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(57) Abstract: Provided is a method for analysing the
sugar chain structure of a glycopeptide derived from a
sugar chain-modified protein. Also provided is a reference
substance that includes a sugar chain-moditied peptide
having a clear sugar chain structure. As an analysis meth-
od using said reference substance, the present invention
provides a method for analysing the sugar chain structure
of a glycopeptide, said method including a step of separat-
ing the glycopeptide and a step of comparing an elec-
tropherogram of the glycopeptide with an electrophero-
gram of the reference substance.
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[1£33]
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Manp1-4Gnf1-4Gn-R
NeuAcu2-3Galp1-4Gnp1-2Manat -3 B B
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M LE, NevAclN-FEFIL /A4 S I ZIVE, RERTF REFKRT]

LV FERBUTOEEERT 56252
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[, GiEN-FEF LA I ZNNE, Manldx > /D IVE, GligHS 2
N ILE. NevAclEN-F7EFIL /A4 ST ZIE, RERTFRERT]
OWITNDNTUEZEE, [14]1~[1 8IOVWTIhAICEEHDF v |,
[20] Fv MDPISICHEEEESH, NEEREMEHEHIhTLARWL
RTIFRTHD, [14]~[19]oVTFhhIlEEHEDOFY K,

[21] WEMEELNDITTRTHIBERTF NORTF NEBDDT I/ BBED
BER—DOT I/ BRINNLAZBEEHINTVWRVWRTIFNTHS, [2
OlICE&EHEDF v b,

[22] MWEREEHNT I/ BLEIFIEEQYNSTYR (E2HUES 2) ZF/=ILEEQFNSTFR
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[0031]

[0032]

[0033]

(ELFE S 4) DORIZBEHEMFINTVWRWRTFRTHS, [2 1115
BWDF v b,

AEAME T ARROBLEDERE TH 5 H AE T HFR2014-0741775 D HEAH
EBIV/FTLERHEICEEINIRETEZEET 2,
FEERDORR

AFEBAOMRE LT, RREEICHEHEENS VNV HE, BIZIEMAEDREHE
EDNTED, . AFEPOFERVEENELERAVD &, EROLDIC
FEEAITYVNRIBEISYEBT HODBERRER N-F)hr+—+) %
BREETTHBICRESZOY VRV BOREBEEBEN PN TED, ISICEHE
BRDMEHD AL, RRETREHBEDOREICHETH>ILEELTOD
TRPHEEEVWES LRV, ChIFOX NOBIRICENY., BREDA LIS
B35,
SN ) S RAN
[B1A4 49V MERBETLUCTHR L AERE R,
[E2]E0 2 AIZGORESHD F v ES ) —BKAEHPLO) 7 O< M TS5 L&Y,
B2 BIEG—RTF RRUON-FEFALIILAY IV —RTF ROBEDWHE
RTHD, a: 2488.130, b: 2510.136, c: 1392.663, d: 1414, 652,
[K3IE 3 AIFGO—RTF RELIUN-FEFIL I I VOHPLC/ O NS
SL%ERY, B3 BIERTF KEEQYDSTYR (BLHIHZES5) DEERARY MLT
#H%, a: 1146,619, b: 1175.506, c: 1190.608, d: 1212,.586, e: 1228558
, f:1250.532, g: 1272.502, h: 1310.440, i: 2402.972, j: 2440,003, k:
2483, 949,
[4]E4 AIZGI —EEQYNSTYRDHPLC/ O NS5 LTH B, B4 BIEGT—~
T7F RRUVGIeNACc —RTF ROEERARY ML TH B, a: 2649.967, b: 26
87.993, c: 1392.663, d: 1414.652,
[BI5]G1IBEY BLVEL, GOBEYBELVEL., GlcNAcBY 8L TELDHZE
OHPLCY O M TS LTH B,
[E6]X 6 AlZGI” —EEQYNSTYRODHPLCY/ O M5 LA TH S, ®6 BIEGT —



WO 2015/152135 14 PCT/JP2015/059874

RTF RRUVGIeNAC —RTF ROEEARY ML TH B, a: 2650.279, b:
2672.285, c: 2710.247, d: 1392.663, e: 1414.652,
[E715 7 AI£G2—EEQYNSTYRDHPLCY/ O NS LTH B, B 7 BIEG2—~
TF RRGGLeNACc —RTF ROBEEARY ML TH B, a: 2812,318, b: 28
34,311, c: 2872.265, d: 1392.663, e: 1414.652,
[K8]1~R7F NEEQYNSTYRZGIFTEEML/=E D (I) . GITEMLAED (II
) . GOFCEEMRLA=t @ (III) . GOTEBAELZED (IV) BLUGlcNacTE
ML=t dD (V) OHPLC/ O M S L %IRRT,
[E9]GOF —EEQYNSTYR (I) BLUGIF—RTF K (II) DEERARY ML TH
%, a: 2618.616, b: 2633.699, c: 2655.733, d: 2677.694, e: 2769,673,
f: 2672.067, g: 2780.585, h: 2795,597, i: 2817.572, j: 2833.517, k: 2
931. 566,
[B1018 1 O AlE~RTF REEQYNSTYRZG2F CERRL 726D (I) . GOF CIEER
L7zdd (II) . GOTEELH D (III) . BLVGlcNacTEBEHLZHD (
IV) OHPLCY/ O~ M5 L% RY, 1 0 BIZG2F —EEQYNSTYRDEER RS
NILT#HD, a: 2592.668, b: 2795.591, c: 2817.554, d: 2833.841, e: 28
47,466, f: 2957.512, g: 2979.499, h: 3001.413, i: 3024.444,
[B11IGIFSIRZFF R (I) . GIFRZFF R (II) . GISIRTF R (III) B&
UG (IV) OHPLCY/ O R TS LTH S,
[B12]GIRFF K (I) . GISIRTF R (II) | GIFRFF K (III) . BT
GIFSIRTF R (IV) DEEBARY ML TH B, a: 2650.279, b: 2672,285,
c: 2688.251, d: 2710.247, e: 2726.187, f: 2650.164, g: 2678.008, h: 2
696.205, i: 2718.533, j: 2734.280, k: 2941,108, L: 2963.121, m: 2979,
107, n: 2672,067, o: 2780.585, p: 2795.597, q: 2817.572, r: 2833.517,
s: 2931.566, t: 2796.077, u: 2824,975, v: 2842.001, w: 3042,983, x:
3069. 018, y: 3087. 056,
[B131G1 SV RTFF K (I) BLVGCI RTFROHPLCY OY NS LTHD

(o)
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[E414]_ 7 F NEEQYNSTYR%ZG2S2 TR L/=H D (I) . G281 TEMHL/ZED
(II) . G2SITEBEELAEZSED (I1I) | G2S2TEERL =t M (IV) MHPLCH O
RNTSLTHD,

[B15]1G2RTF K (I) . G281V RS F K (II) . G2S1RSF K (III) . G2S2
RTF K (IV) OEBEARY ML TH D, a: 2811.929, b: 2849.906, c: 28
87.866, d: 2447.279, e: 2488.374, f: 2738.409, g: 2812.452, h: 2858.2
41, i: 2972.062, j: 3103.610, k: 3141.586, L: 3217.741, m: 2447.229,

n: 2493,698, o: 2650.252, p: 2696.546, q: 2738.160, r: 2812.287, s: 2
858.247, t: 2941,229, u: 3020.208, v: 3048.204, w: 3103.272, x: 3130.
925, y: 2858.252, z: 2910.776, aa: 3103.050, ab: 3148.641, ac: 3394.0
53,

[B16180 1 6 AlZ~R T F REEQYNSTYRAG2FS1TIERR L 7= D (I) . G2FIZST3
Gal-IIIAZ/EAXE/ALLD (II) OHPLC/ O NS LTH D, IITIHGFD

E—0BLVF20E—IHR 5N, B 1 6 Bid~_X7F NEEQYNSTYR+ G2F
SIODEEARY ML THD, a: 2593.245, b: 2639.315, c: 2841,979, d: 2
884. 147, e: 2958.324, f: 3003.967, g: 3249,257,

[E171& 1 7 AICEEQYNSTYR+G2F, CMP-N-F & FIL ./ A 5 3 VEE$ L 18ST3Gal
I ARSI EARERYMOHPLCY O M TS L%&RT, 2B TIXG2FS2R S
FRABRERIN (I) . 0. 25 TIRKGFIIRTSF RABRRI WA (II) ,

1 7 BICIXE 5N /<EEQYNSTYRIG2FS2MDEE AR Y ML %KY, a: 3004,013,
b: 3055.584, c: 3249.219, d: 3294,516, e: 3540. 243,

(3181 1 8 AiZCosmosil cholester 1S5 LA FBAW/EHPLCIER B L UF DO

INEHIDTSK-gel Amide-808 5 L& FAW/AHPLCIHER A#~d, B 1 8 BIXES

7= & IEEQYNSTYRYGOBD EE R R ML T#H B, a: 2691.573, b: 2827.6
59, c: 2894, 743,

[E19] R 7F REEQFNSTFRZG2 TS L7266 D (I) . GITEMLAZE D (II

) . GOTEBEILZE®D (III) B LVGLcNAC TEERLAZE D (IV) DHPLCY

O M/ ZL%RT,
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[0034]

[0035]

[BJ20]EEQFNSTFR+GO (I) . EEQFNSTFR+G1 (II) . EEQFNSTFR+G2 (III) O
HERRY MVERT, a: 1360.306, b: 2151.365, c: 2354.428, d: 2455,
836, e: 2665.932, f: 4911,543, g: 2313.662, h: 2516.503, i: 2617.863,
j: 2754.103, k: 2344.333, L: 2475.285, m: 2617.215, n: 2779.676, o:
2989, 835,
[BI21IERTF NEEME EERTF RECEICL Y DBEL 2 ERE T T,
[E22] R MABFIEROERTF RICOWT, CEQTL Y hO7z0T7 354
DEE—JVDEBRMNMD. TNETNOEROEFELLXREEH LLERETRT.
FRAZRET B HDHRE
ARPAOREYHE
FRPOBEMEIL, BREHRTF P21 UEE0, UTICKRERPOE
EMEEBKNT DHERBHRTF FOBESRUOBEETT,
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[0040]

[0041]

