYECTBEHHBIH
xpoMarorpaduueckuit aHanu3 Bo3ayxa pabGodeit 30HbI Ha copepxaHue (+-)-
2,3-nuruppo-3-merun-9-grop- 1 0-(4-meTrnnunepasus- 1-um)-7-okco-7H-
mapuno(1,2,3-de]-1,4-6en3okca3nn-6-kap6oHoBoii kucaots! (odurokcanusa)
B [Marnasone Kouuentpauui ot 0,25 no 5,00 Mrive,

2. XapaKTepHUCTHKA BellecTBa

2.1. CrpykrypHas dopmyna
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2.2. Omuupuueckas Gopmyna CigH,0FN3;O,.

2.3. MosnekynsapHas macca 361,4.

2.4. PeructpaunoHHsiif Homep CAS 82419-36-1.

2.5. @U3NKO-XMMHUUECKHE CBOKCTBA.

Odnokcauns — aHTUOAKTCPHANIBHBIN 1periapaT HPOKOro ClieKTpa jei-
CTBHUS, KpUCTAJUIMYECKHIi 1I0POLIOK Cllerka xeirrosaroro uscra, T, 260—
280 °C, manopacTBOpHM B BOLE M B 3THIOBOM ClIMPTE, PACTBOPUM B OPraHH-
YECKHX PaCTBOPHTEIIAX, PACTBOPUM B CMECH ALIETONUTPUIIA U BOABI (JIIOEHTE).

ArperaTHoe COCTOSIHHE B BO3/LyX€ — a3p030ilb.

2.6. TokcHKOJIOrHYECKas XapaKTEPUCTHKA.

Odnokcaunn obnajaer aHTUMUKPOOHBIM HEHCTBMEM, BhI3LIBAET HApy-
wexne MukpoQiiops!, o6nasaer GoroceHCHOUIM3UPYIOLIUM ASHCTBUEM.

Mpegensuo pouycruman xoxuenrpaiws (ITUK) B Bosuyxe paboyeii 30-
ubt 0,5 Mr/m’. Knnace onacsocT# — BTOPOii.

3. IlorpemHoCThL M3MCPCHUIA
Meronuka ofeclieunBact BbIIOJIHEIUE HIMCPEIHii MACCOBLIX KOHLEH-
Tpauuii odrokcaluHa ¢ rnorpewHocTbio He 6osce £ 16 % upu Josepuren-
Hoi#i Beposruoctu 0,95.

4. McTon usmcpcHHii

H3mepenus MaccoBbiXx KOHLEHTPALMH oduokcainuia ocHOBAlb! Ba Ke-
NONB30BAHNU BLICOKOO(D(CKTUBHOM MXHUKOCTHOMH XpoMaTorpaduu ¢ npume-
HEHHEM CLIEKTPO(OTOMETPHUECKOro LETEKTOpa 1IPH Juiie Boitbl 286 1M,

O160p 1106 NPOBOAKUTCS C KOHILCHTPUPOBAHUCM Ha PHIBTD.

Huxuuit npesen usMepenus couepxalius onokcauuia B XpoMaro-
rpatupyemom o6beme pacrsopa 0,010 mxr.

HuxHUR nipepen uaMepeliusi KOHLUERTPAUUH OJIOKCALMHA B BO3MyXe
0,25 mr/m® (ipu ot60pe 200 aM> Bo3yxa).

OnpeneneHyio He MEILAIOT COMYTCTBYIOLME BellecTBa (LELI0I03a
MUKPOKPUCTAILIMYECKAA, TUTAHA JMOKCHM, IOJMBUHWIIUPPOIMUOL HU3KO-
MOJIEKYIAPHBIA, MarHHi CTEapPHMHOBO-KUCbIH, OKCHLIPOTHIILEIIII0N03).

5. CpeacTBa H3MCpCHUIA, BCIIOMOTATEILIILIC YCTPOHCTBA,
MAaTCPUAJIbl, PCAKTUBDLI
5.1. Cpedcmea usmepenuii, 6cnomozamensiivie ycmpoiicmea, mamepudiit

Xpomarorpad sKHIKOCTHBII MUKPOKOJIOHOYHBII
«MuIHXPOM» CO CIIEKTPOGHOTOMETPHUECKUM
ZETEKTOPOM
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XpomaTtorpaguueckas KOROHKa cTanbHas KAX-44-3,
50 x 2 MM, 3anonHeHHas copbentom Cenapon C18,
(dpaxuus 5 MxM

