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AHanu3 ocTaTtouyHbIX pacTBoOpuTEnem
(USP, cratba 467) ¢ ncnonb3osanvmem
napocpa3Horo npoboor6opuuka
Agilent 7697A n rasoBoro
xpomarorpacpa Agilent 7890B

TexHuyeckaa nHgopmauuma

(DapmaueBTquCKaﬂ MPOMBbILLJIEHHOCTb

Pe3rome

AHanua octaTouyHbIx pacTtBoputenei, onpeaenerHbix B USP, ctathe 467, ycnewHo
NpoBeAeH C UCMonb3oBaHMEM CTaTMYeckKoro napoasHoro Metoa Ha napogasHom
npo6oot6opHuke Agilent 7697A n razosom xpomatorpacpe Agilent 7890B. 3tot meTog,
paHee BbinonHeHHbIR Ha X Agilent 7890A, 6bin nepeHeceH Ha X 7890B. MonyyeHbl
9KBMBaNeHTHbIE pe3ynbTaTbl M MoKa3aHO NMPeBOCXOAHOE XpoMaTtorpacuyeckoe passe-
NeHue B COOTBETCTBUM C ycTaHoBNEeHHbIMM B cTatbe 467 USP npesenamu. [JaHHbii
TECT MOKas3blBaeT, YT0 MeToAbl MOXHO HanpaMyto nepeHectn ¢ X Agilent 7890A

Ha X 7890B 6e3 kakoit-nn6o Moaudukauum.



Beepenue

AHanus octaTouHbIX pacTBOpUTEnel — KpaliHe BaXKHaA
npoueaypa KOHTPOnA KayecTa B papmaLeBTMYecKoi npo-
MbilneHHocTn. Ot6op Npo6, Kak npaBumo, BbINOMNHAETCA

¢ noMoLLpbto napoghasHoro npo6oot6opHUKa. AHanu3 Bbinon-
HAaetcA Ha X ¢ MM (nnameHHO-MOHM3ALMOHHbIM AETEKTO-
poM) W creumarnbHoi KONoHKoI. YacTo npoBoanTcA Takxke
[JBYXKaHanbHbli aHanW3 Ha napannenbHoi KONoHKe ¢ UCMONb-
sosaHuem IX-MNA wnun TX-NNO-MCA. B npeabiaywmx uccne-
[0BaHMAX ObINM NPOBEPEHbI BOCMPOU3BOAUMOCTb, YYBCTBU-
TENbHOCTb U pa3peLleHne Apyrux KoHdurypauui [1].

OnucaHHbIi aByxkaHanbHblit metoa IX-M[ 6bin oueHeH
Ha X Agilent 7890B. OpuruHanbHbIi MeToA 6bin NepeHeceH
Ha apyryto ['X-cuctemy 6e3 Mmoaudmkauuun. BoinonHeH aHanus
BOCMNPOU3BOAMMOCTH, YYBCTBMTENbHOCTM M pa3pelleHua

C UCMONb30BaHUEM BOAHbIX PAaCcTBOPOB OCTAaTOMHbIX PacTBOPH-
Teneii knacca 1, knacca 2A u knacca 2B.

JkcnepuMeHTanbHaa 4acTb

PacrtBopbl

Vicnonb3soBaHbl Tpu crieayroLimx 6a3oBbix pacTeopa

0CTaTOYHbIX pacTBOpUTEneil B AMMeTUncynbokcuae.

+ OcratouHbiit pacteoputens ana metoaa USP, cratba 467,
knacc 1 (p/n 5190-0490).

* OcratouHblit pactBoputens ana metoaa USP, cratba 467,
knacc 2A (p/n 5190-0492)

* OcratouHblit pactBoputens ana metoaa USP, cratba 467,
knacc 2B (p/n 5190-0513).

basoBble pacTBopbl 6biNK pa3BeeHbl B BOAE B COOTBETCTBUM

¢ ycraHoBneHHbIMU B USP npesenamu no crieaytolLieid cxeme.

PactBopurenu knacca 1
* Bwuana c 6a3oBbim pactBopom o6bemom 1,0 mn nntoc 9 mn
aumetuncynbokeuaa ¢ passeaesnem ao 100 mn.

