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19-JAN-94 13:31:22

DAINIPPON INK
AND CHEMICALS, INC.

CENTRAL RES. LAB.

OFILE 11±00, 10013Cli
COMNT 13C-i-i
EXMOD SGBCM
0BNUC 13C
OBFIN 10244.0 Hz
POINT 32768
FREQU 25000.0 Hz
SCANS 4000
ACQTM 0.655 sec
PD 1.345 sec
Pw± 4.4 us
IRFIN 10300.0 Hz
IRATN 15
IRRPW 50 us
TEMP. 27.0 c
SLVNT ACETN
EXREF 0.00 ppm
BF 1.00 Hz
RGAIN 27
XE 16636.9500 Hz
XS 1590.4900 Hz
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19-JAN-94 13: 35: 00

DAINIPPON INK
AND CHEMICALS. INC.

CENTRAL RES. LAB.

DFILE [100. 100 13Cil
COMNT 13C-1-i
EXMOD SGBCM
OBNUC 13C
OBFIN 10244.0 Hz
POINT 32768
FREQU 25000.0 Hz
SCANS 4000
ACQTM 0.655 sec
PD 1.345 sec
PWi 4.4 us
IRFIN 10300.0 Hz
IRATN 15
IRRPW 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
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19-JAN-94 13: 54: 45

DAINIPPON INK
AND CHEMICALS, INC.

CENTRAL RES. LAB.

DFILE (100. 100) 1Hii
COMNT iH-i-1
EXMOD SGNON
OBNUC 1H
OBFIN 11323.4 Hz
POINT 32768
FREGU 8000.0 Hz
SCANS 15
ACGTM 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
BF 0.10 Hz
RGAIN 17
XE 3717.9810 Hz
XS I741.9015 Hz

I II I1 I

,A- 1. lj-



IH-i-i

cu

I I I

I
4 8.3 8.2 8.1 8.0 7.9 7.8

cu

I

U
......11 1 1 1 Illk I I Izi i i ii ilr T T r-Tr I II IIIII j .. . P M

7.7 7.6 7.5 7.4

0
0

I

I1

7.3 7.2 7.1 7.0 6.9 6
6 9.. 8

4 b

Iq

19-JAN-94 13: 58: 33

DAINIPPON INK
AND CHEMICALS, INC.

CENTRAL RES. LAB.

DFILE [100, 100] 1Hii
COMNT iH-1-1
EXMOD SGNON
OBNUC iH
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
IRRPW 30 us
TEMP. 27.0 c
SLVNT ACETN
EXREF 0.00 ppm
BF 0.10 Hz
RGAIN 17
XE 639.6523 Hz
XS -557.3926 Hz

=j

7.3 7.2 7. 1 7.0 6



10 910 11 12 13 14 15 17 20 25

1-t

so

70.

... 4 4.*0.7

60s
4o

Br

''.43

- . . , 
----4 

.- 

-. ____3

20 0H

O H
0-2

Br

4 ... ---- 
b.- 

- -

. . . . . .-. . -

.......................................................

DATESPE D IAy A I s 0 NS A.14 L 160 100 100 300 12c 110 100 90 00 70 60 50.40T........................................................................

V IT . -NCENTRAT101 
1OPERATO G A---. 1,1 -- 4 .----.-.----

,- - . .

------ I. I ...-

JAPAN--.XE22z2 CG--- -. - 0.



zzxzz Mass Spectrum Data Barsraph xxz

Sample No.
Sample Name
Data Type

Datm t

: 205
:Sakamoto 1-l(EINS)
: Proess-I
* 13-JAN-94 18:03

Scan No. : -5
Toe as 2360119.Average Data No.: 9-13

R.Tome 3 .7Base ,Total :0. 0 93
Base Peak : 219500. ( 444.0).

zzzzX Mass Spectrum Data Barraph szzzz

Sample No. : 222
Sample Name : Sakamoto 1-1 FDMSDta Type Process-1

Cament 17-JAN-94 18:04

Scan No. : -11
Total : 99526.Average Data No.: 10-20

R.Time o1.4Base/Total :0. 23 6
Base Peak : 23460. ( 444.0)
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4c

28-SEP-94 09: 43: 02

DAINIPPON INK
AND CHEMICALS. INC.

CENTRAL RES. LAB.

DFILE 1100, 100 13C600
Ct INT 13C-No . 600
EXMOD SGBCM
OBNUC 13C
OBFIN 10244.0 Hz
POINT 32768
FREQU 25000.0 Hz
SCANS 1600
ACGTM 0.655 sec
PD 1.345 sec
PWi 4.4 us
IRFIN 10300.0 Hz
IRATN 15
IRRPW 50 us
TEMP. 27.0 c
SLVNT CDCL3
EXREF 0.00 ppm
BF i.00 Hz
RGAIN 28
XE 19099.8300 Hz
XS 1309.4680 Hz
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28-SEP-94 09: 32: 27

DAINIPPON INK
AND CHEMICALS. INC.

