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ERERPOEEBRREDDMIE. BEDREZETHHICEDHT
BETY. mEEIE (0A) SRTIE. COIeHITKEZEFT (USP)
XYy K <467> ZHENICERLTVET [1]. COERRIEX
Vv RFHFRCTREEERCERTNTVET, DXV R,
THEICEIT B35 a(F 505X ICH Q3C [SEG L TLERT,

EREmPOEERRE. BWEZERER (APl) TIE5TmERED
REBEETEOICBHDTY .. HEBRRICIFGELOXY v bME
T, HREERDRETDRENGDET, HEBEDLANIL
DEFREERF. R2M. BREICHTIRE. BEE. /(1
FTPRASEUT 4, REMFEDERATHITONTLET,
IRTORE. BZH. RRZEERITDUEDSHDET,

USP <467> MAA RS54 &, —fRIC [1] [T TWLE T, 7697A
ANy RAXR—ZAY VTS DBEFEEZETRCTEDLDIC, Ny
RAR—=ZADINSGA—FZZEEL. EEUFE LI, USP h'5i&
BRUEDITEZFERT S EDHTEEFITN. Z0HSEF. /KU
F— 3 PTD USP FIEEDHEDNEICIED E T, BAFEIC
IRIEHIC. BEISATEICERICOHETVE U,

USP <467> TlF. 95X 1 BLUI SR 2 DERBBIEICDVTR
D 3 DDFIEZIEELTLET,

1. FlEA: BESFURHRTAEER
2. FIE B : AR
3. FlEC: TEHER

FIE A TIX G43 %48 (Agilent 624 735 s, VF-624ms K (& DB-
624) 7%=, & B Tl3 G16 /&#8 (HP-INNOWax) ZfERULF T —i%
[C. INSDORED—ATHREET DILEWIE. BIDRBTIEIBE
TEF A, BRELBREDFHANCO7 TV —Y 3y /—
rDEIFBENTH D, VF-624ms HS LDHEFERALF LT,
CNFETOFHRAICHBDKSIT. T277)L FID (624 SEKU INNOWax
B3 L) Ffcld FID/MSD ZER LT DB BEBE TS [2.3.4.5]0

Ay RIAR—GETIE, BIEZZD USP 467 [RFLEEUT THOM
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BNV IR ERTDIET. KEBBRAESTOBIRMEER
EhELUFET. HULLWREEIFA NS ITAFTVIRIEE.
5977A ¥ U—X GC/MSD Y R 7 LOKREELBIRMEDE LICES
LTWLET,

USP 467 [FIL<HISNTH D, HFRPDERER 0A SRICBWVIT,
FID ZFAULz GC ANy RAR—R YR TF LATRBESNTLEXT,
GC Ny RANR—X - MSD YR F AlF. HFICHEEEMHRHE
Nic&EEDEEBREDODEENZA LS EBF T, SIM ZERT S
EDRRDOBREDFEREN. BNICREZEERT DI LEDTERT,
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NS L7 DRERICFERLF Ul
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BRZERT KD NSy TERY hSAVICERL. DR
[CIN=TJULET . ANY RAR=ZAG VT IVIb—TE 1.0 mL TT,
FrUTPENATIVIECIEANY D LZERULETT, S0
RENSA—FZER1ICRLET,

Mass Hunter V7 b T 7

5977 ¥ U—X GC/MSD Y AT LZE AT NIX. Agilent 70008
GC/MS/MS DYV 7 D x ZITHE{L LTz MassHunter (MH) ¥V 7
DIF7EFERTHIIEDHTEETYT ., T—YDHDAHREEEDE
LU HICSIM T—JIVDERENERICIED T LT, SIM, RF+
V. BErUBRE/ISAXA—=FH 1 DOEEICKRRINDIH., TIEF®°
KHESRTDIENDNTEFT,, IRED MSD Chemstation acquisition
XV REAVR—KU. MH CEEERTEET,

