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189-JAN-94 13:31: 22
C-1-1 ' FEIEHIEH K2 3 3 29 HEH I I KK 3 M X
BAINIPPON INK
AND CHEMICALS, INC.
CENTRAL RES. LAB.
I I I KKK XK H KK I K
DFILE [400, 100]13C11
COMNT 13C~1~1
EXMOD SGBCM

OBNUC 13C

OBFIN 10244.0 Hz
POINT 32768
FREQU 25000.0 Hz
SCANS 4000
ACQTM 0.655 sec
PD 1.345 sec
PwW4 4.4 us
IRFIN 10300.0 Hz
IRATN 15
IRRPW 50 us
TEMP., 27.0 ¢

SLVNT ACETN

EXREF 0.00 ppm
BF 1.00 Hz
RGAIN 27

XE 16636.9500 Hz
XS 1580.4800 Hz
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18—-JAN-84 13: 35: 00
SEIIEIEH I I 3 3636 H I I3 %
DAINIPPON INK
AND CHEMICALS, INC.
CENTRAL RES. LAB,
FEIIEIE I I 36 56 96 3 H I 96 26 34 2 3 2 K
DFILE [4100, 400]13C11
COMNT 43C-1-1
EXMOD SGBCM

OBNUC 43C

OBFIN 10244.0 Hz
POINT 32768
FREQU 25000.0 Hz
SCANS 4000
ACQTM 0.655 sec
PD 1.345 sec
PH1 4.4 us
IAFIN 10300.0 Hz
IRATN 15
IRRPHW 50- us

TEMP. 27.0 c
SLVNT ACETN

EXREF 0.00 ppm

BF 1.00 Hz

'RGAIN 27

XE 2412.6100 Hz

XS -2606.4450 Hz
Br.
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19-JAN-94 13: 54: 45
B HHIIEHHIK I KK K K 39362 %
DAINIPPON INK
AND CHEMICALS, INC.
CENTRAL RES. LAB.
HIHHHHIIIN K IHHHH M IE 2K K M
DFILE [100, 100] 1H41
COMNT 1H~1-1
EXMOD SGNON

OBNUC 1H
OBFIN 114323.4 Hz
POINT 32768
FREQU B000.0 Hz
SCANS 16
ACQTM - 2.048 sec
PD - 10.000 sec
- PW1 6.4 us
IRFIN 10300.0 Hz
IRATN 0
IRRPHW 30 us

TEMP. 27.0 ¢
SLYNT ACETN

EXREF 0.00 ppm

BF 0.10 Hz

RGAIN 17

XE 3747.8810 Hz

XS '741.9015 Hz
Br.
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19-JAN-34 13: 58: 33

H 363656 2 2 3 I I 236 36 9 96 6 36 36 3 ¥ ¥

DAINIPPON INK

AND CHEMICALS, INC.
CENTRAL RES. LAB.
I I3 96 36 3 9 3 2 6 3.3 K 36 36 26 96 36 %

DFILE [4100, 100] 1H11

COMNT 1H-1-1
EXMOD SGNON

OBNUC 1H

OBFIN 11323.4
POINT 32768
FREQU 8000.0
SCANS 16
ACQTM 2.048
PD 10.000
PW1 6.4
IRFIN 10300.0
IRATN 0
IRRPW 30
TEMP. 27.0 c
SLVYNT ACETN

EXREF 0.00
BF 0.10
RGAIN 17

XE 639.6523
XS ~-557.3926
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rxxxx Mass Spectrum Data Bargraph xxxxx

Sample No. 205
Sample Name : Sakamoto I~1(EIMS)
ata Type : Process-l
ate $13-JAN-S4 18:03
Comment :
Scan No. HES R.Time 1 3.7 Base Peak : 219500. ¢ 444.0).
Total : 23601189, Bases/Total $0.093
Averagze Data No.: 9-13
444
258 :
228
237 284
~n 1l
L T L LA & T 1] v "
250 300 350 400 450 " 's00

Br
*xxxx Mass Spectrum Data Bargraph xxxxx
OH
Sa 1 No. 222
ansle Name | 3-Pamoto 1- FDM3 OH
ata Type t Process~]
ate $17-JAN-94 18:04
Comment :
Scan No. : -1 R.Time 1. Base Peak : 23450.( 444.0) -Br
Totatl : 99526, Bases/Total 100236 4
Average Data No.: 10-20
444
L I 1 | /
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2B-SEP-94 09: 43: 02
13C—-No . 600 ' I I K I K KK N KK
DAINIPPON INK
AND CHEMICALS, INC.

