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LOT:

Store at: -20° C

Sigma-Aldrich.

1002587889
M7824-1G

EN Danger Toode if swallowed. Causes skin imitation. Causes serious eye

imitation. Suspected of causing damage fertiity m' the
unborn child. Wear protective gloves/ pm!echved\fgl ‘eye protection/

face protection, F SWALLOWED: Rinss mouth, Do NUT |ruiuc-e womiing.
Immediately call a POISON CENTER/doctor. I IN EYES: Rinse caul

with water for several minutes. Remove contact lenses, i present and easy
to do. Continue rinsing. IF exposed or concemed: Get medical advice/

Form: tablet ity
CaHeNeO: Methotrexate OE et st sange
MW: 454.44 g/mol PharmaGrade, Manufactured under Kann die Fruochtbarkeit beeinrachtien oder das Kind im Mutterleib
form: powder appropriate controls for use as a raw S Vor Gebrauch

Restricted to professional users.
Keep ina dry place.

Safety datasheet is available.

For R&D of Manufacturing Use.
Not for prescription compound or
other uses.

z

material in pharma or hnopharrnaoeuh(ai
production, meets EP, USP testing
specifications

(+)-Amethopterin, 4-Amino-10-methylfolic
acid, 4Amino-N"-methylpteroyl-L-glutamic
acid, Antifolan, MTX, Methotrexate,
Methylaminopterin

CAS-No: 53-05-2

t = www . sigmaaldrich.com

& X: www.sigmaaldrich.com)

- Alepg(&etel

Farmula Weight

ISER)

Schutz

iragen. | BEVEMLUG!(EN Mund awsspiifen. KEIN Erbrechen
INFORMATIONSZENTRUM At anrufen. BEI

KONTAKT MIT DENNJE‘.EN Einige Minuten hng behutsam rmt wass&r

spllen. Eventued .

Weiter spulen, BEI Exposition oder falls betrotfen: Arztiichen Hat anhden"

drztiche Hilfe hinzuziehen.

WHAIS: D18 D24, D2B

Product of Germany

SIGMA-ALDRICH, Co.,

3050 Spruce Street, St. Louis, MO 63103 USA
314-771-5765

SIGMA-ALDRICH CHEMIE GmbH

Riedstr. 2 D-89555 Steinheim 49 7329 970

Methotrexate
Color - -
Feature - | #}-Aumeth =, 4 1  alie acsd, 4-A M "methylipteroyi-L-ghutamic acid, Antitolan,
1T, Mt by s nosptarn,
CacHarNeDs 454,84 56-05-2
Manutaciurer Name e
] 141400 Uinited States Fiamacopeia (ISP Reference Standard LESsP 4 8DS  Pricing &
Bialogical Saurce -
[[] mroo0o0e Eurcgean Phasmacoposia (EP) Reference Standard Errrn % 505  Pricing &
Market Foous -
[ mTe2a 4 308 Pricing ©
Available For Sale
| usa
Globally
[[] PHEa30s 505 Pricing &

(& X: www.sigmaaldrich.com)
71E A=F7F gst=4

4H)
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25038-59-9 | Poly(oxy—1,2-ethanediyloxycarbonyl-1,4-phenylenecarbonyl 30kg
65996-78-3 Light oil(coal), coke—oven 50kg
99963-78-7 Di—n-octyl tin sulfide polymer 20kg
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3 9 9149 Mitsubkshi Plastics, Inc., 20194 1€ 3¢
]

s B v 0 g e S

AEEde] NHE ®ol grshal glef Diethylamines H7HAI= AM8-8F3l .

5. 547171
(1) 88Nl %A Tetrahydrofuran
(2) #8449 &
#47]7]: Tosoh, EcoSEC HLC-8320 GPC
HZE7]: RI detector
708 THE
A2 2 x TSKgel SupermultiporeHZ-M + TSKgel SuperHZ-2500 (4.6 x 150 mm)
2540 C
4 0.35 ml/min
TUF Y A E5F5E 30 0, 3 mg/ml
o] Ef A 2] A] =8l EcoSEC software

6. Al=Ee] 1A

=
=

&2 Polystyrene
9 Sigma-Aldrich
A7} F33HE Mn, Mw, Mw/Mn, Mp#k

Mn : 8,950, Mw : 9,500, Mw/Mn : 1, Mp : 10,250

4N X
o

o

2 30u0

&
F5E: 3 mg/ml

_36_



2 Fxed 2 4

Polystyrene (HEZ&73)

mv] Chromatogram
100

50.000—1

0000

¥1 Axis | Chromatogram
_— RSLTD018 Ri  PSB-A  2017-01-17.chd
PSB-B_ 2017-01-17 chd

