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(1) Key 2D NMR correlation for diastereoisomer of y-4bb, 6a and 6b

Key HMBC correlation of diastereoisomer of y-4bb

O-t-Bu

Cz0
N WHBC-NMR 171.55

MeO y-adduct MeO a-adduct

Key HMBC, 'H-'H COSY (bold line) and NOESY correlation of compound 6a

HMBC and 'H-'H COSY

THNMR '3C NMR
(ppm) (ppm)

Ha  4.49 E
Hb  4.60 E
He  7.15 :
Hd  6.93 5
Ca 175.0 :
Cs 169.9

Key HMBC, 'H-'H COSY (bold line) and NOESY correlation of compound 6b

HMBC and 'H-'"H COSY NOESY

THNMR '3C NMR
(ppm) (ppm)

Ha 4.79
Hb 3.87
Hc 6.58
Ca 175.1
Cs 163.1

6b

S2



(2) *H and **C NMR Spectra
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(2) HPLC Data

DO IS L

[th024 rac_001 - CH1/
100000

=
>
=
=
g
&
c
=

A

H0v M5 LK

A-¥-4 kitagaki

WA 2017/08/19 11:02:04

JAVE

HPLC YAT L% HPLC AT L\

#EB 2017/08/19 10:16:22

EAR 10.00 [uL]

TNk 1 NC COzMe

Javiira tsuji

HUABHH 50.0 [min] NC i

REBY-IVA we

AV FA-ILAYYE hex-ipa=80-20+1ml+230nm

E-51D 77 o

BRERT-IIL N

BMiER \

- FroRIRER+E-DtRR o

8% -

HORMIS LB th024 rac_001-CH1 rac-y 4aa

HUINE

Fovrg Uv-2075

F—REN:A 3 500 [msec)

RREBAYYE th024 rac

SRR 3

R -
#| =52 1| cH | tR [min] | @k [WV-seo] [ #& LVI] @iks | was [ R | NTP | SRE [UVAN -Gl BE
1fUnknown | 1 30.‘25[ 6233757) 105679 49.993] 54.011 N/A] 6445  2.556| 1.005|
2Unknown | 1 84.825[ 6235614 89985 50.007| 45.989 N/Al 6059 N/A| 1.197]
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200000

o
>
=
=
=
g
£
=

HOv IS L

15.0 20.0
Retention Time [min]
HOv MISLIER
1-4-% Kitagaki
B AR 2017/08/19 11:50.08
AV
HPLC YATL% HPLC YAT L
AER 2017/08/19 11:14:03
EAR 10.00 [pL]
$uTIk 1 NC
psViviE tsuji
ERABSR 500 [min) NC i
HEY—TVA o
AV kA=ILAYYE hex-ipa=80-20+1ml+230nm
=210 7=7)
BRERT-IIL N
BiRR \
Bn

FroxIURR+E-NR
IO MISLE mt013a_002-CH1 v-4aa
HYUINE
FruRI B UV-2075
F—RENAH M 500 [msec]
RRARIEAY Y mt013a
SiERT S
e

#| E=h% | cH | tR [min] | EHK [uV-seo] | B (V] | ks | A& [ =R [ NTP [ SRR [VVX N -RE[BE

1{Unknown 1 27.72ﬂ 1147217, 21896} 7.BGBI 9.326] N/A| 6769 2.889) 1.0521

unknown | 1 | 319902  13433476] 212884 92.132] 90674] /A 6291 N/ 1.222]

1/1
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DO M5 L

100000

-
>
=5
=
Z
@
2
r=
=

20.0 30.0
Retention Time [min]

HOv M5 LIER
1-4-4 kitagaki
HHHBH 2017/06/12 20:08:16
AVE
HPLC YATLB HPLC YATL
AER 2017/06/12 19:20.05
EAR 10.00 [uL]
H$uIE 1
JavIota teramoto NC CO,Me
BGABHR 20.0 [min] + 40.0 [min]
REY=TVA NC i
AV PA=ILAYYF ash 230 Hex iprOH 80-20 1.0ml-min
E=51D F-7I W
BRERT-IN (o)
Btk
N
FoyRIRER -+ PMB
HOR M5 L% THO71 hex iproh 80 20 230 adh 1.0 ml min_001-CH1
H$UINA rac-y-4ba
Foutlg UV-2075
FT—RERDAH il B 500 [msec]
RRREBAY R THO71
HEA
st
# [ E—5% [ CH [ tR (min) | GR [1V-seo] | A& (V] Gs | Mk |ERI | NTP | SRS [JVA ) —(Ri| B |
1|unknown | 1 34.842] 7081504] 107525 49.630| 56.252]  N/A] 6669 4.342) 1.084)
2Unknown | 1 41325] 7187273 83624 50.370| 43.748| N/A] 6141 N/A| 1.207)
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HOv M5 L

[TH074 13 21 hex iproh 80 20 230 adMgnl min_002 - CH1

l

150000
|
|
|

|

f
| \

Intensity [pV]

20.0 30.0
Retention Time [min]

