[ Dol
co® o. .0 o (FHEIE 7697A TRE HHE2EHY Agilent
o : o 5977A MSD #1 7890B GC #1T USP
: T <067> BHRBEBER W

R AR

& HE

Roger L. Firor #1 Mike Szelewski KN FREN Agilent 7697A TRZE#HEES Agilent 5977 25 GC/MSD R4 H A, RiE
ZEERELAH USP <467> FiEH R A, ITKBRPMBIRER KRBT THT. 1. 24 M
2850 Centerville Rd 2B ERFIMNPHHEENHM T 2.5% RSD, FHEES 1 mm ARERHENSER
Wilmington, DE 19808-1610 #HEO (MMI), BERRARNZERELSNER. WRTEE Atune F Etune MK
USA JAHREAX S HERENRE, BFRMEEFEES A 250 °C #1200 °C. #EH
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Agilent Technologies



518

HYPRBARTINOMMEENRERIPRAEE. RERET
KE (0A) BERFAEEZRE (USP) Fik <467> IHX—B#F.
N ZR2KEENATREEHNELAZE. 51T ICHQ3C %
FRRESEN—5.

HY PR BRI TR T E LAY (AP) RREFRE
AR, RAKBERARE&BTER, AURRTEEEE
R MEERAKTNEELETASZRE, 8RReHE, UK
MRE, BARE. £YFAENRESNEN, LARREEY
B5 . TR FIA = Mt T i,

BEIEE USP <467> FRIIESEN [1]. MRZSHHITEHN
Ak, KAFIA 7697A TS A0 Lt i4sE. "TILER USP 48
KIEXHRNBNAN L, BEEERIEHSE USP Fiki#T
3k, ABILRE, FEERFSHHTIR.

USP <467> MIEXTF 1 250 2 XEBAFIEEFEU T ZFRE
Hik:

1. SHA: KEMRERT

2. $% B: BiEkn

3. $EC. TERN

$B A G43 B4 (Agilent 624 BiH, VF-624ms 5 DB-
624) , SH% B {EM G16 EEH (HP-INNOWax), —#Kit.
KROMNE—MECHEPRER, £S5 ELNASH%E. B
FAERARENEEZENRITMREEMERY, FARIUE
F VF-624ms #, Z—MELEFATIARAN FID (624 F1 INNOWax
#) = FID/MSD, BERX#HTITE [2,3, 4. 5].

LARFIRENFET USP 467 MIRRER, MEZHENENMEE
FRE. MEAEHNSPESE. EHHRKIGEHIERNE
mER, RE TRBANMTMENMIESRE., SRFEES
REEEFEAENM 5977A 5] GC/MSD R4 IsE, BEMT
MEEYMN.,

USP 467 ZEtt REMEREE FID B GC-TRZRSHIHIZ 0A
WEARIAAM, HHZER. GC-TNZE-MSD REFIUAKER
BRSH (FHREBEKRMMSH) REESIIGE. A SIM
B, TBREREDE, FRAESHREE.

FNAHREER USP 467 A B AMRBLE 7890B-7697A
#5977 %% GC/MSD R 14E, 7890B GC BB SER#HHD
(MMI), B 1 mm AREEERHE (E4S 5190-4047) .

(EF KB SIRPRIRERT 1 25, 2A K 1 2B XK BRF., 1&F
MARERAT RFNFERRHRAEE, SEXRRREREL
WRERH 250 mL AR, BRABBREEN 6 mLEA 20 mL Hm
M, AR PTFE REMRE., ARPAREMALE, REARA
RERNRECHESOT.

12 &S 5190-0490

2A % #4455 5190-0492
2B %: #4%5 5190-0513

fEA 053 mm REEEARELN 7697A M HER S OE

#, AMMIBEORIRE, ZAZENBEE. SWEE. 38
FEREEYE, AFRER 30m. 0.25 mm B2 VF-624ms H,



Bt 7697A T H R PR SEEHER (PCM) MERBEN
#TES, FSNHHD EPC BRZHHE, BEE 78908 i#
BO, BY EPC RHHES R, ERAPEXNEERIIES
MEENHET, BHRTHRAHHNEIAE. EPC #Hih
BEASEMME, Bid 7697A MEHHEEBELERUTITEH
HETLLEESH. B 1 R MSD hF Ikl EMRSHAMR
i3l

£F 7697A ZE ke IO, FTMERPERRERH
EREMENSEERRES, NMRSERY, EHERTNRE
S k (HEZEH) EREREE [6]. 7697A MTHHEHRF=
PN EES . 1) BRIFME, 2) BREEFIZE 200 mL/min,
ME, 3)EEAR. MEEXERTHREXR. B 1 BRgEH
miHESEH MSD W ETEWER. EEE, MEH HS
FEATM 15 psi R ERFEARE] 10 psi.

