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FIG. 1:

AA  Transmittance

BB Wavelength

CC Comparative example
DD Example

(B) a poorly soluble substance, wherein the composition contains the poorly
soluble substance in a solubilized or stably dispersed form, and feels good
when used because stiftness is suppressed.
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[0084]

[0085]

[0086]
[0087]

[0088]

RICHENRCEROIICE Y. XFBRZEEBICEHRAT 2, Gd. FHEH
RUTOHREFRCRBHICRESIND E D TRV, BBERBEHEF (%
1 IZFFICHTY DRRWRY TEE%] Z28BKT 5,

EEYMORAEICAWHKEIZ. UTDRY THS,

TH-NMRAIE: Brukertt AVANCE 111 HD NMR
Spectrometer

ESI-MSHIE: LC-MS 2010 A (SE8/ERR)

SHERI 1 : 2LmbA-bgDENLE

[1613]
i N v R N X . \i\‘t\:é« N ’\»\\{}
: Y
E %
My N \\_\v‘:‘ - \ S (N\ - . {)
.

N-SoO4I-N-XFI-B-75=> (28.52 g, 0.1 mol) R*1, 3-7
FLySZY)aA—) (4.96 g, 0.055 mol) DESWICHREEE (0.98 g. 0.01 mol
) ARML. PLITVEHRT. NZR132CToREE# L, £Mi% Bl
TFIL(50 mL) THIRL. BEFEEK (30 nL) T2EHEE L, BHEZ IS
ICHBRHEZK (40 mL) T2EE%E L7, BMEEZEHO TEEREICL YRR LA
S BMER, chzey)ATVAZLIOX NI ST 14— (REBRE : A~
FH /BRI FIV=A/ADLI/AD TS T—2av) ICTREL. BHOLE
MIN-S a4 II-N-AFJ-B-F5=v 1, 3-TFLyF)ya—II TR
T (2LmbA-bg) %157/ (UXZE60%)

"TH-NMR (400 MHz, CD:OD, r.t.) : 84.97-5.06 (1H, m), 4.09-4,15 (2H
, m), 3.62(4H, t, J =7.02 Hz), 2.92-3.04 (6H, m), 2.57 (4H, t, J =6
.8 Hz), 2.28-2.33 (4H, m), 1.86-1.91 (2H, m), 1.62 (4H, sex, J= 7.6 H
z), 1.26-1,30 (35H, m), 0.88 (6H, t, J = 6.8 Hz) ppm.

ESI-MS (positive) m/z 625.8 [M+H]*, 647.3 [M+Nal+
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[0089] &% 2 : 2LmbA-npgDELE

[0090]

[0091]

[1614]

i

N-SH O I-N-XFI-B-F>5=> (28.52 g. 0.1 mol) RURARYVF
VT 1) a—)b (5.72 g, 0.055 mol) DEEWICHIEE (0.98 g, 0.01 mol) %
WML, ZITVERART. NRRI132CTOREER LA, ERWAEBRTF
U (50 L) TERL. BHMEEK (30 L) T2EWE L7, BHEEE X 5IC
7K (40 nl) T2EMEE L7, BREEZROTEEREICL YIRELHEE
BEB, ThEY)ATFILASLIAT NI ST 14— (BRAE : AF
B /BRI FIL=4/1D01/40 757 —2 3 V) ICTHRE L. BEMOILEYN
=208 IN-AFI-B-TZ=Y RARVFIITYI-LIITAFIL (2
LmbA-npg) %137 (INZE67%) .

"H-NMR (400 MHz, CD,0D, r.t.) : §3.86-3.90 (4H, m) 3.65 (4H, t, J

= 6.8 Hz), 2.92-3.04 (6H, m), 2.61 (4H, t, J = 7.2 Hz), 2.28-2.35 (4
H, m), 1.57-1.62 (4H,m), 1.26-1.30 (324, m), 0.97 (6H, d, J = 4.8 Hz)
, 0.88 (6H, t, J = 7.2 Hz) ppnm.