H03 M5 LR
J-Y-%& kitagaki
=] 2017/06/12 21:03:21
dAVE
HPLC YA7L% HPLC YATL
REB 2017/06/12 20:10:55
SEAR 10.00 [uL]
$u74 1
Tnvinta teramoto
ERIABR 20.0 [min] + 40.0 [min]
MEY-rVA NC CO,Me
AV A=ILAYYE ash 230 Hex iprOH 80-20 1.0ml-min
E-51D 7= NC
BRERT-IN o
BMiEE '
0]
FruRRR+E-DiNR N
HnvMI5L% THO74 13 21 hex iproh 80 20 230 adh 1.0 ml min_002-CH1 \
$ITNE PMB
Frora UvV-2075
F—SEDAHRI 500 [msec] y-4ba
R ARERAY Y THO74 13 21
HIEAHR
HER
#| E=5% | cH [ tR [min] [ @ [V:sec] [ & [V | mis | meas [=RE [ nTe [SRE [DUAr) -Gl BE
Ianknwm 1 34.900| 3231836| 48744 18.630] 23.191 N/Al 6760| 4.222] 1.029)
zlumnown 1 43.183) 14115909 161437 81.370{ 76.809] N/A| 5964] N/A] 1.296}
1/1
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7 d /b N

[THO81 10 16 ADH hex ipro 70 30 0.5 ml min_005 - CH1
i

i\
|

200000

Intensity [uV]

20.0 30.0
Retention Time [min]

H0v IS LR
1-¥-2 kitagaki
EH B 2017/04/06 19:09:14
AvE
HPLC YATL% HPLC YAF L
wER 2017/04/06 18:21:42
SEAR 10.00 [uL]
bl 1
Tnvinta teramoto NC COzMe
HRABFR 20.0 [min] + 30.0 [min)
REI-TVA NC
avka=-bAYyF ADH 230 hex ipro 70 30 0.5ml min .
=510 7-FI b
BREHF-TN 0]
BANYRIR N\
FeUARR+E-DisR Me
HOR M5 L% THO51 10 16 ADH hex ipro 70 30 0.5 ml min_005-CH1
$UINE rac-y-4ca
FourIE Uv-2075
T—3ENAH RS 500 [msec]
RFAREAY Y THO51 1016 3
BIEA SR
Het
#| E=5% | CH[tR [min] | Bk [uVsec] | A& V] [ @S | Bas [BRIE[ NTP | SRR [VUXb— (i BE

1Unknown | 1 23.52 116074 4754  0.706] 1.092] N/Al  N/A N/A| N/A]

2{Unknown | 1 24.350| 8173247|  262361| 49.714] 60.248) N/A| 14504 11.917] 1.203]

spmnuwn 1 36.667| 8151067| 168354) 49.580| 38.660] N/A] 13467, N/A] 1.18

1/1
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VJsEd W IR

“THO54 pureparalie hex iproh 70 30 0.5ml min_001 - CH1|

400000

200000

s
=
z
5
5

15.0 20.0
Retention Time [min]

HOv IS LK
1-¥-4 kitagaki
BB 2017/04/14 19:49:01
JAVE
HPLC YAT L% HPLC YATLA
#MER 2017/04/14 19:13:08
EAR 10.00 [uL]
HUTI# 1
7avrhta teramoto
AR 20.0 [min] + 30.0 [min]
HEY-TVA NC CO,Me
IV MA=LAYYE ADH 230 hex ipro 70 30 0.5ml min NC
E-510 F=7
BRERT-II oo
BANIEER 0
FrourIURER+E-DNR N\
HOIMIS L% THO54 purepara ue hex iproh 70 30 0.5ml min_001-CH1 Me
$UINA
Fror%g Uv-2075 y-4ca
F—3ENAH M 500 [msec]
R REAYY F THO54 ue
HEE
e
#| E=D%& |CH|tR[min] | BHHE (uV:sec] | W& [WV] | TR | W% | BRIE| NTP | SREE |DUAN R | BE
Hunknown | 1+ | 21983 14487740] 482479 81.408] 86567 N/A| 12688 10.830) 1.160)
urknown | 1| 32.425) 3308730] 74869 18592 13433 /Al 12661 /A 1.147
1/1
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proh 70 30 1ml min_004 - CH1/
800000

600000

400000 -

s
=
z
8
=

200000

HOTMIS LR
1-H¥-2 kitagaki
EH A 2017/05/08 18:35:46
JAVE
HPLC VAT L% HPLC VAT L
b =] 2017/05/08 18:03:06
EAR 10.00 [uL]
HUIs 1
nvvra teramoto
HRABFR 20.0 [min] + 30.0 [min]
RMEI=TVA
VM-I E adh 230 hex ipro 70 30 1.0ml min NC CO,Me
E-»ID -7
BERT-IIL NC
iBAntER )
W

FrovrIARER+E-DtRR o
HOI M5 L% THO59 3 Hex iproh 70 30 1ml min_004-CH1 N
YU \
Fovtla UV-2075 Ac
F—5mNAH MR 500 [msec]
BBy F THO59 3 rac-y-4da
WiE
ek