TW3,

HBIEBBEBICEWT, AEPOZEYEIZLEOBRTF R (HEHIEH
INFRTF R, BHEHEHRTFREEVD) O1TULOHEEEEED,
ZIEHDEBHEICEWT, AFRPBOZEMEIX, G0, GOF, GIBLT Tk
WG, GIF, AL TICRFZESE, PIAIEHZEMPREICEWVT, AFEBPOE
EYEIL, GO, GOF, 1B LT F/IEG61, GIF, AL WICCFEEST, Al
ZEHDERPBREICEVWTAERAOEEYEIL. G0, GOF, (1B LV Fid
G, GIF, G2AASTMIGFICMA., X SICCISTE LU/ E/IE61' ST, 62818
LU/ F/1562817, G252, GIFSI, G2FS1H LT/ FH/=IEG2FST’ . G2FS2, %
SUNCGBD 1 U EZET, TODEHEBERTF RORTF FEBDITEY
BRI VINVE, BIZEE M SOHASYOIGIHR L /IFI962HKTH Y
185, ARBOEEYMEIT LEERTF ROEEMTHY 55D, Thid1
DOBBICETOERTF RABEEINTVWEIEEELAWL, TRLER
HBOZEMEIL, FB1OBR. F20BKR. RECEROBRBOMETIR
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HHIEMPRBICEWT, ARAOCEEYEICZINEIZIB/RTFNIE, %
NENE—LRBEDETHIENTES, RBEHEICEWT. HIBRTFK
AR —THE. SIREUBHAPICEINIBERTFRFDO80%. 9
0%. 95%. 98%. 99%F/HIE1 00NN EA—DHEHEHEEEET D
DTHBDZEEWD, BIZIEEAFBOEEYPE NG, GOF, C1HLT FX
G, GIF, ASCICCFESLIRE, G0IZH—AG0THSB I ENATE, GOFIX
H—7/RGOFTH B I EMNTE, GUIH—ACITHZD I &N TE, G FH—74G6
V" THDIENTE, GIFIFE—RGIFTH B ENTE, GFIFH—ARG2FT
HBIENTES, MOBEORERTF RICOVWTEHERAKTH D, ZENE
ICEENI2BERTFRETNTIE—ARBEDETEHIET, BERTFR
Do LOEBEETD I ENTE, DMLEFE LV, FBERTF FEBO
H—4RE, FrESY—BRIIKSCEESNEOEROFRICEIYRET S
ZENTED, H—RERTF NI TROARFEICLYERBT S ENT



WO 2015/152135 21 PCT/JP2015/059874

x5,

[0042] ABBMAZEICHWTGLNACIEN-FEFIL /I aH 2> N-7EFIL-D-F) 3
HIVvERT,

[0043] ARBICBEWTHRROY VAV EIZ, BEARIOF7—ETTHHEIL
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[0044] BHIZEBEREBICSVWT, ARBEIDFRRET I VR IERIRETHD
o Efo. HEIEBEREBICSVWTAFKBOSNTHRISMEDOFBEETH S, K
FREDFERICEWTIE, MAEDOFCEIBHEEORTF NEEST 22O ICHE
EEEATIOFT7—E, FAEN)TOUTHELELTELW, EEBDEBY
M) POV OV ERRETLFZVDANREILEQORTF NiES
MAKDEEST 2, FoTKMNY T VHEEETD EHAFCEEMN SR TF NEEGYN
STYRZE 7 IXEEQFNSTFRANAE U %, T D & THAFCEEICE W THEHEBH 22T
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THNILEHIEEQFNSTFREED 7 RIS F U BRETH B, Lh > THiAFciEE
DHEEBEE DT 2158, EEPEOERTF RRORTF RROT I /B
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[0045] 1. ZEMEBBEBERTF NOERAE

EREYENESRIEE R T F ROEELE A BICERBET S &, 7400 =
WAFIAF2 IR Z IV (Fmoc) (REE S N /-Fmoc-Asn-#E§H %= FEER B BE R IC &
YRET D, RWTINEIY R-B-N-FEFLIINIAGIZF—ERED
EELBEEMMEBREBW T/ ) I L —a VyRIGICE L. B4 OFEH
"B, RNTINETSAAV VS —EZBAVWENSIVRT )V L —Y
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IVRIGICE L. RTF REEHEBNT 5, COBEBHRTF REAVS
D BEICEY I SICHEGBERICEL YREHEE X SICBHL L BHERTTF
REB2, UTICAHKBADH 2 REHEE EFENICHRET 2,

FEME &R ZHEEICDOWTIE, XA (B X ITHRIVINE) M oHHES /R
Bambisk, BRECULTET7IVBERARL. HD5WVETOT7 I/ E%Fno
CREETEMLAZEDOFAVLNZ A, THIZRONARWL, E2EK. BR
BREFICLYRAEINAN-BEEAAVWDICEEHED, FABRT D4+
BV VR BRI ERNICER LHEEERWS & H kS,

MEHEKICAWSIERE LTI, /751430489 —E, TV F-B-N-Tt&
FINTNAY T =4 —+ (ENGase. & (£Endo-O0m) . B1,4-HS Y b—REx
BB (B4GalT-1) HDAH SV h—REBER, ol,6-7 31— REGEBEE (
FUT8) &7 01— REBEFR. a2, 3-2 7IIBEBEER (ST36al-11I) Zn
ST IVEBEREEESR. B1,4-N-FEFILJILIY I VEEBEFR-TIT (MGAT-III
) EOTEFNTNIY I VEBER. 8LUY 7IVERERBEEFRST66al-15
D2 T INBEBBERSBTONININICRERLNAWL, BREIGELCTISHIC
N—F7EFI/AFIVBEBRER. N-TEFILAS7 M3 VEBER
TV A—2EBEBR. V0O VBEBER. v/ —AEGBBR. ¥
O— X4k, MBBGBER. ) VBEBEBR. 7OV EGSBBRSEE
ALTHELW, ThHDOBERIIHIEY. XX MHEEELIIHMEDBEX
Bz ISEER. EE. MERE. LRV AAETHYEDL, INHOD
BEOT7 I /BRI S L CIEERTICD W TILGenbankZED AR DT — 4 N—
ZDEHNBEHREZFBL D %, LMOEBIBHRICETVWTCEGRFHEAEZTWV
. BREOBEYABEEF CENERFEZRRIE CHEDORRELZMGET DI &
NTED, FLBREIBLCTFIENICREINLBDOTHYES,
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[0049]

[0050]

[0051]

[0052]

1. 1 FFHVY U REHEHORSR

WEHEEB RIS EDRLLTRILDIC. ETFFHYVY b LAN-BUEEE
ZRET D, CNICRBIZIETY F-B-N-FEFILTIAHI=F—F (ENG
ase) ZFWTN-BUESE A YN T 5, ENGases L TlE. HIXIEA Y / —ILE1L
M EE R 0gataeta minutafgE MEndo-0mAZEIF S5 13 (WO 2013/051608508)
o VIBTDFERISHPLCE DB E R TFERICL YT D, BEITH U THHY
EAFUVRBBESEEAVWTRET %, RICEONhEEHEA XYYV Uik
95, BEHNOREHEE, BYRL V) ILEREERISI TS, RIBERY
DOERITEE /O NS 74— (TLC) ZEOBEYLBOFFERICLYITD, 5
BILELY ThEISITRELTE LU,

1. 2 5432049 —EILLB60-FERTF RDRAE

®"EISOTY 1 (Ig61) %= M) T2 VEE LZBRICE 5N BFctaigidGoEy
HEEBERTF REERT 5, TANNSXFVEREDORAIBEICGIINACEENES
LIEERTF REAFH YV MEGOFEEABYLAFHETTRIGIE S, Kk
ERIOMERIFHPLCEIC L YT D, BEICEL YHPLCAER L 2G0-FERTF K%
HESWMICELTELWL, IHIKRTFR N=J)HF—t (PNGase) IC&
ZNBETVW. PLCEOFERICL Y., RIGERMDIEETHIERTF KOG
LeNAC L ICGORESEAMI M Lt D TH B 2 & 5 FEER T B,

1. 3 U542V 09 —HBILLB61-¥ERTF ROAR

Ig61% K T VEE LEBRICE SN BFcldiDGI BEHE AR T F N &
BT Do GLENACTIMIINARTF REAFH Y VEGIFEEE B Y QRN
T, HZIEEndo-M N175Q 72 & DGlycosynthaseZ W TIRIHIH 2, Kb
£ (C1-FERTF R) FHPLCHFICL Y DT %, ERMITEENTEICE
UREER L TH &L\,

1. 4 7542009 —FBILL B0 -HERTF RORAE

I9G1%& Y 72 V3L LIERRICE O N BFcEIB DG BUEHES AR TF N4
BT %o GLNACEREITIMI NIRRT F REFF4HY 1) VL6 HEHEEY
BEHET T, B2 IEGlycosynthase# BWTRIGE %, RIGERY (G -%E
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[0053]

[0054]

[0055]

[0056]

RTFR) IFHPLCEIC L Y DENT %, ERMIIEENTEFICLYERELTDH
SR

1. 5 75423 09 —FILLB62-ERTF ROFAL

IgG1% M) T VB LIERICE SN BFCiRIRDGEEESBERTF N &
BT %o GLENACEAMIIINARTF REAFH VY VibG2KEHE A BH D
ZMHET T, BIZIEGlycosynthaseE AW T RGN I B3, RINERY (G2-FE~R
TFR) ZHPLCHICL Y DERT %, ERMITEESNFICIYBRLTH L
W,

1. 6 GOFFEXRTF FODFER

I9G1%& Y 72 V3L LIERRICE O N BFcEIBOGFEEHES AR TF N4
BRT 2, LEROAETEE L/AGRFEHEMININARTF NEFLAHE
. BZIEGP-7 O —2Z%ABE L. al,6-7 0—ReEBEEE (FUT8) Zn 7
O—2EGBBEREAVTRLIE S, RIGERY (GOF-FEXTF K) %HPLC
ZICLYDEL. BEICLYEEDTFICLYERET 2,

1. 7 GIFEERTF FOHRER

IgG1% KUY 7S VB LABRICE SN BFcBBDGIFEEESERTF K&
BRT %, LEROAETEE LAGIEFEHEMIMINARTF NEFLAHE
. BIZIEGP-7 O —2%FARA L, FUTEM 71— R&BEEEBVTRE
I, RIGERY (GIF-$EXTF K) ZHPLCHICL Y DENT 5, EIE
BENMFICLIVBELTELL,