CENTRAL RES. LAB.
RHHHHKHHK KN KK KKK N R HH R
DFILE (100, 100] 13C600
CANT 13C-No.600
EXMOD SGBCM

OBNUC 13C

OBFIN 10244.0 Hz
POINT 32768
FREQU 25000.0 Hz
SCANS 1600
ACQTM - 0.655 sec
PD 1.345 sec
PW1 4.4 us
IRFIN 10300.0 Hz
IRATN 15
IRRPW 50 us

TEMP. 27.0 c
SLVYNT CDCL3

EXREF 0.00 ppm
BF 1.00 Hz
RGAIN 28

XE 19098.8300 Hz
XS 1309.4680 Hz
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28-SEP~84 08: 32: 27
WA RN MHHRRNEHHKR KR NA

DAINIPPON INK
Ty 0 o =4 é AND CHEMICALS, INC.
o 0 - o B " CENTRAL RES. LAB.
Aoy A Y] o nJ KR W AN I I, NN HIEHNNR
. DFILE [100, 100] 1HB00
[ COMNT 1H-No.600
[l [ l [ EXMOD SGNON
OBNUC 1H
OBFIN 11323.4 Hz
POINT 32768
FREQU 8000.0 Hz
SCANS 16
ACQTM - 2.048 sec
PD 10.000 sec
PH1. 6.4 us
IRFIN 10300.0 Hz
IRATN 0
IRRPYW 30 us

TEMP. 27.0 c
SLVNT COCL3

EXREF 0.00 ppm
BF 0.10 Hz
RGAIN 14

. XE 4037.8030 Hz
XS 831.1350 Hz
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28-SEP-94 09: 34: 56
FEEE I 2 I 26 9696 3 36 2 36 363 36 36 36 K 2

DAINIPPON INK

AND CHEMICALS, INC,
CENTRAL RES. LAB.
KT I I K 226363696 3 3 36 3 2 56

DFILE [100, 100) 1HB0O

COMNT 1H-No.600
EXMOD SGNON

OBNUC 1H
OBFIN 11323.4 Hz
POINT 32768
FREQU 8000.0 Hz
SCANS 15
ACATM 2.048 sec
PD 10.000 sec
PW1 6.4 us
IRFIN 10300.0 Hz
IRATN 0
IRAPW 30 us
TEMP., 27.0 ¢
SLVNT cDCL3
EXREF 0.00 ppm
BF 0.10 Hz
RGAIN 14
XE 500.0000 Hz
XS -185.0543 Hz

-Bu :]m

.,

A0

4c




1.0

0.8

0.8

0.7

04

0.3

0.2

0.1

400 cm—?

