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sk BH—## DNA Column : Shim-pack Scepter Claris C18-120
GGTGTCAGGCTCACGGACCACTGCACAACAATCCCACGACGT (100 mm x 2.1 mm 1.D., 1.9 um)
CGCCATTTTCTGCGATCCGGCAAGGCGA Flow rate | 0.3 mL/min
=E. B 10 pmol Mobile phase A : 95.4 mM HFIP, 7.1 mM TEA in water
D LROAVIRXILFAFRER 1 DORKHETOMLEL . Mobile phase B : 95.4 mM HFIP, 7.1 mM TEA in methanol
fER AR DNA ZRHLTIISNTc b~ LA F >V IAR TS5 L Time program : 5 9%B (0-2 min) - 35 %B (15 min) - 80 %B (16-17
ZRITRLEL e, RIFIE™ 11 2fBEICE—U D ERTN min) - 5 %B (18-25 min)
Fllc, RIFRE 11 MBOOICBRHEEINEE—IDIARARY Col N . 50°C
MU ([E2) H5, 17 ~ 22 lDSEA 4> HRHEhE L, olumn temp. -
TSI, FONTERRAANY ML ESMEA F > TR FA L Detection : PDA 200-400 nm
T%ﬁﬁ/{j"/ﬁjﬁibﬁig%?&@bttla 21465.4 B Injection volume : 2.33 uL (10 pmol)
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EgﬁﬁTﬁ%ﬁ{?%Bﬂi LTCO [MS COndItIOnS] (LCMS-ZOSO)
lonization : ESI/APCI (DUIS), Negative mode
Interface voltage : -2.0kV
- Mode : Scan (m/z 600-2000
e00000003  k —A) LA A VYOI T T . . ( f )
Nebulizing gas flow : 2.0 L/min
500000004
Drying gas flow : 5.0 L/min
fonooeney Heating gas flow : 7.0 L/min
200000004 Desolvation temp. : 450 °C
20000000 DL temp. : 200 °C
100000004
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Mass-it (BE1FHA—/\—L 1 RTELEE)
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FETHIENTES . EARABKETT, TSICMass-it CIXBEEDELGREHBADPHDHEABELTVWEI LA TRBTEEENDIET,
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benefits  ® LCMS-2050i3LCi&H S OB CRIEL DAL TT.
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[HPLC conditions] (Nexera XS inert)

Eig « FLP (20 mer, B:9DF £ 7169) Column : Shim-pack Scepter Claris C18-300
T*-mC*-T*T*G*-dG-dT-dT-dA-dC- (100 mm x 2.1 mm I.D., 1.9 pm)
dA-dT-dG-dA-dA-A*-T*mC*-mC*-mC* Flow rate : 0.3 mL/min

1) (9 men RS L IO Mobile phase A : 100 mmol/L HFIP, 10 mmol/L TEA in water
dA-dT-dG-dA-dA-A*-T*-mC*-mC* Mobile phase B : Methanol
*n-3(3) (17 mer, 2if5) 7 & 5987) Time program : 10 %B (0 min) — 35 %B (15 min)
TremC- T T*-G*-dG-dT-dT-dA-dC- — 40 9%B (20 min) = 90 %B (20.1-22 min)
dA-dT-dG-dA-dA-A*-T — 10 %B (22.1-26 min)
+n-10(5) (10 mer, 5% F & 3553) ) 3
dA-dT-dG-dA-dA-A*-T*-mC*-mC*-mC* Column temp. : 60 °C
* = 2"-O-methoxyethyl, m = 5-methyl, d = 2’-deoxy UV detection : 190-400 nm
BE. 2 FLPIZDWLNT 0.17 pmol/pL, 6 uL (1 pmol 48%4) Injection volume : 6L
i EROFUIRILAF R4 EERE (RIBMAIZFLPITHRL [MS conditions] (LCMS-2050)
= - Sy = VAN -
TS%ER) LIcEHER 1 OAERMFTOMNLELT, lonization : ESI/APCI (DUIS), Negative mode
R f##fricid LabSolutions Insight Biologics ZfEA L% L1z, . R
EFLFUARILAF FONERREESRL@S T py  Merace voltage 30KV
(260 nm) 7OX M S L. BAYVAI M S LER 1 ITRLE Mode : Scan (m/z 550-2000)
T MHPVOR NI T LI MST ZARY M VETTIC, BEEN Nebulizing gas flow : 3.0 L/min
PEMFEART MV EITRTERLIEVORMN S LELTE . . .
FENET, n-10(5) IR n-3(3) Rk n-1(3) miags,  Dinggasflow: >0 L/min
FLP DIBIcE—-%RERTEE LTz, Heating gas flow : 7.0 L/min
FLP £& T n-1(3") REEBARE—IDIRAZANY bV %K 2 Desolvation temp. : 450 °C
ITRLET, 3~ 10024 it EhElLe, 87 DLt . 200 °C
AARG MV ESEAAVERITL. BROFEEHELELE €mp. -
(®3), ZDFER. FLP (BHHFE 7169) 7168, n-1(3)
KiBk EERDFE6776) 6775 LBEEIN. EiRES 1Da )
J—Xm@g%gﬁ%?ﬁfi?%i L/TCO 1MS(-) {REFFFRG: (11 :211 695] 241e5 1:MS(-) RIFEREA: [10955;;;145] 37e4
{mr0m> FLp 3504 IM-9H)> n13)
o1 o .
25e4
o
2064 e [M-8H®
1004 846 [gg;m]‘
5.0e3
00e0 0060 l.lld HLL bl
& o T e s s -
o e 3 FLPBELUN-1(3) DRRAART ML
#15 FLP(T1:C20): Z1fi 1 AVEEATMSART ML [M-H) 4.19e6 #14N-1(T1:C19): ZHAAVEHTMSARI ML [M-H) 6.07e5
toes L7168 FLP 6065 L6775 ﬂ"‘ (3')
1 5.0e5
3.0e6
4.0e5
L\ B Ry SR 20 3065
T EFIAVIAXILATFRAROIAI NI S L 1o 1065
(AW 7aR NS L. B)B7R7ARN T
E 71‘00 72‘00 ' 67‘[)0 68‘00 69‘00
o B~ 4 BfAFVERFENFRRART ML

N-10(A11:C20)

2 EFIVAVIRILAFRAMDORF ARSI S L EETHRGANY —ILTY,

VU7 IVNERE B ELCMS-20502AWTETIVA U IR L
N-3(1:717) N-1(T1:C19)) Z_q_ F@iﬁiﬁtﬁgﬁxﬁﬁ#ﬂ%ﬁ*ﬁ [/g L/TCO LCMS—ZOSOL;LC&
o5 o ‘ FARDOEEEBRIERTSHEAVEE TS0, RBEEXROLE

¥V IV EEE &5 HE
LCMS-2050

BELOFR

LGWIALVY

LCMS-20500D B £ & HIEm/z 2 ~ 2,000& TEMBILLA/N—=LTW
%9, Ffzc. LabSolutions LCMSDZAH A A > ke A AL T
ET. BDFONTFELHETEET,

XIRIVEYDIRAANRG MVESMA U RITHER
LCMS-2050T X IVt (BsHDFE :7127.23) ZAETSE.
4~ SREDAAYHBIENE LT, Sl A BRI R BT

HETRE. DFRIETIVISLEREIN, BRHFRLDRER LCMS-2050
0.05 DatJEBICHELWNERDBEONE LIz, —MRHIC. Sl
FUBITEREER W e FEKE TR, REIThBMEHI4 D0
ZWESH SUEBREDBVW D FEZEHTSIENTEET,
LCMS-2050D[EVE 28R . KEREITTHEINTFR, 22 N1\7
B, RUR—ZEDBDFORRICETEFERWEITES,
Int. x100,000
[M-7H]"
1.50 1017.20 [M-6H]5
1186.81
1.00
050 . [M-5H]> [M-4H]*
g\é';sg 1424.48 1780.79
0.00 ‘ J S
750 1000 1250 1500 1750 miz
Int. x10,000
7.5 7127.18
5.0
2.5

FIREA AV T RBOBRITEERE IEREVEY,

7000 7050 7100 7150 7200 7250 m/z

EEfRMTY 7 oz 7 LabSolutions Insight BiologicsE LN e 7 — 2 f@ir H A 8
LabSolutions Insight BiologicsZ ALY, #ZEIBEPUYH— UR—X B#iEEZRIRLESZIERT ST ETENP AR DEED

BHIIFVES,
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benefits

B AIESALER
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Application )

® LabSolutions MDZEERTAZET. BEMERA I —Z20 I PEBINSA—2—DREEHEE, LC

AV RERICO D BEEEKIBICENETEET,
o AI7JIVAVALITKY. BRAEICKST IV IV MEEORE
o HEDELDEIE. AMMESTAVIRXI LA F RORED MG RETITRIBET,

LD RTRET Y

FERBELOTOLR

sk FIVIEENEGLIEMA Y IXILAFF #HENELD
1118 (HPLCHER I L—F) (dT(X). x [$EEE)
(dT(6). (10)s (15). (16). (17). (18)s (19). (20). (25). (30)

HELU (40))
BE. 5 umol/mL
AALIE LERDBREICESEIKITERLELT,

Step1 BENMEDHHAR V-9

sk 7 B85 (dT(6). (10). (15). (20). (25 (30). (40)) DEE
AR
BIRESRM RI1DEBY, AFVNXTHEIEMITFILTZY (TEA).