ES I-MS (positive) m/z 639.7 [M+H]*, 661.3 [M+Nal*

[0092] ZU%H 3 : 2LmbA-pg D ELE
[0093] [{b15]

[0094]

O Q
. . N
5 \'x<’ f‘:i S \-QJ
N-SoO04I-N-XFI-B-75=> (28.52 g, 0.1 mol) RO, 3-7



WO 2017/159656 24 PCT/JP2017/010126

oL Y1) a—) (4.18 g, 0.055 mol) DREESWICHEL (0.98 g. 0.01 m
ol) ZML. PLIVERT. /NZRB132CToBREEME L, £M %
BTF) (50 mL) THRL., BAEHK (30 mL) T2EHEE L, BHEEZ
I 5ICHERK (40 mL) T2ERES L7, BREZEO TEZEREICE YIRNE
LEERIESBL, chEYYAFLAS LAY NS T 14— (BEAE
CANFY Y /BRI FIL=4/DS1/AD T ST —ay) ICTREL. BHO
EEYIN-Z o704 I-N-XFN-B-7>=v 1, 3-FOELYF)a—)
VI ATIL (2LmbA-pg) %G (UNZHT1%) .
'"TH-NMR (400 MHz, CDi0D, r.t.) : 54,15-4,20 (4H, m), 3.64 (4H, t,
J = 6.8 Hz), 2.92-3.04 (6H, m), 2.60 (4H, t, J = 7.2 Hz), 2.29-2.35 (
4H, m), 1.87 (2H, sex, J = 6.0 Hz), 1.59-1.66 (4H, m), 1.29 (32H, s),
0.90 (6H, d, J = 6.8 Hz) ppm.
ES I-MS (positive) m/z 611.7 [M+H]*, 633.3 [M+Na]*

[0095] H1EHI4 : 2LmbA-bg Kk ULmbA-bg (N-S O A JL-N-X FJ-B-FTS5=V 1
, 3-TFLYTYIA—-ILE/IRTI) OREHDOEE

[0096] [k16]

2 9 9 Q §

A ' |
TR I TN TN R \\."f'»\ o ’\ PN N N AN N "\?\.«

\;" \/- {

aF

P NI TN S P Sy 8 i {f\
fi) & T i g ‘:\iw"v” N g
FmsA-by Livnkdiotig

[0097] N-SHO4IL-N-XFI-B-T5=> (28.52 g. 0.1 mol) KR*1, 3-7

FLvZYUa—) (18,03 g. 0.2 mol) DEESYICHEEE (0.39 g. 0.004 mol

) EHRML. PLIVERT. /NRR120C TORBEER L. Y% B

TFIL(50 mL) THIRL. BEFEEK (30 nL) T2EHEE L, BHEZ IS

ICRAFIRIEAK (40 mL) T2E%EE L7z, BiK@40 nL) TI1EES L. B
BHEEEDTEEREICK YIRMELBNMERZL (IXNR2Y) ,

BRAEIOT NS 74 —&BEINLEEPHEE (LC-MS) ICLYILEY
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[0098]

[0099]

[0100]

DEEET>k, . MEIAOTRN TS 74 —I2& Y210 il HF BN
BEZGANTEHIET, TRENOLELEMOEIEZEE L (FhEhODLLE
MO — - EiEt  2LmbA-bg : LmbA-bg =27 : 73) ,

WEI O NS4 —D& M
$15 Ln : YMC-Pack ODS-A, i3 : 1 mL/min, ;EE :40°C, B : X4/ —)L/
FEED 3 0 mMAKEIR (9/1)
ES I -MS (positive) m/z 647.3 [2LmbA-bg+Nalt, 380.5 [LmbA-bg+Na]*
SLEHIS : 2LmbA-npg K U'LmbA-npg (N-Z 0 O A JL-N-X FIL-B-F 5=V
IARVFILTYA—=ILE/IRATIV) OEEHOELE
[1617]

S
5 3

’f\ )\’v‘ (.-"v\\‘-‘h ',.W\\"fﬂﬂ‘\\v \’-A \'\/ ’-)\ N &-’ ‘)\\’\vf-‘ .(\ .
N R

{ )

¥

y o o

8 A o
R U S o S s sf“\\,~‘ M ,x“"\.{,*" e
’ £ i ]

¥
!