=TT : % HHE : Wit
— T T Tt Crr b i T e " ] _
— ENNRANENA R RERSRNN iR NENEREREEN N :
s R HERANE REN il RN 1] 4 _ m
T -1 - - o o od hﬁ_nx|11 R o - ‘
=
1 ] ~ ny [i=]
[ i el ehd I n
| T R T T T =
R i 1T I BERRANNRREEND
—] RER NAARERREND INERRERA LD TR T
[T — il [=]
AT LI = SRERANAENAA AN 1=
J P #ﬁ. ! EENERANRERNRERRANND . i A
4 " H i K [—])
| -1 4 AERY I:-rf H- 44 4
q 11 1L KN} LA T I |
N ERRARRRRNRANN 1 } L ] . o
3. [=—]
i 11 HNNE | ] INRE i |l L =
- - I PR I - . {-1. 3 -
— - s 11 1T T m—..n.n l,..ll T 1171 i - d
- TTT1T T T 1 [~ ! W
4 ) BRRNRBYNNARE T :1:--1L¢nupunumrxl iRy . * =
_ L === LT ) i i
B o P . . "“l[ e N S S i :
- : R [T 1S
. ; L ERUE JNER AR g Lid - . =
all } 1 L
- $- |- 41 -4 - ~’V1¢nl 1 tod 13- -
- @ ] =
1T AR ThTR DT ~
i - 1 T v_l,,“) F T
BRRRER 1-#. *.;j; LU O T L o
- f NRRENNN 8
o 3 e fomdp §—t [V O =
—. h T T -
A R T nfn _euww_‘p‘wnwp ganaEUENaatiiny
NRARERNN LLEEL Hit A ST A 1 ) -
- | REE AR 11 B o] =
THT T TR L ”
A NERAN ] ;l:n::-/nn. i
gt |~.\ o S - - o
] =
11 - 11 NRRRRRE NN il =
] NERER i NEERRARARANNNY 1 ,f JVLE
- - .n = - R S A8 N E -
ANREN L 1 LSRN ) 1L L
0o
s
1T =
T TEE T
= N 5 L —
. - o=
=
Tt =
T T7 17 =
(=]
| ERRNEENS NS =
. =
E » =
_ <3
] o
. ™ -~ i <3
7 NENE T -_— 3
. -r
- - - - o
- ] 1 =]
i ] T =
. 1 o~
I ann
| T 114 (=]
©
H Pl
T . T3
o —he g [
7 T ] L1
[<=]
3

00

JAPAN SPECTROSCOPIC CO.LTD.

y
» ﬁA‘:'f‘,.

%6
ABS
v

EXPANSION
TO/

OPERATOR

(2]
St
o=
g
-
=
| ] !
o !
. p———--— )
+
i
o ;
=)
—
X
e
f— [ —
= =g
tad i
[X) ==
== —
(=] ©
e D
=]
=3 A
Ll A
== —
s
s =
= o
jr —t !
®
=] —
- —
- [
2 (-1
R ;
.
|
i
H
!
i
3 ;
o/ m
QN
(o) i
A
| X
ot
[
-
==
-
[2=)

- k8ot

J-0033




: PUUﬁ M%ﬁﬁ‘ih” § Wil kawsiee o

xxxxx Qutput ol Mass Chromalogram fxrxx

Sample HNo. 2 22
Hanple Name : Sa
Data Type : Me
Nate : 19
Connaont H

moto No.595 GC-LEI-M5 Cael.T:260

GCAFF

t-Bu -
TIC = BA9430. o 2/ S.‘lit_oa,cgv-/)(//f) OO
28 wlT: OH

éoc
T 0foC

OH
e s O
t-Bu

Scan Nunmber

T
0, 1. 2, 3. 4, 5. 6. 7. 8. 9, Time (Minutos)

xxxxx Mass Spectrum Data Bargraph xxxxx

2
kanmoto No.S595 CC-EI-MS Col.T:260
ocess-|

~5LEP-94 17:49

13 R
41 i

- Base PPeak : JA840.¢ 383.0)
1377418,
eragse Data No.: 90-102

157 393
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31-JAN-84 08: 45: 49
13C-11-2 I I 366 6 6 96 366 36 2 36 96 36 36 36 3 2
.DAINIPPON INK
AND CHEMICALS, INC.
CENTRAL RES. LAB.
I B HH K HH KKK IR K
DFILE [100, 100)43Ct42
COMNT 43C-11-2
EXMOD SGBCM

OBNUC 43C

OBFIN 10244.0 Hz
POINT 32768
FREQU 25000.0 Hz
SCANS 3200
ACQTM 0.855 sec
PD 1.345 sec
PW1 4.4 uys
IRFIN 10300.0 Hz
IRATN i5
IRRPW 50 us

TEMP 27.0 ¢
SLVNT ACETN

EXREF 0.00 ppm
BF 1.00 Hz
RGAIN 27

XE 17390.8800 Hz
XS 1461.7820 Hz
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31-JAN~94 09: 32: 28
{H-14-2 FEIEIEIEIE I W I I IENIEH NN
DAINIPPON INK

AND CHEMICALS, INC.