ITFIVTZY (DBA) BEUNFVIVTZY (HA) % pH#
BOROEBIGARELTERLE L., BEARIETEE
ZhIIVBKUAR/ — )L EFRLELS,
AAVNTHELZDRE, ARBBEOESEE 18:@YITD
W X1 DOMEFEHEEBVTRFELE LT,

fBR AFVARTHEICTEAZEALIBE. WINOBRAEL
DEEFICBVTHEBDE—IHELFVEL (B, —
7 DBA, HA ZERLISISEICIE BN WELE LTz, DBA
HA LLITRENBWVEEDBANYE I AERNRONE L
< BT HA ZRED B 75513 CHREF AR LICUOMER
b‘ﬁlbhibto

®1 D&M

System : Nexera XS inert

Shim-pack Scepter Claris C18-120
(100 mm X 2.1 mm 1.D., 3 pym) "'

@ 20/50/100 mmol/L TEA acetic acid
aqueous solution pH6.5

@ 5/20/50 mmol/L DBA acetic acid aqueous
solution pH6.5

(3 20/50/100 mmol/L HA acetic acid
aqueous solution pH6.5

Column :

Mobile phase A :

Mobile phase B : Acetonitrile or Methanol

Flow rate : 1.0 mL/min
B Conc. : (D TEA : 10-50 %(0-8 min) —
100 %(8.01-11 min) = 10 %(11.01-15 min)
@ DBA : 20-70 %(0-8 min) —
100 %(8.01-11 min) = 20 %(11.01-15 min)
@3 HA : 20-80 %(0-8 min) —
100 %(8.01-11 min) = 20 %(11.01-15 min)
Column temp. : 40 °C
Flow rate : 0.35 mL/min
Injection volume : 5uL
Detection : UV 260 nm (SPD-M40, UHPLC inert cell)
Vial TORAST-H Glass Vial”

*1P/N @ 227-31210-05, *2 P/N 1 370-04300-01 (&#>—T /)L —)

1. R9V—Z29  AFRTHAZROBESLTRE
EARIDEE
2. RfigEy A LA —TVRE. BEIEpHDIEET
3. &t TSITU &M
BELIENGA—2—
TIVEIVTIY *r2/— ;b/?th‘hl);l/
(B RE) matkE
AN T7ErZMUIL M Peaks
1.dT(6) 5.dT(25)
2.dT7(10)  6.dT(30)
3.d7(15)  7.dT(40)
4.dT(20)
TEA 20 mmol/L
TEA 50 mmol/L
JA\ TEA 100 mmol/L
\ DBA 5 mmol/L
,\_/\/\f”’ 6 {DBA 20 mmol/L
DBA 50 mmol/L
HA 20 mmol/L
/\A:IMUVU%A( 50 mmol/L
HAWOOmmo\/L
20 30 40 50 60  70min
(B) A%/ =)L

TEA 20 mmol/L

TEA 50 mmol/L

TEA 100 mmol/L

4.0

1

7080 90 100 110min

AVARXTLAF R 7 RREEHMDI/OT TS L

BEEB

(A)7EFZRJIV (B) *2/ =L

Step2 #EMEDPHEA —T V BEDRKE(L

7 &%) (dT(®). (10). (15} (20). (25). (30). (40) DEEAER

RIS

% E48 A I 50 mmol/LDBA & 50 mmol/LHA. B#AEICT
LhZPUWEAR/ =)V EFERAL. ESICEHREETVE
Lfco 929N TOTTLIER 1 FOOEEFICEEL. A
S LA—TViBEZ% 40, 50. 60. 70. 80 °C. BEIEAD
pH%Z 6.0, 6.5, 7.0, 7.5 LZ#FEE. BHEELEBETHEL
SIERHINY FEERL. DIFLELTE, ThoS/SA—42—
DEBPEEAEDEWVICELY, ERPDORFEEFBHNKELS
ZEHTHIENS, LabSolutions MD DE—U hSvF 2 T%
FRALEE—VZRELE LIz, BEICFERTIERELT.
UV ARY M IVIEKBEECHIC L B ERDNNEARAETH BT
Ehs, BHIBICKZEEERMBLELT,

M EBEE A D pH, BEEAS LA —TVRELLRTY
AVAN—RZAER L. BNDBEED 1.5 B (HAL X2/ —
IVDEHEDEDI 120 L) ELHBFERBLLEL (K
2), HFDORRUERBIR, FEEEHIEDBEDAEVOEE,
FEEFEDBENNEVREEZNTNURLTVET, B
M pH LDV TR, HAEDESZERBRICKOTEESR
HHRGEBTEDNTREENE L, FeASLF—TVBEI
DWTE, A YANTHEEERBEDOBHEDEICEDS
I BELNBVEEDBENBGRERNRENE L.

Step3 75V IV MERHEDEEREL

HREOEBZZAVIXILAFF 11 E8H (dT(6). (10). (15)
— (20). (25). (30). (40)) DEEHH

AR

LEREOEREHBICHL. RNDBEE15ELT &#BEYT
SYUIVIRHEBETHRELE L, BRIAKRIE AR/ —)b,
A LA—TVBEIE 80 CITEELE LTz,
% & 8 A% 2% # (50 mmol/LDBApH7.5. 50 mmol/
LHApH7.5) &£LT Al 7)VTU R AT K BHEDHEEEL.
RRNICEBRHEZGICTRNIBE 1S ZHBIIIVT
L EBRECNE Lz, RBEOFHETOI/OTH
5L &R 4ITRLET,

R

RRIICEBEARICCRNDBEENS 2Ry /5T
Y EEREDBEBRRINE L. RBILROKMGFTOHOI/OTE
I LER4ITRLET,

Al 2&BI 5V TV MRt aETRELIEE

AI(L&%&DE'J’}W(;I
BMATRMARR

-:-)-

X3 LabSolutions MDD%' >

v hEHEEBSRBE(LDT—rT70—

LabSolutions MDDV SV TV bEHEOEERE(LT—V 70— %
31SRLEY. LabSolutions MDIk. HEDAI7 VIR LAEE
HLTHEYV. TAICEBY VIV MEREDUER (EHER) ) BKU
[RRENEGETODT WEDN) 1 VRS TETHREIC
BIsERE R/ T &H B THRRLET,

| dat))

HRORGS 1N RBINDOERAFREANZET VT T IVEL MBAFURT7I/AOINI ST —TCORBFHERFTZITVELT
Labsolutions MDDGERICLY. A A AR7EHE. BEEpH. BLUATLA—TVEREDOREBZMERNICRFT L. FBEREEELT

BTET. MERRLINSDRESR T5lclabSolutions MDD Y Y T b RGO BEERE (LA RIEL.