F—4& DEETEMH B4 (Qual) Fizldk MH EE247 (Quant)
ZFEHLULTITVWEY, CO7FUs—r 3> /—RTlE. Qual
770X S LDFRRICERULFE U, Quant [FESYIDHES
[CEEFA L. ZNLUED RSD DFtE(E Excel TITWWE Ulc, IRED
MSD Chemstation quant 7—%~X—2X (Fv+UJTL—Y 37—
) ZHFHAHFDIAV IN—F TESHICZR L. MH Quant TEH
TBHEHNTEFY,

MH Qual 3K Quant DERIFHEBETIEH D FHAL5977 VU —
X GC/MSD YR F LEYDA#HY T b T 71EMH e EEKD
MSD Chemstation FE X DA CTT — 5 ZBEMICHFFELET,
F—YEMOERIE SR EITERDNTEET,

COREECHERLEY T Iz 7/)\— 3 /[, MSD ChemStation
B.07.00 acquisition. MassHunter B.05.01 Quant, & U Headspace
#lfEy 7 b7 B.01.04 TG,
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INA T IJUIIEAR NUD L
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HS A —J ViRE 85°C
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R2LEBBREISZ, ISR A, BLUI SR 2B OBEHRMHE,
ITRCDISADRF Y IT—FETSAADSIM T—57%ZRU
FI . KRERERADORFRE CRIMIELE Ulco

USP TBR{E AF+> SIMRSD

AREER

2 [T, K CRIME LT RRFEERE DI S X 1 FREBRIRD TIC 7Z
MUET. ISR 1 BERETHAINVEVYHBKLU 1, 2-97001%

Ul& VF-620ms 15 LTR—R 51 UHBENFT, fea (ppm)  RSDOA) (%)
521 n=8
K2(C. TRTCDISAICOVNTRAF VD RSD, IS5 2A(C 11-U500IF7Y 8 0.9
DULT SIM D RSD ZRUE T, [FEAEDRSD (& 2.5 % ZKXE 111-~UZOO0IFY 1,500 1.9
<TFE>TVERT . bFHICEWMEZFDBDIE. —fRIC k DfE kA ldrEs 4 15
MESEOTVET, k DEDELVEIRDTSH. U 7 ILEHUE i 2 07
DEECLDHERIAELEDET, IXFILALTFFYR __1Jononlsy 8 08
(DMSO). YXFILF & R PS K (DMAC).13-IXFIL-24 S5y TFAAN=T0
U /> (DMI) 15E DREDRBIESR. F7eld DMSO/KTEEDEEY) e weeonn
TRIASHICLURARY ZBEELET, Sy 500 ve 22
trans-1,2--00I 5> 1,870 24 22
cis-12-¥oO00x5> 1,870 2.1 2.1
FhSerOZSY 720 3.0 2.2
voanFty 3,880 2.7 1.3
x10- XF)byoantty 1,180 43 1.6
’ Lhesaz uozEEy w28 2
7-; i /Diﬁfél}j&f MLV 890 0.7 2.0
65 1 2 5 129500T5Y sOaNvEY 360 19 2.1
68 IFIRUEY 2,170 19 21
2,2 ' mFEILY, pFILY 2170 21 18
N4 o-FLv 2,170 2.1 1.8
RS 5 ~J5Z 2B n=9
2 3 AEHY 290 32
12 —hOXyY 50 38
02 00MIbL 60 25
28 32 36 40 44 48 52 56 60 64 68 72 76 80 84 88 129X bFYITY 100 21
EOAHESES (53) ~NJoOoIsv 80 25
2. SRR U T Z ORSORE CAIME L /e & 5 2 1 BERIRD TIC f,'f;; e ;g“ zj
FhSUY 100 25