CENTRAL RES. LAB.
FE3E I IE I I IE I 3 I6 36 36 I IE 36 I IE 3 2} R
A DFILE ({400, 100] 1H112
1 l l l COMNT 1H-11-2

EXMDD SGNON

OBNUC 1H
OBFIN 11323.4 Hz
POINT 32768
FREQU 8000.0 Hz
SCANS 16
ACQTM 2.048 sec
PD 10.000 sec
PWi 6.4 us
IRFIN 10300.0 Hz
IRATN 0
TRRPW 30 us
TEMP. 27.0 ¢
SLYNT ACETN
EXREF 0.00 ppm
BF 0.10 Hz
RGAIN 14
XE 3747.9810 Hz
XS 736.5304 Hz

1.876
6.083
4,353
2.000

4 I | e U O

, 'HO OH .
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31-JAN-94 09: 36: 59

1H~11-2 ahadab it 3202 S0 T TSV
DAINIPPON INK

AND CHEMICALS, INC,

CENTRAL RES. LAB.
HRH NI I HHHHH KKK HK XA
DFILE [100, 100] 1H112
COMNT 1H-11-2
EXMOD SGNON

0BNUC 4H
OBFIN 14323.4 Hz
POINT 32768
FREQU 8000.0 Hz
SCANS 16
ACQTM 2.048 sec
- PD 10.000 sec
[ F PW1 6.4 us
IRFIN 10300.0 Hz
IRATN - 0
IRAPW 30 us

"TEMP. 27.0 ¢
SLYNT ACETN

EXREF 0.00 ppm
BF 0.10 Hz
RGAIN 14

XE 143.9216 Hz
X8 ~-330.8888 Hz

| L0,
27 ’ 2‘9 - Iil.ﬂliljDH
4d
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31-JAN-94 08: 34: 50
1H-14-2 , 36 0696 96 336 9646 2 36 36 3 96 96 36 36 96 3 3 H K
: DAINIPPON INK
AND CHEMICALS, INC.
CENTRAL RES. LAB.
369636 63 3 36962 36 IEIE I IEIE I IE 2 I K
DFILE [400, 100 1H112
. COMNT 1H-11-2
\ EXMOD SGNON

OBNUC 1H

h OBFIN 11323.4 Hz
POINT 32768
FREQU 8000.0 Hz
SCANS 16
ACQTM 2.048 sec
PD 10.000 sec
PW1 6.4 us
IRFIN 10300.0 Hz
IRATN . 0
IRRPW ' 30 us

TEMP. 27.0 c
SLVNT ACETN

EXREF 0.00 ppm
BF 0.10 Hz
RGAIN 14 '
XE 143.9216 Hz
XS -598.7443 Hz
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OH
. PP HO.
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*xxxx Mass Spectrum Data Bargraph sxzxs

Sanmple No. : 330

pampie Name ! Sahamote [[-2 FD-MS
Data Type P Proguss-l

Date P2-FEB-Y94 14:13

Comment

Scan No. P =39 R.Time .

: 1.9 Base Peak : 26570.¢ 318.0)
Total 272445 BasesToral $0.367

Average Data Nn.: l--.'lU HO OH
s R 27 N OH

4d

100 ° 150 200 LYY 300 350 400 450 500 550 800



18-APR-94 11: 37: 51
HAHHH KKK KKK KNI KN KK, R
DAINIPPON INK
AND CHEMICALS, INC.

CENTRAL RES. LAB.
HHHHH KR A HR KK KK KK K
DFILE [100, 100] 13C358
COMNT 13C-NMR/No . 358
EXMOD SGBCM

OBNUC 13C

OBFIN 10244.0. Hz
POINT 32768
FREQU 25000.0 Hz
SCANS 8000
ACQTM 0.655 sec
PD 1.345 sec
PW1 4.4 us
IRFIN 10300.0 Hz
IRATN 15
IRRPW 50 us

TEMP. 27.0 ¢
SLVNT CDCL3

EXREF 0.00 ppm
BF 1.00 Hz
RGAIN e8

XE 18098.8300 Hz
X8 1309.4680 Hz

ool
oy

a L L - 4e
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1B-APR-84 11: 26: 40
RHHHH I IIK I I HH A A K K
DAINIPPON INK