1. 8 GFFERTF FOHFER

FUTBIZ A SV h—RE2BRESTURERTF NICIZ 7 I— R ZEB TI R,
Lo Tl & MY 2 VBB LRI O N BFciEIDGFRIEHE B R T F
RIZLLTDAETERT %, £5E1. 6 DAETEIE L /ZGOEFEHE MRS
FREBHARE, FIAEUDP-H57 h—XF%ZRBEL. BL4&HZV h—
AEHBEER (B46alT-I) EOHS Y b—2AGBBREAVTIREIE S, K
INERRYD (G2F-FER TF R) ZHPLCHFIC K Y RS %, EXMITEEDTEHFIC
FYURERRLTH &\,
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[0057]

[0058]

[0059]

[0060]

[0061]

1. 9 GISUERTF ROREH

Ig61%& b 1) 72 VB LAZBRICE SN BFcEIBDGISIBEHEEB R FF K
HEKYT B, LEE1. 3TEELAGIEBEEMMINARTF REFYRH
B, BIZIECMP-N-FEFIL /A5 I VEBERE L. a2, 3-> 7 I BEBER
(ST3Gal-III) DY PIBERERZAVTIRIGI T2, RIGEKRD (G1S
1-$ERTF R) ZHPLCHIC L Y DENT 5, ERMISEESWTFICL YREEL
TH LW,

1. 10 GIFSTHERTF FNOREAH

I9G1%& b 1) 72 VB LIZBRICE SN BFcEIBOGIFSIBIEES B R TF R
HERT D, LEB1. 7TORETEE LAGFREEHEMNINARTF NEHE
LREE, FIZIECMP-N-FEFIL /A ZIVBERE L, ST36al-IIIZFD >
TPIBEBBEREAVTRIGI T2, RIBERY (GIFSI-HERTFF K) ZHPL
CHEICLYDENT 2, ERMITEESNFICLIYBERLTELL,

1. 11 GUSUVERTF ROAES

IgG1%& b 1) 72 V3EE LIZBRICE SN BFciEisD62ST BIEHESBRTF R
EEMRYT 5, LD, 40FETEE LAY BEEHEMAMINARTF RE
BEHRRAE, FIZILMP-N-FEFI /45 I VEBERE L. ST36al-IIIE®D
ST INBEBRBREAVTIRIGI TS, RIGERY (G S1-FEXTF K) %H
PLCHICLYDENT 2, £ERMIFEELTFICLYERLTH LW,

1. 12 G251V #ERTF FOREAH

IgG1%& b 1) 72 V3EE LIZBRICE SN BFciEisD62ST BIEHESBRTF R
EEMT 5, £EB1. 1 10OFETEE LG SUABHEMNINAERTF
EEYAEE, FIZEUDP-H57 h—XFEZRBEL. B4GalT-IEDHZ Y
N—Z2EmBEREAVTIRIBEIE S, RIGERY (62817 -FEXTF K) %AHPL
CHEICLYDENT 2, ERMITEESNFICLIYBERLTELL,

1. 13 G2UERTF RORES

Ig61%& b 1) 72 VB L2BRICE SN BFciEIB DS BUEHEB R F K
HERT D, LEB1. 9OFETHERELLSIBEBEMMINAZRTF KB4
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[0062]

[0063]

[0064]

[0065]

GalT-IEDHS Y b —AEBERLEBVTIRLBIE S, RINERY (G2S1-4E
RTFR) ZHPLCHEIC L Y DENT %, ERMIIEENPTEFICLYERELTDH
SR
1. 14 G22ERTF KOS

Ig61%& b 1) 72 VEE LIZBRICE SN BFciEIBDG2S2EEHEB R 7F K
HERT D, LEB1. SOFETEE LAREBEMNMINARTF NEE
LREZE, BIAECMP-N-7EFIL /A 5 VBEZRE L. ST3Gal-IIIZEDY
TPIBEBBEREAVTRIGI TS, RIGEXY (6G2S2-FEFF K) %HPLC
FICLYDENT 5, ERMIZEEIMFICLYERLTH LW,
1. 15 G2FSIHERTF KOFEAH

I9G1%& b 1) 72 VB LIZBRICE SN BFcEIDOGFSIBIEHESBRTF R
EEMT 5, £EB1. 1 ODFETERE LAGIFSIREHNMMINALRTF R
EEYAEE, FIZIEUDP-H57 h—RFEZRBE L. B4GalT-IEDHZ 7 b
—AERBBREAVWTIRIGIE S, RIGERY (G2FS1-#ERTF ) %HPLC
FICLYDENT 5, ERMIZEEIMFICLYERLTH LW,
1. 16 G2FS2HEXRTF KDFEAH

I9G1%& b 1) 72 VB LIZBRICE SN BFciEIDGFS2BIEHSBRTF R
HERT D, LEB1. 8OFETEE LAGFEFEHEMNMINARTF NEHE
LREZE, BIAECMP-N-7EFIL /A 5 VBEZRE L. ST3Gal-IIIZEDY
TPIBEBBEREAVTRIGI T2, RIBERY (G2FS2-FERTFF K) %HPL
CHEICLYDENT 2, ERMITEESNFICLIYBERLTELL,
1. 17 GOBFERTF FODFEAR

I9G1%& b 1) 72 VEIE LIZBRICE SN BFciRIBDGBEIFEHE BRI F N %
BT D, L1, 2OFETHRE LAOREBHMNINARTF REHEY
BEE. FIZEUDP-N-FEFILIINIHIVEREL. BLAN-TEFILY
LAY I VEBEEE-III (MGAT-III) ZON-7EFIFIIY I ViEBER
EFRVWTRIEIE 2, RIGERY (G0BFE-RTFF K) ZHPLCHIZ LY 9HLY
%, ERMITEENMEICLYRELTE LW,
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[0066]

[0067]

[0068]

[0069]

[0070]

[0071]

1. 18 754y v89—HICk 560-Ig628ERTF R DFRS

EhaLs 0Ty (Ig6) 2% N 7SV EIE LZBRICE SN BFctElE
DCOEEHEERTF REEKT 5, 7ANSF U EREDRISHICGLNACKE
PEE LR TF R (GIeNACRTF R) &, FFH V) VEG0REEEZ RS
L. GlycosynthaseZ W TRILGI 5, RIGERNY (GO-HEXTF K) %AHPL
CHICLYDIT B, ERMITEEDICL YRR LTE L,
1. 19 73403089 —FIZ&kB61-19628ER TF R DERE

I9G2% ') 72 VL LIEBRICE O N AFciEIB DM EEHES B TF N4
BT Do GLeNACTIIINARTF REBYHAHE, Al EAFHYV1) VLG
1#ESHARES L. GlycosynthaseZ AVWTRIG It 5, RINERY (G1-FERT
FR) ZHPLCHIC L Y RERT 5, ERITEEDMFICIVYERLTE LW
1. 20 754 v89—HICL 562-19628ERTF R DFRE

I9G2% Y 72 VL LEEBRICE DN BFciEBDREEHEHSBER TF N4
BT Do GLeNACTIIINARTF REBYHAHE, Al EAFHYV1) VLG
2fESHARA L. Glycosynthase A AW TRIGI B3, RIGERY (G2-§E~R T
FR) ZHPLCHFIC K Y PERT 2, ERMISEENMFICLIVBEBELTELL
1. 30 ZnfhokEH

G FRERTF RIZGOFICHS 7 MW E(Ga) Mg D &Ik UEEL
B2, RIGERPEHPLCHFICLY 2EIL. BEESWHFICLYERLTHE LW

GUFST $ERTF RIZGTV FRFF RIIN-FEF I/ 4 5 2 Z)LE (NeuAc) %
MMT2ZEICLYBELRS, RIGERMEZHPLCEFICL Y HERL. BESD
MEICL YRR LTH LU,

G2BRER 7F RIZGOBICH S & M IWEAEFINIT 2h. FIEG2IN-7 & F
WL AYIZNEGN) EZ[FNT 2 EICLYEE LB D, RIGERYZHPL
CHEICLY ML, EEBOMEFICIYRELTH LU,
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[0072] G2BFHERTF NIZG2BIERFF RIZT7 AV ILE(Fue) #AMNIED & IT&
YBLE L1555, RIGENRYZHPLCEFICL Y DEIL. BEOWMFICLYEESEL
TH &L,

[0073]  aG2-G2FRENRTF RIFGFICafEETHS I MU IILEEMMT B &L Y
HELTS, RIGERMEHPLCFICLY DBL. BEOWMFICLYRERL T
LA

[0074] CHhoHDBERR2ICKLEEBYTHS, ThbaILICAFEBOEZE
MEICBMT 52 &ENTE S,

[0075] 2. ARBROBFEMWEZRBWLIWHE

FEOFRICLYBELEBRTF RIE, 9V VEOREPTDI-HOD
BEYE (BER BE) ELTHBTZIENTED, ThICLYFvE
2 ) —BRKE). WPLCEZRWTEIMEICORLELS VAV E (BIZ TR
&) HEOERTF ROBELZRET S ENTES, HEIEBERICEWL
T, AFBPOZEMEIL, H—WERTF RE 1BULET,

[0076] HZEBEEICEVWTIE. AEBOSHAEE LT TTEARBOERT

FREEYEZF v ES Y —BRIKE. HPLCHFICLYPITL. BBRTF R
ZMICEBDKEFEH D WIBHEREEES, BRTF ROSEIE. £
DRHDDBMFERICIYITO I ENTES, fIZEFrESY) —EKEXHD
HZE. SENEE/AYNIT ST 14— (MEKC) . v ES Y —FILBKIKE
(CGE) . RUBMREERICL 2WEHEBEDEWIE DS ORE. FvES3 ) —
P74 =274 —BXKE) (CAE) EDODBEE—FZRAVWEH I EHTES, HPLC
DiFE. A Ao/ Ov N5 7 44— IBERCHEEI/ O NI ST 4 —
TITAZTA—IARNISZT 44— TIEBEEZRVWDEIENTED,
FI74A=T4—00% K I5714—0DHE. BEHEERT 20T E&HEX
NS LEAVWDLIENTE, HIZIEL I F U PEEBRENE RS 2 EE
IHBE. (BEQ)UHh—%2B7T2580%280) i&ETFLNhDE, EHO
AT LEHAEDETH LIV, BEWT, MARRLEDSRBULERTF