:\‘,\_,.y“\\‘?‘.z"“\,\__,..»‘\,\«V_./"\v\“_./‘\\‘ d‘_.f\f\_\/~ f_‘z\»\\” ,{‘j‘
G &
Smbdanpg Lot asiing

N-SoOq4I-N-XFIJ-B-FT> = (28.52 g, 0.1 mol) RURARVF
WJ) =)L (20.83 g. 0.2 mol) DEEMICHEE (0.39 g, 0.004 mol) %
AL, PTUKRT. NARRI120C ToREIER Lic, £ %BEET F
JU (50 mL) THFIRL. BEMEZEK (30 mL) T2EHEE L, BEEE X 5IC
FAFIEIREK (40 mL) T2EHEE L&, HE#AK40 L) T1EME L, Bk
MeEOTEEREICK YiRE L BHYEZEL (INFEI)) .

WAEIOT NI ST 4 —EBIGINIEESWEE (LC-MS) ICLYLEY
DEE%EIT>T, Tl MEIOT NI ST 4 —IC& Y210 nmil B1F B0k
BZz8ATHET, TNENOLEESYOREEZEE LZ(ENhETNDOLEEY
DO E— - mi&ELL  2LmbA-npg : LmbA-npg=23 : 77) .

wAEIOT NS4 —D&EMK
$15 Ln : YMC-Pack ODS-A, i3 : 1 mL/min, ;EE :40°C, B : X4/ —)L/
FED 3 0 mMKBER (9/1)
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[0101]

[0102]
[0103]

[0104]

ES I-MS (positive) m/z 661.3 [2LmbA-npg+Nal*, m/z 394.5 [LmbA-npg
+Na]+
SEHI 6 : 2LS-bgDHEIE

N-SoOq4Biasy (27.14 g, 0.1 mol) R, 3-TFLvJ)O
—Jb (4.96 g, 0.055 mol) DEESWIICHIER (0.98 g, 0.01 mol) ZXRAOL.
PITVRRT. NZRICTISERER L, ERMDEHERIFIL (50 m
L) THRL. BAMEHK (30 mL) T2E%HE L7z, BHEE I SITEBHIK (
40 mL) T2@E%E LT, BEEEEHO TEERETICEYIRMGE LBERYMES
feo SNEDV)ATINAZLIATNT ST 4— (BEBE : ANFY 2 /BFEE
IFIN=410B1/ADTS5TF—ay) ICTRE L. BHROEEYN-So0q
vHiavy 1, 3-FFLrFJYDA-ITITRATFTIL (2LS-bg) ZF7/ (IX
RA9%)
"H-NMR (400 MHz, CD,0D, r.t.) : &5.02-5.13 (1H, m), 4.03-4.21 (6H
, m), 2,95-3.09 (6H, m), 2,22-2,39 (4H, m), 1.90-1,95(2H, m), 1.64 (4
H, m), 1.29-1,32 (35H, m), 0.90 (6H, t, J = 6.8 Hz) ppm,
ESI-MS (positive) m/z 597.3 [M+H]*, 619.3 [M+Nal*
SHER 7 ¢ 2LS-npg DELEE

[1618]
T
L g e " i = &t\‘\:g’{-{"N TN .-\h \O
13 &
N
v il
&
< R e - =y \N % :\;}‘g'” 0
s i
I &

N-SoOqy)Lasy (27.14 g, 0.1 mol) RUCRARYFIIY ) O—
U (5.72 g, 0.055 mol) DREYICHER (0.98 g, 0.01 mol) ZA&RML. 7
IWIVKRT. NZRI12CTTIREEI L, £ERMZERRTFIL (50 nL
) THERL. BIREEK (30 L) T2EMESE L7, BHEE S SICHEBMK 4
0 mL) T2E%EE L, BREZEOTEEREICLYRME ULEERMZEL
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[0105]
[0106]

[0107]

o TNEVYATINAZ LA NI ZT7 14— (BEBE : A¥:T 2 /BT
FI=4/1D51/4D TS5 F—>a ) ICTHEEL, BROEEYN-Zo O )L
LAYy RARVFILYTYA—=ILTIIZXFIL (2LS-npg) %#1Ff= (YNFES53
% o

"H-NMR (400 MHz, CD;0D, r.t.) : 84.13 (2H, s) 4.10 (2H, d, J = 14
.72 Hz), 3.96 (2H, d, J = 11.88 Hz) 3.93 (2H, s), 2.95-3.09 (6H, m),
2.22-2.39 (4H, m), 1.65 (4H, m), 1.27-1.31 (32H, m), 0.97 (6H, d, J =
6.4 Hz), 0.89 (6H, t, J = 6.8 Hz) ppm.