“| £ Method Farameters

B 1. 20 mL H#EMBEH, HS HEMMEE 15 psi, #E 20 psi/min HEE 10 psi

Time (min) for Headspace method otal method run tinie: 63,99 min
' 11— |
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2
Temperatures Times Vial and Locp Carier Sequence Acans o
Vial and Loop
Vial Sattings
vl sze: mm
Shabe valsubie n oven Frequency. skesfinn
= rere
Aeosleraton L
IIIII les
Vil Fil Mode: Custom -
Fiow to Pressure ® Presnre Constant Vskeme
o f ¢ h FlFesme  1Sps mL ¥
wel =0 (W L
Presare Eqsibesicn Tme:  0.05me | ([
LopFlmods  [Custom -
Intial Looo Fressue. 1508l
Locp Porp Fite: 20 paimin
Finel Lo Fresere. 0
Lecp Equitratcn o 0
o) o) Coama | o )



EHREL R T - AR EER, ERRET
ZIEHR, MZHEERER 1.0 mL, ERASSMBESHERM
HATIE. &1 5 TARRARSFESH.

Mass Hunter 3§

5977 %5 GC/MSD Z45I NE&1ER MassHunter (MH) 3K {4#I
&1, 5 7000B GC/MS/MS R4, BIBERESE THE,
AHRETEE SIM R, E—MEELFTRENR SIM, A%
BESH. 7 MH FRATUSNFIEREMER Current MSD %L
Bl RE R E.

BARS TR MH M54 (Qual) 3 MH EE 2 (Quant) 3
R, AEARER Qual BREBIEE. A Quant 7 Excel Fift
THEWRS, A Current MSD U ETIEWEEHEE (KRIE
®) P RSD AT LA (@M A #2352 MH Quant
A,

AEZ(FER MH Qual #1 Quant., 5977 %3 GC/MSD RERERK
GBS HRAREA MH B TZ 8 MSD L TIEMH%
R, TEREAPUERE—FHITEES .

AR ERRRERAIT: MSD ChemStation B.07.00 &
&, MassHunter B.05.01 Quant FATR =2 &34 B.01.04,

*1. REBHANHERSY

SHEEEN Agilent 7890B GC

#HO SEXHED

FE 1 mm AEBEEEHE (HHS 5190-4047)
HEORE 140 °C

#HORE 185, 1.3 mL/min

il 4 20:1, 100:1

FiaiERF 40 °C (5 min), KA 18 °C/min BEFEZE 240 °C (2 min)
Bk VF-624ms, 30 m x 0.25 mm, 1.4 pm
MSD Agilent 5977A %5 GC/MSD %%
feEL 190 °C

MS BFE 250 °C

MS Quad 200 °C

T {EH etune. atune F bfb i
E=ti 29 2 150 amu, 10.3 scans/s
BEEF 1.00

ik Agilent 7697A TRz ##%8%
BRmESE a5

EEE 1.0 mL

MEHER 20 mL/min

teEL 0.53 mm & EIARRERS

HS HiBHRE 85°C

HS EEERE 85°C

HS ERELRE 100 °C

FEmiR 20 mL, PTFE/REERRRE:
TREHRIE KEA1

MEAERES mE

TREHE 15 psi

EEEERER BEX

EEEMERE 20 psi/min

EEERLEN 10 psi

TE 2 E T {EHiE 0.05 min

HEEHES GC HEHEH

REERE R

HEERE 100 mL/min, 4 3 min



SRR

® 2 BRT BAUKEHIRARIRIRE 1 REREARFIM TIC, &R,
1 ERFIEN 12-“S 2 5HR%E VF-624ms BRI TEE NS,

ME 2 iR, METELBFMERE RSD 71 2A ZEFIHY SIM
RSD. AZ# RSD KT 2.5%. RSD {EfRE—LhIAF—HK k
E#MRIE. HRELERT TR K EEFNEMELR, Hit
AHZS%, MZBITM (DMS0). ZREZER (DMAC). 1,3-=
FE-2-IRMER (DMI), SRE&AF (30 DMS0/7K) , XFMmRL
BExmEE, EERERTEIARAERKERER. W RSD KL
ZAEE.,

%10
85 1L11-282%
8 2101-Z82%
7-? 3. ME R
4%
83 1 2 5.12-26Z#
55
5
x45 4
= 4
=35 5
3
25 3
2
15
1
05
0

28 32 36 40 44 48 52 56 6.0 64 68 72 76 80 84 88
RERE (min)