N (v 7) Z2EKROZFHTTHEL. FE—J OXEREZEEYED
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KERFE & LT B, HIERTF ROE—7 DKEISHE S IZEYEICSE
NEZVWITNHDERTF ROE—7 OXERREEA—HT 2HFE. ThHiE
R CHEHEBEEZE TS ERET 5, MARRIOREAMIZ. BROFEICLY.
BIZIEIMGEE ) TovFEOSOF7—ETHELETDEZEICLYTTI, RIC
MABEERTSF REH8Ed 5, 5% (XReusch et al., Anal. Biochem, 432
, 82-89, 2013%BHBINLL, BEISUCTERTF RERBELTH L,
RICERTF REEYEF v ES ) —BRIKkE)., HPLCHFICL Y DT 2,
[0077] 2. 1 REBEYEICDOWT
AFEBOPWTAEICE VTR, WEEEEZRAVWDZENTEX D, HEEN
FMREICBWTIR, REEEE L THBEEBHRINTVWRWRTFRERWSZ
ENTED, T, HIERBEICSVWTREIERIL, DA ROEHISE
RTF RICHIST 2HEEEHINTOVAVWRTF RH WL FN & BERDIK
BNEHDWVIEAENEBICRHEINDIRTF REETEHIENATES, LH
LARASASRBERLCNICEONT. EEYEICEZTN S AEPEEEHARIC
EENDIAEE L HPA—THNIX, NEEEE L THVWIHEHEEBHINT
WARWRTFROT7I/VBEFIIEEDLDBREDTH>THELW, HAIEH
) T2 VB S NAR R O FESRIEER R 7 F FEEQYNSTYR (Z & TNIZ#ESH
BEINTWD) 207 2I5EICIE. EEYE & HH & ICA—0RERIELE
ZEMLTHLL, NEMEEREROBEL AT I /BRI 5B T 5 EHIEM
INTUVRWRTFRETZIENTE, 50, REEEIS Y XEEHIE
RTF RTINS 5 FERESEBEF R 7 F REEQYNSTYR (Z Z TNIZ¥ESHIEA S h
TWARW) ZAREMERESE LTHWS I EHTE D, MIARFEOEHBERS
F REEQFNSTFR (Z Z TNIZHESHEBEHI N TW3) 20T 215811, B
ME AR EICEA—ORIEEAZBMLTE L. ABBREIZEROEY A
I/ BENEETAEHEBHINTOWAVWRTFRETEIENTE, &
51C, PIERIEZE (L FERESHIBAR R 7 F REEQFNSTFR (Z & TNIZ#ESHBAI I h T
W) & T2 &5 TED, FIEREHEEMTF NEEQYNSTYRE RIBRD ik
BNEHDWVIEAEMEBICREINEIR T F RERMEESE LTHAVWTE L
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W,

[0078] EBIE®REIZ. FERTF MEEYMEDOREMICHRMLTRAWTH &L, i
 AEDSRB LYY TIVERTF RISAEMUTHAWTE LWL, #FFELL
EERTF NEEMEDREMS S CMENSRAB LYY TIVERTF R
AEHCE—OREEEERMNT 5, ThERVWTEvYES Y —EXiKE. HPL
CHEZITV. ABMREICEDVWTKEIRED 2 WLBAEFEDIE 5D T ZINR
IEBIENTED, FIZAEFYES) —BRKIKEDIFEIE. Li et al., J.
Chromatogr. A, 869, 375-384, 2000% &I N7\, REMEETOMIEI
RO,

[%01]

t =[+-(+D |
“correctad,x fx f m I?‘L:I'M

[RHF. toreteJSHEINABEERL, {7 ITHERKROXEREERL.
tISEEMEITHRM L 2 ABEEDXERFEZR L. t, I ERESREZSOH
BHIRM L REMEEDXEE 2R T ]

ICES>TITD T ENTE S,

[0079] POERAE#E(L. FEHEBHINTVWAWVEREDELARTF R, FIXIEHERS
NTWBERTFRETEZIENTE, . PIRKTH DHEHEBES /8
JEOT7I/BREIICESVTHERTZIEETE S, A EEHEEHs v
NOEE7OFT7—ERNEBTZIRICEWVWT, 7OF7—E&LThY TV
VERBWBREE, M) T VRO VEREETIVLFZVOAINKRFDIVEM
DORTF REEENMKDET B ENMONTVWS I &ML, £ UBRTF
KEFRIL, ChERA—OT I/ BENEETE2TF KTH> THEHEIEL
EZFTVWARVWEDERET S ENTED, FEEHEEBHRTF RiE, Y
FREMICEYVENE L TH &<, FRIGHEHEBERTF ROELEY LEE
LU LARTFRERVWTHE LWL, HEHWVITAHEEE S LT, FEREE
BRI F N EBEROXKEREEARIMORTF MEEAVWS I EHTED
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[0080]

[0081]

[0082]

[0083]

[0084]

[0085]

o HOLEBHEICHEWTIBEEBMRTF RO EEREHEHI N TULAL
RTF R, BEEMEZEZITTOWRVWRTFREVWD ZEDH B,
AFEPOERTF MEEYER. FAEOFRET TR, —BUICHFEODOKR
TRLOHNLIRICECXEITIND, REEREICLSHEZT oK. SHEXR
TF REEYEICEBEDOE— U OXERE & BHERTF RO E—J DOIkE
REEZLBRTZIETRE—VZRBL. TOBEERAET %, Tk, %
NENOBEHOBERELLXREE—J T THLERTEIEHNTED,
HEIEBEEICEWNT, AFEPOERTF MEEYEIZ, GO, GOF, G1&&
U/ FE6T | GIF, GRS TNICCFZEL, OEFREWEZ AW TERIKE
TV, ABEOBRIKBE— 7 B ETV. —HYE—IHNIE &
BHROERTF RERET 2, AROE—J &—RT2EEYEOLE—I N
BWHEER. BIMOERTF REFREYEE LTHAVWT, ISHICLHRETD
ZENTED,

AREBAOERTF FREYEIZ, Fv FOBEBTRHTDZIENTES,
TROLEHDZREMEICENT, AERDOERTF MEEYE 2 S UMEHRE
EAAF Y MMEHI NS,

=S4
UTOEEIE, BIROHEBRLLEOTHY, KREPORKMHNEE%
RET 56D TR,

MEPPERIRFICHSAWRY, mlRINhTWSE D, XIFHERMDEF TIE
BOFE RUXEOFIRICHK > TAFXILAR LD TH %,
RREfN FFYYV ) eEHEHORER

Endo-M N175Q (/54 3> V4 —¥) KL 2MEGHRISEMERL TR
DO, FFTFV ) B LN-BUEEA AR T 50 ENH D (Unekawa M
, Higashiyama T, Koga Y, Tanaka T, Noguchi M, Kobayashi A, Shoda S, H
uang W, Wang LX, Ashida H, Yamamoto K. Biochim Biophys Acta. 2010 Nov
;1800(11):1203-9.) , REDOEFHRRINDEL LD/, FIBRAREDH
HeiTho71,
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[0086]

[0087]

[0088]

FTIYR-B-N-FEFIITINAY I =4 —+ (ENGase) & I\ TN-BUHESH
DA TR >7=, 0.1 M G0-Fmoc-Asn-sugar 10 wl, 1 MBEER 7V E=" 4
BER (pH 6.0) 5 wl, 3001420 =y bDEndo-Om (Murakami S, Taka
oka Y, Ashida H, Yamamoto K, Narimatsu H, Chiba Y.Glycobiology. 2013
Jun;23(6):736-44.) ZARMN. FBEKTEDS wleé L. 30C. —ERISEZITA
D7, RISRICODFRT DI ETRINERLE L, ZORBED—EZAsah
ipak NH2P-50 (4.6 x 250 mm) DA S L% LAHPLOICHL, PEMZ b
Y : 0.2MMNYZFILTIVEER (pH 7.0) = 57 : AR THZE! ml/m
in, 0CTAEEZTAV, BRI TWDE & &AL,

RICHIRT S /=G lcNAc-Asn-Fmoc ZfRET 5728, 1 74V RIBASIC &L 5145
&7 o7, AGI-X8 resin (BioRad) HA>7/2 mlDY Y TV FFa—
TICHREKEZLS mUiAMLAE, O—FT—49—ZRAVWTERTISOMEIIRELL
o EXRy NTLFEABRER. BE1L8 nld1 M NaOHERML, O—F—4 —
ERAWTERTISOBRER L, RICABYET A AR—FTI AL (&
NOA—JVIZPP (EBZETIR) ) ICBL. 2 nlOBERKTOED S LZHEEHL
Too PHONHRMEMNTICRE > TWA Z & AfEERE. 12 mgDresinil100 wldDx
INEREMA. O—T—8—%=AWVWTERTO R LA, 0.45 und
ANVE—EAVWT2RZTRWV, BBLAEKRESF TV VEREHEBKRE L
o BONIBRD—ER % Asahipak NH2P-50 (4.6 x 250 mm) DHS L%
B L7<HPLCICHE L. ZEM=ZRFYIL : 0.2 MM ZF L7 I VEBE (pH 7.0)
= 57 : A3DAETHFOED ml/min, 40C TAE ATV, GlcNAc-Asn-Fmoc D
BADN W & &R L,

RICHESHO A F 5V ) b &1TR > 7, 20 mM GOFESH 5 wl. 2 MD2-Chlo
ro-1,3-dimethylimidazolinium chloride (DMC) (ZERFFHEHL) 0.75 wl, 7.19
MO MY ZFILT IV (EtN) BK0.7 wl%ZRBE L. KATIRERIGEZITA
2, RIGOWESRD-H6 nmolyDHEHZ P, EE/ O I5T7 14— (T
LC) IC&BOMICHE Lz, BY DY Y TIVIEI HICIEBEKFTRIGZEITA S
1o
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[0089]

[0090]

[0091]

[0092]

[0093]

