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B otz BEAYS O DMSO ;O DMF #iiin Lz a g = 27 /1 1g
BIREIE L LT 1-AF1-2-v ) P4 (NMP) 1 mL £720% 1,3-3 X F/1-2-
AUV (DMD) 1mL Z201A, /S 7 A EIERE 110°C, /3o 7L
i kiR 30 23 C HS-GC/MS EIZ K 2 FEERINEIC X 0 BINENGRER 21T > 7=,
NMP ZIEfREIEE L& 2 A, WL d 90%LL EDEIIEN TS 5, DMI Tl
DMI #{Z DMF 2 & Fi7=72% DMF O@MENUILITE Zeh o725, DMSO 1%
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TYAF ALK F T R (DMSO) 2 nglg
T, PAFLKRLLT K (DMF) 1
ugl/g AT &0 9 Blg 3
Wb, v alElEgR AT VAT b
FJe RaT7 I AR, T AD/y
7 K757 5% HAWT, DMSO X456
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FERMEAIEAY &L CHEER LS
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(HS) GC/FID & Tl E N +71245 5
NROWAREER S D, AT, >3
BERR Itk — 2 7 )L DMSO & U DMF
DoHHEE LT R DN D72 < |
BUFREEN GO D~y RAX—2 7
A m~ 7T 7EESNE (HS-
GC/MS) % W= FIEIZ DWW THRET 21T
STz, 7B, HS L CIIAMIREE L LT,
DMF X°> DMSO LY #imnsmy 1- A F
N-2-vr U Ay (NMP) TN 1,3-T A
FN-2-A4 XV (DMI) 2%R
RV L LTV TS 21T o 72,
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T AF I ANFE XY R (DMSO, MK,
=299.9%), YA FNHENLLT I K (DMF,
K, 299.9%) KON 1-AFL-2-v'm
v/ v (NMP, 99.5%, 7 ~7 /L KV
vy FE) 1, FVRATFN2AIFY A
> (DMI, ZEHEEHEHABH, 8 L7141
AFOEAMBERL) O > a BEIRNIE = X T v

CRE bR EY)
DMSO #ZEAEJF R /NMP K O DMF 42 %
#&/NMP : DMSO } O DMF % 100 mg
TOREICED . T NMP TIERE
(210 mL & LEh < DMSO #EHERE
/INMP (DMSO 10 mg/mL) } O DMF #Z
YEJEL/NMP (DMF 10 mg/mL) & L7=,
& O A% M JF R /NMP . DMSO A% % J5U ik
INMP } Of DMF 2% E/NMP % £ i
ZFN1mL 3250 NMP CT10mL & L
oo EHIZ, 2O 5mL # &V, NMP
T 50 mL & LIRS EEERR/NMP (100
pg/mL) & L7z (DMSO : 100 pg/mL,
DMF : 100 pg/mL),

EOAEHERR (0.5~5 pg /mI/NMP) : &
2 AE R /NMP (100 pg/mL) 0.5 mL, 1 mL
KON 2.5 mL Z#Z i€ NMP T 50 mL
E L, IREEMREE/NMP (1, 2 XY 5
pg/mL) & L7, IBRAEIEMER/NMP (5
pg/mL) 5 mL Z NMP C50 mL & L.
IREEER/NMP (0.5 pg/mL) & L7z,
AR AR AERR/NMP - DMSO A2 % 5
{Z/NMP k. " DMF ##£¥EFE/NMP % <
NZFin2mL X011 mL &Y NMP T 10
mL & L7, 2O 1mL %&b, NMP
T10mL & L7z, &612, Z0#K 2 mL
&Y, NMP T 10 mL & L#IMARA
EHEI/NMP & L7 (DMSO: 40 pg/mlL.
DMF : 20 pg/mL),




DMSO £ #E 5/ DMI & (X DMF AZE % Jit
JiZ/DMI : DMSO % Of DMF % 100 mg 3
OREICEY . T DMI TIEfEIC
10 mL & LZH £ DMSO 5%k
/DMI (DMSO 10 mg/mL) } O DMF %
YEJFR/DMI (DMF 10 mg/mL) & L7=,
A EJF i /DMI : DMSO 4% % JF ik
/DMI & O DMF = #EJ5i%E/DMI & % £
AN1mL73->&L 0 DMI T10mL & L7,
SHIZ, 2O 5mL %2 &Y DMI T 50
mL & UIRAEEER/DMI (100 pg/mL)
& L7z (DMSO : 100 pg/mL, DMF : 100
ug/mL),
IR GAEMERR (0.5~5 pug /mI/DMI) : iR&
FEAEWR/DMI (100 pg/mL) 0.5 mL, 1 mL
KO 2.5 mL #<i <+ DMI T 50 mL
& LVRGEAER/DMI (1,2 & V5 ug/mL)
L7, IRAEMER/DMI (5 ug/mL) 5
mL % DMI T 50 mL & L. IREIEHER
/DMI (0.5 ng/mL) & L7=,
AR A AR HERZ/DMI - DMSO A #EJ5
#&/DMI 2 O DMF #£ ¥ itk /DMI % % 4
ZFn2mL X O1mL &Y DMI T 10 mL
L7, 2O 1mL 2 &Y, DMI T 10
mL & L7z, 612, 2O 2 mL & &
». DMI T 10 mL & LiRIAR G %
#&/DMI & L7z (DMSO : 40 pg/mL,
DMF : 20 pg/mL),
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A v~ T T 7 HE &SN
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A Y 7 F7 — : 769TA  Headspace
Sampler (7Y Vv b7 7 /7 no—fl),
717 2 :DB-624 UI (30 m, ¢ 0.25 mm,
l4dum, 7YV b7/ nyo—Hl)
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3) HS-GC/MS &/
3)-1 GC/MS &4