B2 (ERAKBHERIRRE 1 KR TIC

F£2 1% 2428 EFEBBAINERNE. FTEERMFHEHIEN 24 2 SIM
IR, Rk HRRRE
USPRRE f3H#iRSD SIM
& (ppm) (%) RSD (%)
ES n=8
11-Z82% 8 0.9
L-Z82% 1500 19
iR 4 15
x 2 07
12-Z82% 5 0.9
2A % n=10
i 3000 28 24
Zi 410 33 23
ZE Rk 600 25 2.2
R#12- 282k 1870 24 22
Wzt12-—8 2% 1870 2.1 2.1
G 720 3.0 22
Foke 3880 27 13
FERCE 1,180 43 16
14-Z8FH 2R 380 26 23
G 890 0.7 2.0
ax 360 19 2.1
% 2170 19 2.1
EZRE, XfZRE 2170 2.1 18
Eiml=:E 2170 2.1 18
2B % n=9
2 290 32
THERR 50 38
aff 60 25
12-ZREEZR 100 27
=8k 80 25
TikwE 200 39
2-Cf 50 2.4
mEZE 100 25



2A ZEAFIER TIC INE 3 HETR, MiZBIEENBIREHTEA,
HIMERE 4,

R 8. REHTLE 1314

Zh 9. 14-ZE Rk
. ZE Rk 10. B
CRRX1228528% 1. §% 10
CRR-1.2-Z8Z2 5 12. 2%

. MEKE 13. AZBE
R/ N=hod 14. $_BE
06 15, S_BE

=}
o
N o o E W N =
~

= 045 n

0.05 1 2 9

15 2 25 3 35 4 45 5 55 75 8 85 9 95 10 1056 M

6 65 7
FEHTIE (min)
B3 2A EBEFIHAE TIC

x10! 4 5 7 8

1.6 3
15
14
13
12
1.1
1.0
<09
=038
=

0.6
0.5
0.4
0.3

0.2
01 2 Lf U
0
32 34 36 38 40 42 44 46 48 5.0 52 54 56 58 6.0 6.2 6.4 66 68 7.0 7.2 74 76 7.8 8.0 8.2 84

FERE (min)
B4 BHEEEETMEEEEEY, ZREM1,4-ZSFHCk, BEHSSEE 3




sk 3 FANBRT SIM BIEEFFTAK SIMBF. 2H{ER 77 2B EBFIMAR SIM, 4t A 201, TREERRE
HIAFEEA 1001, MAENREREDAKRS 7T REMERR BRI S/N. BERMENXR, fR—E2—HEIBREF,
#, BMEESOMILEHT, BB (S/N) FESE4E, M6 Bx  H VF624 ms HELARBMIEER. R4 FHTHAN SIM S
T MSD L TIEUERELHFH) SCAN/SIM BN (2A %) . #, B8 %R MSD WEIIEIRZEER,

2.0

18] 1. FE
2. ZF
161 3. 14-Z8&KCk

1.4

12

WBIRE (%)

1.0
0.8

0.6
1

:ﬂ 11— .

2 25 3 36 4 45 5 55 6 65 7 75 8 85 9 95 10 105 M

FERE (min)
Bl 5. 2A % SIM GiEF SIM LBR1E]
£3 24 EBEFIK SIM £
@5 taew SIM B¥F
1 G 31,29
2 Zi 39,41,84,86,96,98
—SRR
R#A12-282%
IFz1,2-Z 8.2
3 I 56,71,72,84,96,98
b7Nale
FERCIE
4 14-ZEFH 2R 58,83,88,98
5 ¥ 91,92
6 kS 91,106,112,114
ZE

E—RE. $-BE, HBE



O e -
Tune Tipe Solvert Delay 000 min
Tune EMV Detector Setting

Cl Gas Valve: [¥] Trace lon Detection

ClFow — R R

Actual  Setpoint
MS Source

m0 250
wsows 0| o O]

Gain Factor
Gain Factor 1.000
Applied EM Vokage (V) 1562

SIM | Real-Time Plot | Timed Events|

m/2 Dwell Tirne
100
.00 100

*

EJEMSaver Lt [Sum Limt Te8 (Defaut)

Type |sn| -

Scan Time Segments
Start End Frequency Cycle Time Step Size
Tme | hass | Msss | Thweshdd | Scan Speed @/8) | goansisec) | fme) /)
29.00| 150.00 '] 1562 [N=2] |~ 103 597.50 0.1

s8gs sy L

Method Last Saved: 2/11/2013 11:45:54 AM

B 6 MSD #FIIEiRE SCAN/SIM ZEER (2A )

8 12 23 34 45 56 6,7
1 3 5 8
75
7 1.2k
65 2 BETS
6 3. &
65 412 ZREEZHR
- . s mEZH
5 6. M
45 7.2-28
x4 8 MENE
=35
= 3
25
2 4 6
15
1
05 2
oL JU L L L
05