RICAFH ) eI EEASCBEDEZ /5774 MA—KRYA— b
Dy Ic & YBELL=, 150 mgDGL-Pak Carbograph (GLH4 TV 2)%. 5 m
LOFERIK, 5 mlDd100% 7 =K. 5 mlDDFEEKE B W TRINIEL
Too RICHEGBEOD Y EtN (T2 & D ICHEEKICTERL, B LERIEKE
AT LICH U, b mlODBRIKTHESRE, 15607 = M) LTEFYY
) AbRESHZ LN Uz, REEIRE. BETLOCL 5ME%TR o1,

TLCIFBL T D & S 1CiFA o7, TLC Silica gel (MERCK) (CHESHY > T %
ARy bU, 152BREREEETA >, TOH, 700K L 0 MeOH :
K=7:6: 208KICTHNDBERAZITA >k, BIRE. 2% FI2 /) —
W21 50% MEEEZEFEL. 120C, SHEUNIEYTZ I & THHEZRBIEL

(K1) . b, YIEREIOEESE (G0-Fmoc-Asn-sugar : L—>1) . ¥4V
) b RISETDRESE (GLcNAc2Man3GleNAc : L —> 2) #WBRE Lz, 4
JUYlbxns-#EsE (GLeNAc2Man3GLleNAc-oxazoline : L — 3) XXk KIS
EUMRATOREEDOBICRE I iz, WRE LABHORBEELERT 2 &
TENEEIRE L.
EREHI2 TS54 20 F—EILLB60-FERTF KOREH

EhaL/ 707y (Ig6) 1% K TV LIZRRICE SN FcsEiR
DCOEEHEBERTF NEEKT 5780, UTORIGETR >,

T AN FVEREDORIBEHICGLCNACRENES L/ERTF K (EEQYNSTYR+G
lcNAC) IZBRARTF REILS (B) &Y AF L7, 100 nmolDEEQYNSTYRHG
LeNAc &, 300 nmoldD A 4 '1) »{LGO¥ESEA0.05% Triton X-100% S50 m
MDY VBEF NY)D LIREDR (pHE) ITIAAE L. JRUWT10 mUDGLlycosynthase (
Endo-M N175Q) (BRRIERT %) #Mx. 520 wl& L7, 30C TR
%, SNEBLRISERLE L,

Z DR %A Cosmosil cholester (4.6 x 250 mm) D H S LA $ER: L 7=HPL
ClcftL. 87 M= KU ILEESE0.05% Y 74 OfEE (TFA) BRTHR
1 ml/min, 40CTAHEZTAWVW, 10.5MNEICAR LEERIGEY (GO-HE~R
TFR) 5B U (E28) .
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[0094]

[0095]

[0096]

[0097]

[0098]

HPLCIC T EX L 7=G0-FER T F R = EE04at (MALDI-TOF MS, SRHERT
) ICTHRM AT 7=, DHBZ10 mg/mUCA B & S IC30%T 4y / —IL TRE, 0
B ulzaZRy ML, BREBEI . RICO.2 wg/ulDGO-FERTF K%0
B ulzZARy L, BREBEIE 2, RISEMIEn/z 2488.1300 7+
ERLZEDD, DEUEERTF RIZC-ERTF K (9FE2488.5) T
HDIEMNEBINS (2B) , X 5ICPNGasell L 2B %172 -7 (E3A
) o 1 w9/ lDGO-HERTF RO.5 wlICZEM/Ny 77— (1 M TrisHCL pHS.
6, 1% SDS, 1.5% B-XIATKRIH /=) 1.25 wl, FEEIK0.75 w %0
Z. 100C39mM#E L=, DWTE% NP-40%2.5 wl . 1 U/l PNGase (Roche
)1 wl, $BEIK6.5 wlEzimi, 37CLEERGEIT> 7. RIGEICEHE
T DT ETRINEIELE L, PNGasefLEBE DR TF ROE—- A#HELL.
BEEBSOWMEIICTENRZTR22E25. n/z NOOY THILERLE (
B3B) ., THIFRTFFROHFE (1190.38) ICHUETZIEMD, RINE
MIEEETHLERTF ROGCIcNAC EICCORESEMNIM LA EDTHZB & %
R L 7=,

EHEFI3 TS50 —EILLB0-ERTF ROREAE

Ig61%& b 1) 2 VBIE LERRICE SN BFcBEIBOMBREESBERTF K%
BT DD, LTFTORBEITR ST,

100 nmo L(DEEQYNSTYR+GLcNAc &, 300 nmolD 7 F4Y'1) 2 {LG14ESE % 0. 05%
Triton X-100% 250 mMD ) Y ERF ') D LIRER (PHE) IR L. JRWT
10 mUDGLlycosynthase (Endo-M N175Q) (BRRIEERTE) #MA. 5120 wlé
L7, 30CT2RsfR M. 50&M L RMEELE LT,

Z DR %A Cosmosil cholester (4.6 x 250 mm) D H S LA $ER: L 7=HPL
ClcftL. 87 M= KU ILEESE0.05% Y 74 OfEE (TFA) BRTHR
1 ml/min, 40CTHEEEITARV. 100DEICAR LERIGEY (G1-FEXT
FR) ZHHELE (B4 A)

HPLCIC T ER L 7=G1-FER T F R = EE 045t (MALDI-TOF MS, SRHERT
) ICTHERMZEITIR o e, BRITIXERF2E BRRICITR >, RIGEDIEN/2 26
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[0099]

[0100]

[0101]

[0102]

[0103]

[0104]

[0105]

49. 941D T ER LIl END (4 B) . SERUARERTF RIZGI-1E
RTF R (9FE2650.6) TH3IELPHREIN,

T 5(|CPNGasell & LB AT >/~ (M4 B) . GI-HERTF K05 wlic
/Ny 77— (1 M TrisHCL pHB.6, 1% SDS, 1.5% B-XIN AT TH J—
L) 1.25 wl, ¥58K0.75 wlzEinx. 100°C3HMEB L=, DUWT5% NP-40
%2.5 wl . 1 U/l PNGase (Roche) 1 wl, ¥584K6.5 wlZpNx. 37°C1.
SIFEIRINZ1T o Tce RISRZESDRHBT 5 & TRIS%ZRLLE L7, PNGasedl
BEORTF REPLCTHET LIcE 25, MOBTICE—IHBERINEL (
B5) . CHhIFEHEALORTFRICHLET D, RIGEMIZEET
HEHERTF ROGLNAC EICGIEEMIM L5 DTH B I & 2R L,

GO-FERTF R, G1-#ERTF R, GlcNAcAPNGaseRLIB L /=184, T/ LA
Mo BEDXKEBRER S ICTRT,

EHEHI4 TS54 APV —EILL D6 -ERTF ROFFR

I9G1%& Y 72 V3L LIERRICE O N BFcEIB DG BUEHES AR TF N4
BT DD, LTFTORBEITR ST,

100 nmo L(DEEQYNSTYR+GLcNAc &, 300 nmoldD 7 F4Y'1) »{bG1’ #E§H % 0. 05
% Triton X-100Z=%50 mMD ') VB b ) U LIREDR (pHE) ITIEAE L. SRV
T10 mUDGLlycosynthase (Endo-M N175Q) (BRR{EART %) #MA. 5120 wl
& L7, 30CT2HERGE. 59 L RIGZELE L,

Z DR %A Cosmosil cholester (4.6 x 250 mm) D H S LA $ER: L 7=HPL
ClcftL. 87 M= KU ILEESE0.05% Y 74 OfEE (TFA) BRTHR
E1 ml/min, 40CTAEZITAW, 10.39MMAIAE LIRBEY (G -§E
RTFR) =9WmLE (R6A)

HPLCIC T ER L7261 -ER T F N2 EE 5475t (MALDI-TOF MS, SiEHUE
F) ICTEBRAIT/R >, BBTITERG2E BRICITR >, RIGEWIIN/ 2
2649. 947D JFH IV ERLIEZEDD (6 B) . ELULAEERTF RIEGY
$ERTF R (HFE2650.6) THdIEIHEREIN,

EHEFIS TS50 —EILLB62-ERTF ROREAE
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[0106]

[0107]

[0108]

[0109]

[0110]

[0111]

Ig61%& b 1) 72 VBIE LEERRICE SN BFcBIBDOREEHESBERTF K%
BT DD, LTFTORBEITR ST,

100 nmo L(DEEQYNSTYR+GLcNAc &, 300 nmolD 7 F4Y'1) v {bG2AESE % 0. 05%
Triton X-100% 250 mMD ) VERF b ') D LIRER (pHE) ICBAE L. RL
T10 mUDGLlycosynthase (Endo-M N175Q) (BRR{EART %) #MA. 5120 wl
& L7, 30CT2HERGE. 59 L RIGZELE L,

Z DR %A Cosmosil cholester (4.6 x 250 mm) D H S LA $ER: L 7=HPL
ClcftL. 87 M= KU ILEESE0.05% Y 74 OfEE (TFA) BRTHR
1 ml/min, 40CTABETARWV, IDBEICEE LERGEY (G2-FERT
FR) ZHHELE (B7A),

HPLCIC T ER L 7=G2-FER T F R = EE 045t (MALDI-TOF MS, SZHERT
) ICTHRMZEITIR o e, BRITIXERFI2E BRRICITR >, RIGEDIEN/z 28
123180 FHIVERm Ll &S (7 B) 9B ULAEERTF NLG2-1E
RTF R (9FE2812.6) TH3 I ELPHEREINT,

EHEfI6 GOFFERTF NDFER

I961% b 1) 72 VB LIZBRICE SN BFciEIBDGFEIFEHE AR T F N %
BT DD, LTFTORBEITR ST,

SEHEBI 2 TYER L 7-EEQYNSTYR+GOZUHESH (FRIBEES M) &, MOPS/Xy 7 7
— (¥&ERE0.1 M, pH7.5) . GDP-7 30— (&BEIS M) . Z7vib7 =L
AFIJVRILIR=JL (PMSF, #&EE2 mM) . Complete-EDTA free (7FOF 7 —
ERHEHI. Rochett) 24/ O0F a1 —TIRBE LK, 175 ulUD b MEE
al,6-7 J—REF%EER (FUT8) ZARMUL. §H10 wlé& Lz, RBFUTSIZN02
009/057813IC BB DB HKICFUTSBIZFABA L., HE. BELALLODEME
A L%, 37C. 2ERIGE. SR LRISZELE LK,