ES |-MS (positive) m/z 611.7 [M+H]*, 633.3 [M+Nal*

BUIEH 8 : 2LS-pgDELE

[1619]
LY
, > B X »1\3 58 \E"E .
i N \;: T s N \i }
0
X X, R ~ o EE‘ g A, {}
N A ) ) }fz ‘15‘:’
bR

N-SoOq)y)Lasy (27.14 g, 0.1 mol) RO, 3-FOEL vy
O—J)L (4.18 g, 0.055 mol) DEEYICHIER (0.98 g. 0.01 mol) ZFANL
C PIVTVERRT. NZRI12CTTIREER L, £ ZFBRT FIL (50
ml) THRL. BBAMEEK (30 nl) T2EES L7, BHiEE X 5 ICHBHIK

(40 nL) T2EE%E L7, BMEEZED TEIEREICL YIRHE LHERN %
Blfee ThEDYASFLASLIOR NS T 41— (BRBE : A9V /B
BBIFIN=4/1DD1/40T7 57— a V) IKCTHRE L. BHROEEYN-Zo O
AHiary 1, 3-7OELY YY) aA—IIYTRAFTIL (2LS-pg) %1Fi

(UR=55%)
"TH-NMR (400 MHz, CD,0D, r.t.) : §4.07-4.21 (8H, m), 2.95-3.09 (6H
, m), 2.22-2.39 (44, m), 1.87 (2H, sex, J = 6.0 Hz), 1.64 (4H, m), 1.
27-1.31 (324, m), 0.89 (6H, t, J = 6.8 Hz) ppm.
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ES | -MS (positive) m/z 583.8 [M+H]*, 605.3 [M+Nal*

[0108] &EHI9 : 2LS-bg KR TULS-bg (N-Z 7O YT 1, 3-TFL Y
YI—ILE/IZATIN) OREYOEE

[0109] [1k20]

PR R T S N \\./"\‘\?{/:gx‘ \v"{.\‘\(‘; PR S AR WIS S W ’\'\,.f'"i\ G WP v"(‘\’\»}/-‘gs 4
§ RN i
3 . 3
G 7 QG :
7
N
Q 3y 6f
§ i
,r\_,-/\'vx\vx\v‘x\-#/j\, T &
B i } 5 SR
§ {} i "‘n\\‘f 'f'\\«‘ J-\ BTN (,J‘f\,\ _/«L\?\f,«’\\ _,3:;},\»,.-’\\\ J.‘.\'}i
P
SN AN i
2L.8hg L&-by

[0110] N-SoO4.asy (27.14 g, 0.1 mol) R, 3-FFL ¥4y
—Jb (18.03g. 0.2 mol) DREMICHER (0.39 g, 0.004 mol) ZFHwMML.
FILIVRR T, /NAR130°C TORFEIRS L. BIC140CTAFEELL
foo ERMEBERTFIL (50 nl) THIRL. SBMEEK (30 mL) T2OH%k4%
L7z, AHEA X SICHMAIEK (40 L) T2EIM%ESE L%, @K (40 nL
) TI1EME%E Lz, BMEEED TEEREICLYRELENDERL (X
85%) .