* 1,0 mn u3 atana 1 ¢ passeaeHnem oo Ao 100 mn.
* 10 mn u3 atana 2 ¢ passeaeHnem soaoi Ao 100 mn.

* 1,0 mn u3 atana 3 nntoc 5 mn BoAbl B napoda3Hoii Buane
o6bemom 20 mn.

PactBopurenu knacca 2A
* Bwuana c 6a3oBbim pactBopom o6bemom 1,0 mn ¢ passe-
Aenviem go 100 mn.

* 1,0 mn u3 atana 1 nmoc 5 mn BoAbl B napoda3Hoii Buane
o6bemom 20 mn.

Tabnuua 1. OcmamoyHsle pacmeopumenu, HOMepa NUKos, NPeoeribl KOHYEeHM-
payuu no USP (ppm = me/ke) u eocnpoussodumocms (n = 6).
HarHbie nonyqersl Ha TX-MVI[ ¢ napoghasHbim npo6oombopHUKom
Ha kononke 1 (VF624)

Bewecrso Mpepen USP (ppm) 0CO (%)

Knacc 1

1 1,1-anxnopatunex 8 2,3
2 1,1,1-Tpuxnoparax 1500 1.7
3 Yetbipexxnopuctbiii yrnepos 4 19
4 Benson 2 1.7
5 1,2-anxnopataH 5 21
Knacc 2A

1 MertaHon 3000 0.8
2 AueToHuTpUN 410 08
3 [uxnopmetaH 600 0,3
4 mpatc-1,2-puxnopatuned 1870 08
5 yuc-1,2-anxnopatunex 1870 1.4
6 TeTparuapodypat 720 1.1
7 LMKnorekcaH 3880 1.4
8 MeTUMLUUKIorekcaH 1180 156
9 1,4-anokcaH 380 1.4
10 Tonyon 890 1.7
1" xnop6eHson 360 04
12 3TMn6eH3on 2170 0.6
13,14 M-KCUon, n-kcunon 2170 2,2
15 o-kcurnon 2170 2.2
Knacc 2B

1 rekcaH 290 3.1
2 HUTpOMETaH 50 4,3
3 xnopocopm 60 1.7
4 1,2-AMMeToKCM3TaH 100 15
5 TPUXNOPITUIEH 80 2,0
6 nUpMANH 200 1.4
7 2-reKcaHoH 50 1.6
8 TeTpanuH 100 1.7

PactBopurenu knacca 2B
» Bwuana ¢ 6a3oBbim pactBopom o6bemom 1,0 Mn ¢ passese-
Huem ao 100 mn.

» 5,0 mn 13 atana 1 nntoc 1 mn Boabl B napocha3Hoi Buane
o6bemom 20 mn.

Takum obpasom, 06Luit 06bem npobbl Gbifl NOCTOAHHBIM —
6 mn B napochasHbix Buanax o6bemom 20 mn. OkoHyaTenbHble
KOHLIEHTPaLMK OCTaTOYHbIX pacTBOpUTENell COOTBETCTBOBANM
npeaenam USP ¢ agonyuieHuem, yto napodasHan Buana
cojepxana npoby nekapcTBeHHOro BewlecTBa Maccoii 50 mr
(cm. Tabnuuy 1).



Kondurypaumua cucremoli

AHanuabl npoBoaunuck Ha napocasHom npo6ooT6opHUKe
Agilent 7697A, coeanHenHom ¢ X Agilent 7890B. Ha puc. 1
nokasaHa KOH(Urypauma ¢ ABymMA napannenbHbIMU KOMOHKaMMU.

YcnoBua akcnepumeHTa

BbinonHeH napodhasHbiil cTaTUYECKUIA aHanNU3 npu Temneparype
85 °C B teueHne 40 MuH., B COOTBETCTBMU C paHEe OMMCaHHbIM
metoaoMm [1]. Yenosua akcnepumenta ana X npuBeaeHb! B Tab-
nuue 2. B ucnaputens ¢ geneHnem u 6e3 geneHna ycTaHoOBNEH
navivep Ultra Inert (p/n 5190-2295) 6e3 cteknoBonokHa.