#| E=2%& [CH|tR [min] | BHHK [WV:sec] | & [uV] | GRS | ME% | BR{E | NTP | SR | OVAN-RE | BE

1|Unknown 1 5.308 22260 2781 0.121] 0.169] N/A] 9579  3.464| 1.132)

2JUnknown 1 6.125| 8481820] 853910] 46.218] 51.759 N/Al 9175 1514 1.124|

3jUnknown 1 6.667) 713363 43999| 3.887] 2667, N/A| 3335 1.983 N/A]

4{Unknown 1 7.425) 8384772 711578] 45.689] 43.131 N/A| 9479]  3.545| 1.139)

5{Unknown 1 8.608] 271054 18347| 14771 1.112 N/A] 8929 1.443] 1.454)

6{Unknown 1 9.317| 31348 1598 0.171] 0.097] N/A] 3613] 0912 N/A

7{Unknown 1 9.792] 43302 2423] 0.236] 0.147 N/A] 8498 10.402f N/A|

8{Unknown 1 15.600] 403808, 15157 2.200] 0.919| N/A] 8064 N/A 1.072]
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HavI M5 L

1000000 - [THO60 1 Hex iproh 70 30 1ml min_005 - CH1

500000

2
=
3
=

5

s P :
/\f‘ vlkle ‘{\P(X} \‘vf\

0 8.0 10.0
Retention Time [min]

Y03 M5 LR
1-¥-% kitagaki
HHBE 2017/05/08 18:56:19
dAVE
HPLC YAT LB HPLC YT LA
RE8 2017/05/08 18:39:51
EAR 10.00 [uL]
HuI# 1
nyrhra teramoto
HGARS 20.0 [min]
HMEI-TVA
VA=AV E adh 230 hex ipro 70 30 1.0ml min
E-51D 7=7)
BEGRTF-TL NC CO;Me
BINEER NC
FrURINR+C-DtRR Y
HaIMIS LB THOB0 1 Hex iproh 70 30 1ml min_005-CH1 O
HUINA
Fovrlg UV-2075 N\
TSm0 MR 500 [msec] Ac
BRARIEAY Y F THOB0
A3 -
HEs Lo
#| E=D% | CH | tR [min] | B [V-sec] | & [V] | WY | W& [ERIL| NTP | SR [DUAN-RE | BE

1[unknown | 1 5.307) 154674] 10053 1.014] 1303 n/A| 11028 3862 1.083

2unknown | 1 6275 9716661 986519 63.689 67.484 N/A| 9816 1.53¢] 1.170)

8lUnknown | 1 6.683) 1178183  109131) 7.723] 7465 N/Al 9137  1.594) N/A|

4lUnknown | 1 7.150} 37047] 3255 0.243) 0.223' N/Al 8645 1.555| N/A|

Blunknown | 1 7.625) 3223233) 275080 21.127] 18818]  N/A| 10004 3601 1.107

6lunknown | 1 8817 946644]  68802] 6.205] 4708] N/A| o664|  N/A| 1.08

1/1
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200000

=
=
£

100000

Hav IS L

[THO63 80

1.0ml min 230 nm_002 - CH1|

6.0 8.0 10.0
Retention Time [min]
Y03 M5 LIER
1-%-% kitagaki
EREE 2017/05/23 20:41:49
dAVE
HPLC YAFL% HPLC YAT L
#ER 2017/05/23 20:24:12
AR 10.00 [uL]
YT 1
7aviore teramoto
HRABSR 20.0 [min] + 30.0 [min]
BBY-rVA
AV A=AV E ash 230 Hex iprOH 80-20 1.0ml~-min N C COztBU
E-510 77 NC i
BRERT-IIL
bl 2 d we' O
0]
FovrIURR+E-DtR N
Y03 M58 THO63 80 20 1.0m! min 230 nm_002-CH1 i
$UIN%B B n
Frorg Uv-2075
F—SER0A R 500 [msec] rac-y-4ab
RRAMEBAYY K TH083 d
MfEE R
HEk
#| E=D% | CH [ tR [min] | EH [V-sec] | & V][ mHkS | Ma% | ERIE| NTP | SRR [ DR F-R¥% | ®&
Hfunknown | 1| 12.397] 6121285 253885 49.770] 54416 N/A| 6247 369 1.104
nknown | 1 | 15.050] 6177847) 212678 50230 45584 N/ 6395] N/A| 1.09
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oavsI5h

THO64 naka 80 20 1.0ml min 23@nm_003 - CH1

200000

=
=
=
5
2
=

100000

6.0 8.0 10.0
Retention Time [min]
o0 M5 LK
d-Y-% kitagaki
EI 2017/05/23 21:02:48
AR
HPLC YAF L& HPLC YATL
#zEa 2017/05/23 20:44:56
EAR 10.00 [uL]
YU 1
7nvrHha teramoto
HRABFRA 20.0 [min] + 20.0 [min]
REI-TVA
avbO=ILAYYE ash 230 Hex iprOH 80-20 1.0ml-min
E=-510 7= NC CO,tBu
BRERT-IIL
SBAEE NC i
W'
FroRIRER+E—-DtR 0]
YOI NS LB THO64 naka 80 20 1.0ml min 230 nm_003-CH1
$UILG N
ERZI %A UV-2075 \
F-SmDAHIE 500 [msec] Bn
RRSMEAY Y F THOB4 naka
iE B y-4ab
e
#] E=% | CH | tR [min) | MR [V'seo] | A V] | MRS | mas [ ERE]| NTP | ARE DU -RR| BE
Hfunknown | 1 12.609] 2847758) 122753 28.850 33455 N/A| 688g] 4.009 1.083
nknown | 1 | 15.20: 7023056| 244168] 71.150 66.545] N/A| 6ees]  N/A| 1.089)
1/1
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HnIMIS L