Z DR %A Cosmosil cholester (4.6 x 250 mm) D H S LA $ER: L 7=HPL
ClcftL. 87 M= KU ILEESE0.05% Y 74 OfEE (TFA) BRTHR
1 ml/min, 40CTRABETAWV, NOMDEISAR LARISEY (GOF-fE~R
TFR) #oB L (K8-III) ,
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[0112]

[0113]

[0114]

[0115]

[0116]

[0117]

[0118]

HPLCIC THEX L 7=GOF-#EXR 7 F K = E 895t (MALDI-TOF MS, BiRHME
F) ICTEBRAIT/R >, BBTITERG2E BRICITR >, RIGEWIIN/ 2
2633.699D Y JF I ER LI END (B9-1) . 9ELAEERTF NILGOF
HERTF R (HFE2634.7) THDIEIHEINL,

R 7 GIFERTF KOREAR

I9G1%& N 72 V3L LIERRICE O N BFcEIB DG FAEHES AR TF N4
BT DD, LTFTORBEITR ST,

EHEBI 3 TYER L 7zEEQYNSTYR+G1 BURESH (FRIBEES M) &, MOPS/Xy 7 7
— (¥BRE0.1 M, pH7.5) . GDP-7 O3—R (¥BE15 nM) . PMSF (RIBRE2
mM) . Complete-EDTA free (Rochett) =<4/ AFa—TITRBELALE. 17
5 wUDFUT8ZFRM L. &110 wl& L7, 37C, 2BERIGHE. S9&E#H L RIS
wBIE L7,

Z DR %A Cosmosil cholester (4.6 x 250 mm) D H S LA $ER: L 7=HPL
ClcftL. 87 M= KU ILEESE0.05% Y 74 OfEE (TFA) BRTHR
E1 ml/min, 40CTAEZITAW, 10.39MMAIAE LIcRINEY (GIF-§E
RTFR) #9WLE (B8-]) ,

HPLCIC T ER L 7=GIF-ER 7 F N2 EE 5475t (MALDI-TOF MS, SiEHUE
F) ICTEBRAIT/R >, BBTITERG2E BRICITR >, RIGEWIIN/ 2
27195.597D > FF I &R LI &EDD (F9-1I) . SERLAERTF RIZGT
F-#ERTF R (9FE27%.8) THBH I EHNHERINT,

RiEfI8 GFERTF NDAH

EREFO. 7TTEHRENTNORERZIBERTF NICH LEBEBRICLY D
O—RBFREZEALE, LHALAT8IEAS I h—R&2BESTERTF RIC
7 O—REGHTERWED, Ig61%& b)) T2 VBB LERICESh 5Fc
S OCFEEESERTF RIZUTORETERETHR 72,

SR 6 THERK L 7<EEQYNSTYR+GOZUNESH (RIRE2 mM) &, MOPS/Sy 7 7
— (#&BEO0.1 M, pH7.5) . UDP-HS U b—2 (MIRE10 mM) | &<V H
v (#&EE10 mM) . PMSF (#%BRE2 mM) . Complete-EDTA free (Rochett)
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[0119]

[0120]

[0121]

[0122]

[0123]

[0124]

EIAOQFa—TIEA LK. 1.3 MUk hAREELT,4-H59 h—RE&x
BEER (B4GalT-I) AR/RML. 550 wlé L7z, 48 B4GalT-I1EW02009/05
TBIBICEREDEERKICE NEER,4-HS5 Y N —RAEGBERDELGFEEA
L. &, BRE LA OEFER LKL, 37C, 2BBBRME. 59FH# LRIEE
Xy

Z DRGSR %Cosmosi L cholester (4.6 x 250 mm) D H S L% L /-HPL
CICH L. 87 =R YILESE0.05% bY T)LAOEEE (TFA) AR TH
BT ml/min, 40CTHEEZTRWV, 10.20MAISAE LERGEY (G2F-1E
RTFR) #9BLE (H10A-I) ,

HPLCIC T ER L 7=G2F-#ER 7 F N2 EE 5475t (MALDI-TOF MS, SiEHUE
AT ICTER 1T o e, BRATIIERERI & BRRICITR > 72, RIGEWIEN/ 2
2957.5120 > J I ERLEZZEMS (1 0B) . 9ERLAERTF KILG62
F-#ERTF R (9FE2958.8) THBDZEHNHERINT,

RMEFI9  GISIHERTF FORESR

Ig617% b ) 7Y VBIE LEBRICE S BFeREBOGISIREHE AR T F R
ZEMT 5D, UTORBZTHR> .

ENMEH) 3 THERL L /ZEEQYNSTYR+GT 2URESH (HIRREE2 nM) &, MOPS/Xy 7 7
— (MREO0.1 M, pH7.5) . CMP-N-F7EFIL/ 45 I VB (RIRE20 M) |
Blbw Ay (BRE2Z M) 274 /0F2—TIRE LK. 200 wlDOkE
NAEE a2, - 7 I BEsfEER (ST36al-III) #FH/ML. 5450 wlE L,
785 ST3Ga l-IITI1EW02009/057813ICEEE DEERHRICE FEEK a2, 3-2 7 IVEEES
BER-IIIOELFEEAL. BB BRELELBOEEALL, 37C. 2E
R, 59FMBLRISEEL L,

Z DRGSR %Cosmosi L cholester (4.6 x 250 mm) D H S L% L /-HPL
CICH L. 87 =R YILESE0.05% bY T)LAOEEE (TFA) AR TH
1 ml/min, 40CTREHEEITRWV, 12.5D0HEISAY LARIGEY (G1S1-48
RTFR) 98B LE (B11-111) .

HPLCIC T EX L GIST-HER T F R = EE D75t (MALDI-TOF MS, BiEHUF
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[0125]

[0126]

[0127]

[0128]

[0129]

[0130]

F) ICTEMZ1Ta oo, BITIEERG2EBARRICTR >, RIDEYIEN/ 2
2941108, BLVRA MY =D ¥ FIbm/z 2696.205% R LT &h
5 (K1 2-11) , DEUEERTF RIFCIST-EXRTF R (5FE2941.9)
THDIEMNEEINS,

=BT 0 GIFSTEER T F ROAR

I9G1%& b 1) 72 VB LIZBRICE SN BFcEIBOGIFSIBIEES B R TF R
EEKT DD, UTORBETER> .

SRHEGI 7 TYER L 7-EEQYNSTYR+GIFEUHESH (FRIBREE2 mM) &, MOPS/Nw 7 7
— (#KBEO0.1 M, pH7.5) | CMP-N-FHEFIL/ 1 5 I VEE (KRE20 M) |
Bibv Ay (BRE2Z M) Zv470F1—TIRE LK. 20 wUDST3
Gal-IIIZ&RM L. 550 wlE& L7z, 37C, 2B5BRIGE. b9EB#R L RIGAEZ
1k U7,

Z DR %A Cosmosil cholester (4.6 x 250 mm) D H S LA $ER: L 7=HPL
CICHL, 87t =M ILEZE0.05% Y ZILAOFR (TFA) AR TR
1 ml/min, 40CTBEHEAETAV, NOHEISER LERGEY (GIFS1-#
RTFR) #9BULE (B11-1),

HPLCIC T EX L 7=GIFST-$ER T F K= EEH#rst (MALDI-TOF MS, Si2H
YEFT) ICTREMT 1T o To, FENTIXEREFIZE ARICITA > o RIGEMIEN/
z 3087.056, BLUVRRANY —RDEDY TFIbn/z 2842, 001 %R L7 &
o (K1 2-1V) | DEULAEERTF RIZGIFSI-HERTF K (9T E3088. 1
) THHIEMNEREIN,

EREFIT 1 GU ST ERTF ROFS

IgG1%& b 1) 72 V3EE LIZBRICE SN BFciEisD62ST BIEHESBRTF R
EEKT DD, UTORBETER> .

EHEGI 4 THERR L 7-EEQYNSTYR+G1’ BUHESH (FIREE2 nM) &, MOPS/Rw 7 7
— (#KBEO0.1 M, pH7.5) | CMP-N-FHEFIL/ 1 5 I VEE (KRE20 M) |
BlExYAHY (KRBE2 M) 24 /0F2—TITEA L7zKR. 200 wUDST
3Gal-IIIZ7AM L. §50 wlE& L, 37C. 2lERIGER. S22 LRILE
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[0131]

[0132]

[0133]

[0134]

[0135]

[0136]

BEiE L, TORISHEACosmosil cholester (4.6 x 250 mm) DH S L AaEiE
Wt L7ZHPLCICHE L. 87 b= MY IILAEET0.05% M) 7)LA OFEE (TFA)
BRTHRIZED ml/min, 40CTHEEZITAR>7, 10.29MEISEE LERIGE
¥ (G ST -$EXRTFR) #4mULAE (K1 3-1) ,

EREFT 2 628V ERTF ROFAS

IgG1%& b 1) 72 V3EE LIZBRICE SN BFciEisD62ST BIEHESBRTF R
EEKT DD, UTORBETER> .

EHEF) 1 1 TYER L 7EEQYNSTYR4G1’ ST’ BUfEgl (FRIBE2 mM) &, MOPS/N
v 77— (FBRE0.1 M, pH7.5) . UDP-HS54 h—2 (REBE10 nM) . 1E1b
TUHY GZREE10 mM) . PMSF (#GEE2 mM) . Complete-EDTA free (Roch
eft) x4/ 0Fa—TITRELE, 1.3 mUD B4GalT-IZFHRML. 5150
wlE L, 37C, 25EIRIGE. S9&MLRIGZZLE LK,

Z DR %A Cosmosil cholester (4.6 x 250 mm) D H S LA $ER: L 7=HPL
ClcftL. 87 M= KU ILEESE0.05% Y 74 OfEE (TFA) BRTHR
E1 ml/min, 0CTAE%EITR>7, 9.89MMEISARE LIcRISEY (G281 -
BRTFR) 29BLE (1 4-11) ,

HPLCIC THEX L 726281 -MER T F R 2 EE 9475t (MALDI-TOF MS, BiEH
YEFT) ICTREMT 1T o To, FENTIXEREFIZE ARICITA > o RIGEMIEN/
z 3103.610, BLUVRRANY —RDEDY JTFIm/z 2858. 241 %R L7z &
Mo (K1 5-11) . DEULAEERTF RIZ62ST -EXRTF K (9FE3103.9
) THHIEMNEREIN,

EfEfI1 3 G2STHERTF NOAHR

Ig61%& b 1) 72 VB L2BRICE SN BFciEIB DS BUEHEB R F K
EEKT DD, UTORBETER> .