BRAEIOT NS 74 —&BEINLEEPHEE (LC-MS) ICLYILEY
DREZTo/, Fle. BMAEI/OTNT ST 4 —I1C& Y210 mTRAEZE
MTBIET, TNENOLEMOEEZEH LZ(ENEThDILEYPOE—
4 EFELL  2LS-bg : LS-bg=20 : 80),

WEI O NS4 —D& M
$5 L 1 YMC-Pack ODS-A, 5% : 1 mL/min, JEFE : 40C, B : X4/ —JL/
FEED 3 0 mMAKEIR (9/1)

ES I -MS (positive) m/z 619.3 [2LS-bg+Nal*, m/z 366.5 [LS-bg+Na]*

[0111] &ERFI1 O : 2LS-npg Xk ULS-npg (N-Z o O N TS Y RARVFIT
JIA—ILE/IZRATIN) OREEMOEE

[0112]
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[0113]

[0114]

[0115]

[1621]
O

\\r‘f \.—'" \'\w“"‘i\\v"’ A\\/"’ ?‘i\“ #}\C)

£

«M-;:} Czws
Q’y,./‘/?"“m 2

o3
3 . b g
: G N, P | v LT OF
v(*"\'\,\,-".ﬂ’\'\lv’w'\v\,.-_/“"\\;.m N o ’\\ o et \""j N /\ R \, _ - N (""\-’"’ SR ii

i ‘ * o
A Sanpg LS-npy

N-Soaqy)Lasy (27.14 g, 0.1 mol) RUORARYFI S J—
JU (20.83 g. 0.2 mol) DEEMICH:IEE (0.39 g, 0.004 mol) ZHML. 7
IWITVERT. NAR130C TORFEIRIE L&, BIC140CTARRBIE#R L L
o ERMEHEETFIL (50 ML) THIRL. FAMEHK (30 mL) T2EH%E%L
1. BHIEAE X SICEMAIEK (40 nL) T2OkEE L%, Btk (40 nl)
TI1ES%ESE Lz, BMEEAEOTERREICKYIRMEL BN EB (IS
8%) o

BRAEIOT NS 74 —&BEINLEEPHEE (LC-MS) ICLYILEY
DPREZT>, Ff. MEIAOTNTZ 74 —I0& Y210 mTIRAE % ER
T2 ET, ThEhOELEYOEIEEZELE LEE(FhZThOtEHOE—
Y EMELL  2LS-npg : LS-npg=16 : 84),

WEIOT NI ST 1 —D& M
75 L : YMC-Pack ODS-A, Fi3E : 1 mL/min, SRR : 40C, B/ : X4/ —I/
FEED 3 0 mMAKEIR (9/1)
ES I-MS (positive) m/z 633.3 [2LS-npg+Nalt, m/z 380.5 [LS-npg+Na]
BHEFIT 1 3LS-tmp (N-ZoOq BTy MY AFO—-ITFONRY K
JIZFI) . 2LS-tmp (N-ZoOq BTy MYXFO—LTONRY
JIRFTI) RULS-tmp (N-ZoO4)H)a>y MYXFOo—,L7On
VEJIRATI) OREVMORIE
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1
A » .
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S S A X i : g i o L

3 -t,:f,)*\,. \g & ; NN =y g
\ o G i

R N 2UBtmp
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] g
o e o
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sy PN A
oo H
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L84y

[0116] N-SoOq4 4Ly (27.14 g, 0.1 mol) RO MY X FO—)L 7O/
v (4.42 g, 0.033 mol) DREWICHIEE (0.98 g, 0.01 mol) ZFHML. 7
IWIVRRT. NRAR130°C TORFEIRIE L /2%, BIC140CTIRETER L
o ERMEBETFIIL (50 nl) THIRL. SHMEEK (30 nl) T2EZE%EL
Too AHAEE X SICHFBIEK (40 nl) T2EEE L7k, #B#tiK (40 mL)
TI1ES%ESE Lz, BEEEOTERREICK YIRMGEL BN EBL (INEEI
3% .