THO69 ue 85 15 254,1.0 ml min_001 - CH1

=
=
=
2
=

0.0 15.0
Retention Time [min]
HOv IS LiEER
1-5-% kitagaki
WH B 2017/06/09 13:31:48
Yk
HPLC YATL% HPLC AT L
REB 2017/06/09 13:05:24
EAR 10.00 [uL]
Hu7g 1
TAviora teramoto
HRABFR 20.0 [min] + 20.0 [min)
REI-TVA
o=V E ADH 254 hex iproh 85 15 1.0 ml min NC CO,tBu
E=H10 7=
BRERT-T) NC i
BANEER we
(0]
FrorIURR+E-DthR
HOIMI5 L% THO69 ue 85 15 254 1.0 ml min_001-CH1 N\
H$UIN2
Frord Uv-2075 PMB
F—SEDA% A 500 [msec] e
R F THOBS ue rac-y-4bb
WA
HE s
#] E=5%& [OHtR lmin] [ @ [V:seo] | A5 VI | Giss | Aen | ERIR | NTP | AREEE [V AR~ RE| B |
1{Unknown | 1 20.667| 2860830 74763] 49.878| 52.276| N/A] 6739 2.466| 1.119f
inknown 1 23.267) 2874850 68253 50.122| 47.724 N/A| 7064] N/A| 1.065|
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onIMIS L

(

=
e
z

o0 M5 LIER
1-¥-4 kitagaki
WA 2017/06/09 14:04:07
AV
HPLC YAFL% HPLC YATL
AEa 2017/06/09 13:37:16
EAR 10.00 [uL]
HuIng 1
TaviHrE teramoto
HRABSH 20.0 [min] + 20.0 [min]
RMEI-TVA
AV A=ILAYYE ADH 254 hex iproh 85 15 1.0 ml min
E-H1D 7= NC CO,tBu
BRERT-II
EMIRE NC i
FoURILRER+E-DiNE N2 BEruka e "
HOvMISLE THES8-we85 15 254 1.0 ml min_002-CH1 0]
$UINE N
FrurILE UV-2075 \
F—RENAH R 500 [msec] PMB
RRAEAYY E THO72 nakaue
Pl Es v-4bb
HER -
#| E=0% [CH | tR [min] | G WV:sec] [ A& V] | Es | Wax [=Ril | NP [ SRR [DVA N -RE[BE
1{Unknown 1 20.700f 1338635) 36333 28.294| 30.842 N/A| 7145 2.466) 1.083]
inknown | 1 23.250| 3392486 81471 71,706 69.158] N/A] 7229 N/A| 1.094f
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HaI IS L

140000 1 : mt014 rac_001 - CH1
1 |
4 n
100000

2 2

Z 1 ! A

z 1 i, I

€  so000- ¥ o
1 b [
I : P
B A

0 e _j;\/____ I U y - ¥ T
0.0 5.0 10,0 15,0 20.0 25.0 30.0 35.0
Retention Time [min]

o0 M LR

A== kitagaki

A 2017/10/19 18:22:19

JAVb

HPLC YATLA HPLCUAT Ia

HER 2017/10/19 17:46:42

EAR 10.00 [pl]

Ho e

0I5 4 tsuji

A B 80.0 [min]

REY—TUA

A=AV E hex—chcl3=70-30+1ml+264nm

BEE i

7=

samﬂa

Fo AR + -8

SO MIS LA mt014 rac_001-CH1 -~

YUINA ]

FoutB Uv-2075

o) AHR 500 [msec]

AL AYY F mt014 rac-mt029

P—5% [CHItR [mir] | G [V-sac] [ A€ [uV1] GEAN | ok | WA NTE | SRR [ X P~ B |
1] Unknown| 2 1382 |
2| Unknown| 1 | N/A 2077] |