4 45 5 55 6 65 7 75 8 85 9 95 10 105 11 115 12 125

RERHE (min)
B 7 2B EBFIBAE SIM 547

13 135 14 145



sunes Bome.. ] [ BoToe min
S T Soivent Delay 000 mn
Tune EMV 1688 Deteclor Setting
Cl Gas Valve: [] Trace lon Detection
Gl Fow [ EM Settng: ——
Actual  Setpoint
— Gain Factor 1.000
MS Source 250
MS Quad om0 Applied EM Voltage (V) 1659
osntpe @] O o [amieoes :
Scan Time Segments
Stan End Frequency Cycle Time Step Size
Time: | e Mass Threshold Scan Speed (u/s) S = )
0001 2500 150.00 0 1,562 [N=2] [~ 103 9750 0.1
5IM Time Segments
Number | Total Dwell | S Gain Calculated
Time Group Name of lons | Time ms) Tﬂ'll'_!l“ Resolution Factor EMV
» hexane 2 200 37425 Low |+ 10 1659
530 nitromethane 2 200 3.7425 Low | v 1.0 1659
6.10 chioroform 2 200 3.7425 Low | = 1.0 1659
6.75 dimethoxyethane 2 200 3.7425 Low |~ 10 1659
740 trichloroethene 2 200 3.7425 Low | v 10 1659
850 pyridine-hexano 4 320 25826 Low | v 10 1659
1200 tetralin 2 200 3.7425 High |+ | 1659
* b
|
Method Last Saved: 2/14/2013 12:57:05 PM

B 8. MSD ##I(Ek3t 2B EiAFIE SCAN/SIM 1R EER

H7E 624 EIEH LI A LBFHTHME, FTaES HPLHR
B, BENBRAARE, EFDZETXANHEERE, A
INNOWax #1EAE R EIEHE, 5215 624 EEHFEREM
IR, {8 MSD SIM 2 624 Bl EEAN AT R RiX — g &,

EFHFRMFEFEA IR SEF, 5977 %5 GC/MSD &4
ERANIR, ZRGHFAERTLEEE USP <467> 15RE
MK —MEFEFE . SEERMES AR, ZRETUEA
BEFNBRATR. EFRCHARAOEAKERER, SIMAR
BECR—EERS,

4. 2B KBTI SIM 5

4R itEY SIM E¥

1 2% 56,57

2 HERR 46,61

3 £ 83,85

4 —REEZK 45,60

5 ZHZh 130,132

6 wae, 2-2f 52,58,79,85
7 mEtE 104,132




&k

Agilent 5977 &% GC/MSD %%t /Agilent 7890B GC/Agilent
T9TATNZE HEBERBRAN TP EFEEMNEN K.
MSD 2FFREE API FIR IR FIZ EREAMMTTA,
EEELTERMMNEYALMIZHAZRALAER.

F7697A TZ kRS, EHHRBE. BEEREMERER
+0.1°C AR, MRRIEN EPC KRR, #F
BFREZZGME. AZRETER EAFERNSE. XA
RPAMIZE (REMME) K5tk EEERTHHRNELNE,
ARREBITZERMFLTRE,

EHRPIENAENERTER 5977 3 GC/MSD 2475% B
AFIR LA RER RS . S ENE1E USP 5 ICH 355 /R Nxd
HERAMAEHTREERMEMANKIE., YEEHITRINE
T 0A XREFEH{TRHWIEMNRE, MSDBEELABHR.,

SE

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 #1 Roger L. Firor, “HERKBAFISHHIF
BetlE. EEREAUNREE", RECEBRE. Wik
%S 5989-6079CHCN

3. Roger L. Firor, “f#f Agilent 7697A TN T ##283i#1T USP
<467> BRZBHRERAUM" , KRELARS, HR
#1455 5990-7625CHCN

Agilent Technologies

4. BartTienpont, Frank David, PatSandra #1 Roger L. Firor,
“Analysis of USP<467> Residual Solvents using the
Agilent 7697A Headspace Sampler with the Agilent
7890B Gas Chromatograph” ({EFELE Agilent 7697A T
THHERRN Agilent 7890B SHEIEUT USP<467> K E
BAEITAN) , REENARE, HEWES 5991-
1834EN

5. Roger L. Firor, “f#F Agilent 7890A S8 &K H R
(LTM) REHESHT USP 467 KBEAF" , RFRNAR
&, HEYHRS 5990-5094CHCN

6. Roger L. Firor, “Optimizing Vial Pressurization Parameters
for the Analysis of USP<467> Residual Solvents Using
the 7697A Headspace Sampler” (3H{EF 7697A TR = it
AT USP<467> REBRFIMMERRENSH) . R
REARE, HR#%HS 5990-9106EN

NEEZER

FEHENRRBBLER, BXRNO=RIRESHEAEE,
EEENBMLE: www.agilent.com/chem/cn

www.agilent.com/chem/cn

TREMARHTTREENERAETRE,. RTRERAETRERNEERATRE
R,

ARHPHES. RANERIEEE, BASTEA,
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