HaRRTBDIENTEE LT,

®EtLrfzs

\Sx—5—

[

eI DPH

| [ popt—oviEE

BEMEB: VbR UJIL MEMEB 1 X2/ —IL

FENHEA © 50 mmol/L DBA/

1.700

- 1.650

1.600

1.550

1.500

FEENHEA & 50 mmol/L HA,

o i
1.650 IQ_ 70 * s A o
2
1500 | E g0 a
&z |
1.350 60 * - - .
40 80
1.200 F—TVBE (O

1.800

- 1.725

1.650

1.575

1.500

2 AUIARILFFE 7 HIRAEBO
BODBEDT 1Y AN-R

1.dT(6) 5.dT(17) 9.dT(25) "
2.dT(10) 6.dT(18) 10.dT(30)
3.dT(15) 7.dT(19) 11.dT(40)
4.dT(16) 8.dT(20) F
0 |
B.Conc

i

25 730 35 40 45 50 55 60 65 70 min

4 BERRINLEZHTD
AVAXILFF R 11 fipREasR0I/OT M S A
BEME A © (A) 50 mmol/LDBApH 7.5
(B) 50 mmol/L HA pH 7.5

R CRANDBEE 1.5 2 T 7SV TV RUDBEITIREREIN, FEOKELHEENEHETREGYE L .
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Application )

o AYDXILFAF FBEXUBEERHY D RiE 7D B IRRD—&ED T —2 7 O—% LabSolutions
888 MDITKUMERILTEE T,
o AYDARY LA FREBLUBERME— %> V7 IVNEREEDH5HLCMS-2050(C KW IERE

) ICh Sy VI TRETT,
benefits

® (+—hUHPLCYR T LsNexera XS inert. 7+ —hk75 L Shim-pack Scepter Claris (&, 7

VX7 A F R OeRREMMREZINHLRIFRE-—IFREFSNE T,

Step1 BHEDHHERY)—=27

x 1 DFRRER

& Sequence (5’ = 3') Length

FLP T*-mC*-T*-T*-G*-dG-dT-dT-dA-dC-dA-dT-dG- 20 mer
dA-dA-A*-T*-mC*-mC*-mC*

n-1(3) | T*-mC*-T*-T*-G*-dG-dT-dT-dA-dC-dA-dT-dG- 19 mer
dA-dA-A*-T*-mC*-mC*

n-1(5") | mC*-T*-T*-G*-dG-dT-dT-dA-dC-dA-dT-dG-dA- 19 mer
dA-A*-T*-mC*-mC*-mC*

n-3 T*-G*-dG-dT-dT-dA-dC-dA-dT-dG-dA-dA-A*- 17 mer
T*-mC*-mC*-mC*

n+1 T*-T*-mC*-T*-T*-G*-dG-dT-dT-dA-dC-dA-dT- 21 mer
dG-dA-dA-A*-T*-mC*-mC*-mC*

PO FLP 5" Rix®D PS — PO Z1{tik 20 mer

* = 2'-O-methoxyethyl m = 5-methyl d = 2'-deoxy, PS(full)

®2 PEART -7 &M

System :
Column :

Temperature :
Injection volume :

Mobile phases
Pump A -LineA:

—LineB:
—LineC:

- LineD:
Pump B -Line A:

—LineB:
Flow rate :

Time program (%B) :

Nexera XS inert (Method Scouting System)

Shim-pack Scepter Claris
(100 mm X 2.1 mm I.D., 3 um) "’

60 °C
2L

100 mmol/L HFIP™? and 20 mmol/L TEA™ in

water
100 mmol/L HFIP in water

200 mmol/L HFIP and 20 mmol/L TEA in

water

200 mmol/L HFIP in water
Acetonitrile

Methanol

0.4 mL/min

6 % (0 min) — 24 % (36 min) —
50 % (36-37 min) = 6 % (37-46 min)

Detection : 260 nm (SPD-M40, UHPLC inert cell)
System : LCMS-2050

lonization : ESI/APCI (DUIS), negative mode
Mode : SCAN (m/z 500-2000)

Nebulizing gas : 2.0 L/min (N,)

Drying gas : 5.0 L/min (N,)

Heating gas : 7.0 L/min (N,)

DL temp. : 200 °C

Desolvation temp. : 450 °C

Interface Voltage : -2.0 kv

*1 P/N:227-31210-05 (&2Y—T)b¥—)
*2 1,1,1,3,3,3-hexafluoro-2-propanol

*3 Triethylamine

BREILIcNSA—42—

[ PvELTsvoRE | |

‘%9/—W/7th:hWb

A% ’

mAl

700 -

600 -

500 -

400 -

200

100 -

(D 100mM HFIP 5mM TEA/ACN 100% MeOH 0% (7 100mM HFIP 15mM TEA/ACN 100% MeOH 0%
(2)100mM HFIP 5mM TEA/ACN 50% MeOH 50% 0mM HFIP 15mM TEA/ACN 50% MeOH 50%
(3) 100mM HFIP 5mM TEA/ACN 0% MeOH 100% 0mM HFIP 15mM TEA/ACN 0% MeOH 100%
(4) 100mM HFIP 10mM TEA/ACN 100% MeOH 0mM HFIP 20mM TEA/ACN 100% MeOH 0%
() 100mM HFIP 10mM TEA/ACN 50% MeOH 50% (1) 100mM HFIP 20mM TEA/ACN 50% MeOH 50%
(6 100mM HFIP 10mM TEA/ACN 0% MeOH 100% (12 100mM HFIP 20mM TEA/ACN 0% MeOH 100%
1o |
@ ) TN |
(©] A N
@ |
® A I
1© AN
@ [ )
D |
Ia /\_/‘J, l\./\_
5 10 15 20 25 30 min

1 BEEOMBARY) -7 TESNf/OMN T A
HFIPOFRIERE 100 mmol/L (£). 200 mmol/L (F)

HFIPORE |

Step2 BITEDREL

FHME—IDMSESYyF T

mAU
200

100

ACN 50% MeOH 50%/Oven Temp 60/initial Conc. 8%
* Estimated molecular weights by deconvolution

mAU
200

100

10 12 ’ 5,/ 4 18 min

B 2

16 18 min

AT LA —TVIRE 60 C. PERE 8 %, 7=k,
HE50% (b) KT 60% (F) DLCVAIM T L
(RIREDFRICE DRI D Sy F 27 % RT)

RESERGTOI/OIMN I L

BE LIS A—5—

TehZNJJVEE

EEPE i ‘ HHRBEIRTO)

| HSLA-—TVERE

THAVAR=R LB RBERRRMHER

Resolution of n-1(5") and n-1(3'

. Io‘sa
8 g 041
el o
& g
250 2 030
z =
S 8
T g
g g 018

40

007

Oven Temp (C)

Oven Temp (C)

Resolution of n-1(3") and P Resolution of PO and FLP

0
5 ™ I 100
078
R 055
033
55 60 6; 010

Oven Temp (C)

60

Acetonitrile Ratio (%)
3
Acetonitrile Ratio (%)

40

Oven Temp (°C)

3 NMFLPEBLUSAMMDNBED T AV ANR—X
(IS TV MIERRE 1 8 %)

mAU

150

ACN 54% MeOH 46%/Oven Temp 65/initial Conc. 8%
* Resolution

FLP

14

4 BBERHETO/ORMNIL
(HFIPDZRINERE 100 mmol/L. TEA DFIEE 10 mmol/L)

| dat)

AVIARTLFFRODIICEVTIE. BEBICRINT 2HFPS X UA A AT EHEDRELERAEER. TOIKIEHTLF—TVEEP
IZVIVNTOT S LEDERBLOUNIA—2—DEIMICEYDBE/NZ—VHBRLLET, Ffeo BEOEHEA)IXILAFFOEED
BEEN. BHESOBEREFICIOTLELSOH. WRENCLICDMERBEILTEIENRDOSNE T, —H T WREFTCLICHRE
NEDHERETHIED. BONEARET —2 &M@l RBREEZRETHLIEIERBICFEBHHYET, LabSolutions MDZE L

BTET DMAT V21— IVER LB ENMERARZ BEL TE.