[Tpo6oot6opHoe ycrpoiictso, Tun [1Y-33 TY 4215-000-11696625—95
Becs! ananutuyeckne BJIA-200 I'OCT 24104—88E
QunsTposiepxarens TV 95.72.05—77
YerpoicTBO Wis (QUIbTPaLIUH KUUKOCTEH

HII® «Buoxpom»

Koubt Mepubic, BMecTiMOCTbI0 500, 50 1 25 cm® r'OCT 1770—74E
[unerkw, BMCCTHMOCTBIO OT 1, 2, 5 1 10 cM® rOCT 29227—91
I.Imlmugg) Mepiibsii co ummpom, BMecThmocTeio 100 em® TV 25.11.900—73

Bioxcst >/ T'OCT 25336-—82E

[po6upku c upumnm!)onaunumu npoGxamu,

BmecTUMOCTbIO 10 oM T'OCT 25336—82E

OunbTprt ADGA-BII-10 TY 95-743—80

Ouuprpst «Buapanop» runa MMOK-1T TV 6-05-221-433—79
5.2. Peakmugn

Odutoxcauun, coziepxaHne OCHOBHOI'O BELLIECTBA

e mexee 98,5 % B®C 42-3556—99

ALCTORUTPII 2151 XHHUKOCTHOH XpomaTorpaduu TY-6-09-14-2167—84

Kanuii yuruppotocdar, xu I'OCT 4198—75

Oprodocdopuas kucuora, X4 IOCT 6552—58

Boaa mucTuinimponanHas r'OCT 6709—72

Jlotycaercs: NPUMEHEHUE UHBIX CPENCTB H3MEPEHHs, BCIOMOIATENb-
HBIX YCTPOHCTB, PEAKTHBOB M MATEPHA/IOB, OGECNEYHUBAIOUIMX [1OKA3ATENM
TOUHOCTH, YCTAHOBJIEHIIbIE IS JAHHBIX METOAHYECKHX YKA3aHHil.

6. TpeboBaHust 6€30MACHOCTH

6.1. Ilpn pabotre ¢ peaxTusaMu cobmoaator TpeboBaHUs Ge30MacHOCTH,
YCTaHOBNCHHbIE JUIS PaGoThl C TOKCHYHBIMHM, €IKMMU H JErKOBOCIIaMe-
Hsaomumucsa Bewectsamu no F'OCT 12.1.005—388.

6.2. IIpu npoBeseHHM aHAMU30B FOPIOYHX M BPEAHBIX BEILECTB COOIIO-
JIaI0T Mepb! IpoTHBOIOXapHo# 6Gesonacnoctu no 'OCT 12.1.004—76.

6.3. Tlpu BbINONHEHHM H3MEPEHMii C MCIIONB30BAHHEM Xpomarorpada
coGmopaloT npasuna snexrpobesonacHocTd B coorBerctBud ¢ ['OCT
12.1.019—79 u uHcTpyKUMeH Mo 9KcnyaTauuy npubopa.
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7. Tpe6oBanns k xBajyudukanuu oneparopa

K BeinonHenuio u3MepeHuit 1 o6paboTke pe3ynbTaToB AOIYCKAIOTCS
JIHI@ C BBICUIMM H CPEAHUM CHELUAILHBIM 00pa30BaHHEM, HMEIOLIME HABBI-
K paboThI Ha XMAKOCTHOM Xpomarorpade.

8. YenoBus n3amepenmii

8.1. IlpuroroBneHUE PAaCTROPOB U MOAIOTOBKY P0G K aHaM3y MPOBO-
IAT B HOPMaJIbHLIX YCIOBHSX NpH Temieparype Bosgyxa (20 + 5) °C, atmo-
cdepHoMm faBnesun 84—106 kIla n BiraxHoCTH BO3HyXa He Gonee 80 %.

8.2. MiaMepenus Ha XHIKOCTHOM Xpomarorpade NpOBOASAT B YCIOBHSIX,
PCKOMEHAOBAHHBIX TEXHHYECKON JOKyMEHTaLMel K [prbopy.

9. IoaroToBxa K BHUTOJHCHUIO M3MCPEHMSI
9.1. Ipuzomosnenue pacmeopos

9.1.1. Crannaprueiii pactBop Ne 1 odyioxcauuHa B pacTBope DilOeHTa
KoHueHTpauueid 500 MKr/cM® romsmcn PacTBOpEHHEM 25 MI BElLECTBa B
MepHoii ko6 BMECTUMOCTBIO 50 cM’.