* CENTRAL RES. LAB.

OFILE 1100, 1001 iH600
COMNT iH-No.600
EXMOD SGNON
OBNUC iH
OBFIN 11323.4 Hz
POINT 32768
FREGU 8000.0 Hz
SCANS 16
ACGTH 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 CDCL3
EXREF 0.00 ppm
BF 0.10 Hz
RGAIN 14
XE 4037.8030 Hz
XS 831.1350 Hz
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4c
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28-SEP-94 09: 34: 56

DAINIPPON INK
AND CHEMICALS INC.

CENTRAL RES. LAB.

DFILE 1100. 100] iH600
COMNT 1H-No.600
EXMOD SGNON
OBNUC IH
OBFIN 11323.4 Hz
POINT 32768
FREQU 8000.0 Hz
SCANS 16
ACGTM 2.048 sec
PD 10.000 sec
Pw± 6.4 us
IRFIN 10300.0 Hz
IRATN 0
IRRPW 30 us
TEMP. 27.0 c
SLVNT CDCL3
EXREF 0.00 ppm
BF 0.10 Hz
RGAIN 14
XE 500.0000 Hz
XS -185.0543 Hz

I-Bu
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DATE SPEED EXPANSION

OPERATOR GAIN ABS

SAMP IF SAMPLING-METHOD CONCENTRATION REMARKS

CELL-LENiT SOLVENT
JAPAN SPECTROSCOPIC CO.,LTD.
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31-JAN-94 09: 45: 49

DAINIPPON INK
AND CHEMICALS INC.
CENTRAL RES. LAB.

OFILE [100, 100) 13Cii2
COMNT 13C-11-2
EXMOD SGBCM
OBNUC 13C
OBFIN 10244.0 Hz
POINT 32768
FREQU 25000.0 Hz
SCANS 3200
ACGTM 0.655 sec
PD 1.345 sec
PWI 4.4 us
IRFIN 10300.0 Hz
IRATN 15
IRRPW 50 us
TEMP 27.0 c
SLVNT ACETN
EXREF 0.00 ppm
BF i.00 Hz
RGAIN 27
XE 17390.8900 Hz
XS 1461.7820 Hz
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31-JAN-94 09: 32: 26

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

DFILE (100, 100] iHi2
COMNT iH-ii-2
EXMOD SGNON
OBNUC iH
OBFIN 11323.4 Hz
POINT 32768
FREQU 8000.0 Hz
SCANS 16
ACGTM 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
BF 0.10 Hz
RGAIN 14
XE 3717.9810 Hz
XS 736.5304 Hz

I I i I



31-JAN-94 09: 36: 59

DAINIPPON INK
AND CHEMICALS. INC.

CENTRAL RES. LAB.

DFILE [100, 1003 1H112
COHNT IH-ii-2
EXMOD SGNON
OBNUC iH
OBFIN 11323.4 Hz
POINT 32768
FREQU 8000.0 Hz
SCANS 16
ACGTH 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 -330.8898 Hz

4d



31-JAN-94 09: 34: 50

DAINIPPON INK
AND CHEMICALS, INC.

CENTRAL RES. LAB.

DFILE [M00, 100) 1H112
COMNT IH-ii-2
EXMOD SGNON
OBNUC iH
OBFIN 11323.4 Hz
POINT 32768
FREQU 8000.0 Hz
SCANS 16
ACGTM 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

4d
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18-APR-94 11: 37: 51

DAINIPPON INK
AND CHEMICALS. INC.

CENTRAL RES. LAB.

DFILE 100. 1001 13C358
COMNT 13C-NMR/No .358
EXMOD SGBCM
OBNUC 13C
OBFIN 10244.0-Hz
POINT 32768
FREQU 25000.0 Hz
SCANS 8000
ACGTM 0.655 sec
PD 1.345 sec
Pw± 4.4 us
IRFIN 10300.0 Hz
IRATN 15
IRRPW 50 us
TEMP. 27.0 c
SLVNT CDCL3
EXREF 0.00 ppm
BF 1.00 Hz
RGAIN 28
XE 19099.8300 Hz
XS 1309.4680 Hz



18-APR-94 i: 26: 40

0 o o 0DAINIPPON INK

AND CHEMICALS. INC.
CENTRAL RES. LAB.