60 . . .
P, [
g B
e \
T
o
@ i -1(3
= 50 ‘ Resolution of n-1(3) and PO < 0'7‘ Optimum condition that maximizes|
'g resolution of n-1(5') and n-1(3")
@
o
< [}
Maximum retention time > 16
40 : i °
55 60 65
Oven Temp (C)

5 THAYVAR-RADEREEICLDRBERMHR

e, BITECIRE—ISvFI T OB T Y1V AR—RIC L B3%E

MR RERGEDZERNTRETT, AR TTENLIc&SIc. LabSolutions MDICAIZ T, A F—MUHPLCS/ R T LNexera XS inert, A+ —
~#43 s Shim-pack Scepter Claris. > )VMERE &P ETLCMS-2050% HEDLEBTET. FVIARXI LA F RODITEREDO—EF
DT—770—DHELERIFATEET T,
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FIEREN mEEE
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LabSolutions Insight BiologicsZ B U M ¢

AVIAXTLAFERERT —o 70—

Application )
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5 %B (0-1 min) — 40 %B (26 min)
— 90 %B (26.1-30 min) = 5 %B (30.1-34 min)

Mobile phase B :
Gradient Program :

Column Temp. : 60 °C

Injection volume : 2L

[MS conditions] (LCMS-9050)

lonization : ESI (Negative mode)
Mode : MS scan (m/z 550~2500), DDA
Interface Voltage : -3.0kV

Nebulizing Gas Flow : 3.0 L/min

Drying Gas Flow : 10.0 L/min

Heating Gas Flow : 10.0 L/min

DL Temp. : 250 °C

Block Heater Temp. : 400 °C

Interface Temp. : 350 °C
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https://www.an.shimadzu.co.jp/member/access.html?file=/sites/an.shimadzu.co.jp/files/pim/pim_document_file/an_jp/applications/application_note/21751/an_01-00595-jp.pdf&from=c10g0172

FV) KB DE R
ARy—Iv7v7
YRR AR

2 _FRMALDI-TOF MS "MALDI-8030"ZF L -

22

7V F T AEE DB HE

=)

I:III:\ Application N

RAAR o SV TNHORMBEEECHBERSOARRENTET,
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benefits o WHAEMS/MSARY MIVERIFT BRBHE S, ENLERRTEET,

B AIESALER
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KU inotersen) HZNZNETIVEFIELTIcA ) IRKES
M (& 1)

BE. 2 K% 0.1 mg/mL (#9 13~14 pmol/pL) 1255 KSlck
TR LE LT,

HEH 0.5 uL DY 7)ViEHk%E MALDI 2 —4w b 7L — b5

L. ZZIT05 L DR My IR AR ERE LRE S E Tk,
MALDI-8030 (R 1) TRIEZEITVE LT,

Ry IRBHRRELTIE. 50 % 7 ZMUJLIT 40 mg/
mL TAREE = THAP (2',4',6'-trihydroxyacetophenone
monohydrate) F7zld HPA (2-hydroxypicolinic acid) %
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E—FIZBWTRTOM ALK IM-H LTI AL TEE
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JMJYIRELTHPA ZBHW. RRAROFFI—MEMHAE
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Name Chemical formula Mw Note

Mipomersen  C230H324N670122P19519  7177.2 ASO, PS (full), 2-MOE, 20 mer
5-G*-mC*-mC*-mU*-mC*-dA-dG-dT-dmC-dT-dG-dmC-dT-dT-dmC-G*-mC*-A*-mC*-mC*-3'

Nusinersen C234H340N610128P17817 71272 ASO, PS (full), 2'-MOE, 18 mer
5-T*-mC*-A*-mC*-T*-T*T*-mC*-A*T*-A*-A*T*G*-mC*-T*-G*-G*-3'

Inotersen C230H318N690121P19S19 7183.1 ASO, PS (full), 2'-MOE, 20 mer
5-T*-mC*-T*-T*-G*-dG-dT-dT-dA-dmC-dA-dT-dG-dA-dA-A*-T*mC*-mC*-mC*-3'

* = 2'-0-(2-methoxyethyl) m = 5-methyl d=2‘-deoxy
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https://www.an.shimadzu.co.jp/products/maldi/ms/maldi-8030/index.html?from=c10g0172
https://www.an.shimadzu.co.jp/member/access.html?file=/sites/an.shimadzu.co.jp/files/pim/pim_document_file/an_jp/applications/application_note/21064/an_01-00480-jp.pdf&from=c10g0172
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s TUF U AKEBERZS (nusinersen) ZET)VESIE LTS o
UIEA R Int.[%] [M+H]*
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RE REARELT. 20 pmol/uL DA REFRLE LT,

D HEARET MY IRAREZ 111 (vv) TREEH. 1l ¥ 50
TIWTL—hLEICETL, BEE AEETVELE <
FUw o R B E LT 3-hydroxypicolinic acid (3-HPA) &
2,4-dihydroxyacetophenone (2,4-DHAP) %z, ZhZH 70 mM 0

e
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FLEET,
B AERELER 2 il
ik M13 primer E
Forward 5'-CGACGTTGTAAAACGACGGCCAGGA-3' = 0460
Reverse 5-TCCTGGCCGTCGTTTTACAACGTCG-3!
RE 12uM 10 mM U EENw 77 R
(17 mM NaCl &%) X g
PaViE Sis =1DERY @ o
fER FIREEMDED 2 BEDOHESETEHLERER 2 0040
lTRLELTz,
FIRECIIRIEREE,. BEBREH CRIRINRBTL R
ICZENZNERESIE. 2 KOBEROPIREMIERIRE 2000 24600 o 32400 30,00
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FUEEFRTAEELT2, AMED RIHAAR - BUIFERO T OAIEEBEE = —
HRIR TR B ERADIE - S RBRHONE 70912 b (1 ” " 20 uM
& BB CEAZEORRTT, z
< 9 uM

40.00 50.00 60.00 70.00 80.00 90.00

% (M13 7543 —) ORRRIR
CEBE1 mm7OxIVFEIVER)
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OV IN7 M ETIVBrevis GC-20502 AWV - ER SR A

SIEDFE,  — IP18.USP467 KA MR —

BT — 2 OO RIEBEEZELTRIHIVELA

® X)L\TOVINY MxBrevis GC-2050 (&, IR TOBBEREZIEBYL T TET/NTRIV—FY T

8 {% 8 PMCTEET,
® Brevis GC-2050 [FaAV /NI CTHIVGEHS. BHEFrYITHRAZRWTOINETHTENTES
i ED
benefits o cHo3cre) THifelc o5 R 2 BIEABAIE N ctert-Butyl alcohols & T Cyclopentylmethyl
etherb 23 HTEIRET T,
. - 1 AIE S
W ESEEER -
GC DSt (RIEE A - BIEEB)
B U521 BEVISR 2 EERR GORMRED) Model : Brevis GC-2050
B2 LIESG 1 DiEY Detector : KRR A A {8 FID
"R R 1ICHRIEE A ICEBYSR 1 IBERR GOBIERR) . Column : A) SH-1-6245il MS
2SR 2IBERR KBAMEEK) OOMERERLE (032 mm I.D. X 30 m, d.f.= 1.8 pm)
Lfe. (95R2A: B Y5R2B: V%, TBA. CPME. B) SH-PolarWax
MiBK : &) (0.32mm I.D. X 30 m, d.f.= 0.25 um)
7521 OFREBARICHL, BERRHLE L RIR(LRE Column temperature : A) 40 °C (20 min) =10 °C /min 240 C (20 min)
DR TIE. BFESINDESNE LT, V75X 2 DHEE Total 60 min
BRICH L. BEAATIE I7RbZRULEYZ7OOXR B) 50 °C (20 min) =6 °C /min =165 °C (20 min)
COE—TDORBEEIE 1.0 Ul BIEAB T 7= Total 59.17 min
FIVE cis-1,2- 7007 DE—I DD BRI 1.0 L o . ;
T BYRFLBARTEESNTEY, RIcRFEES Injection Mode : A) split1:5
NMEshELT. B) Split 1:10
Carrier Gas Controller : #RRE (He, Ny, Hy)
Linear Velocity : 35 cm/sec
Detector Temperature : 250 °C
FID H,Flow Rate : 32 mL/min
FID Make up Flow Rate : 24 mL/min (N,)
FID Air Flow Rate : 200 mL/min
Injection Volume : 1mL
HS-20NX S#r&&fF (GRIEE A - #21E% B #£38)
Model : HS-20 NXUSTL (Ultra Short Transfer Line)
Oven Temperature : 80 °C
Sample Line Temperature : 110 °C

00 10 20 30 40 50 60 70 80 90 100 min Transfer Line Temperature : 120 °C
o _ . o e Vial Shaking Level : Off
B BEEAICEB SR BESRIOR N 5L GOBMER) o oo oL
1. 1,1-Dichloroethane. 2.1,1,1-Trichloroethane, ‘ o .
3.Carbon tetrachloride. 4.Benzene. 5.1,2-Dichloroethane Vial Equilibrating Time : 60 min
Vial Pressurizing Time : 1 min
XE B e Vial Pressure : 75 kPa
Loading Time : 0.5 min
. ) Load Equilib. time : 0 min
2£30 8
s . Needle Flush Time : 5min
1
Class2A 2 9
a ;‘\: . R L
TBA, CPME -
MiBK