9.1.2. CranpaprHerif pactBop Ne 2 oduiokcauuHa B pacTBOpe 30EHTa
KoHuUeHTpauuerd 100 MKI/CM® TOTOBMTCA pasbaBieHHEM CTaHAApTHOTO pac-
TB0pa Ne 1. PacTBOpPBI YCTORUMBEL B TEYCHHE MECAUA NIPH XPAHCHHH B XOJIO-
AHIbHHKE.

9.1.3. Pacrsop auruapogocdara kanus Kouuempauueu 0,02 M roro-
BAT pacTBOpeHMeM 1,36 T ykasanHOH couu B 500 cm’ JMCTUILIMPOBAHHOM
BOIK! B Xxonbe naHHoro oobeMa.

9.1.4. PacTBOp 3JIIOEHTA FOTOBAT CMELUMBAHHEM B M EPHOM LMIHH/PE
90 cM® 0,02 M pacteopa aurmupoocara Kamus 1 10 cM® aueTOHWTpUIIA.
PactBop mosouar go pH 3 oprodocdopHoit kucnoroi. Henocpencrsenuo
nepen HM3MEPEHMEM DacTBOp (HUILTPYIOT € IOMOWIBIO YCTPOMCTBA A1
dunbTpauuy 1 GUILTPOB «Biaasunop» U AerasupyroT MO BAKYYMOM.

9.2. Iloozomoexa npubopa
O6uwyo noAroToBKy npu6opa OCYIMECTBAAIOT COTNACHO WHCTPYKUMM
110 IKCITTYaTaLHH.
9.3. Yemanoenenue zpadyuposounoii xapaxmepucmuxu

I'patympoBOYHYI0O XapaKTEPUCTHKY, BLIPAXKAIOLIYIO 3aBUCUMOCTb BE/H-
YHHBI XPOMAaTOrpaUyecKoro CUrHajla OT MacChi aHAIM3UPYEMOro BELLECTBA
B xpomarorpagupyeMom oGbeMe pacTBopa, YCTaHaBAMBAIOT MO MeToay ab-
CONIOTHOM KaIMOPOBKH C MCMOJBE30BAHHEM CEPHU IPafyMPOBOYHBIX PACTBO-
POB, KOTOpbIEe rOTOBAT pa3baBieHEM CTAaHAAPTHOrO pacTBopa Ne 2 corniacHo
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Tabn. 1. PacTBOpBI yCTOHYMBEI B TEYEHHE ABYX HEJACHb PH XPAHEHUM B XO-
JIOAMIIBHUKE.

Vcnosus xpoMaTorpapupoBaHus rpagyHpoBOYHBIX CMECEH ¥ aHANM3H-
pyeMbIx npob:

cocra dntoeHTa: aueronutpui—0,02M pacrsop auruapodocdara Kaaus
1:9,pH3;

CKOpOCTb MOTOKA dimoexta 100 MM3/MHH;

06beM BBOUMOI POBEI 2 MM,

JUIMHA BOJIHBI CIIEKTPO(OTOMETPHUECKOTO JleTeKTopa 286 HM;

BpeMsl yIlepXKHBaHUs OdIIOKCALMHA S5 MUH.

Tabnuua 1
Pacrsophl As yCTaHOBJIEHHS FPAYHPOBOMHOH XaPAKTEPHCTHKH
npu onpenenenun oiokcaunna

Ne " Pactsop | Konucnrpauus | Conepxanue BemecTsa
cran. | CTOMIAPTHS PACTAOR) e | peitcoras, | a xpowarrpadpupyemon
Japra i cM MKT/CM obseme npo6bl, MKT

| 0 20,0 0 0

2 1,0 19,0 5 0,01

3 2,0 18,0 10 0,02

4 3,0 17,0 15 0,03

5 5,0 15,0 25 0,05

6 10,0 10,0 50 0,1

7 20,0 0 100 0,2

Pactsops niomewialor B ipo6ooTbopHOe ycTpoiicTBo XpoMaTorpada.

Ha nonyuyexHoil XpoMaTorpaMMme M3MeEpAIOT IUIOLIAJH NHKOB C NOMO-
IpI0 UHTErpaTopa xpoMarorpada (B YCIOBHBIX €AMHMLAX) NpH aHamuse 6
PacTBOPOB Pa3HBIX KOHUEHTpAUMii M PACcTBOPHTEI, MPOBOAA HE MEHee 5
napajieNbHbIX OfPEACNHeHNH AN KaXAOro pacTBOpa, M CTPOAT paisyHpo-
BOUYHYIO KPHBYIO 3aBMCHMMOCTH ILIOLUAAM NUKA OT KONUYECTBA KOMIIOHEHTA B
xpomatorpadupyemom o6beme pactBopa (Mkr). [IpoBepky rpajyMpoBOYHOr0
rpadMka NpOBOAST NPH H3MEHEHUM YCIIOBHI aHamM3a, HO He pexe | pasa B
Meca.