rac-y-4ac
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4

HaOvMIS L

! 1 —— mt029-6_002 - CH1
300000 "‘
1 it
] i
200000 -
Iy 4 i
3
L. '?
100000+ S
] [
4 a
1 Pl
| o
J Py 2
0- M= ¥ ) t I
0.0 5.0 10.0 150 250 300
Retention Time [min]
03 M5 LR
i kitagaki
HHAB 2017/10/19 19:16:19
SEPTN
HPLC YATLE HPLCYAT L
i 2017/10/19 18:45:37
10.00 [wl]
B4
InITH g tsuji
ERABSA 80.0 [min}
bilh S 7 N
A=AV hex-chcl3=70-30+1mH+254nm 3
E=-507-7IL
REgET-II
B
Four LR +E-2R
gu; S-l?g-bs mt029-6_002-CH1
v
FroRILE UV-2075 NC COyMe
HU2U T 500 [msec]
B REAYYF mt029 NC
Ors CHIER [min] @ ] e R NTP] j: e
1{Unknown| 1 | 18.200/ 11303264] 307049(96.356(97.333 N02
2|unknown| 1 | 24.683 427435] _ sa12] 3.644] 2667] N/A[S471] . (@]
N
\
Bn
y-4ac
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100000 | 1 mt032-2 rac_001 - CH1
| i 2
i AN
P LN .
E -100000 -
z_ 4
= -200000
-300000
- T S — — r
0.0 5.0 10.0 15.0 20.0 25.0 30.0 35.0 40,0
Retention Time [min]

gu?-’i-‘;bﬁﬂ

~tf— kitagaki
%ﬁa 2017/11/08 13:04:23

> _
HPLC YATLE HPLCYAT s
] 2017/11/08 12:22:50
EAR 10.00 (uL]
e :
VI tsuji

BRARsA 80.0 [mi COsMe
ARy (min) NC 2 ‘
I FA-AYyE hex—-chel3=70-30+1mi+254nm NC :

—DIDT=7)|
REEz-J e oN

(0]

Four L NE+U-oia
Og?rdﬁba mt032-2 rac_001-CH1 N\

)
Fourlbs UV-2075 Bn
Hu UL 500 [msec]
HHeAEAYY mt032-2 rac raC_y_4ad
.e—:aa-‘ CHIR [rrin] [ FTFA [V aoo][ BE [uVI[ Gutn |- Bhak | EH | NTP | SFEIEE | ok =D [ R B |
(2] Unknown| “
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Hav IS A

180000 1 F—— mt035-1_002 - CH1
150000 =
] [ |
S o ?
3 100000+ il
P ] ‘
E 1 !
= h B i
50000 - ‘
i i
i B i | \ 2
ol‘ N L) . L as
]
0.0 5.0 10.0 15.0 20.0 25.0 30,0
Retention Time [min]
DO M5 LR
1-H-% kitagaki
HiAR 2017/11/08 13:42:49 S
b
HPLC YATL% HPLCYAT Ly
BER 2017/11/08 13:12:35
EAR 10.00 [pL]
HoT )4
03158 tsuji
BUABSRR 80.0 [min]
i TA-3
FUFa=A vk hex-chcl3=70-30+1mi+254nm A
E=-s7-Fib

BaT-JI
A

Fro2L M8 +E—-omR
HOTMISLE mt035-1.002-CH1

?ﬂ)b:ﬁ uv=2075
. -,
YT 500 [msec]
BB Ay F mt035-1

[#] E=5% JGHIR [min) [ B8 TuV-soc]| Ba [uV)| ik
[1]Unknown| 1| 19983 6768167| 174257|86.428

[2[Unknown] 1] 26283 250730 5130] 3572 Y

EEEIDE:
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HaI IS L

1 f mt043 rac_002 - CH1
80000 - I
60000 | i i
s | T
3 ; o
Z 40000 -] | A
4 ! |
é | 1
1 ! | " I
20000 | | B
J | Pt
I L
bl [N
] A
0 A—rF L\ . L-__‘-_/\..L__}/\_/\___/-'._\J \‘
- ™ — T T T T T T T
0.0 5.0 10.0 15.0 20,0 25.0 300 35.0 40,0
Retention Time [min]
g_n'}}l-'ianﬂﬂ toakd B
HmB 2017/12/05 12:48:57
HPLC VAT L% HPLCYRT L -
b 2017/12/05 12:08:20
A ot
J0VTH MG taii NC CO;Me
BUABSH 60.0 [min)

ARY-rua
2/ FA=JLA wl-'
el

Hma'r—:'lb

NC i i
hex—-chcl3=75-25+1ml+254nm
Cl
o)

PAC 4 A 043 rac 002-CHi "

g 74{’1?8 :tv_m;:n' 8n
YT 500 [msec] ra C"Y‘4ae
LAY F mt043 rac
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b

AR IS4

170000 | 1\ [—— mt044-1_003 - CH1
150000 - i
1 |
1:
] I
|
100000
g 100 I
= H
: |
|
=1 1 I
50000 -| R
] g
] . | !
1 i RS
o] gl AN N
v E 1 T i T T 7 i i
0.0 5.0 10.0 15.0 20.0 25.0 30.0 350 38.0
Retention Time [min]
Hav M5 LN B
14— kitagaki
it =] 2017/12/05 13:40:07
AAVE e
HPLC ¥ATLE HPLCVAT L
HEB 2017/12/05 13:01:08
EAR 10,00 [pL]
eerlid 3
e 605 i CO,M
P Y ' 3 NG 2Ve
U FA=LAYE hex-chold=75-25+1mi+254nm LA
il NG
5
ismgﬂ e ol
0]
HD*M!%-I—E—U'!I&
HOI M5 L mt044-1.003-CH1 N
g«:’jg‘f UV-2075 \B
‘J =
'197'):&? @H_ 500 [msec] n
WA IEAYYF mt044-1 v-4ae
[ATE= TN TR NP [ SR [ AT
[1]Unknown 80[96.286] N/A[4823] 2.493 N
[2[Unknown 267841] 8320 3.820] 3.734] N/Afses2] N/A[ #
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baI ML