BRAEIOT NS 74 —&BEINLEEPHEE (LC-MS) ICLYILEY
DREEZT>2, T, MEI/OTKNTZ 714 —IC&Y., 210 mTIRAE %
BRTEHET. ThETNOILENDEIEZEE LI(FhETholbEho
— S mEFELL 3LS-tmp:2LS-tmp:LS-tmp=39:45:16),

WEI O NS4 —D& M
$5 L 1 YMC-Pack ODS-A, 5% : 1 mL/min, JEFE : 40C, B : X4/ —JL/
FEED 3 0 mMACER (9/1)

ESI-MS (positive) m/z 916.3 [3LS-tmp +Nal*, 663.2 [2LS-tmp +Na]*
, 410.0 [LS-tmp +Na]*

[0117] #3EHI1 2 : 3mbA-pent (N-SHAA JL-N-XFI-B-TS5=Y RvHT
M) M=V M)IZTZXFI) | 2lmbA-pent (N-Z 0 O JL-N-XFI-B-T 5=
v RyATY M) M=ITITXFIV) KEULmbA-pent (N-Z o 0O JL-N-X
FI-B-T5=v RVHI)KNYIM—IE/SIZTI) OREHMOEE

[0118]



WO 2017/159656 31 PCT/JP2017/010126

[0119]

[0120]

[0121]

[1b23]
o P Moo= B A
Mg o ~ b N X\i\ e
\
o,’“‘”’ { 0 5
L. s, \: {:}C} fta Q
e \W\ P ,N e E i e TN e, o
¢ o _\é C} s R N
Q0O
C\ﬁf 5 ,,J\ . 2LahA-pant
C‘ 5 o v \-,,,.-f\;\'f__ = .
YN s v,‘ '—} Z‘ ~ R,
MmbAspent HON /L }L R
G <
N
o &

LivbApsnt

N-Zo0O4I-N-XFI-B-7Z=> (28.52 g. 0.1 mol) RURV 4T

M h—Jb (7.5 g. 0.055 mol) DBEMICe- MILIT Y XIVRVEE—KFIYD
(1.9 9. 0.01 mol) ZFKML. ZIITVKRT. /NRR130C TAFEIFEIR L
foo EXMEFBRTFIIL (50 mL) THIRL. SAAMEHK (30 mL) T2O%E4
L7, BiE%E X SICAHMBIEK (40 nl) T2EMEE L%, Btk (40 nL
) TIEMESR L, BREZEOTEEZREICLYIRELBEMNYZF/RL (I
88 %)

BEIOT N2 74 —EBEmINEENTEE (LC-MS) ICLYLEY
DOREZT>T, . MEI/AOTNITZ 714 —IC& Y, 210 mTRAEE
BRTZZET, TRThOLEEMOEEGEZEH LL(ZhEThOLEYMOE
— - mEF&ELL  3LmbA-pent:2LmbA-pent:LmbA-pent=74:23:3),

BEIOX NS 7 4 —D&EMH
$ 5 L YMC-Pack ODS-A. Fi3E : 1 mL/min, B : 40C., B : X%/ =)L/
FEED 3 0 mMKIER (9/1)

ES I -MS (positive) m/z 938.3 [3LmbA-pent+Na]t, 693.6 [2LmbA-pent+
Nalt, 426.1 [LmbA-pent+Na]*

BHEHI1 3 1 2LS-bepd (N-Z 0Oy 2-TFIL-2-TFI-1,3-

TAnRYIF =TI IAFI) RULS-bepd (N-SoO4 Y)Yy 2-7
FI-2-TFI-1,3-FORVIA—ILE/ ITRTI) OREEHDOEE
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[1624]
P {ﬂ) o s N A
FA 5 Yo
e e
21.8-bepd LiS-bepd

[0122] N-ZoO4)BILaT Y (27.14 g, 0.1 mol) RU2-TFI-2-TF)L-1,3
-7anv YA —)b (8.01 g, 0.05 mol) DESYICHEL (0.28 g. 0.003 mo
) Z&RmL. ZITVK[RT. NZR130C TARFERS L, EXYE B
TFI (50 mL) THRL. BAFMEEK (30 mL) T2E%E%E L, AEEEZS
SICEAMIERIEK (40 mL) T2E%E%E L%, BHiK (40 ml) TI1O%ELE
s BEMEZEDTEEREICLYIRFELBEMYERFL (INEKT6)) .
WAEIOT NI ST 4 —EBIGINIEESWEE (LC-MS) ICLYLEY
DREET >, oo REIOATMTST7 4 —ICL Y210 mTRAEE =&
MTBIET, TRETNOILEEMOEISZEH LL(ZhEThObEMOE—
4 EFELL  2LS-bepd : LS-bepd=74 : 26),
BRAEIOT NI ST 14 —D&ME
$15 Ln : YMC-Pack ODS-A, i3 : 1 mL/min, ;EE :40°C, B : X4/ —)L/
FEED 3 O mMKAER (9/1)
ES I-MS (positive) m/z 690,2 [2LS-bepd+Nalt, m/z 436.8 [LS-bepd+N
al*
[0123] &&EHI1 4 : LmbA-tmp (N-Z 7 OA JL-N-XFI-B-FZ =Y K~YXFO
—)L7any M) ITRTIV) ORIE
[0124] [{25]
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[0125]