9.4. Oméop npobet 6030yxa

Bo3ayx ¢ 06beMHbIM pacxooM 20 M*/MHH aCIUPUPYIOT yepe3 GuabTp
A®A BII-10. Ins usmepenus Y I1IJIK oduroxcanuna foctatouHo otobpats
200 v’ Bo3nyxa. [TpoGE! MOXKHO XPAHUTS B TEYEHUE TPEX CYTOK.
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10. Beinosraenne n3MepeHns

QuneTp ¢ oTobpanHo# Npoboii moMeLaoT B GIOKC ¢ NPUULTH(OBAHHO
KPBILIKOR M NPUIMBAIOT MUNETKOH 5 oM’ pacTsopa JoeHTa. [Tepuoanyecku
BCTPAXHMBAsA, BEIAECPXKHUBAIOT PacTBOP B TEYEHHUE 5 MUH M CIMBAIOT €r0O B [1pO-
6upKy. AHanOrM4yHeIM 00pa3oM DPOBOAAT MOBTOPHYIO OKCTPAaKLMIO C
¢uneTpa M o6beuHAKOT pacTBophl. CreneHb dkcTpakuuy ¢ dunstpa 92 %.
XpomarorpaupoBanue pacTBopa IpoObl MPOBOJAT B TEX XKE YCHOBUSAX, YTO
H xpomarorpadhHpoBaHHE IPaZyMpOBOYHbIX pacTsopoB. KomuuecrBenuoe
ONpPEACHCHRE COACPKAHUA AHANU3UPYESMOrO BELIECTBA B PACTBOPE NPOBOAAT
IO NMPEABAPUTENLHO IIOCTPOEHHOMY FpastyMpOBOUHOMY rpaduky.

11. PacueT KOHUEHTPALUM

Konuentpauuio opnoxcauuua (C, Mr/M’) B BO3MyXe BBIYMCISIOT O

dbopmyne:
c=25 , rae
6.V

a — COfIep>KaHUe BELIeCTBa B aHaIM3MpyeMoM oGbeme NpoObl, HaiyeH-
HOE 110 rPajyHpOBOYHOMY IpadHKy, MKT;

6 — o6seM npo6l, BIATHIN /1A XPOMATOrpadupoBaHUS, CM;

6 — obuuii 06bem pacTeopa npobsl, cM’;

V — o6sem Bo3nyxa, OTOOpaHHLIiA 11 aHANK3a U NPUBEAEHHLIN K CTaH-
JIapTHBEIM YCIOBUAM, e’ (M. npunox. 1).

12, OdopmicHue pe3yabTATOB aHAMH3A

Pe3ynsTaT KOJHYECTBEHHOMO a3 IpeacTaBisior B ue (C + A) Mriv’,
P =0,95, rne A — xapaxrepuctnka norpewroctd, A = 0,16C + 0,02.

13. KoHTPOIb NOrpeuIHOCTH METOAMKH

3HaueHus XapaKTepPHUCTHKU NOrpelUHOCTH, HOPMATHBa OIEPaTUBHOIO
KOHTPOJIA TOYHOCTH M HOPMATHBA OMEPATHBHOTO KOHTPONS BOCIPOU3BOAM-
MOCTH NpHBeZAeHb! B Tabi. 2 B BHAE 3aBHCHMOCTM OT 3HAueHWUs MAcCOBOM
KOHLIEHTPALUHN aHAIM3UPYEMOro KOMIIOHeHTa B nipobe C.
Tabnuua 2
Pezymmnu Merponoruqecxoii aATTeCTAHH METOAHKH KOJIHYECTBEHHIOr0
XHMHYECKOro aHajin3a oqmolccauuﬂa

Jinanaso ompe- HauvenoBaHHe METPOIOTHYECKO# XapaKTEPHCTHKH
ENAEMBIX Ko}:,_ Xapaxrepuctu- | Hopmatus onepatus- | HopMatus oneparusHo-
if odb- | K@ MOTPELIHO- | HOTO KOHTPOJIA TOY- | IO KOHTPOJIA BOCIPOU3-
ngﬁgﬁ;’,‘,’; ,zf?M ctH A, Mr/v’® Hoctu K, mMrim’® BogmmoctH D, Mr/m’
’ (P=0,95) (P=0,90,m=2) (P=0,95,m=2)
010,25 105,0 | 0,02+0,16C 0,03 +0,17C 0,07 +0,05C
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13.1. Onepamusgnsiit KoRmpons 60CHPOU3EOOUMOCTIY