SEHEHI O THER L 72EEQYNSTYR+GISTEUFESE (MBE2 mM) &, MOPS/Nw 7
7— (BEO0.1 M, pH7.5) . UDP-HS 4 h—2 (WRIRE10 mM) | BT >
HY (BERE10 M) . PMSF (#2382 mM) . Complete-EDTA free (Rochet
) A4 7OFa—TJIRELAEZ, 1.3 Uk MHER,4&-HSV F—2R
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[0137]

[0138]

[0139]

[0140]

[0141]

[0142]

B EER (B4GalT-I) AWML, 5150 wl& L7, 37C. 2BRERME. 59
BB LRBEEFLE L,

Z DR %Cosmosil cholester (4.6 x 250 mm) MDA S L% #E#E L /=HPL
CICH L. 87 =M YILESE0.05% ) 74 OFEE (TFA) SBR THRE
1 ml/min, QCTEEETR >/, 10.4DDEISAE LARIGEY (6G2S1-4E
RTFR) 2B LE (1 4-111) ,

HPLCIC T ER L 7=G2S1-FER JF R &= EE 05t (MALDI-TOF MS, ERH/E
AT ICTHRMT & TR o T, FRNTIEERFI2E RRICITR >, RISEWIEN/ 2
3103.272, BLVPRARNY =D 7 F)bm/z 2941.229, m/z 2858. 247
HRLEDDS (1 5-111) | 9ERUEZERTF RIEG2ST-FERTF K (
DFE3104.9) THBHIEHHEREIN,

RHEGI1 4 G2S2HER T F KDFAE

Ig61%& ) 7o VL LRRICE SN BFcBIDGS2REHEBRTF R
ZEMT 5D, UTORBZTHR> .

ENMEH) 5 THYERL L /ZEEQYNSTYR+G2EUMESH (HIRREE2 nM) &, MOPS/Xw 7 7
— (MREO0.1 M, pH7.5) . CMP-N-F7EFIL/ 45 I VB (RIRE20 M) |
Blbw oAy (BRE2 M) 274 /0F2—TIRE LK. 200 wUDST
3Gal-IIIZRML. E50 wl& L7z, 37C, 2ERIGE. S0EH L RIG%
21k U7,

Z DR %Cosmosil cholester (4.6 x 250 mm) MDA S L% #E#E L /=HPL
CICH L. 87 =R YILESE0.05% bY T)LAOEEE (TFA) AR TH
1 ml/min, 40CTAHAETRWV, 13.50MNEICAR LERIGEY (G2S2-#E
RTFR) 9B LE (H14-0) .

HPLCIC T EX L 7G282-HER T F R = EE 075t (MALDI-TOF MS., BEHUF
AT ICTHRMT & TR o T, FRNTIEERFI2E RRICITR >, RISEWIEN/ 2
3394.053, BLVRZ MY —ZREDL T FIm/z 3148.641 &R LIz &H
5 (E15-IV) | 9ERUEERTF NIZE2S2-ERTF K (49 FE3395.2)
THdIENEEINT,
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[0143]

[0144]

[0145]

[0146]

[0147]

[0148]

[0149]

EfEFI1 5 GFSIFERTF NORER

I9G1%& b 1) 72 VB LIZBRICE SN BFcEIDOGFSIBIEHESBRTF R
EEKT DD, UTORBETER> .

SEHEHI 1 O THERL L 7=EEQYNSTYR+GIFS1EUMESE (F&IERE2 nM) &, MOPS/Svw
T 7— (JERE0.1 M, pH7.5) . UDP-HS 40 h—2 (MEE10 mM) | 181~
VHY (BZEE10 mM) . PMSF (EE2 mM) . Complete-EDTA free (Roche
#) ¥4 70Fa—JICRELAEE. 1.3 Ok FAEXB1,4&-H57 b—
AErfElER (B4GalT-I) &ML, 550 wle& L7z, 37C. 2B RSE. 5
DEBLRIGERLE U,

Z DR %A Cosmosil cholester (4.6 x 250 mm) D H S LA $ER: L 7=HPL
ClcftL. 87 M= KU ILEESE0.05% Y 74 OfEE (TFA) BRTHR
E1 ml/min, 0CTRAEEITR>7, 10. 49 EISAE L RIGEY (G2FS1T
-FERTFR) 29 L%E (K1 6A-1) ,

HPLCIC THEX L 7=G2FS1-HER T F K 2 EE 9475t (MALDI-TOF MS, BiEH
YEFT) ICTREMT 1T o To, FENTIXEREFIZE ARICITA > o RIGEMIEN/
z 3249.257, BLUVRRANY —RAPBEDY JTFI)m/z 3003.967% R L7zl &
e (H168) . DELAKERTF RIKGFSI-FERTF K (9 FE3250.1)
THDIEMNEEINS,

EHEBI1 6 GFS2FERTF N OAR

I9G1%& b 1) 72 VB LIZBRICE SN BFciEIDGFS2BIEHSBRTF R
EEKT DD, UTORBETER> .

SEHEGI 8 THYEM L 7-EEQYNSTYR+G2FEUfESH (FRIREE2 mM) &, MOPS/Nw 7 7
— (#KBEO0.1 M, pH7.5) | CMP-N-FHEFIL/ 1 5 I VEE (KRE20 M) |
Bibv Ay (BRE2Z M) Zv470F1—TIRE LK. 200 wUDST
3Gal-IIIZ7AM L. §50 wlE& L, 37C. 2lERIGER. S22 LRILE
=1k L7,

Z DR %A Cosmosil cholester (4.6 x 250 mm) D H S LA $ER: L 7=HPL
ClcftL. 87 M= KU ILEESE0.05% Y 74 OfEE (TFA) BRTHR
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[0150]

[0151]

[0152]

[0153]

[0154]

E1 ml/min, 40CTAEZITARW, 12, 59MMAIAE LI RINEY (G2FS2-
BRTFR) 208 UE (1 7A1)

HPLCIC THEX L 7=G2FS2-HER 7 F K = EE 9475t (MALDI-TOF MS, BiEH
YEFT) ICTREMT 1T o To, FENTIXEREFIZE ARICITA > o RIGEMIEN/
z 3540.243, BLUVRANY —XBFED> JFI)bm/z 3294.516, m/z 3055.58
4, m/z 3004.013% R~ L7z &S (H17B) . DELAERTF RIKG2FS2
HERTF R (HFE3A.4) THDIEIHEINS,

EfEGI1 7 GOBRENR T F RDIAH

I9G1%& b 1) 72 VEIE LIZBRICE SN BFciRIBDGBEIFEHE BRI F N %
BT DD, LTFTORBEITR ST,

EHef 2 TYER U 7EEQYNSTYR+GOZUHESE (FRIBE0.4 mM) &, MOPS/Sw 7
7— (KEE0.1 M, pH7.5) . UDP-N-FEFI I aH I (FEES M)
CEETVAY BBEIOWM) Zv4o0F1—TIRE LK. 135 uU
Db NEEBRTAN-TEFIJI Y I VEsBER-TII (MGAT-III) %N
L. 5125 wl& Lz, BMGAT-IIIIZW02009/0578131C 508k (DB 1 ICMGAT-I
IDEGFEEAL, B BELALLOEFER LA, 30C, 6.5BRERIGE.
EAEBLREEELE L,

Z DR %A Cosmosil cholester (4.6 x 250 mm) D H S LA $ER: L 7=HPL
ClcftL. 87 M= KU ILEESE0.05% Y 74 OfEE (TFA) BRTHR
BT ml/min, 40CTAEAEZITARW, 8.59MEICAE LIERISEM A 28L&

(B41 8A) . RICEWR L7=EW % RBERIEE. 7007 =K ILICEAHE
L7 TSK-gel Amide-80 (4.6 x 250 mm) DHS L %L L /HPLCICH# L., 6
1% 7= MY ESE0.05% Y Z)LA OFEE (TFA) BB THRZED ml/min
, CTAEZTARVW., BOMNEICEAE LERISENZ2ELE (B1 8A)

HPLCIC T OB L = RIGEM = EE 075t (MALDI-TOF MS. SR&MEFT) IC
TR EITR 2Tz, BITIEERED 2 &RARICITR 27, RIGEYIEn/z 2691,
573Dy JF I ERLIEZZEDS (K1 8B) . DEXL MESRTF KILGOB-HE
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[0155]

[0156]

[0157]

[0158]

[0159]

[0160]

[0161]

RTF R (9FE2691.7) THD I EHHERINT,
EH18 IS4y —FICkB60-Ig628ERTF RDIEE

EhaLs 7079y (I96) 2% ) T2Vl LIZBRICE Sh BFchEiE
DCOEEHEBERTF NEEKT 5780, UTORIGETR >,

T AN FVEREDORIEHICGICNACTRENES L/ ERTF K (EEQFNSTFR+G
LeNAC) IXEMARTF RAEILS (%) #t& Y AF L7z, 100 nmo lDEEQFNSTFR+G
LeNAc &, 300 nmoldD A 4 '1) »{LGO¥ESEA0.05% Triton X-100% S50 m
MDY VBEF NY)D LIREDR (pHE) ITIAAE L. JRUWT10 mUDGLlycosynthase (
Endo-M N175Q) (BRRIERT %) #Mx. 520 wl& L7, 30C TR
%, SNEBLRISERLE L,

Z DR %A Cosmosil cholester (4.6 x 250 mm) D H S LA $ER: L 7=HPL
ClcftL. 87 M= KU ILEESE0.05% Y 74 OfEE (TFA) BRTHR
1 ml/min, 40CTABEZTAWVW, 10.52MNEICAR LEERIGEY (GO-H#E~R
7FR) =9 LA (K1 9-111) ,

HPLCIC T EX L 7=G0-FER T F R = EE04at (MALDI-TOF MS, SRHERT
) ICTREM TR o o, FENTIZERRGI2 & BRRICITR > o, RIGEDIEN/z 2
455.836D> IV ERLIECEDSL (2 0-1) . 9ERLAEERTF RIZG6O
-FERTSF R (HFE2456.5) THD I EHPHERINT,