RSLTDO20 R HB  2017-01-17.chd

ol

% S0 2l tetrahydrofuranzt & 7FM Q1 diethylamine2l =At2Fo| H|x=5t0{ S =

T Y

&3 AL

T T

1000

[min]
Calibration data (RI)
Time [min] Molecular weight  Error [%] Weight Mark Data name Coefficient

7.525 2,703,000 230490 1 STD  RSLT0019 A= -2.026221e-003
8322 597,500 -7.58824 1 STD  RSLT0018 B= 9.788891e-002
8.870 263,600 -0.11164 1 STD  RSLTO019 C= -1.939201e+000
9.375 128,600 4.65761 1 STD  RSLT0018 D= 1.633458e+001
9.792 69,650 3.05893 1 STD  RSLT0019

10413 30,230 2.81385 1 STD  RSLT0018 Correlation -0.992
11.255 9,960 -5.15926 1 STD  RSLT0019

12.367 2,980 -4.03285 1 STD  RSLTOD18

14.183 580  5.00496 1 STD  RSLT0O019

15.588 162 -1.80302 1 STD  RSLT0020

_37_



Mn, Mw, Mw/Mn, Mp

TR EAF(Mn) 8,937
S BT EAFMw) 39,464

Mw/Mn 4.416
I 222 Mp) 38,291

A

-

2) Need A

Al
b
Ip

Chromatogram report

Title Data acquisition date and time

2017-01-18 02:49:3

Sample name SAMPLE Calculation date and time 2017-01-19 11:31:4
Database name 2017-01-17.chd Acquisition time [min] 0.000 - 25.000
Data name RSLTQ027 Sampling interval [msec] 100
Method name 170117_M+2500_PS Cup number 11
Channel RI Calculation type Molecular Weight
[mVv]
1 i Al="n = (Zoim )
100,000~~~ - - e oo e
: ; 1 ]
J | ! i
: ’ |
R | 1 |
Ii i :
[ A ! :
50.000— ==~ =============-mn- L A--emmee e
Ji} 1 I
] J iy 1
. 1 ]
/ Loy 1 '
| [ 1 ]
! \\ 0 ;
- | ] '
| I
0.000 ) et >”’”\T“J!|’ = T__:____-__-_
1 | W |
] i A
: : - - :
0.000 10.000 1 20.000
[min] B
1 =Ny Ay
(3) FAEELYE
[Differential] [Integral]
T T T 100.000
) | !
| I I
| I I
§ | | I
| | |
100,000 -------------- s i e e el CEE frim e i
I | 1
| I I
i i i I
| | I L
i I I
I 1 1
8 | I I
| I I
| i ! L
| | |
| | |
i ; ! i r 50.000
j i i
50,000 --=-====-====-- i e e i
I | !
| | |
. i i i
| I \
| | i
| | i\
1 I | I
| | I i
| | I
i | I
I 1 1
| I I
I ] [ [~
| i i
| i i
0.000 T T T 17 Ii T T T 117 \i T L \i 07000
3 4
[LogM]
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0.1%(w/w) "|]s =H3ls= AN FAAHE A &3] oF g

e}
by ©
MN

S8 (%) 71A
5]

_39_

(4) W5 A EAF FFH(%) LEE(Slice table)
Time . . e — . e : Integral
(il Molecular weight | Differential distribution(Area) | Differential distribution(Height) distribution
8.67 365,494 0.00 0.00 100.00
8.67 364,514 0.00 2.54 100.00
8.67 363,538 0.01 5.07 100.00
8.67 362,564 0.02 14.00 100.00
8.67 361,593 0.03 26.76 100.00
8.67 360,625 0.04 34.42 100.00
resl 359660 ~T - ~00
s =4
- 00
15.64 | bl o 7 0.11 93.33 0.00
15.64 157 0.10 83.50 0.00
15.64 157 0.07 58.96 0.00
15.65 157 0.04 31.96 0.00
15.65 157 0.01 12.32 0.00
15.65 156 0.01 493 0.00
15.65 156 0.00 0.00 0.00
2019. 01. 03.
F484} 8 o EolAl
O HWkg @FA iz SHBNAHE A11xA284235)
- FHAFEAZ] 19| fto| 1 HdFAZ A EgEd, FIFTgEL, sHAYEHE
(197.3E)e TFn e TEASFES T v wae] @ol



