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Study on change of residual solvent according to coating
process condition
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FRAJFO 2= Opadry®< colorcon(Korea) Al A,
oleEE T BakerAtelM, i3t wid=ly} ou]dd%
AL =(DMSO)+= Duksan (Korea)AFell Al +¢Jke] A
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Ed A]eko 2= Kollidon VA-64-2 Basf(Germany)
A A, Lactose, Avicel 102, Silicon dioxide(]s}
Si02) % Magnesium Stearate(©]3} St. Mg)+= 34
oFE(Korea)oll A 7+}iato] ARE-sIGiTt

71712% EF371(KT-2000, Keumsung, Korea), =
H71(HOC-500, Korea)2 AH&-3F31

2717125 GC-17A(FID, Shimadzu, Japan),
Injector= AOC-20I(Shimadzu, Japan), Detector=
FIDE “dd¥sto] ARE-ait

I 1. GC Condition

Condition
Instrument GC 17A
Detector FID(300 C)
Column DB-wax(30m X 02571 X 025477, Agilent,
USA)
40 C(3 min) — 200 C(10C/min) — 290 C(50
Oven Tem. o .
C/min, 1min)
Flow rate 8.0 m¢/min(split ratio 5:1)

Mobile phase N. 9(99.999%)

Injection Volume 1 pl
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LOD : 3.30/s(S/N=23)
LOQ : 106/s(S/N=10)
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I 2, Composition of placebo tablet

Ingredients Formulation(%)
Lactose 70.77
Avicel 102 2564
Kollidon VA-64 2.56
SiO2 0.51
St. Mg 0.51
Total 100
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I 3. Condition of coating process

Parameter Condition
Pan diameter(cm) 30
Pan spped(rpm) 9

Ethanol
Methylene chloride

25, 35, 45

Solvent

Pre-warm Temp. of tablet bed(C)

Spray rate(m{/min) 3

Agyozse 1 ERSY 4

FARTA o)F Holdle AF-dule Az 284 10
NE skl oF 20 mgs A FFste] Hw|dFAo|= 1
mE ¥l 587t sonicationdte] 4000 rpmol| A 5E5<t
Arlte] & s Akl 045 ym I A7) = o9
sto] GColl FYste] Holals olet&3 e
F= 33 AESIITE
4, 29 9 3%

4.1 BM71712H

GCE ol&3to] olehayt dstrdale] #2115
& ZROE o] gt HES AW T 2EE
250 T2, AE7)e o3& E C
o] LEE FAEIGth AR HAE
A 387 RIS § 200 TR 231
15 290 T7HA %150

T RARGS W F Guhel 2t by FEal H9




E 4, Calibration curves expression of
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ethanol and

methylene chloride.
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Compound ) 2

Expression R Expression

R2 Expression R2

y=183.08x
Methylene chloride +
5699.7

v=179.08x
1.000 +
7416.8

y=173.3x
0.999 +
8911.6

0.9994

v=699.85x
0.9990 -
102283

v=715.69x
Ethanol -
108505

y=71.02x
0.9990 0.9990

104299
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» » 1% 1. Chramatogram of blank(a), coating sample(b,

ethanol), spiked ethanol with sample(c),
coating sample(d, methylene chloride),
spiked methylene chloride with sample(e)
in GC analysis
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LOD and LOQ of ethanol
chloride.

and methylene

Components LOD(ue/mé) LOQ(gfmé)

Ethanol 2972 90.05

Methylene chloride 14.85 45.00
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I 6. Reproducibility data for the GC analysis of ethanol
and methylene chloride(mean+SD, n=6).

Accuracy(%, %!
Conugind ceuracy(%) CV

Intra Inter Intra Inter
99.90 99.93

270 ES + 1.23 0.74
0.31 0.02
100.61 100.29

Ethanol 850 + + 1.08 0.63
2.02 0.78
100.04 99.89

1500 kS + 0.26 0.05
0.32 0.36




970 9969
270 + + 0.89 0.16
153 034
10107 9999
“ii?;ﬁze 850 : : 189 | os
309 128
10093 10026
1500 + + 0% | 025
240 041
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E 7. Weight variation of coated tablet according to
different coating process condition(mean*SD,

n=10)
c Coating ratio(%)
Dry temp.(C)

2 4
0.32 0.32

25 + +
0.01 0.01
0.31 0.32

Ethanol 35 + N
0.01 0.01
0.31 031

45 + +
0.01 031
0.31 0.32

25 + +
0.01 0.01
0
Methylene . Ofl O'f’“

“hloride i * *
¢ 0.01 0.01
0.31 0.32

45 + +
0.01 00.1
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o 40 CollA 323+ 74 29 10 TH 200 C,
Injector 250 C, Detector(FID) 300 C, N2 gas,
Split ratio 5:1, -4 8 ml/minolA A&
Sl AT
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