[0126]

[0127]

[0128]

N-Zo a4 I-N-XFI-B-75=> (28.54 g, 0.1 mol) RU'K) XF0O
—)L7O/> (5.36 g. 0.04 mol) DEAMICHEE (0.98 g, 0.01 mol) %
ML, ZILTVKFET. NZRI120CTORAEE®R L, ERMAHBTF
JU (50 mL) THEIRL. BFMEEK (30 mL) T2EMEE L7, AHBEE X 5IC
K (40 mL) T2ERES L7, BREZEO TEZEREICL YIRAE LHEE
BEB, ThEY)ATFILASLIAT NI ST 14— (BRAE : AF
B /BRI FIL=4/1D01/40 757 —2 3 V) ICTHRE L. BEMOILEYN
-S04 I-N-XFIIN-B-TZ=> ~UYXFO-—LTONRVKNYIZAFI

(3LmbA-tmp) %757/ (UNFT2%) .

ES | —MS (positive) m/z 937.4 [M+H]*, 958.3 [M+Nal*

BEHI1 5 : 3lmbA-tmp (N-Z D AAI-N-XFI-B-FZ =V K~YAFO
—Nn7any M) T ZFI) o 2lmbA-tmp (N-Z DO A JL-N-XFI-B-T S
=V M)AFO—ALTANRYTZIRFTIV) RULnbA-tmp (N-Z 7 OA JL-N-
AFIN-B-TZ=Y MUXAFO-LTONRVEI/IRFTI) OREEHDOE

S
=
[1£26]
on ¥ G
: B h C?'"A‘”\ :
I I o B j : S
FE 5 o
; OV e ¥ N
'\\’ : f\f g N oy e Lot ke N >
gy 5 FmbAsnp
Vgt
G:rv T o Yol o .
 BlmbAdimp Qo M n
i i i i > TN
‘ O & :
{Am LrabActmp
O

N-Zo a4 I-N-XFI-B-75=> (28.54 g, 0.1 mol) RU'K) XF0O
=70/ (7.4 g, 0.055 mol) DREMICHEE (0.98 g, 0.01 mol) %
MU, ZILTVKFET. NZRI120CTOREE®R L, ERMABBTF
JU (50 mL) THEIRL. BFMEEK (30 mL) T2EMEE L7, AHBEE X 5IC
FAFDEBHEAK (40 mL) TI1EMEE L, BREEZEOTEEREICLYIRREL
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B89 a1/ (INKT0%)

BRAEIOT NS 74 —&BEINLEEPHEE (LC-MS) ICLYILEY
DOREZT>T, . MEI/AOTNITZ 714 —IC& Y, 210 mTRAEE
BAT22ET. ThThOELEMOEIEEEEH LIE(ZFhETholbdmor
— /&L 3LmbA-tmp:2LmbA-tmp:LmbA-tmp=39:57:4),

WEIOT NI ST 1 —D& M

717 L YMC-Pack ODS-A, Jfii& : 1 mL/min, JRBE : 40C. B : X4/ —IL/
FED 3 0 mMAER (9/1)

ES | —MS (positive) m/z 958.3 [3LmbA-tmp +Nal*, 691 [2LmbA-tmp +N
alt, 423.6[LmbA-tmp +Na]*

