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Waters Micromass MALDI micro™ high performance
MALDI-TOF mass spectrometer
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245 (Polylactide glycolide)
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Figure. Poly-(DL-Lactide-co-glycolide) (PLG)

PLG is a copolymer of lactide and glycolide.
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Gel Permeation Chromatography (GPC)

Column: Waters Styragel® HR2 4.6 x 300 mm at 25° C
HPLC Pump: Waters 616 pump with 600S controller
Detector: Waters 410 Refractive index detector

and 996 Photodiode array detector (PDA)
Flow rate: Isocratic gradient of tetrahydrofuran (THF) at

0.3 mL/min for 60 min
Injection volume: 20 uL

LC-MALDIprep Sample Collection Conditions

Sample concentration: 10 mg/mL

Sheath gas temperature: 125° C

Nebulizer gas flow: 25

Foil: Dithranol 1 Time®/with sodium salt
Stage speed: 5 mm/min
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GPC PDA chromatogram of the selected PLG co-polymer at UV
wavelength of 254 nm

©2007 Nihon Waters K.K. 14




PLG co-polymers GPC 7593V
AHEFREICHED MS ART ML

5000 6000 7000

miz
8000 9000 10000

EI50aVDHFRERESTHILIZE>T. RSEY VT
FUSHL) DR FRESTERE

©2007 Nihon Waters K.K.

15

| n "
. -
: ate
ALL gdatad ’ 0 PO
907.9029 2)72.7500
The polymer distribution is
centered at about m/z=2,000 (MP)
,
1245.1530- 2630964

o — "
800 ' 1000 ' 1200 ' 1400

R Y T A
1600 | 1800 | 2000 ' 2200 | 2400 ' 2600 ' 2800 | 3000 | 5200 | 3400 3600

. " N - iz
3800 ' 4000 = 4200 ' 4400 = 4800 = 4800

MALDI target plate ICRRYrEh1=8HSGPCTFTILav MDMS ZRRIMILD 14l

©2007 Nihon Waters K.K.

16




THE SCIENCE OF WHAT'S POSSIBLE.”

1940 4521
1868 3789
1912:4049
1882 4080 1898 3832 1942.4260
1884.3533 1926 4480
1910478
1896.4314 et
18523837
19552021 19693622
16703160 19143647 presss
19562722 03444
P 1924 5424
1866.4428 138,50
19853110 19433988
o]
1880.4658 19003357
1920.3842
15712700
19572819 1894 5408
18862987 19444015
19085182
1958.2025 19153604
19012076
19873168 19169257 o033
157231 19022804
18655138 22138 19225773
15732983
19592728 15889351 19313527 1945.4047
19463775

o miz

1850 1855 1860 1865 1670 1875 1880 1885 1690 1895 1900 1905 1910 1915 1920 1925 1930 1935 1940 1945 1950

FDARGEIVDIEKR. TAVMEYD - OS5ZX3—[ED 14DaDERIE
Lactide [OCH(CH,)C(0)] & Glycolide [OCH,C(O)]E/T—I<#EE

©2007 Nihon Waters K.K. 17

’ Woaters

THE SCIENCE OF WHAT'S POSSIBLE.”

= MALDI ##7(C&% the Poly-(DL-lactide-co-glycolide) (PLG)
polymer OGPC# BDFEER

»  GPC 2E%{TOET MALDI-MS OB ATHRIZNEENY Y TILOM
EER iR

©2007 Nihon Waters K.K. 18




THE SCIENCE OF WHAT'S POSSIBLE.”

GPC/ APIMS e w0 Waters

APl X&EAAV1kiE (ESL APCD (F. Bt —BHGLC/MSIA V1L
ETHD. LEBMBIEEE TIED FHEEEEMOMSHHTICIERE(SE
LTLET,

A%

(i) RUY=R—FHmEIO»F2BIE

(i) RIABEREEPBRELI=ZVIDAIE (AZV I EEAROMEREDFIECEE)
(INEEYDILZBEDFVYSI2)E—2aVICLIEEREDE=4—
(iV)iBHER) T —PES FREOEEEDAIE

©2007 Nihon Waters K.K. 19

’ Woaters

THE SCIENCE OF WHAT'S POSSIBLE.”

std_1 1 3: Diode Array

100 9.40e5

‘ 7 1. Tinuvin P
B‘fa 2. Irganox 245
3. Tinuvin 326
4 5 ‘ \‘ 4. Tinuvin 234
499 519 5. Tinuvin 327
h ‘ 8 9 6. Irganox 1010
\ ‘ 9]»‘54 7. Irganox 1330
i ‘M 13,189 8.Irganox 1076
: : : e : : o ~ 9. Irgafos 168
std_1 1: Scan AP-

' 953 Bl
100 534 579 5 1138

IR _ )
T T T T T
2,00 4.00 6‘00 8.00 10.00 12.00 14.00

©2007 Nihon Waters K.K. 20




H | n
* CoocH
3
©2007 Nihon Waters K.K. 21
= : i
J - n are
: - 0 PO 8
SEC_PMMA1uv 3: Diode Array
8.62 Range: 2.588
1.0e-13
8.0e-2
2 6.0e-2
2 £
4.0e-2
2.0e-2
0.0 T T T T T T T
2.00 4.00 6.00 8.00 10.00 12.00 14.00
SEC_PMMA1uv 1: Scan ES+
B 12.16 1093 . TIC
0.80 587 847 952 1001 789 | 1229 45510266
057040640 1253 1355 1087|[ 730
1.812.21 4.251246 1227 179 14.98
260 12783.40 4047 - 1247
1140 981
X
7 T T T T T T T T 1 Time
2.00 4.00 6.00 8.00 10.00 12.00 14.00

©2007 Nihon Waters K.K.

11



HPLC (GFC)

Mobile phase: for SEC
e.g.,THF, CHCI3

0.3-1.0 mL /min.

Make up sol.:for poler solution
e.g., CH3CN, MeOH

0.3mL/min.
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