ISR 28 BREORKRMETIC 2K 3 [TRLE T, —HDIOV
NS LOIARZER 4 [CRUET,

5 13,14
X5 /=) 9. 14-IFFHY

FZErZ UL 10. MLV
JoOoaxXyy n.oooNver
trans-1,2-¥200I5F Y 12. TFILRVEY 7

cis-1,2-¥o00I57> 13.m-FILY 10
Fhoe ROV 14.p-F2LY
yoanFty 15. 0-F VLY
AFILyoOntdy

o
oo
P NSO W=

0.05 1 2 9

15 2 25 3 356 4 45 5 55 6 65 7 75 8 85 9 95 10 105 1
ED;AHBFE (53)

3. ISR 2A BEDRERNE TIC

ol 2L o

32 34 36 38 40 42 44 46 48 5.0 52 54 56 58 6.0 6.2 6.4 6.6 6.8 7.0 7.2 74 7.6 7.8 8.0 82 84

HDIAHBFR (53)

4 DARVZADEWMEES (7 E = MUILBXRO 14-IFF YY) ZRUIcIOY M S LDIERER

Mo E—UBSICDOVTIIR 3 ZSRUTEEL,



5 BLURIICFNZENSIM 2O~ IS LEFERUE SIM
AFVERUE T CODTIFE 100: 1 DRATU Y REEZERLU
Fllco BRATUw REICED. X5/ —)LE—T DXFRED
KEICEAELF LR, Ffe. BVWATUY RETH., BN
S/N EEhE5NZE Uiz, B 6 [C. MSD ChemStation acquisition ¥/
7 kT 7@ SCAN/SIM BE (952 2A) BRUET,

12 23 3,4 4

18 1.XF/—=)L
2.7EbZ MU
16 3 14IFFHY

ADU (%)

0.8

0.6
1

71C. 35X 2B BREO—ZHE SIM 207 S LZERULE
T ATUw RHIE 201 T Z FOXYVICDVTEIFE S/N
EEhESNF LIz, EVIVIFREDSU O DHE LU E
TYH. VF-624 ms AS LTIFE—IFT—U 2V Ih&/IMRITINIZ 5
NTWETY, EHT D SIM A A% 4 [C. MSD ChemStation D
HREER 8 [CRULETD,

:ﬂ 1.0

2 25 3 3b 4 45 5 55 6 65 7 75 8 85
EWDAHEFE (53)

B5 5X2ADSIM 70O RIS L. SIMII—TDEIX NMefER

K3 ISR2ABED SIM T )IL—T

II—-7 LEM SIM 15>

1 X5/ =)b 31, 29

2 7Er=RUIL 39, 41, 84, 86, 96. 98
JoOOxyy

trans-1,2-00I 5>
cis-12-Jo00IFY
3 FhoeROTSV 56, 71. 72. 84, 96. 98
voanftty
AFILyoOntsy

4 14-IFF5 58. 83. 88. 98
5 ML 91. 92

6 soanyey 91, 106, 112, 114
IFILRIEY
m-F¥FUV. p-FILU,
o-F L

9 95 10 105 M1
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X 6. MSD ChemStation acquisition ¥/ 7 k2 £ 770 SCAN/SIM 5RTE (I 5 R 2A)

8 12 23, 34 45 56 6,7
1 3 5 8
75
7 LAFYY
65 2. = hOXSY
- 3. £O00O%IbLA
6 B12IXNEVIIY
55 5 hUrOOIFY
5 7T sruvy
45 1.2~N\FH5 /2
S 8.7 SUY
L
235
R 3
25
2 4 6
15
1
05 2
0N L A (U
05
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DA B (97)

7. 75X 2B BED—MREVIE SIM Do OV ~I S L
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X 8. 752 2B iAIE®M MSD ChemStation M SCAN/SIM %