2 BEEAICKBD VSR 2IBERRY O NS L GBI
*HPITRLTV R DBEDEISSEETHY REMETIEHYEE A,

L Yat)

Brevis GC-2050(& A\ b BB THIGEHS, B+HN\HMEHEAERFS (UP18) HSKLUUSP General Chapter<467> Residual Solvents|c
EPL T EERERBABEDROAEETT, Floe NAIVRETIVERBLTRREICKBAIGEGEREEPITENTES D, EXR
DB BREDNENENIATOITENTEET,

HRZO<MNS7

Brevis GC-2050

BELOFR

HANR-RBEHOSEBDEWVIHERE%ZERIE L fcBrevis GC-20501 TEW/NEL KNIV TIVTROLP L LHLaRERISEET L
BORDMHHRILIIENTES] Z—XITBARRETY,

Brevis GC-2050, HS-20 NX USTL(Ultra Short Transfer Line)

Compact without Compromises ZWDHEWLIV /Y MRET

HEWBPIMZ—AEHN\—FBMREEHEZ DD #8350 MmOV /NI A XERBLTHY. BENTEAR—ZATEBDORESE
LIFRTENTEET, BAR—ATHA UV THIGHS—BMITERENZFrESUATL 2 RZNTEZTENTE, KEREHRDHELE
ANYTLRBEF YT HRICEBERE T RK—FLTVWET,

Built-in Analytical Intelligence J|#FHDI1—H—ZEH M

Remote Display. LabSolutions DirectZ;EHL. AX—bFT/NAREAVWTETICWTEGCC YRTLICT VR T HTENTRETT (BH
VE—rFRL—23>), EfeClean PilotifEEES LT, ERBETHENICASLDEI AV T3V I &[TV SRT—VDER
EERLEHNS, KURELIAERERMILET,

Best-in-Class Performance Z75ABELANIVDMEEE
B EEBOERMEAMALTHEY., EEICEVEEBRLE. REBHNBREMEEERLTVET,

Ny RZAR—ZAHGVTS5—

HS-20 NX

.%ﬁ:ﬁ@ﬁ% Class 2A Procedure A AtE:DMF

BVWEREREI—Y—TLYRU—ETHa i BEERD DN
DREEV)1—3VELTHERBPANSREEBE THSPI DA
ANV IT v TLETY,

.

BFv)—F—/\— K
TAVL =3y ART7O0—%HBLIEHS-20 NX =Xk, F+1)—

F—N\—%HERE 110 ITERLELZ. @SBRSS CSEE LS

BERLEWMERERRODIFICHG L. BHOEDIERENESNET,

EELZXE AEST TIEIDMPAE TORRERICTKBETOR IR ETOIT
ERBYETH. HS-20 NXTIEDMFDF v 1) —F —/N—|ChEETN BT !L

CiEHVEE A, BGDARERB REEZEDAEVHABOOREFICIEEFv -
)—F—N\—%&RIETBHS-20 NXHBEH T, DMF D F 1) —F—/N\—H75L



https://www.an.shimadzu.co.jp/products/gas-chromatography/gas-chromatograph/brevis-gc-2050/index.html?from=c10g0172
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ICP-MS7Z= R W e ORA RO TR A M7 th
—B+N\REBXRERH —

BT — 2 OO RIEBEEZELTRIHIVELA

50,

benefits

DTEET,

B AESELER

Application )

OO% =

U

Ne—1
iy -
Y

® PDEMEDRERESEICA T3V 1 ZAVHBEDOEERETH. +OGERETEEISHIL

o TEAMEHBREDEEFRICHEITDEE - BEDEGEEZ, BRIOELLTOMTELT,
o Ty AYYRZERVDIETRUREDFHEZEBTE, BRICHOMZRIUTELT,

=R BONA (B OD ) BREBEERTIIHIELA)
BE. 2 BEfZ2E PDEELSA T3> 1 (BAHID 1 BIRE5E:109)
EFRVREREXBRBLELE, COREREASABOE
REEER 250 BHR ¢ [AHNE] 28) THRL. BIZRE)
BrEHLE LT,
Eppsid WERE I 0.2 g ITHliZk 4 mL. BEEE 4 mL. EE 0.5 mL
(1) EARML. A7 QD RERE THER (200 °C. #7 60 min)
LELf (EEIE Hg GE—MOTRDBRPREMER L
DIHIHEM) . BRETHBAEESHL. 50 mLICE
ALELE 250 EFFR) .
DIRIMEBEEDETRODBREBORRDHIC, BT SV
IREAELELI,
baxiiE a3 BARES 1.20 kW
TSARAXRE 9.0 L/min
HWYHRATE 1.10 L/min
FrUT7HRFE . 0.85L/min
CIVAR : He
I
LR EGIZER ICHQ3D #OHFIA (Cd,Pb,As,Co,V,Ni).
KEBIZEAEKICHBD BE TR IZ4H K (RIZER)
Sc,Ga,In,Bi
&R WEREH OBERPHRERE | SHNARBRENSNET SV

TREEELSIE FRERERCTRELE L, &3
BHREIR. 27THRTIEUT LI,
BHROEEHRBRICHTHEEEEE. EE | FINENEHS
70 ~ 150 %. ¥ :RSD H 20 % U TF. EERER :0.5)
HUTORETCEEDEGRERBLTIEETNTVET,
SEODHIERIE. AMEUNEIE 94 % ~ 104 %, RSD I
3% UTE. BEEEETDERBEEL>THLLELR.
Ffee 10 013 0.5 J DESIT /10 U FEFDITENMETH
HTEDBDOOSNE L, (F2)

L Yat)

RAEOEGEELILRL. BEE. HFE.

OnRBRERICHR S QAU ORDEEEE OER
WERRLAZE AND BAUWTofE
T EILIEEFIE
®1 EBRMG
BB ICPMS-2050
XTS5 X7 54— DC04
EROZACN Yoy FviN—
b—7F: soh—F
RFX—O-> ol
A=t 7S AS-20
RIRETTRRINGIE RAREBBAINF > b
(GEE: RIRERR =%09:1)
x2 TERER
. 05 J7m 10 J7m 1.5 50
S~ mu| BEUEE | Bk
G e I B | R el ok [woss| @es | w0 |wwes| oo
o) | WM B9l gny | e ol | e | B [ Tod |6
adf 002 < < < 03 9 06 97 22 09 %
! "po| 0004 | o000s | 0029 | ooos | 03 | 102 | o5 | 103 | oss | o9 | 103
TAs| 004 < < < 09 103 18 100 | 074 27 99
“Ha| 001 < < < 18 9% 36 9% 094 54 97
¥Co| 001 < < < 3 100 6 100 | 073 9 100
24 1PV | 005 < < < 6 103 12 104 | 093 18 104
Ni| 04 < < < 12 04 [ 24 104 | 060 | 36 104

100 =75 >V ARy LRE LRI S NUBERE X 10 X BEROEE < 100K

EEBRAZ. RBEZLOTHILIMRDNLHIENBDOOONE LT, Fel AEEBPIWEM
DRSS FEPEROOHUETHL LabSolutions ICPMSD T Uty b XYy FEBWTEIETRIENHREL, UEKY. BORA
FRDTTEAFMDIITICPMS-20500 B CH B L EMR TER LT,

ICP BB
ICPMS-2040/2050

BELOFR

ICPMS-2040/2050 (&, #{LLIcIMBDI Z b —F X F LICEY
BIEMEEL AT EEZSRT TR Y. k4 SavEL T
HERBEZEBCEELT, £fe. XL —2—DOREERIR (<
MADREMEEDA Y TF YA R— MEREE BRI =7
& BEHICEEEERSLET,

Eco Friendly yet Competent —TI:EMEEDTII—
TIVIAVAZHBEEBEDOMN 2/3 ITERL. D DEME (99.95 %) DHR%ERE
ATERLVSBBRMBEDI Z_ F—FYRATLOFRIEFZOEFIC. F—FOFKE
BT HTEICENTIAINDHARNE AR EZ T AROAF e hFEZ B
LERBTET, EREELEAR 2 FORER LERRLEL .,

Fast at No Additional Cost — T&EL\] 2&H>EHiElc—
WFBAARAVPA-SICEBEERLIVH R B

b BEERORT) AWMLY, WEREE 770 e
BICIEEMECEE T, mo8a
KIBITIEBCTEET T84 5B RI40%)