717 LR 40°C (5 min fr¥F) —40C
/min—240°C (3 /PR¥F) . EA DR :
200C, ¥x U¥Y—H A : ~UDTA Fx
Y —H A& : 1 mL/min, A7V v k
H:80:1, A7V v Mt : 30 mL/min,
fh—%/)7 11— : 34 mL/min, ©7 % A
N—y7nm—:3mL/min, 77 AJiE :
1 mL/min, A A R EL A 4 U JRIEE :
230°C, WUEMIRSE : 150C, E = X/L
¥—:70.0 eV, HIEZ A7 : TIC kO
SIM, A% v &P (m/z) : 40~400,
B®IRA A (m/z) : 63 (DMSO)., 78
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Pl R 804y, RT ATy —TF A
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(TIC) %47-7=, DMI XIZiFIMAIRE
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O DMF O #ik&fil (DMSO 2 pug/g LLF.
DMF 1ug/gBLF) &L, ATV
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L . SMP XA 701 & L7z, B2 NMP
50 uL A TVIZIRINL, 757 &
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vafEIENER = ATV 1 g BN T L
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12, 1 pg/mL EEEEAER/DMI 2 Hu T
SMP/DMI #EHE 1 ~ 7 %aﬂ% L7,
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TnENINZ, H#E7 % AL, PTFE &
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(uglg) . Hedhic DMSO &1 DMF o v
—JWEEE LD, 7T 7ICFENENOME
7wy ML, BRBAER L. BAtRER
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NMP K OVRITHIE G ER/NMP (2
DT GC/MS JlE (TIC) 21772 & 2
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SN0 T, WINAIRAEEMER/NMP
TIE. Fig.l (A) 253X 912, 10.2%
IZ NMP O —7 BRI 4L, 8.7 7
DMF, 9.3 /72 DMSO Ml T& | 4%
v’ —27 ® MS v 7 /v DMF C m/z44
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B, a2 7 01 gl
IHIRAEEYER 50 pL (DMSO 2 ug &
W', DMF 1 pg) Z#shnL 7= SMP/NMP
1 &Y SMP/DMI 1 /34 7 /W2 DWW T[FH]
BRIZ T 21T o T2, T OFRER. Fig.3 IR
T L2, Wit d DMSO & U DMF @
VI FNVEMERT D LI TEEN, M
VR LS Z21T - 1254, IEEOIED
DENEFICKREN -T2, T, BE
B g 16 LT IR B AR MERR O
WINEMN D72 < (50 uL) ., /XA 7rdh
TH—72REE 722 W ERFRIA &
Ez bz,

ZZ T, valiEiB= AT L1 gl
WONAIR A FE T 50 uL. (DMSO 2 ug M
. DMF 1pg) #¥WML7-%. NMP %
721X DMI 1 mL #Z L E4iRin L, H##
¥ CT¥— Iz L7 SMP/NMP 2 K ¥
SMP/DMI 2 /XA 7 AT DU T [RIEEIZ 57
Wa1T-o7-, ZORE%E. Fig. 4 1TR-T X
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K& ST/ E0- 722 DMSO & ) DMF
DY T FNEMHRT DI ENTE, EH
I LTS E BIEDL &N/ N E o T,
L EDOFER G, v a FEIRIR = AT L
1 glZ2W\WT 1 mL OFEEEETM LY —
DIRRE & LT i BAFIRFERDB T DD
BN, o, WMEE L LT
NMP Oy a ¥R AT Vv E K
D L. NMP OB s LT
WY EEZ b, DMI (ZEEF I
DMF R&ENTEY ., v a ik
AT NVHIER LD, 2EDT-
DIZDMI & W TLL T Ot &2 1T - 72,
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XA TV 21220 T, 3o TR
&% 80, 90, 100, 110, 120, 130 LK *
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N7, SMPINMP XA 7L 2 Tl
120CLL ECTHE Y 7 F O mEEMBOIX S
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F R I 2B O M © — 7 D3
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L LT, FELIREIX 110C L35 2
&L,
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PNA T IV 212N T, A T IV IR
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ZOFER, Fig. 71RT X o2, Fb
RE CiFEEIC R Z 2T A b e -
7278, 10 47, 40~60 o TIXIEH o &N
REWHADS RSN,