3DDIRTCDBREZEERT DL, 624 DRETIEDBD AT D7E
BEDEHODXTFID YRFT LTI BREET 2 7IAHS L7%ZER
FTHIETINERERTER T, COBHCIE. 552 DF v RILT
INNOWax A5 LHOMERTSND e, 624 15 LEIFELEDBHIE
FICIEDE T SIM T MSD ZERT DL, 624 A5 LT 7ZER
Ule EEDRED RS NE T,

—BRDFTEEFFE L HRF DD CIE. 5977 ~U—X GC/MSD &
AT LDBNEY—ILEFEDE T, TDYRT LI, T USP
<467> HA RSA VITHE S BEDTFN—RIEVEX Y v ROBIFE(IC
BELTCVET, FRE—IIXBTABEDSDHEF. <
DYRATLMERAT DYV Y1—Y 3V ELTRERZBDICIED R
Yo BBHIFCBETAOHET N ZIRE T DIBE(F. SIM DRRE
BAREGFHRELED T,

KR4 IS 2B BED SIM F)L—T

JI—7 {tam SIM 14>

1 ~FHY 56, 57

2 el Nu P& 46, 61

3 odulnh VYN 83. 85

4 IXNFITIEIY 45, 60

5 NoooIFy 130, 132

6 EUIY, 2AFH /> 52, 58, 79, 85
7 FrSUY 104, 132
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LTEDZ—RIV/IW—TIN=TERY FSAVDIN—I7ZER
IBHIET, FHABICYV AT LAZEHRNICIV—Z2VTUE T,

CDERBTEH UTeX YV w RTIE. 5977 ¥ U—X GC/MSD ¥R
T LZERUEKBBRESMCDOVTER SN ML LD
BEORENTVE T, SIRTIF. Y AT LBEGHHRZEERU.
SIRTEELEAY W RHYUSP Ffcld ICH A1 RS A V(TS
TWB I EZIRELT DUENHDET MSD VAT Lld. FEAY
HOEEDNMEICE S IIFEIC, Feld QA SR TORMEILHEED
[CHFCHER T,

BE N

1. USP 32-NF 27, General Chapter USP<467> Organic volatile
impurities, United States Pharmacopeia.Pharmacopoeia
Convention Inc., Rockville, MD, 8/2009.

2. Albert E Gudat and Roger L. Firor, [FREBBIEDICHITDY
FTVvavEIAL L, E—VERBRESIUREDEL].
7IL Y hERIES 5989-6079JAJP

3. Roger L. Firor, [Agilent 7697A HSS [C X 2BIRMEICENTE
USP467 3REERIEDHT] . 77T L NERIES 5990-7625JAJP

4. Bart Tienpont, Frank David, Pat Sandra, and Roger L. Firor,
“Analysis of USP<467> Residual Solvents using the Agilent
7697A Headspace Sampler with the Agilent 7890B Gas
Chromatograph”, Agilent Application Note, Publication
number 5991-1834EN.

5. Roger L. Firor, [Agilent 7890A GC & Low Thermal Mass
(LTM : {RZAEE ) & X T L\7EFAL Iz USP 467 FXEBBIED
=EEDT]. 7YY NERIES 5990-5094JAJP

6. Roger L. Firor, “Optimizing Vial Pressurization Parameters for
the Analysis of USP<467> Residual Solvents Using the 7697A
Headspace Sampler”, Application Note, Publication number
5990-9106EN.

s HlIASR

INBDT—H F—RENEERZERLIEBDTT ., 7ILV K
HEET—EZADEFMICDOWVWTCIE, 7YY bDDTTYA
www.agilent.com/chem/jp Z &L £,

www.agilent.com/chem/jp

TILY ME. AXBICRODERENIEE. Koo ANEOEAICK DN
FIelFEENICEUBDBEICOVTHIREESETVEEEET,

FERICEHOER. FHA. REAFEEIFELUVICEESINDIIENGDET,

IV Fo/OV—HAER
© Agilent Technologies, Inc. 2013
Printed in Japan

March 21, 2013

5991-2079JAJP

%, Agilent Technologies