O wAsgtE vnks A e 54 A oA

% 2 OfAE MM 53 ZIt oilod, ZHAME MY 5 A= S M ES{0F 1M

L 54 o kg G3A

3eHEZ: 2-Propenoic acid 2,2-bis| [(1-oxo—2-propenyl)oxy Imethyl]-1,3—propanediyl ester
aH 3 CAS No. 4986-89-4

frelsteted 5 AWM S KE-29445
2. 47171 &
=A717]: 7}~ A2vtE 13y, Aglient Technologies 7890A Gas Chromatograph(Aglient Technologies)
7Z7]: A flame ionization detector(GC-FID), Agilent Technologies
A 5% Phenyl-methylpolysiloxane 2.2 &% Fused-silica capillary column(30 m *0.25 mm=0.25 um)
25%: 300 C
o]} Nitrogen gas
<% 6.34 ml/min
FFE54: PETRA stock solution 900 pg/mL
AE: AAEE 0.1 g9 AEE 10 mL9 Dichloromethand] &38iAAH ZE5HA 24X 7F AA2oA F
=
FAF: 0.1
3. 5443 54 Ay vukg d=AY AR SEH(%)E 0.05% Y-S skl S.
=S & Ne B SR =& SEHI(%, w/w)
NEAsE=E A& 0.1 g 0.00005 ¢ 0.05
A 1%0 A PETRA ® HA i i o ‘ . |
: :: |RT=4.17 mins b |RT =823 mins g : RT =417 mins i i ) //’/, I
Po | i | | 1 3
& ol | < I PETRA : g /./
a o I RT‘-BZGmms | >
of~b— JJ_L S 0__\1_. i. 5 bt j i) /// )2 ISILOR - a0y
4 5 6 7 8 9 10 1" 2 | e tesssssessesss o et
T (o} 45 6 T 8 9 0 R il .
Time (min) o ) e L 10
(A) E=2& =3 2112 (B) DE2XsleE =8 210 (C) =43
2019. 01. 03.

FA 8L sy el Al

2) RSH., Wong., M. Ashton.,, K. Dodou., 2016. Analysis of residual crosslinking agent content in UV cross-lined
poly(ethylene oxide) hydrogels for dermatological application by gas chromatography. Journal of Pharmaceutiral
Analysis.

n

3) o1, et al. "GC/ECD & o8& §% & A2 dichlorprop 47 #4114 9" d=37533]4] 32.3 (2013):
214-223.
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El
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6 5,000,000 0.2 0.24 0.0404
/ 3,000,000 0.3 0.24 0.0341
8 1,000,000 0.33 0.24 0.0236
9 950,000 0.35 0.23 0.0235
10 900,000 0.33 0.23 0.0231
11 850,000 0.3 0.23 0.0227
12 800,000 0.22 0.23 0.0222
13 750,000 0.2 0.21 0.022
14 700,000 0.15 0.21 0.0219
15 650,000 0.1 0.21 0.0214
16 600,000 0.05 0.21 0.0208
17 550,000 0.03 0.21 0.0202
18 500,000 0.02 0.21 0.0196
19 450,000 0.01 0.21 0.0189
20 400,000 0.01 0.21 0.0182
g 3 - -

1SRRG AN
TR FEAZFMn) 1,098,667

20
> Mi Wi
z i; 0.01 +0.05 + --- +0.01

T ) =001 0.05 0o~ 1,098,667

DE (Wi/Mi)  55000,000 © 18,000,000 T 400,000

<
I
[
i
>
>
10
4>
2
x
2
10
AL
o
o
i
o

FolT AbEe o HE

BT, MER Abzol BE U2 o9l %

£S5
gal® nRASTR $AZF 1,000 2 500 W FF F4

H
n
(1) gale waAsigEe] va: xm) = 0004 g0~y

X(%) = ——20 100, Wit AR B, W2 238li5t0] ofnfst 5 AXE A2 2
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(2) 2=k 1,000 2 500 v|qtk &= F4
- AR I 2eE 18 39(GPC) AE 2

5
- A 1,000 ¥ 500 w9 ke 57

GPC =X 23t

SXHE 1,000 &2H(%) SXHE 500 012 &2f(%)
30 15 10
EAE 1,000 &2FH(%) FEAEF 500 012 &H2k(%)
1) 0.3 x 0.1 = 0.03 1) 0.15 x 0.1 = 0.015
2) 0.03 x 100 = 3 % 2) 0.015 x 100 = 1.5 %
2019. 01. 03.
) N - D
FAS s HEel (@
ST
&5 >

H o
- 7S SAHSE FAAENH O 2= ASTM D471(Standard Test Method for
Rubber Property — Effect of Liquids) <& &83 <+ ¢gon H§HE4 =
ZFEESDE S5t ZFuaFAY S SHstoloF & oo, o] WHS 317 A13gHE 0]

AR 7ol gk

D DEAL YEHD T2 0] FFOZ $ul7k FYH) DEA BoEE 4
b3} Z
1= =

5) B9l ¥319 =S A
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0= CH;
|
HyC—C—CH;
2-methoxy propane
CAS No. 598-53-8 (KE-21731)
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HO—~(0)— CH, — OH

4-hydroxyl benzy! alcohol
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