80000 | 1 —— mt023 rac chci3_001 - CH1
] i 2
50000 P Y

b [ 1

- i .
T AN

i [
g 0 A/ . v "

-50000
i T T T T T
0.0 5.0 10.0 15.0 200 220
Retention Time [min]
’JEF#'J' SLiRE S
1—H— kitagaki
EHAE 2017/10/05 12:50:37
REV]S
HPLC ¥ATL%A HPLCYAF L2
#EB 2017/10/05 12:27:41
AR 10.00 [uL]
?'gzjbgl--‘é
Pas tsuji
A 80.0 [min] CO,Me
mE/-br A
A FR—RAYYE hex—chcl3=70-30+1mi+254nm 2
BRI
iﬁmm OMe
FooRILNE+E-eE
H0% i-d% mt023 rac chcl3_001-CH1
D)
FrURE UV-4075 B n
‘}“J}"J'JUI?IM. 500 [msec]
AR F mt023 rac chcld-mt025 rac-y-4af _
BT A3 *
-EEI

(2]Unknown| 1] 17.392] —1038087] 48680]

/A ﬂ-ﬁﬂ--
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vined N

320000 - 1’ f—— mt025 chcl3_002 - CH1
300000 - f
| i
; I
200000 i
2 . I
z i
:
100000 - 1 !
1 It |t
It b
I i 2
A [ A
0 — L \‘E/\— ey
0.0 5.0 10.0 150 200 250 270
Retention Time [min]
HavMIS LIRS
b i kitagaki
BB 2017/10/05 13:47:07 .
HPLC YAT LA HPLCYAT L2
EbE] 2017/10/05 13:19:30
EAR 10.00 [uL]
HoFl
010 +E tsuji
%g- . 60.0 [min]
Y=lry
P Bl hex-chcl3=70-30+Imh264nm2 [ 4 -3 COzMe
I:'—*Jln-r-dlb
BnEnT-In O
FASHAL L AL OMe
Lk mt025 chel3 002-CH1
Frokil UV-4075 \
Ho0 T 500 [msec] Bn
HRBEASYE mt025 chcl3

EE@E@E@]@]]FHM]ETEEJHEEET
[1Unknown] 1] 11.202] 8045225 32169493
nmn-am-m--m

IR y-4af
| 1458 |

[95.372] "N/A]a628]
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Hav b3 L

) ——— mt064-1+2 rac_002 - CH1
000- | L m =
- I 3
i i A A
20000 - i

3 ) 2 |
= it i |
= L ! i
S 10000- | | \

0.0 10.0 20.0 30.0 400 50.0 60.0 70.0 80.0

Retention Time [min]
gm?dﬁhﬁﬂ \itagak
T — ltﬂ H
%ﬁ? 2010'5/17 17:41:44
>
HPLC YAT LA HPLCYAT Ly
g%g '?’810%/?“5;311 16:20:06
F990# ' NG CO,Me
Jovinta tsuji
AR 60 fmin] + 30.0 [min]
' I—IYA NC
IV bA=LAYYF hex-chcl3=85-15+1ml+254nm A
i
Shia 0
N
FovRIRR+C-DNeE \ Br
gngi%ﬂ:& mt0B4-1+2 rac_002-GH1 Bn
5 -
S30 .
5550 P 500 (mooc] _rac-y-4ag
Mg MEAYY F mt064-1+2 rac2 (R=aFIl)
#] =22 [CH[tR [min] [GH [uV:sed) V| s AN - NTP
1] Unknown | 28.133 3764541 20621[16.286]29.531 N/A]1453]
2|Unknown| 1 | 39.858/ 3208174 16991]16.011]16.938] N/A| 1055/
3| Unknown 50.182 6761411 27&40H 27565 N/A| 944
4] Unknown 1 62.433) 6765446| 28044(32,862|26.084] N/A[1512
1/1
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HaI~IF L

29000 - | 7\—~—~ mt071-1_003 - CH1
0000- i
: o
g 10000 ~ i
s 1 |
i |
i \
; \
1 .
0 M S e —— Lf\\ ¥ T~
i 4 A A
0.0 10.0 20.0 30.0 40,0 50.0 60.0 70.0 80.0
Retention Time [min]
HO3 MISLER
—4f— kitagaki
BEHAK 2018/05/17 19:08:56
PV
HPLC YATLR HPLCYATA
AER 2018/06/17 17:42:57
FEA 10.00 [ul]
e
1 tsuji
ﬂi&;ﬁﬂl . 80.0 [min] + 10.0 [min] NC COZMe
i
kA=A E hex-chol3=85-15+mi+254num LA~