HP-INNOWax (p/n 19091N-113)
30 m x 320 mMkm (BHyTP. Anamerp), 0,25 mkm df

(TonLLMHa NNeHK1 HeNoABWXKHO hasbl)

SSL

apg  [Mapodvastbiii
npo60ooT6opHUK
Agilent 7697A

Nenutens
6€e3 NpoayBKu

nna,

I

0.5 m x 320 mkm
(BHYTp. Anamerp),
[1eaKTMBMPOBaHHbI
nnasneHblii KBapLy

4acTb

na,

YacTtb

VF-624ms (p/n CP9104)
30 m x 320 mkm (BHyTp. avamerp), 1,8 mkm df
(TonLLmHa NNeHK1 HeNoABXKHON hasbl)

PucyHok 1. KoHgpueypauyua cucmembi

Tabnuua 2. Yenosua X

Ycnosua I'X Agilent 7890A

Kononka A 30 m x 0,32 mm (BHyTp. Anamertp), 1,8 Mkm
VF-624ms (p/n CP9104)

Kononka B 30 m x 0,32 mm (BHyTp. anamertp), 0,25 Mkm

HP-INNOWax (p/n 19091N-113)
[a3-HocuTenb Tenwid, 104 kMa

C pasaenexuem u 6e3 pasaenenua, 140 °C,
koadhhmumeHT pasaenenua 1:5

BeeaeHue

Temnepatypa Tepmoctata Ot 40 °C (5 muH.) 2o 240 °C (2 muH.) npu
cKOpOCTM U3MeHeHua Temnepatypbl 18 °C/muH

[letektupoBaHue ng, 250 °C npu 20 My

(o6a kaHana)



Pe3ynbratbl n 06cyxpenmne

Ha puc. 2—4 npepactaBneHbl XpoMaTorpaMmmbl, MofyyYyeHHble AnA
0CTaToyYHbIX pacTBoputenei knaccos 1, 2A u 2B, cooTBeTCTBEHHO.
Muku Ha xpomarorpammax MOXKHO ONpeAenuTb, UCMonb3ya 060-
3HayeHuA B Tabnuue 1. Peaynbratbl pasaeneHua oYeHb NOX0XM
Ha Te, YTO MONyyYeHbl B NPOBEAEHHOM paHee 3KCrepumeHTe ¢
X 7890A [1]. Nopaaok antomMpoBaHuA, pa3peLLeHne 1 YyBCTBU-
TenbHOCTb B 060MX 3KCNepuMeHTax 3KBUBAreHTbI.

nA| VF-624ms
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Pucyrok 2. [leyxkaHanbHbil npogpuns TX-IV1[] ona pacmeopumeneli knacca 1 8 npedenax cneyughukayuu
USP, nonyyeHHblli ¢ ucnons3oeaHuem napogazHozo npo6oombopHuka Agilent 7697A
u I'X Agilent 7890B (0o603Ha4eHusa nukos cm. @ mabnuye 1)
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Pucynok 3. [layxkananbsHbili npodbuns MX-IVI[] 0na pacmeopumeneli knacca 2A & npedenax cneyugukayuu
USP, nonyyerHblili ¢ ucnonb3oeaHuem npoboombopHuka Agilent 7697A
u I'X Agilent 7890B (0603Ha4veHua nukoe cM. ¢ mabnuye 1)



PactBoputenu knacca 1 6eH3on u 1,2-AuxnopatuneH pasaeneHsl
Ha 6a30Boi NHUK Ha kornoHke VF-624. CootHoLleHWe «curHan —
Wwym» ana pacteoputeneit knacca 1: 18 ana 1,1-auxnopatunena,
31 ana 1,1,1-TpuxnopataHa, 4 ANA YeTbIpeXXNoOPUCTOro yrnepoaa,
42 pna 6eHsona, 19 ana 1,2-auxnopataHa. Bo Bcex cnyyanx
COOTHOLLEHUE «CUrHan — Lwymy» 6bino 6onblie 3 (MUHUMANb-
HbI Mopor). 3TM 3Ha4YeHUA Nomny4yeHbl C AeTeKTUPOBaHUEM Ha
napannenbHbIX KoroHKax (pasaeneHue mexxay konoHnkamu 1:1).
3HayeHuA ¢ Mcnonb3oBaHUEM 0IHOM KONOHKM Bbinu 6bl B 2 pasa
6onbuie.

nA | VF-624ms 5 7
124
104
]
o]