§ % § z AND CHEMICALS, ING.
K o K o CENTRAL AES. LAB.
*********************
DFILE [100. 100] 4H358
l (1 l 1 COMNT 4H-NMR/No . 358
. EXMOD SGNON
OBNUC 1H
OBFIN 11323 .4 Hz
POINT 32768
FREQU 8000.0 Hz
SCANS 15
ACQTM 2.048 sec
PD 10.000 sec
PW4 6.4 us
IRFIN 10300.0 Hz
IRATN 0
IRRPW "30 us
TEMP. 27.0 ¢
SLVNT CDCL3
EXREF 0.00 ppm
BF 0.40 Hz
RGAIN 15
XE 3677.8990 Hz
XS 1052.96890 Hz

oo I,
=00e:

| - 4e
—jj 'Jh_k \ . Ju¢£jkﬁ;__ : LJLA
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18-APR-34 14: 30: 03
*********************
DAINIPPON INK

AND CHEMICALS, INC.

CENTRAL RES. LAB.
*********************
DFILE [100, 100] 1H358

l COMNT 1H-NMR/No . 358

1 EXMOD SGNON
OBNUC 1H
OBFIN 11323.4 Hz
POINT 32768
FREQU 8000.0 Hz
SCANS 16
ACQTM 2.048 sec
PD 10.000 sec
PW1 6.4 us
IRFIN 10300.0 Hz
IRATN 0
IRRPW 30 us
TEMP. 27.0 ¢
SLVNT CDCL3
EXREF 0.00 ppm
BF 0.10 Hz
RGAIN 15
XE 438.7612 Hz
XS -146.3787 Hz

5.001
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Sample No. 187
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Data Type tMoasurn
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11~-JAN-85 13: 17: 20.
13C650 . . HAEEIEH KM MMM IEII N KM NN NNK
’ BAINIPPON INK
AND CHEMICALS, INC,
CENTRAL RES. LAB.
336 K 36 3 36 36 36 3 36 IEIE 6 36 3 9 3 ¢ 3
OFILE [100, 100] 13CSA6
COMNT 413CB50
EXMOD SGBCM

OBNUC 1i3C

OBFIN 10244.0 Hz
POINT 32768
FREQU 25000.0 Hz
SCANS 8000
ACQTM 0.655 sec
PD 1.345 sec
PW1 4.4 us
IRFIN 10300.0 Hz
IRATN i5
IRRPYW 50 us

TEMP. 27.0 ¢
SLVNT ACETN

EXREF 0.00 ppm
BF 1.00 Hz

RGAIN 27

XE 23120.8400 Hz

XS -704.0918 Hz

I I OH
HIUIIH]nlllHHIIHHIHIIIIlf!|1nllnunillnulnnI[(nnnu]nnnln[lnlnllllllllnn|]lnunnlnnlnn]tnnun]nnnln[IIIIHIH]HHHI"IHIIH”IIHIIIIHIIIHIHIH]UHIUI||llnlnn]lHnnn]nnn‘l
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11-JAN-85 13: 22: 52
13C650 I K I 36 3636 96 3 IEH 3 3 26 2 K3

DAINIPPON INK :
AND CHEMICALS, INC.
CENTRAL. RES. LAB.

336 3696 56 36 36 36 96 I 36 36 9 3E 36 36 36 3 36 3¢
DFILE [400, 100] 13CSAB
COMNT 13CBS0

\ EXMOD SGBCM
0OBNUC 13C
OBFIN 10244.0 Hz
POINT 32768
FREQU 25000.0 Hz
SCANS 8000
ACQTM 0.655 sec
PD. 1.345 gec
PW1 4.4 us
IRFIN 10300.0 Hz
IRATN 15
IRRPW 50 us
TEMP. 27.0 ¢
- SLYNT ACETN
EXREF 0.00 ppnm
BF 1.00 Hz
AGAIN 27
XE 221.1556 Hz
XS 6845,3650 Hz