Minimal Operation Required —1EHICEEEZELESTHRIEME—
AR VA —BAREDBEIREL—
WRITEDEZMBEHNFHRE LI LIRZBZ 235
BT BMUYRZEBHRTIAHIETF Y —F—
IN—DRLEZFGLIEY HHRER!) > AR T R L
Fllc, BMIYATIFEGZZERD) Y ARZE
ETHIELELTED . JURRGRAZITOT
ENNTEET,

BEOY—T VR

HRFTHRD
$53K 1) > AON AR

ARTEINIVT

— 7SR RITLIE DR FA R —
EROBNIVT & 4S54 TREEEBRM
EFSKIC. ZhENOTO—T OB GEROY)
VEZ) EEBLT L TYar T, Thicky.

it
@ % AW

w2fs0mER
#iEt

TSATBE=7500K

23

HARBRIEME  23(1)x100=2300(#)
FATY Y RIS L BRSRIMER  40(7) X 99=3960()

wimmasn  BERIAEIE

-

ICPMS-2040/2050
HABSR

Fr—F—N—REDOH. BAEHHLE

WRTENBREDTEERME LI,
BEBRT —— BBHTEMIVIAERTIS

T

AR —2IEHB LY B LU TSR0 %7
RIIEBZREIDHEN G KERENS
BE. EBRS. TIATVENETEEELNEH
THWEY,

FRNL—2—IL&BTO—TOBEBHERE
BRI T EER

E‘!t‘.l
ﬁ FRL— 42—l &3 TO— T OBBBIEEFE



https://www.an.shimadzu.co.jp/products/elemental-analysis/icp-ms/icpms-2040_2050/index.html?from=c10g0172
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ZARIEHDNADEERIE
~TrayCell®Nano Stickz LN e ERIE ~

® 5% 29,000 nm/min DBEIRAF ¥ TANY MVEIEHNEIRET T,
888 ® TrayCell (Hellma Analytics #£82) %> Nano Stick (SINCO #&) #F|B I 3L THHNBRER/ 3
. pL D SRIERTEET T,
benefits o ) rrxvy rronmERBEERE 3CLT. HEBEOTREFNETENET.

B AIESALER

e Z 788 DNA
BE. 2 1~300ng/mL. 2 pL
AL TEROEBEICHEMATHERLEL .

RIE &M £ 1 0@

TrayCell % ZAEH DNA ZF & L 27.5. 55. 110, 220. 440 ng/uL ®

AUfeZA#H ZEANZAELEL GRARICEBRXKEBVNELR).

DNA DBRIES FreRHRERKIE. BUCDNAZIL/ —)VERRICTHARL

b F Lt TrayCell lF 2 BEDEEZFELDIFTEHTET 1.0 mm
E02mmOKABRICEBITZIENTEEY, SEIFHE
E1.0mmOEEFEBL. 4 LB TFLTER 1 OFETAEL
L (®1),

Nano Stick & Z 784 DNA D2 & LU RHF R E5E TrayCell £[F

)= [@V BRICAR L, AERHL ERRKICR 1 DBYITVE LT

ZASDNA  Nano Stick DHEEE(E 0.5 mm T, HBAE(E 3 uL TAE

DRERE  LELRE (B2),

R TrayCell & T Nano Stick #ERALAIE Lz L EDRBIRE
U ARTMVDERZR 3 LUK 4 ITRLET, £550
BREBVEREDHHREBMHESN. 440 ng/uL DR
% 10 Bl VIR URIEZ 1TV EREREED CV EZ B LR
BELCUETETCVDTEERRLELS,

4. BB EFLTATTHS
{

®1 BERH

|

EE (RER) : 260 nm, 320 nm

R 220 nm ~ 330 nm 2 Nano Stick DR EAFIE

AFrAE—R 1R

FYTUITEYF 1.0 nm o #E8 2 : e
% 20 —440ng/uL 4

— RERAER
(EHR)

—220ng/ul ]

— 110ng/pL

— 55ng/uL

—275ng/L ]

0.
4 / E
10F
04
o / 05
00’ 00!
00 1000 2000 3000 4400 2200 2500 3000 330¢

I (ng/ 1) nm

3 TrayCell TORIERZR

1) ;

st

04 10

P / §05
/

00
00 1000 2000 3000 4400
MR (ng/ 1)

4 Nano Stick CORIERER

— 220ng/uL

— 110ng/uL

— 55ng/pL
27.5ng/uL 1

1 TrayCell DV

Abs.

00
2200 2500 3000 330C
nm

L Yal)

BANBTRDANESTE TrayCell BKTU Nano Stick EAWVWATETH UL A —F —DHEFRR CELRELKBRICIETESTEaMRALEL
feo

RN AIRDIER

UV-1900i Plus

BELOFR

SN RO ESTUV-1900i Plusld, BRAXR—ZARAD DABILHICE DV N\—RFTHAVERBLTVET, A5—2 v F/I\XIVEE
#HL. "B CRE-EVABAINB] FRBLIEI—F—a2E2—T71—Z U) #RBLTVET, £, NAFAVYFRIC 1. BKEEES.
2. Lowry ik, 3.BCA k.. 4.CBB (Bradford i%). 5.Biuret 7&. 6. UV IRGEAD 6 BEDBEZEHNRBEINTSY. BMICSCTRHEICE
ERTEET, BIENXIDRIZ)—ray MEREDHATEY, NV aAVICESE LA CHAERBEZBEICHETEIENTEET, 10
mm BFEAIVIER 4 mL OFRBRBREHNBETT A, TrayCell ® Nano Stick ZERATZHIET 2 Ul ~ 4 pL REDHEREHAIFETT.

WA Z—AZE#HI TR EEE

BERAF Y & 29,000 nm/min TANY MVEUSH AIEE T Y, BREDILERIGEBI G EICHRZRIBLE T,
UV-1900i Plus TIFFERRICH IFBIMAEZ(LITMAT, FEBTOANRY MVEIGH EREEE DT
fed. KUFMBEEHZRANDIENARETT,

fELVESE 0.5 % LUF (198 nm) DIERKIEICKY ENETE 1 Abs U ETIERGRENFJAEL Y.
BWVREOHM THLERICEETESLDIcBEVELS.

mUWBER%E 0.0002 Abs U TFD@WAIYERVIRB UIEEICE ST AERBRDESDENMNASND e, KYIEHES

BELIBE EENPINEREDAHOREA AR T,

SXRGRAEE—F THIAN) YT ARGV BB AARTAVA BALIA—R INAF AV v D 6 FBEDAEE—
FOEEHINTUVEY,

#EA. GLP/GMP, FDA 21 CFR Part 11 iZEDIRHIICTE LIS

JP. USP. EP|c##1L 7z NS D IEBRIFTEL BAERFA UP). KEERFRA (USP). BNERA (EP) THREETNTWLSIE

BN T—avikee ENATRET T, HRDTEBHS. BEBADKDBMERIC/N—FIT7ELTEERLTOET, Fia.
REZFEORENATEGOH. —EFHZRELTILEARHEZTNZFUHT LI CHEICKRES
TOCTENTEZET,

REBROREARGDOT. BEEEICENTVET,

IS AmBLANIVDODEE T nm VS ABBLANIVODEE 1 nm ZERTHEEEIC, VIV — - B—F =TV IODHIBEDERBICK
WAV R THBWARERZRRLTVET,
USP/EP TRBESNT VB RENEIEREZREZLOTIIT TEET,

Ha) 7 o1EE UP NEBHIEICET D F 1) ToHEENEME N, BERGEALYERILENE LT,
FAdministrator]. Developer]. lOperator] @ 3 ERFEDERL NV &, FERAI—FICKRETRE
NTEET,

RE - AA RS ITRIG FDA 21 CFR Part 11, PIC/S GMP A4 RS A7 ED ER/ES RHIISGICHR BRI —EE, #ERE

B F—2DF T4 LA EET —EORLSEOHRE (F—2N— BB [CHIBAIETT, £z,
FAN=ZIcEBT—REE, 1Y —EEETVEHS ER/ES IS8 LOBFICHELET, 146
DPCTTF—2ERLICERL, ER/ES HHETVLWSERICRELEERTT.