AHanu3 6bin noBTopeH wecTb pa3. 3HadeHua 0CO, nonyyeHHble
Ha konoHke VF-624, npuseaensl B Tabnuue 1. Cpeanee 0CO
coctasusno 1,6 %, uto ABNAETCA NPEBOCXOAHbIM 3HAYEHUEM
AnA cTatuyeckoro napochasHoro ot6opa npob ¢ AaHHbIMMW KOH-
ueHtpaumamm. Takaa Bbicokaa 3chheKTMBHOCTbL MOXKET ObITh
cBA3aHa ¢ 0T60poM Npob Mo KOHTPOIeM 3NEKTPOHHOTO pery-
naropa Aasnenua (IPL), nonHOCTbIO MHEPTHBIM MYTEM NMPOX0X-
JeHnA npo6bl, cTabUnbHbLIMU 0AHOPOAHBIMU TEPMUYECKUMU
30HaMu 1 TexHonoruei kanunnapHbix notokos CFT (Cappilary
Flow Technology).
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PucyHok 4. [leyxkananbHbiii npogpuns TX-1V1[] ona pacmeopumeneli knacca 2B ¢ npedenax cneyugukayuu
USP, nonyueHHbiii ¢ ucnonb3oeaHuem napoghazHozo npo6oombopHuka Agilent 7697A

u I'X Agilent 7890B (0o603Ha4eHua nukoe cMm. 8 mabnuye 1)



3aknioueHue

MeToabl, paspaboTaHHbie ANA aHanu3a 0CTaTO4HbIX PacTBO-
puteneit (USP, ctatba 467) Ha napocasHom npo6ooT6opHMKe
Agilent 7697A c I'X Agilent 7890A, moxHo nepeHectn Ha ['X
Agilent 7890B c coxpaHeHueMm pa3peLLeHnsa, YyBCTBUTENbHO-
CTW ¥ BOCNPOU3BOAUMOCTH. [INA Tpex KnaccoB 0CTaTOYHbIX
pacTBopuTENEei NonyyYeHbl MPEBOCX0Hble pe3ynbTaThbl B Npe-
Jenax KoHUueHTpauuii, onpeseneHHbix B USP, ctatbe 467.

Jluteparypa

1. Oupop P. J1., «YnyyiieHne BocnponM3BoaAMMOCTH MpU
aHanuae octatouHblx pacteoputeneit (USP, ctatba 467)
¢ nomotLpto napochasHoro npo6oot6opHuka Agilent 7697A»
(R. L. Firor, «Analysis of USP<467> residual solvents
with improved repeatability using the Agilent 7697A
Headspace Sampler»), Texuudeckaa nHdopmauma Agilent
Technologies 5990-7625EN, aBryct 2012 r.

2. USP 32-NF 27, o6iwwumii pasaen 467, «Jletyune opraHuue-
ckue npumecuy» (USP 32-NF 27, General chapter USP
<467>, QOrganic volatile impurities), USP, Poksunn,
wrat Mapunena, CLA, asryct 2009 r.

[lononHutenbHble cBeAeHUA

B HacToALleM AoKyMeHTe npuBeAeHbl TUNMYHbIE pe3ynbTaTbl.
[lononHutenbHyo MHOpMaLUUIO 0 NPOAYKTaX U yCcryrax Hallen
KomnaHuu cMm. Ha Be6-caiite www.agilent.com/chem.

Agilent Technologies

www.agilent.com/chem

Komnanua Agilent He HeceT 0TBETCTBEHHOCTU 332 BO3MOXKHbIE OLUMOGKM B HACTOALLEM
JIOKYMEHTE, a TaKXe 3a y6bITKK, CBA3AaHHbIE UMK ABNAIOLLMECA CEACTBUEM NONyYeHUA
HacTOALLEr0 A0KYMEHTa, 03HAKOMMEHUA C HUM U €r0 UCMONb30BAHMA.

NHdbopmauma, onucaHna 1 TeXHUYECKMe XapakTepucTukn B HaCTOALLEM AOKYMEHTE
MoryT 6bITb U3MEHEeHbI 6e3 npeaynpexxaeHua.

© Agilent Technologies, Inc., 2013.
Haneyvartaxo B CLLUA

29 anBapa 2013 r.

5991-1834RU