DFILE i00. 100 11H358
COMNT IH-NMR/No.358
EXMOD SGNON
OBNUC iH
OBFIN 11323.4 Hz
POINT 32768
FREQU 8000.0 Hz
SCANS 16
ACGTM 2.048 sec
PD 10.000 sec
PW± 6.4 us
IRFIN 10300.0 Hz
IRATN 0
IRRPW 30 us
TEMP. 27.0 c
SLVNT CDCL3
EXREF 0.00 ppm
BF 0.10 Hz
RGAIN 15
XE 3677.9990 Hz
XS 1052.9690 Hz

H3co OH
H3CO OH

4 e



4LB-APR-94 11: 30: 09

m AND CHEMICALS INC.
LDfLo L9 CENTRAL RES. LAB.

FILE 100, 1001 1H358
COMNT 1H-NMR/No .358
EXMOD SGNON
OBNUC iH
OBFIN 1i323.4 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
IRRPW 30 us
TEMP. 27.0 c
SLVNT CDCL3
EXREF 0.00 ppm
BF 0.10 Hz
RGAIN 15
XE 439.7612 Hz
XS -146.3787 Hz

4e
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JAPAN SPECTROSCOPIC CO..LTD.
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Sample No.
Sampe Na 

Cata Typ
Cl .a e

"zzzz Mass Spectrum Data Bargraph xzzzz
8 7

:*O.358CSakamato) EI-HS
mi5Aur- 1 :15-A APR-94 l0):0:

Scan No. as
Total :2012804. DaenTotal

Samplu Na. : 101
SaipIe Name :No 358(Sakamoto)
Daea Typ : Prcess -

Datef :1-PR-94 09:45

:8 Dase Peak :40950o( 346.0)
:0.203 

360

zzzz Mass Spectrum Data Darsraph Xzxzz

FD-MS

Scan No. -14 R.TI a 
Base Peak

Total D 313312 1 Lase/Total 0.297: 93100.( 346.0)A e rago Data No.: 4 0-2
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11-JAN-95 13: 17: 20.

DAINIPPON INK
AND CHEMICALS. INC.

CENTRAL RES. LAB.

DFILE 1100. 1001 13CSA6
COMNT 13C650
EXMOO SGBCM
OBNUC 13C
OBFIN 10244.0 Hz
POINT 32768
FREQU 25000.0 Hz
SCANS 8000
ACQTH 0.655 sec
PD 1.345 sec
PW± 4.4 us
IRFIN 10300.0 Hz
IRATN 15
IRRPW 50 us
TEMP. 27.0 c
SLVNT ACETN
EXREF 0.00 ppm
BF i.00 Hz
RGAIN 27

XE 23120.8400 Hz
XS -704.0918 Hz

OH
OH

4 f
.0



ii-JAN-95 13: 22: 52

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

DFILE 1100, 100 13CSA6
COMNT 13C650
EXMOD SGBCM
OBNUC 13C
OBFIN 10244.0 Hz
POINT 32768
FREQU 25000.0 Hz
SCANS 8000
ACGTH 0.655 sec
PD. 1.345 sec
PWi 4.4 us
IRFIN 10300.0 Hz
IRATN 15
IRRPW 50 us
TEMP. 27.0 c
-SLVNT ACETN
EXREF 0.00 ppa
BF 1.00 Hz
RGAIN 27
XE 221.1556 Hz
XS 6845.3650 Hz

0CH3

OH

OH

4 f CH 3

4 f

1-- -



13C650
11-JAN-95 13: 20: 03

DAINIPPON INK
AND CHEMICALS, INC.

CENTRAL RES. LAB.

DFILE 1i00. 1001 i3CSA6
COMNT 13C650
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 c
SLVNT ACETN
EXREF 0.00 ppm
BF 1.00 Hz
RGAIN 27
XE BO.4208 Hz
XS -2624.1270 Hz

OCH3
OH

\/ OH

OCH3

4 f



ii-JAN-95 13: 05: 32

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

DFILE [100, 100] 1HSA65
COMNT 1H650
EXMOD SGNON
OBNUC iH
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 . !LO Hz
RGAIN 13
XE 4077.7850 Hz
XS 512.7435 Hz

: OCH 3

OH

\/ OH

OCH3

4f



ii-JAN-95 13: 08: 21

DAINIPPON INK
AND CHEMICALS INC.

CENTRAL RES. LAB.

DFILE 1100, 1001 iHSA65
COMNT iH650
EXMOD SGNON
OBNUC iH
OBFIN 11323.4 Hz
POINT 32768
FREQU 8000.0 Hz
SCANS 16
ACQTH 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
BF 0.10 Hz
RGAIN 13
XE 479.7392 Hz
XS -466.7242 Hz

OCH3

OH

OH

OCH4

4 f
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DATE SPEED EXPANSION
T1%P/E 2 A AB T

OPERAOR GIN ABS

SAMPLE SAMPLING-METHOD CONCENTRATION

-CELL-LENGTH SOLVENT
~oI4G.~,Ao4v

REMARKS

JAPAN SPECTROSCOPIC CO.,LTD.

J-0033
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