O o
OH
L
- PPM o
'l]l']“ll‘['[‘l[lllllrllll(I[‘l‘ll]lll]l(]lI]r‘l]]lllIl[II]lIII‘IIIII][IIYmI[]]IIIIlllllliIIIIlI‘T‘ITIIIIIlIl]]II‘I]]I]][[III]I‘I]I‘[ll‘]‘]l‘ll[l[]‘li‘l[]‘]lIllll]lli]]]']lllllIIIIIIIIIIIIIIITIIll]]]lll]ll]ll]ll]f]ll
.0 0.9 0.8 0.7 0.6 0.5 0.4 0.3 0.2 0.4 0.0 29.9 29.8 9.7 29.6 2.5 29.4 2.3 232 281 90 286 248 oCH,




11~-JAN-85 13: 20: 03
F13C550 332K 2K 2 I K I IE MR KK
DAINIPPON INK
AND CHEMICALS, INC.

CENTRAL RES. LAB.
2626363 3 3 M HHHHKHIE X KA K
DFILE ({100, 100] 13CSA6
COMNT 43C650
EXMOD SGBCM

0BNUC 13C

OBFIN 10244.0 Hz
POINT 32768
FREQU 25000.0 Hz
SCANS 8000
ACQTM - 0.8655 sec
PD 1.345 sec
PW1 4.4 us
IRFIN 10300.0 Hz
IRATN 15
IRRPW 50 us

TEMP. 27.0 ¢
SLVYNT ACETN

EXREF 0.00 ppm
BF 1.00 Hz
RGAIN 27

XE B80.4208 Hz
XS -2624.1270 Hz

<o s
OH
H
. PPM 0
‘I"liilllllllIIIIIIIIIIIIIII]]II[!lIlIIlIIlITIIlIlIIIIIIIIIIII|IIIII]III(IIIII“
5 124.4 124.3 124.2 124.1 124.0 123.9 123.8 123.7 OCHs
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141-JAN-85 13:05; 32
1HB50 FEHEHIHIHHH M IEN KK %
DAINIPPON INK
AND CHEMICALS, INC.
CENTRAL RES. LAB.
5 I K326 336 3 36 2 96 36 9626 3¢ M 3 ¢
OFILE [100, 100] 1HSABS
l 1 l l l COMNT 4HB50
- EXMOD SGNON
r OBNUC 1H
0BFIN 11323.4 Hz
POINT 32768
FREQU 8000.0 Hz
SCANS i6
ACQTM © 2.048 sec
PD 10.000 sec
PW1 6.4 us
IRFIN 10300.0 Hz
IRATN 0
. IRRPW 30 us
r . TEMP. 27.0 ¢
' SLVNT ACETN
EXREF 0.00 ppm
BF 0.10 Hz
RGAIN 13
XE 4077.7850 Hz
XS 512.7435 Hz

2.000
1.977
1.887
3.872
70

) I S | e o o

' |

lIIll””]l”lli”l]llll]lHI]HH[“llllIHHIHII[HIIIIIIIIIIHHIITIl”ll”lllllllill]lHHHH[IIHIIIII]IHHIIII[IIIIIIIIl]]llllllll]llllllllIIIIHIHIII]Hllll”]lil”lll]lHHHIIIIll]IlllH[Hr
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141-JAN-95 13: 08: 21
HB50 FH I JE I WK NI NH NI N KN
' DAINIPPON INK
AND CHEMICALS, INC.
CENTRAL RES. LAB.
3122333333322 2 5312
DFILE [100, 100] 1HSAG5
COMNT 1HB50
EXMOD SGNON

OBNUC 4H

OBFIN 11323.4 Hz
POINT 32788
FREQU 8000.0 Hz
SCANS 16
ACATM - 2.048 sec
PD 10.000 sec
PWi 6.4 us
IRFIN 10300.0 Hz
IRATN 0
IRRPW 30 us

TEMP. 27.0 c
SLVNT ACETN

EXREF 0.00 ppm
P BF 0.40 Hz

RGAIN 13

XE 479,7392 Hz

XS -466.7242 Hz

PPM OH
Illlllllllil]ll]!]|]s[llillllI(l]IllIllIll[lIIIllllIIIIIIIIIIIIIIIIIIlII]ITlIIIIlI]II]IIITrI]IIIIIIIlllllllllllllllll
7.8 7.8 7.7 7.6 7.5 7.4 7.3 7.2 7.4 7.0 6.9 6.8
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