FourILRE +E—D1KE

HOTrISLE mt071-1.003-CH1 N B
UL =) r
FrlrIE UV-2075 Bn

STV, 500 [msec] _ .
RsmEAYYF mt071-1 (RZa7)) y-4ag

2012
2600

[([E=0Z TCHtR [min) [ [uV-saci[ B [uV)| EAN| Bk [ MR [NTP | T RIE]
[T|Unknown| 1 | 52.783]  388807]  1739] 5.505] N/A| 1647
[2[unknown] 1 T 63.350]  6331738] 2260104.405[92.626] /1370 n/A|
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HOI IS L

34000- 3 —— ‘{ntn70-2+3 rac_002 - CH1
N "
30000~ 2 i a2
; 1
g 20000 - A
Z .
2 R
2 ;
s | P | o i |
10000 - b S o T
“ i : ] . \ : 1\
- _,.f EEPA 7 L—-H...__J‘.—--*"‘ 1 R S
0
0.0 10.0 20.0 30.0 400 440
Retention Time [min]
Onv MISLIRE
—4f— kitagaki
%ﬁ? 2018/08/26 11:38:24
HPLC VAT L& HPLCYAT L
HEg 2018/06/26 10:52:32
EA 10.00 [uL]
#oT# 2
70310+ tsuji
HuABEAR 60.0 [min)
B]E'J—‘J'/
) I-!J-Jbé}w}- hex-chcl3=82-18+1.0m+254nm

mt070-2+3 rac_002-CH1

Uv-2075 .
500 [msec]
mt070-2+3 rac2

rac-y-4ah
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HOI IS L

40000 2 mt087-1_003 - CH1
: :’ l"‘
. Py
30000 - L
g \
= E :
5 20000 ]
2 B t
£ y P
10000 , Co
i ! 1 | A
k ~ i
- 1’ \ j \
P i vy N ' - —
0.0 10.0 20.0 30.0 40.0 48.0
Retention Time [min]
Hn IS LIRS
1-H-4 kitagaki
WA 2018/06/26 12:29:44
AUk
HPLC YAFLA HPLCYAF L
ER 2018/08/26 11:40:25
AR 10.00 [pL]
kil 3
091D b tsuji
IARFAA 60.0 [min]
e A 3
I FA=AAYyE hex-chcl3=82-18+1 Omi+254nm L~
E=-h0F-7

ﬁ!ﬁﬁ-jﬂl

Foeo2 L8 +E-DiNR
0I5 LA mt087-1.003-CH1

HUTLR

Fryra uv-2075
H$UULTRR 500 [msec]
BABREAYY R mto87-1 (I=a7I)
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45000 ] 1 ——— mt078-2 rac_003 - CH1
| H]
40000 it
I
2
z i
.-%‘ 20000 - i
g
0.0 10.0 200 30,0 40.0 50.0 54.0
Retention Time [min]
HOT M LR
1—H-4 kitagaki
i!j)ilab# 2018/07/14 13:30:12
V)
HPLC YATLA HPLCYAT Ly
kR 2018/07/14 12:35:22
10.00 [uL]
el 3
ra o] ] tsuji
HviARTAA 60.0 [min]
AEY=~Iru2
A A=Ay E hex—chcl3=80-20+1ml+254nm
BRI,
£
iEmikn NC CO,Me
FryRILNE+E— MR NC i
N LISLE mt078-2 rac_003-CH1 R
HUINE w
Frora Uv-2075 . (o)
YU IR 500 {msec] N e
HREREAY Y F mt078-2 rac2 (YZaFIL) N F
\
#[ E—=5% [CAtA [min]| WA [uV'sect | B2 [uV] am_Tjs &% [ MR [ NTP [T -‘>>=m—§ n'
[1[Unknown] 1 | 27.633 3:0;::u 40273 49.282[62.608] N/A[2206] 4.115 = 1.697] | - Bn
2| Unknown| 1 | 40.308 3712539 24297]50.718|37.994] N/A[1738] N/A 1.876 .
rac-y-4ai
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s d BTN

85000+ 2 E——_mi822 001 -CA1
80000 - J‘ !
1 H
1 i
60000 ~ i 1|
- < I
3 [
Z 1 [
Z 40000 - (.
i - | l
= 1 |
K i
; i
i
I
i
|
/
I T
0.0 10.0 0.0 30.0 40.0 50.0
Retention Time [min]
DA MLk
1-F-% kitagaki
BiRAE 2018/07/14 11:31:35
V]
HPLC YATh% HPLCYAT I
HER 2018/07/14 10:37:42
AR 10.00 [uL]
B 1
ZAZIb bR tsuji
EUARR 60.0 [min]
MEL-ruA 1A-3
Juba=LAYyF hex=chcl3=80-20+1ml+254nm
E-o0F7-FI

ﬁlﬁ?—j’ib
BT

FrurARE+E-iNE
Pt mt082-2_001-CH1

HUILA

Footld Uv-2075

YU TR 500 [msec]

BRAAEAYE mt082-2 2

[E[E=5% [CHItR [min] [ IK (uV:sec] [AhE (V]| GiNs | e [ (E [ NTP A R [ X P — el e | Bn