* ST — 21 LO/GC EDT—REEBITH — N ET—TBET 2T ELARETT,
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SIRNA BAYIXILAFROM) T IVNEEE S
StREtICKSEEL T FEMHER

888 ® 1 B CRREERLDFEERNAIRETY,

. O AVTSTUANBELG . DIFDE I/ Z2A LER/NRICEEDHDTEDRIRETT,
benefits

B AIESALER

!i\uu A5-Oligo ‘!ﬂuu 55-Oligo
5"-pC GUACGCGGAAUACUUCGA dTdT-3" s S s EEar .
TIPS FE : 6669.0 A0S e s o 2ot
BE. B 1~10000 fmol/L. 10 pL ]DIEIJEW T T
AL LERDBEICEMKTHERLEL . ] 20ty
BIE M x 1 0@ 100065 10001
fER AS-Oligo & SS-Oligo I & 1 2 & E 4R (£, 1 fmol ~ 10000 E
fmol BB TRFAHMEERL (1), B5% R) & e
AS-Oligo A 0.997. SS-Oligo A 0.995 TL Tz, e tfmoh) e ()

&R FIE 1 fmol. E & FTBRIE 5 fmol TL 2o MRM
(Multiplereaction monitoring) (&% 5 CTld. SIM%Z £
E2BENMSSNELATLIR,

SS-Oligo & AS-Oligo & 100 fmol ME&A®RD SIM 70X (x10.000)

1 SIMZAX NS LOSESNTIRER

FOSLEE2 ICRLELE, AAYARTIOR NI 5T~ BFR R E 55-Dligo
ICKD, ThEN688 HE 094 HITHUL HHLR (503 sof - asougof|
BHEAXIMV (B3, 4) h5iE, @matk Lbic, 4 f~9 h l"‘
B A BRI ENE LTz, 25] At
V7 kD17 LabSolutions D&l # > fRITIEAEIC KW D F ] / \
BHEETo R, AS-Oligo & 55-Oligo DREH T &I ool 2
6024%?; 66672 THY. FIHHTFREDBEEE 1.0 Da & 1.8 J e A S
: B2 SIMYOTRISL
%E ! /EUE%{L.F nten. (x1,000,000)
[HPLC conditions] (Nexera) —
Column: HERD C18colmn(100 mm X 2.1 mml.D., 1.7 um) M — OH]*
Mobile phases: £)200 mM HFIP*1 and 7.5 mM TEA*2/water s0] Mass spectrum of AS-Oligo (6.84 min)
B)Methanol
Grandient Program: B conc. 4 %(0 min) — 20 %(8.0 min) M 8HE-
Flow rate: 0.2 mL/min M 3HH
Column Temp.: 75 °C 254 M 7H]-
Injection volume: 10 L [ '__3 M — BHJe-
5408 m M — 5L
[MS conditions] (LCMS-8060) / 4 73' :[ Tz 1313.;? !
lonization: ESI(Negative mode) 00 o et ey T
Probe Voltage: 3KV 500 750 1000 250 1500 iz
Mode: Q3scan(m/z500-1800) 3 AS-Oligo DI RAANYT L

SIM m/z 1666.0(SS), m/z1659.9(AS)
Nebulizing gas flow: 3.0 L/min

51 SEAAMI (A Fo: 1(0) RIREM: (6623] Rk @S- (20361 W W 0 5 e

Drying gas flow: 5.0 L/min ] Ziorir, —
Heating gas fow: 15.0 L/min . e
DL Temp.: 250 °C e
Heat Block Temp.: 500 °C 4
Interface Temp.: 350 °C

* 11,1,1,3,3,3-Hexafluoro-2-propanol
* 2 Triethylamine

e F

T TR TR TR T T
£

25

L R R RO S
2l -]

4 AS-Oligo &A1 A BT AR L

L Yal)

MU T ILEEIBE 25T LCMS-8060 Z AL SIRNA BA Y IRV LA F R D SIM ICE D EEDNETOER. BONZEEANTMUIE
BDEEEECTHBLDD. Sl 7 RITHEEIC KV Da DREBENTH FENHR TEX LT

b7 IVEERE £ 5 Et

LCMS-8060RX

BELOFR

LCMS-8060RX £, BiX - BREZFRQMAN) TIVOEBREDEENINE T,

B 2EHEE m/z2 ~ 2000 T, LabSolutions LCMS V7 U7 DEMEA A BFEEEE VWS L TREBERRDDFEMEETOCEN
ABETY., REDDF2HERITIE MALDI-TOF B2 Q-TOF BUD LC-MS LD REE A HethAVSNE T,

—Fh. EMOMPEERITEEDOEENRTIE. BRETEATIVILYIDEWVN) 7IVEEREERFETHNABINTOET,

DRET —ZEREDNRILT BV T 0T
LabSolutions Connect MRM / LabSolutions Insight

LEHFTELT MS KEDRELITH DB FHZH)E

MRM NS A =B — (FUA—=H XY m/z. TAZIMFY m/z. BBEBREGE) EAVA—TIARINTA—2— (ARXRE. BESF
#) ZEHTRBILTEE T, Y. 7EIFY, MHEERLTRENICERTZILET. AELEVWEADNRLERETCAETE
% MS &M% 1 BID&EL TR/RATEDNTELT,

e, LRORBLBRIF. 7—2TSUTHETI ST AIVICHERTHIENTEEY, MRM /NS A -2 —DRELEREE T3,
JARMI S Ly ANI MV, EREEZRKICER TEE T, (V2 TJIMADRBLBEREE CIE. F/\IA-L2—EBEICEIT5.
VTFIVBEDE{ZHER T HIENTETT,

EEEy

BEE
Qoaonuat
Borne

O

L ITITL ARTTL A}

RN

’\\;¥ 7777 = k :

MRM @t A B =T 14 X&&E1L
TIA—FAF 2 TALIMF 2V BBEDRBEILERET 574 BAVR—TIARNTGA—R— BB THIETRENENISL
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https://www.an.shimadzu.co.jp/member/access.html?file=/sites/an.shimadzu.co.jp/files/pim/pim_document_file/an_jp/applications/application_note/18065/an_c219.pdf&from=c10g0172
https://www.an.shimadzu.co.jp/products/liquid-chromatograph-mass-spectrometry/triple-quadrupole-lc-msms/lcms-tq-rx-series/index.html?from=c10g0172
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Nexera UC
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7O b7 574— (SFQO) DIGH

BESOER

AV ARBEDODITISHEAEAF 2 RT7I7AR NI ST —HEKBLSNETH. BRMICEENEULe—BAMIIc OV TE. BMmE

ﬁﬁﬁ o RRKROF 47— MERFEHA ) IRBORMME BT ZTENTEE L, DHWIERBTT, 701 DEHEEL R BRIRM A F DM EDBRSBETNTOET,
/\/ ® SFCEAWBSTETLCERELGZBIRENESNZTELDBYET, BERIO M Z74— (SFO) (FBE. EARICERAUEOZBICREZZHBICEWVDDETT, BIEAELEN, ZBbREISER

benefits © PEUSFCERWVRLBED 1 DTHE_BILKADNTUL T HTcsd. BILEHNBEICZIET, HHD SIEMMETT b, BOBE. BHRHBREAR DL AMRESNTVET, —H T RILREESCRBBIMEBRED-HE
EEEEMOSTITHRESEETNTOEL, L, EETBILRELRETEET( 77/ 7OERPEEEDBRICLY, XTFR

PRILFFREfELTEBE L EMADIREIREICE D TVET,

W AESELER gm0

A~ ~
@/ N \O/T/\OH
H

— Ep ey . | Nexera UC (& BMIBSOMIED 591 - YMETERLEHL B
2 JTotor s 2 | H ﬂ ERRH CO, CRARRA SR EABMmIEL. ZOTEAH -
5" -TsTsTsT-3' e e — PHETE VAV TY—LLRIITITENTEET,
T FIIV, 0. RAKRIIATIVEES. 00 50 10.0 15.0 min

ss RARBFAT7—MMEE

100 nmol/mL. 5L

baxiil K5 % ZBEAR/ —IVICBRLIENZR 1 DRIERHGT
AL ATLTEORIFFRELERLEL,

i
K
]

(x1,000,000)

Retention time
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R Diol I H5 LERBVWCPSEBREDELZA ) IKE A D
TEELT SILIL HYP AT LICE>THRE. XIEEHH
ICHBLELTz, PBT AT LlEA ) IREEERIFE T, PVP,
Triazole. NH, AT LAIE 2 THEFIHN—ERFHEAICARLE

