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Residual proton
in the deuterated solvent

Fig. 3-1 Z /W Z I WY 7Y oD HNMR 227 v (HIEBE : D20)
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Fig. 3-2 ZVZ I NNY LT Y o DS RO H RN 18C NMR {L%T 7 b
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Table 3-1 TH-gNMR Il E 544

Spectrometer
Probe

Spectral width
Auto filter
Acquisition time
Flip angle

Pulse delay
Scan times

Spining
13 .
C decoupling

Probe temperature

JEOL ECA600
5 mm broadband autotune probe
20 ppm (-5-15 ppm)
on (eight times)
4s
90°
60 s
8
off

multi-pulse decoupling with phase
and frequency switching (MPF-8)

30°C

Table 3-2 13C-gNMR J8I & &4

Spectrometer
Probe

Spectral width
X point
Acquisition time
Flip angle

Pulse delay
Scan times
Spining

NOE

Probe temperature

JEOL ECZ600
CH UltraCOOL probe
200 ppm (-25-225 ppm)
131072

2.8s
90°

97.2s
128
off
off

30°C
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Table 3-3 &£ 7 FNALVEHENZINANVEZINANRY LT Y S UOMBEDOHE  (n=3)

8w (ppm)

Purity (%)  RSD (%)

0.97
2.10-2.22
2.54
3.82
3.97
4.16

99.5
99.9
99.5
99.4
99.5
99.4

0.1

0.03

0.1
0.1
0.2
0.2

Table 3-4 'H-gNMR KR ONHEIC LV HEHSNIZI AV Z INNI LT ) v B

Purity (%) RSD (%)

'H-gNMR

Titlation

99.5
99.6

0.1
0.2

Table 3-5 &7 A0 EH I DKP &80 HE

du (ppm) Content (%)  RSD (%)
1.59 96.1 0.3
2.07 96.1 0.1
2.96 97.3 0.6
3.12 100.2 1.3
4.06 96.0 0.2
423 96.0 0.1
7.1-74 96.5 0.2
7.88 94.0 0.4
8.14 94.7 04

(n=3)

Table 3-6 &L 7 FNIVEHINTEZINTAFY = VEBDHE

Sc (ppm) Content (%) RSD (%)
89.9 99.9 5.1
108.2 100.6 5.6
120.2 94.6 7.5
121.9 96.7 6.2
124.7 99.9 8.5
139.0 98.4 5.6
143.1 100.1 6.6
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Table 4-1 HBELTINPOE O RE LTI ATEE
BT D HEARE

B LMY FhRFE E(ug/g)
TAINVE VBRI T A 2
TNEIVBEINT TN 1
TNE IV~ TR T A 1
AT T A )VEHBEIN T T A 2

SLEE T LT T A )
5

A= aVg . I Iy N
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Table 4-2 Inert Sep ME-1 O§k & & DMEE

s ey ARV Y Ze R BRI AR
bl v *\E\"‘“: yn
spps Tl BRI agrans Wk WHE  Recovery
(mL) ("” /mi) *( )5'; ShE EE BE (%)
HE g (ng) (ng/mL) (ug/mL)
N.D. 0.0048
20 mL 0.2 2 4 95.7
0.23
N.D. 0.0116
50 mL 0.2 5 10 96.2
0.51
100 mL 0.2 10 N.D. 0.0222 93.2
m . 20 0.97 .
200 mL 0.2 20 N-D. 0.0405 85.5
m . 40 1.74 .

N.D. BHTFRELT (0.1 pg/mL BLTF)

Table 4-3 Inert Sep ME-1 7> 5 D H K
2 M #EEE 2 mL THEHE, KTI10mLIZARXT v

ZE SRRV IR ARV R
W W B Recovery (%)
B E (ug/mlL)

KCl-1 N.D. 0.009 101.1
0.404

KCl1-2 N.D. 0.0099 110.6
0.443

KCl1-3 N.D. 0.009 101.1
0.404

N ) 104.3

RSD(%) 5.3

N.D. BHTRLUT (0.1 pg/mL 2AF)
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Table 4-4 Inert Sep ME-1 2> DA K DRFE
Q- 100K T %, M0 —-1000FE TT 10 mLIZART v 7

ZE R BRI ARIRIFIR
0SB o ROeE Recovery (%)
P8P (ug/mL)

KCl-1 N.D. 0.009 95.0
0.380

KCl-2 N.D. 0.010 107.5
0.430

KCI-3 N.D. 0.008 88.2
0.353

V&S 96.9

RSD(%) 10.1

N.D. #HTRLT (0.1 pg/mL LAF)

Table 4-5 Inert Sep ME-1 LI X Db V U A

st 2 $h O EINEN G ER
ZE SRR TR ABRVSIR R
W EE W SR ec(f,’/")ery
P E (ug/mL) °
KCl-1 N.D. 0.0097 102.9
0.412
KCl1-2 N.D. 0.010 108.6
0.434
KCl1-3 N.D. 0.010 104.1
0.416
N8 105.2
RSD(%) 2.8

N.D. #HTFRET (0.1 pg/mL LLF)
Table 4-6  Inert Sep ME-1 FiLER|Z L LT =T LI

K9 B IO UMEIR K
ZERABRIAL BRI R
I LB R "o
B RE(ug/mlL) °

NH4ClI-1 N.D. 0.0091 96.2
0.385

NH4Cl-2 N.D. 0.010 107.5
0.430

NH4Cl1-3 N.D. 0.010 104.1
0.416
F i 102.6

RSD(%) 5.2

N.D. BHETRUT (0.1 ug/mL ZUIF)
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