[0129] &3&EBI1 6 : 3LmbA-tmp (N-S o AOAII-N-XFIJ-B-T>=> K~YXFQO
—Nn7any M) T ZFI) o 2lmbA-tmp (N-Z DO A JL-N-XFI-B-T S
=V M)AFO—ALTANRYTZIRFTIV) RULnbA-tmp (N-Z 7 OA JL-N-
AFIN-B-TZ=Y MUXAFO-LTONRVEI/IRFTI) OREEHDOE
&

[0130] [1827]

on § G
?‘V Ty T e .
,3! \““Q O
‘J N =, .cﬁ)‘"«,\ g P
it ‘,:;‘ N i ! .
0 5 JhmibAaing
. N
SLmbAtmp Oipmrn N
kS i & Re NG
e &
(oo Lrobi-tmp
O

[0131] N-ZoO4I-N-XFI-B-TZ=> (28.54 g, 0.1 mol) R~ XF0O
—)L7O/> (5.36 g. 0.04 mol) DEAMICHEE (0.98 g, 0.01 mol) %
ML, ZILTVKFET. NZRI120CTORAEE®R L, ERMAHBTF
U (50 L) TERL. BHMEEK (30 L) T2EWE L7, BHEEE X 5IC
FAFDEBHEAK (40 mL) TI1EMEE L, BREEZEOTEEREICLYIRREL
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BHM & B (INET8%)

BERIOR NS 74 —EEHEINLEENTERE (LC-MS) ICLY LAY
DREEZT>2, T, MEI/OTKNTZ 714 —IC&Y., 210 mTIRAE %
BRTEHET. ThETNOILENDEIEZEE LI(FhETholbEho
— /&L 3LmbA-tmp:2LmbA-tmp:LmbA-tmp=76:22:2),

WEI O NS4 —D& M
75 L YMC-Pack ODS-A, 575 : 1 mL/min, JBE : 40C, B X%/ —/
FEED 3 0 mMACER (9/1)
ES | —MS (positive) m/z 958.3 [3LmbA-tmp +Nal*, 691 [2LmbA-tmp +N
alt, 423.6[LmbA-tmp +Na]*

[0132] &EHI1 7 : 2C10mbA-bg (N-FTH/ A -N-XFI-B-T7>=> 1,
S=—TFLYIYVIA-LTIRATIV) DBE

[0133] [1£28]

[0134] N-FAH/ AN -N-AFI-B-F7F3=> (25.7 g. 0.1 mol) RT*'1, 3
—JFLvFY)a—) (4.9 g, 0.55 mol) DREESMICTREE (0.98 g, 0.01
mol) ZHRML. PIITVERART. /NABI132CTOEEHEM L, ERD%EE
BT FIL(50 nL) THRL. SAFEEK (30 L) T2EMEE L, BEEZ S
SICHBREAK (40 nL) T2EEE L, AHREEZRDTEEREICE YIEMEL
MERMER, cha2YAFVAZLsa7NT57 14— (REBE :
ANFY VBRI FIN=ANDBI/ADTST—2ay) ICTREL. BROIE
BYIN-FTH/AI-N-XF)-B-7>=> 1, 3=TFLvJ)d—
I T AT (2010mbA -bg) %187 (YN52%) .

ES | —MS (positive) m/z 569.6 [M+H]+, 592.5 [M+Nal+
[0135]
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TERERVICTTELOHEFIIEIEEY (0. 59) ZBB{EFHIUHF (4
59g;TTO-55 (N) ; AREFKASHR) KMA. BH—IKRDE
TRE LI, COREMBICEICRENNZ 714V ZERML. B—IKR5 L5
WWRE L, HEI—EEDRE/NZ 74 VERMLUILE B TREMEIER
ELHBOS, CORRTHMALRENZ 71 VDED1 00X LA HEE
ZHFIXIFIEEYDwWet point (W, P, ) EERINDE, TODH
EEICEICRENZT T4 VEMA D ERAEYHR—Z MRICARY., REME%
YLD, COFRTMAIRENS T4 VOED1 009K LH
EEFCRFIIGIEEDFf |l ow point (F. P, ) EEEIND,
CDflow point&éwet pointDOEMNNINE, 98N
FWweExIhszeEMS (Industrial and Engineer
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