1{Unknown | 1 | 25417 746332] 11544] 6.799(12.179] N/A[3535] 4481 1.390 S

|2{Unknown| 1 | 36.383 10230928| B3236(93.201187.821) N/A|2072] N/A| 1.868] ’Y-4a|
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I IS L

I 4  —— mt057-2 racipa_002 - CH1

I

‘ i

1 i

| P 2

‘L ‘ ‘l A
= | A
2 so000 [ f \
E | b I

‘ i ‘EL | \‘

1 i A
b [
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X %_J/ s
0.0 10.0 0 30.0 40.0 50.0 54.0
Retention Time [min]
Hov pISLIKER
a-H- kitagaki
E@?ﬁ 2018/07/23 18:20:25
HPLC YATh#& HPLCYAT 12
#xE 2018/07/23 17:25:56
EAR 10,00 [uL]
il 2
FO0VIH B tsuji
AR 60.0 [min] + 10.0 [min]

REY-FUA
qVFO—AYoF hex-ipa=97-3+1ml+230nm 2 COsMe

T N
B NC i
Nof )
(0]

mt057-2 rac ipa_002-CH1

Yo7l

FroRILE UV-4075 : N Br
)T 500 [msec) ‘el \
ARV mt057-2 rac ipab Bn
#]P—0% [CH] R o] [T oV seo] [ V]| GaiRs | dhas [ MM [ NTP| M| o A PG W ‘ -4ai
T|Unknown| 1 | 33.125]  11220201| 92822|50.867]60.097] N/A|1843] 2.407 1.244 rac-y-4aj
[2[Unkeown] 1 | 42.200] 10843674 6163149.133}39.903] N/A[1429 NZA] 1.387
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HOI IS L

24000 - ) !—2"' mt061-3 ipa_003 - CH1
: i
20000 ~ ] l
4 I
'_:; 4, | “g
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S 10000 5 oo
g § ’ b
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i i
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! \
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Retention Time [min]
Hav I LIk
1—H—=R kitagaki
;E}#.EEB# 2018/07/23 19:19:45
¥
HPLC YATL% HPLCYRT 12
bz 2018/07/23 18:22.08
AR 10.00
HuAls
FOVIHbE tsuji
ERIARER 60,0 [mind + 10.0 {min]
A~ H
VR K hex-ipa=97-3+1mH+230nm 2 f-5-
—hipF—FI
wRHT-7I
HEVTL ]

FourLiRE +U-0ME
HOT IS LA mt061-3 ipa_003-CH1

HJUIE

FrourlE UV-4075

BT 500 [msec]

RRAERA Y R mt061-3 ipa2 (Y2 7il)

#[ E=5% [CR[tR [min) [@1A [uV-sec) [ & V[ @RS ] Ha% [ERMBINTP | MEEE| 02 b= FREL ' \
|1[Unknown| 1 | 34.458 811639 7113[16.505|23.392] N/A|2169] 2.556 1.336 Bn
12| Unknown| 1 | 43.775 4079190]  23204|83.405|76.608] N/A|1620] N/A 1.667

1/1

S70



paIrIS L

100000 —— TH086-ue rac_001 - CH1
1l
4 2
i
1 il
hoo
P
[y i
I 50000 o
g ] i
; i T i T T T T T :
0.0 5.0 10.0 15.0 20,0 25.0 30,0 35.0
Retention Time [min]
03 M5 LIRS
1-H-% kitagaki
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AR 10.00 [wL]
$o704 1
Basn 58
fo-rA i
E‘J gllillj—_Jb}‘] I:J F hex-chel3=76-26+1ml+254nm
B VA
NC S
FouaLRE-+U-omia e \ /
HOIMISLA THO86-ue rac_001-CH1
BoAE @)
Feutilh Uv-2075
B 500 [msec] N
A B Ay F THO86-ue rac2 cheld \B
[#]:6=D& [CH[R [min] [ [uVWeneo] [ E TuVI] GITRN | 285N 5= BEjal | NTP ST RIBE | S/l =D n
1|Unknown| 1 | 24,550] 284153]  B7049]50.151|62.449] N/A[G6870] 2228 4ak
2[Unknown| 1 | 27.508] 4258388] 78021[48.848[47.661] N/AJe248] N/A] rac-y-
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I0T1H 4 tsuji
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AV MA=LAYYF hex-chcl3=75-26+1mi+254nm TA-3
E=oinF=-7I
BRERT-II
B
ﬂn;mgw—mu
HO3 M5 L mt046-2_002-CH1
FUINR
Froxld Uv=2075
$7U MR 500 [msec]
RiMBAIYE mt046=2 cheld

B2 VI[N |- aw [ MR NTP | D RIRE] o A b= [ \

N/A[7564] 4.177 : Bn

14.760) 1167444
18.142 197273

24.258 1301264
26.908| 8046547

(72, 266- (3637 )

X100 = $&%.ee
(12266 +13.537)
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HPLC YAT L& HPLCYAT L2
HER 2017/12/13 15:42:10
10.00 [ul]
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ZaJIO+E tsuji
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