OnepaTUBHBLE KOHTPOJB BOCIIPOHU3BOAMMOCTH BBIMONHAIOT B OJHOI ce-
puM ¢ aHanu3oM paGouux npol. OréupaoT peansHsie npebsl Bo3ayxa paGo-
yeil 30HBl U3 ORHOIO TPAAULHMOHHOrO MecTa oThopa ABYMS NMPo6OOTOOPHHU-
KaM¥ OJHOBPEMEHHO. AHAIUBUPYIOT B COOTBETCTBUM C MPOIMMCHIO METOAHU-
KM, MaKCHMaNbHO BapbHpys YCIOBHMs MPOBENCHHA aHaiau3a: NapTHU PEaKTH-
BOB, HabOpBl MEPHON MOCYMUb! H T. A., U TOJy4atoT ABa pe3ynsrata C; U C;
aHauu30B. PesynbraThl aHaimM3a He NOJDKHBI OTIMHATBCA APYr OT JApyra Ha
BEIMYUHY GOJBLIYIO, YEM HOPMATHUB OLIEPATUBHOIO KOHTPONA BOCIPOU3BO-
numocty D:

|C—-C;|<D

Tpy npesbiiieHUy PacXoMACHUS MEXAY ABYMs pe3yibTaTaMH HOpMa-
THBA OMNEPATUBHOrO KOHTPO.S BOCHPOH3BOAMMOCTH DKCIEPUMEHT NMOBTODS-
toT. TIpU MOBTOPHOM MPEBLILICHUM YKA3AHHOTO HOPMATHBA BBIACHSIOT MpH-
UMIIbI, TIPUBOALIUE K HEY[OBIETBOPUTE/BHLIM PE3YNLTATAM, W YCTPAHSIOT
uX. BHYTpeHHu# onepaTHBHEIN KOHTPONE BOCHPON3BOJMMOCTH NPOBOJAT HE
pexe, ueM | pa3 B Hezeillo.

13.2. Onepamusnstii konmpons mounocmu

OrneparyBHBI KOHTPOIb TOYHOCTH BLINOJHAIOT B OAHON CepuU C aHa-
ausom pabouux npob. Orbupator peansHsie npobel Bo3Ayxa pabGoueii 30HbI
W3 OJHOTO TPaUMUMOHHOro Mecta o0Thopa uByMs npoGoor6opHUKaMU OHO-
BpeMeHHO. 3aTem K ofHoii 1pobe, oToGpanHoit Ha GuneTp, nenator JoOaBKY
aHaIM3MpyeMoro KomroseHta 8C u3 pacTBopa, HaHOCA ero Ha ¢uibTp. Be-
nuunHa 106aBKK A0bkHA cooTeTcTBOBaTh S0—150 % OT couepxanus xom-
rnoHeHTa B npobGe. Pesynsrarel aHanusa C; 6e3 no6asku u C, ¢ nobaskoit
MOJ1y4alOT [0 BO3MOXXHOCTH B OJIMHAKOBBIX YC/IOBUSAX: OAHHM 2HAJIUTHKOM, C
OJHOI napTHeH peaxTHBOB, OJHMM HaGopom Hocyas! u T. 4. Ilorpemnocts
npoueaypsl 0T60opa npo6 KOHTPOAMPYIOT MYTEM MNOBEPKH MCIONB3YEMBIX
npo6ooT6opruKkoB. Pacyer HopMaTHBa OMEPATUBHOIO KOHTPONS [OrPELIHO-
ctd K npoBOJAT NO XapaKTEPHCTUKE MOrPEIIHOCTH METOAMKH 3a BBIYETOM
XapaKTePUCTUKU MOrpeiHocTy npobooréopuuxa. Pemenue 06 yaoBnerso-
PHTENBHOM MOTPELIHOCTH IPHHAMAIOT IPH BEINOIHEHUM YCIOBUA:

|C,-C,-8C|<K

14. HopmslI 3aTpaT BpeMeHU Ha aHAJIN3

Jins npoBejcHMS CEpMM aHANM30B U3 6 Npob MpH NOCHEXOBATENHLHOM
ot6ope npob Bo3ayxa Tpebyercs 4 4.

Metonuueckue ykasauus paspabotaHsl PoccuifckuM rocyaapcTBeHHBIM
meauuunckuM yausepcurerom (E. B, Uyras).
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