-1

0
.0

in

00
(x1,000,000)
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BEMNERODEBREENFIRFILEZ ML IRE DSUR D BT %
HAL. CO, LB DAHRBRRMIC L BEIRRET 2 M LT,
BREBD TLREVEINEEZRRELEY,

50 100 150 i
#ATLE. lﬁ
— c =32 NZE hel N N To ] _ ~ -
AT LIEE > TRIFFENEDET LN DOV ELS hyp U_sé @)/\/ e N Non
®1 1 DM 00
System : Nexera UC 00 se w0 0 mm
Column : Shim-pack UC-Diol II, SIL 11, HyP, Triazole 1p{1.000.000
and NH, (150 mm X 2.1 mm 1.D., 3 ym) ] o o
Shim-pack UC-PBT and PVP(150 mm X
3.0mm 1D, 3 um) peT 057 [|oo-eluted .
Temperature : 35°C ]
Injection volume : 5uL 007 ———T————T—
Mobile phases : i/-:‘)rii){%aﬁ)oﬁ(lrzzmvvcglt/é_rza(gnstgoc/is)m formate 1”&?’000’000) 50 10.0 15.0 min Nexera UC/s UHPLC/SEC t)]?ﬁ“e:/7\7_-l_\
A/B=50:50 ' ] @kﬁ SFCYRTLIe 1 8D UHPLC ARV T&EBIM I BT T, 1 DOFEEHIN LT, SFC 97 & UHPLC D2 BBIMICHIVIRZ T, Theh
Flow rate : 1.0 ml/min pvp 057 e ﬂ DRBEE—FTRAETEB VAT LT, RYVATLEAWVWDTET, ERD UHPLC ELTDORIMEBREBIITOCEHAIRETH D EHIC,
Detection : gg?) nm (PDA coupled to a high-pressure ol MO L UHPLC TIEH DRSS > )bt UHPLC EBAZDBE— RERED SFCICTRHERNTHTEAAREE AY. RIBEDIEEEAK
' - T de de MBICT7Yy7LET, BIFD UHPLC A7 LS UHPLC/SFC YRS AT LT v T L — R 5D+ v b THABRLTVET,
=2 MR 1_0(.71,000,000\ —
. O
System : LCMS-9030 ] L\jN
Polarity : Negative Triazoleos_:
Interface temp : 350 °C 1 N.D.
Nebulizer gas : 3.0 L/min 00 T T T T
Heating gas : 10.0 L/min 1_0%((%,000,000) 50 100 150 m
Drying gas : 10.0 L/min ] (SD//\/A\”Hz
DL temp : 250 °C . 05 )
Heat block temp : 400 °C : ND
Interface Voltage : -3.5kV 00—
TOF-MS : m/z 150-2000 0 so w0 0 mn

L Yati)

Name Sequence (5-3") m/z, [M-H]

u T4 TTTT 1153.22
s T4+1PS TTTT 1169.20
m T4+2PS TTTT 1185.18
m T4+3PS TTTT 1201.15

Thymidine (T), PO linkage ( ), PS linkage (), hold-up time (A)

1 PSEHEEDELD T4RERDON EICEREE)

AT LERHEMERBENTZIET SFCERBWTREA Y IRBHODITAIEECHEILERLE LT,
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https://www.an.shimadzu.co.jp/products/liquid-chromatography/sfc/nexera-uc/index.html?from=c10g0172
https://www.an.shimadzu.co.jp/member/access.html?file=/sites/an.shimadzu.co.jp/files/pim/pim_document_file/an_jp/applications/application_note/24594/ap_aplnote100-jp.pdf&from=c10g0173
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Shim-pack Scepter Claris

ARR o NAFAF— T4 51 kBRI
o 5 ANAT )y RICKkDE pH BRI T 25 WLHAM
benefits e H9F. BHFICELIETA RRTROFER A LEEEEREERS VT v

BELOER
NAFAF—rbA—FTa VT LB BN TEREE
PNAFAF—H Shim-pack Scepter Claris (&/\AF A+ —baA—FTa > & HELIZA
ATTY S LART 1 ICScepterF A/ Sy £ LI A5 LTT.
EBRELLTWMEEY. FICKBICBVWTENEREEEE
HEBEITBHILTY,
HZLRTA
siRNAD S =1l mAU
407 Antisense Sense

G LTIZsiRNAD BT IC DL T Shim-pack Scepter (R7> LR
AR71) &Shim-pack Scepter Claris (A+—ra—F4 VT RT+)
HHELE LTz, Antisenseff. SensefHH(CBFUERENELZ BT |
ERDHVET, £l EEBEORME—7ICDVTIE, Claris 201 ‘
TIEHERTEEIN AT VL ARTATIEHERTHTENTEE
HATLI,

\
30 M

120

BEREELGEEMICKURLVOImEREZRIR

Shim-pack Scepter 1) —XIZBEHT7ILFIVEEZRD C4. C8. C18 DA, Phenyl. PFPP, Diol&. DEEERED RS EELEEES A>T Y
TEBLEY, o C4 Q18 I A F. BoFRFICRBELLIET/ FR7REOFTEBER NG, B2V N\VEREDHFITEWNT
BNI/OMNT+ =V AEHKEBLES,

SpHEEBICHITBTHANE Scepter C18-120
BEAHTAL LY B pH(PH11.5) OBBIRE —ERER =~ 10 Scepter C8-120
LTHSLMENEERHMELELTz. BEDVUHRCI8HS 2 o |
LTREBEMBBIEICLUNS LS RBICETLELRS. B §
) hNA Ty RERMZE BV TLSShim-pack Scepter /1) — % 60 |
RISEEEBHEICHL. aLRAMERLET, gﬁ w0 |

E

4 % | YUHRE/ TPV aFIVECIS

o . . . . . .

0 50 100 150 200 250 300
BmEs (hr)
Mobile phase : 50 mmol/L triethylamine (pH 11.5)/methanol = 90/10 (v/v)
Flow Rate : 1.0 mL/min
Column Temp.: 40 °C
Sample : Benzyl alcohol

LC. LC/MS BESREASANATIV

Shim-vial H glass

ﬁﬂﬁ ° LHBEILLIHELIEEE
® ThE DI KIS E ML A DS A BB E T4 (Shim-vial H glass)
benefits e NaAHOMEITEYpHE(LICBUWY Y FILERE

BELOFR

ERAA> DHBRICKV BB L S DRE % M
HSRARICEEFNZERMATY (Na) BERILANOREICHETHEEISNET, Shim-vial HIZRAE OB HERIC Lo TNaE R
EHRTHTLICEY. SHUERENERRLE L, —HONMETE%EBEILLT Shim-vial STHENEREEERLET,

12 (x10,000)
= 2.07505.40>336.30

10 — >80 o ivial H
8 — 1.5
6 I 1.0 Vial C
4

0.5
2 — Vial D
0 0.0

Shim-vial H Vial A Vial B 0.25 0.50 0.75 1.00 1.25  min
Na/AHE (ug/mL) 7 EIbANF T (100 pg/L. 1 L)

EREEGIN T CRRELLEEBONTEL

A= —OBRRELRANBRAATIVE, 1.5 mLACTILERUHEL JR0REHL, BREY Y TILOE
BERENADTETHONERA VY — bRV EREERMHILET, £fo. BMEEME EFBRBHIT/\CTIL
EEFEHMELTVET.

R/NEEE D10 L
Z—FIRRE=7ZE 1S5 ML TILEDE 15 mm U EBRELTTHERLEEW,
5] - Shimadzu SIL-40 1)—X  32mm LT

BRI CTenNATIvEeL o3y
BEAERELZBICEY, HSRITEELPT WEEECAMOMEDHERET T SShim-vial HE, 2R /75— VR ITENFShim-
vial SES A7y TLTVWE T,

[Sledevai® Shim-vial H

* pptd —Z—DBREDH (LC-MS)

o & LPTUMEEMDODH (LEMS, LO)
« BRMZERT 201 (QA/Q0
BNV T TS R ERSD BN

=i Shim-vial S
o — RN EMD D (LC-MS, LO)
e ppb~ppm#A—4Z —DEEEDH
s BIRMAEWRT 501 (QA/QC)
(KN T TSI RERDBDIF
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https://www.an.shimadzu.co.jp/products/liquid-chromatography/hplc-consumables/shim-pack-scepter-lc-columns/index.html?from=c10g0172
https://www.an.shimadzu.co.jp/products/columns-reagents-and-consumables/lc-consumables/shim-vial/index.html?from=c10g0172
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