UL EOFERNG, HEEOIXLS2E 6
INEL L B DFRE DRSS D INEN
REf] & U CLO P b Rsfi] 2 30 40 & LT=,
3) MEM

EERMEZIT O ICH 0 . HS-
GC/MS 7 DMSO } ) DMF O &
DERRHIR 2 DB DD D=, RE
fEAER (0.5~5 pug/mL/NMP) K OVEA
fEAER (0.5~5 pg/mL/DMI) % AT,
DMSO X' DMF @ SIM 7 u< k275
LATHBENGON D DR LZ, TD
fER. Fig. 81T X oI, IBAEAER

(0.5~5 pug/mL/NMP) Tl EFR5 (R2)
=0.999 P E o> BAFefE R 03G B iz, 1]
AIEHRER (0.5~5 ng/mL/DMI) TlEikE
23 (R2) =0.99 LLETHo7-, 72,
B ozl #hifi S5 DMI 10> DMF
GRIIBELZ 1.0 pg/mL (m/z 44 KX
m/z73 515 5= DMF & & O 1)
Th-o7T-,

4) FIMEII R

AR Y > DMSO %O DMF % v
g MEAGIAER = AT /LICERIN L, EEHERRN
#EI2XE v, DMSO () DMF O & &%k
D, BEULEREZ R DT, ZOfEF, Table 2
IZRT K912, NMP ZIRfREEE L Lz
%4 . DMSO Tl m/z63 T 96.3%., m/z
78 T92.4% . .DMF TiZ m/z44 T 96.3%.
m/z 73 T 97.4% & 720 | BAF72fE RN
Boni-, £7- DMI ZiafRIEEEE LT
%4 . DMSO T m/z 63 T 83.6%., m/z
78 T 86.4% & 720 NMP X v KW [EIIL
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D. &M

v a fEfENE = 2T Lt DMSO K&
" DMF » HS-GC/MS 2 X 55 #riED
Wit &17-7-, HS-GC/MS » SIM E£—
K¢ DMF m/z44, m/z73, DMSO Tl
m/z63 X m/z78 TEEMNAIGETH -
7o HRAEFE Y > DMSO & DMF %
WMLy a BB A7 11 gl
fiRtAEEE L C NMP 1 mL £72/% DMI 1
mL %1z, 731 7 VIR E 110°C,
AT VR ERER 30 43 C HS-GC/MS
TEIC X A EEETRINEIC X 0 N EIRER
B{To7-L 25, NMP %RMEME s L
T2 ZANTND 90%LL LRI
551, DMI Tix DMI #\2 DMF 234
F 72728 DMF O §INE ISR 1% 5 i
T&E o722, DMSO 1% 80%LL Eod
ENERG O, DL EDORERNS .,
DMF <> DMSO & X 9 72 & ih S O F # b
B OB & LT, HS-GC/MS
B X DERERINEIIA AR FETH D
ZEBHLMNE ST,
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Table 1 #H{bLEWIHH

o A | b
b4, T HEs e {ffé\)‘ CAS
7 7/kszf/fsvg)T; FUF | g3 185 | 189 | 67-685
/ \
A %’?SM%)AT SF 7300 o [L 61 | 153 | 68121
X
- -9-° 1] <> \ IL
1A %’”(%\H'fﬂf’)) YA 9913 L/\/O 25 | 202 |872-50-4
@]
LE T | 1as \N)KN/ 82 | 221 | 80-73-9
Table 2 USHNEIGRERFE R (n=3)
(A) AR . NMP
- (ng/g) Average SD Recovery
) 1 2 3 (ng'g) ' (%)
m'z 44 (DMF) 092 093 1.04 0.96 0.07 263
m'z 73 (DMF) 1.01 1.07 0.84 0.97 012 97 4
m'z 63 (DMSO) 1.91 1.99 1.88 1.93 0.05 263
m'z 78 (DMSO) 1.98 1.83 1.74 1.85 012 92 4
IR ; DMSO : 2 ug/g, DMF : 1 pgl/g
(B) ¥ fRispt - DMI
(ng'z) Average Recovery
DMI = gD )
1 2 3 (ng/z) (%e)
m'z 63 (DMSO)  1.64 1.74 1.64 1.67 0.06 83.6
m/z 78 (DMSO)  1.74 1.70 1.74 1.73 0.02 36.4

IR ; DMSO : 2 ng/g, DMF : 1 pgl/g
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