EREH19 IS4V 05 —FICL B61-Ig62HER T F RS

I9G2% Y 7Y VB LEBRICE SN Pl DG BEHE AR T F N4
BT DD, LTFTORBEITR ST,

100 nmo L(DEEQFNSTFR+GLcNAc &, 300 nmolD 7 F4Y'1) > {LG14ESE % 0. 05%
Triton X-100% 250 mMD ) VERF b ') D LIRER (pHE) ICBAE L. RL
T10 mUDGLlycosynthase (Endo-M N175Q) (BRR{EART %) #MA. 5120 wl
& L7, 30CT2HERGE. 59 L RIGZELE L,

Z DR %A Cosmosil cholester (4.6 x 250 mm) D H S LA $ER: L 7=HPL
ClcftL. 87 M= KU ILEESE0.05% Y 74 OfEE (TFA) BRTHR
1 ml/min, 40CTHEEETARV. 100DEICAR LERIGEY (G1-FEXT
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[0162]

[0163]

[0164]

[0165]

[0166]

[0167]

FR) #9ELAE (1 9-1I)

HPLCIC T ER L 7=G1-FER T F R = EE 045t (MALDI-TOF MS, SRHERT
) ICTHERMZEITIR o e, BRITIXERF2E BRRICITR >, RIGEDIEN/2 26
17,8630 I amLizZ &ns (B2 0-11) . HELULAERTF RILG6T
$ERTF R (HFE2618.6) THD I EHHEREIN,

EREH20 IS4V 05 —FIC & B62-Ig62HER T F RS

I9G2% b 1) 72 VBIE LIERRICE SN BFcBIBDRBEEHESBERTF K%
BT DD, LTFTORBEITR ST,

100 nmo LODEEQFNSTFR+GLcNACc &, 300 nmol(D = F 41 v {bG24ESH % 0, 05%
Triton X-100% 250 mMD ) VERF b ') D LIRER (pHE) ICBAE L. RL
T10 mUDGLlycosynthase (Endo-M N175Q) (BRFRILERT %) %#M0A. 5720 wl
& Lz, 30CT2BRRIGE. 59E#B LRI EEL L,

Z DRGSR %Cosmosi L cholester (4.6 x 250 mm) D H S L% L /-HPL
CICHE L. 87 = MYILAESE0.05% ") 7))L+ OFEE (TFA) SRR CTRE
1 ml/min, 40CTHEEZTAV, IPBXITAL LERIGEY (G- TF
K) #9980 Le (K1 9-I) ,

HPLCIC T ER L 7=G2-FER T F R = EE 045t (MALDI-TOF MS, SZHERT
) ICTEITEITR >, BANTIXERFZ2ERRICTR >z, RBEWIEN/z 27
79.6760D> JF AR LI &N (K2 0-1I1) . KB LAFERTF KILG
-ERTF R (HFE2780.6) TH2 I EPEEINS,

EEf2 1 ARRAORENVEZAWEEINHE

AEBBITIE, ERLERTF ROERAERT, ERLIERTFR
IEEYEE LTCRIAT2IET, FvESY—BERKE. HPLCHFICLYH
DEEBEICDBEL R TF ROBERENTREE RD 7. MFAICLEART
B MT, RREERMAEOBESITEDORIUI G TE 2, EHRMICIK
. ERTFNEEYELEFvES ) —BRIEKBICLY DL, BEXRTFR
ZRICEEORENEER DS, BV, MAEFIREHSHEBLLERTF
REBRICOW L. &E— 7 OXKEISE 4 ZEYE OKEIFEE & LT 2 C



WO 2015/152135 46 PCT/JP2015/059874

ET. BE—VDEBEZREYT %,
[0168] (tr5i4)
XEE : P/ACE MDQ glycoprotein system (Rw <> d—)LY—%) . ¥+
ES1) —:DB-1 (RRE100um DBEEEWRAT cm, O—IIHFA TV RH)
PKENRER - 0.5% RYUITFL 2T a—)500000% =E50 mMIHR D EE S
Vo LRRER (pH 9.4)  EDONEE : 16 kV, HBEA : EZE (1 psi, 10
WE) . FERHCREMRE & L TEEQYNSTYRR T F RZRm L 7.
[0169] (iAD b)) T viE(b)
A2 mgZx SURFIARI00w U, 1 MERRT 7 =2V &2842 aM kY R
IREEIRER (pH 8.6) 400 wlZiNA/c, ERFITHRSER. LEEERTHARE
Lie b TooEmke0 wl (80 wgtE®) ZMA. 37CTI8HEA »Fa N
—hLEBDEN) T UEEYME L,
[0170] (FAAEHRERTF RORAH)
TUARRER T F ROFARIZEEBMICEWNT o= (ZFEXH : Reusch et al,
, Anal. Biochem., 432, 82-89, 2013) , LD~ T VB34 LIZT
RN MY L1661 LEHNZ. Sepharose CL-4B (40 wl) &109REES L7,
RBREZDWEBIE, Y4704 5 —TL—bDIYTILHRTITW 1BEHE
Y8y T4 % ERFICALIE L=, Sepharose CL-4B%0.1% kY 7/ A4 OFEE%
BE83% Tt b MY IIAERKR200 wl&83% 7t = MY ILIAWKR200 w!TE
NEN2E T DOHEEF L%, 50 wlDERBKTERTF REBFTH L, BHRK
400 wl 8V TIVS) ZFIEIE/E. 100 wlOFEBKICEBHEL, ¥+
) —BXKE (CE) IC&Y LT,
[0171] (FRZEME)

GO, GOF, G1, G1', GIF, G2E L VG AEREELI-HEDEAFKBOERTF
NIREME & L TRHW, TWNEMEE S L THESRIEM S L TUNVRWEEQYNST
YRRTF RERWi,

[0172] (#&R)
BRTF REEYETRROREEN EMFEREFD SRB LT F FIC,
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[0173]

[0174]

[0175]

[0176]

FTNETNAIBIZELEE L TEEQYNSTYRR 7FF REFRML. FvES ) —BEXXE
WKLY UERBRER2 1IIRT, BRTF NEEYERROBREHE—2
326~ DEICERERIN, DTFEOAZIRLONLIBICELSXEINE
o GIEGV X DEMTTR—DDE—7 & LTEEINL, 2BEDHFE
B (BEF1, 2) AR ULAEERTFNE, AROBFEATICE—V %=L
foo BFIHRERTF NOKERFEERNIPEREICLYRBEL (BETM - Li
et al., J. Chromatogr. A, 869, 375-384, 2000) , RIERTF RiEXEYE
ICEBOXSEEERTEETEE—VOBEERE L, TORR.

8% 1 OFESHIZ. E—J1H62F, E—V2H6IF, E—3D60FTH B Z &N
Dhotf, —H. BE20HEHEIZ. E—21861. E—92060TH B &H
Doz, Flel ThENORBREOEELEXZE—IJTY PHLEHLE (
B22) ,

L EDRRMNS, KEBTIE, HAOEMEEDTT DICHLY., REDE
SICKEEE AT I VNIV ENSTYBET O DREBEAER -7 htF—t
) EREEET. T EEBEOREICRIMEAVEESNEBLERAL
BWes, REFERICHEARTEIR N TREBEICHAOHEEBELRATE - ©
ETED &b or,

EXEOF A

AFEBPICLYRBEICLKARTEIR hTREBEICHAOEEESESRAE
- EEBTBHIENTES, TNREROLDICEEEZIT IV /INTEILY)
YEES o DEEELEERE (- h—t) 20BEH#T. £, BEOHE
HBEOEEICRAMELVWERDNEBLER L RWEOBRTH S,

AFHETSIALAEL2TOTIITY. RFBLCRFEHZZDEFESE L
LTARBHMEICEY ANDEDET 3,

[N E=RAN L

FRFIES 1 ESHBERR 7 F REEQYNSTYR  (ER3UhNGEE A s stn 4 217
%)

BEHES 2 FEHEEHINTWARVLWRTF REEQYNSTYR
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fRFIES 3  FESEISERR 7 F REEQFNSTFR (BRI AANFRE A MESEEME ST %
)

BEHES4 FEHEEHIN TWARWLWRTF REEQFNSTFR

fi5/&=5 EEQYDSTYR
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[55KIA1]

[553K1R2]

fa R D&

(D7OF7—EBtINI N IVEHEOERTF REF v E
S)—EKXKBICIYDBETZRTY T KT

(DERTF ROBRREBE— 7 2 ZEYMEOET KB E— I & Lt
BYDRATY S,

EEUERTF ROBHEBEE DT 2 H45,

EEMEN. UTO#EEEET 560
[161]

Gnp1-2Manail.g

GnB1-2Manc(1f3M3nB1'4GnI31-4Gn-R

[, GrigN-FEFILFILaAHIZILE, Manig< Yy /T IILE, RIE
RTF RERT]

BROWICULTOEEAE T 560F

[{b2]

Gnp1-2Manai *BManp1 :(:c;:jG R
anpi- n n-
Gnp1-2Manai-3

[, GnigN-7EFIL TN aAY I ZIVE, Manid<w >/ 2 ILE, Fuc
X7 3VIVE, RERTF REXRT]
BOWICUTOBEZET %61

[1£3]

Galp1-4Gnp1-2Manal.
alp1-4Gnp ® Mang1-4Gnp1-4Gn-R
Gnp1-2Manai-

[, GnigN-7EFILZIIL O I ZJ)LE, Manlid~<w > /2 ILE. Gal
THS T NIIE, RBRTFREKRT]
BROEWICUTOEEE=HFY 5617
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[1b4]

Gnp1-2Manai.g

ManB1-4Gnp1-4Gn-R
Galf1-4Gnp1-2Manat-3 B B

[, GnigN-7EFIL TN Y I ZIVE, Manid<w >/ 2 ILE, Gal
EHZ I b IIE, RERTFREXRT]
BHOWICUTOEEEZER T 5G6IF

[1£5]

Fuca1\6

Galf1-4GnB1-2Manail.g Manp1-4Gnp1-4Gn-R

Gnp1-2Manat-3
[P, GnigN-7EF I a3 Z)LE, Manlz<w >/ 2 ILE, Gal
WEHS I FUILE, Fucld 7 AV ILE, RERTF REKRT]
BROWICUTOREEEZEY 562
[1k6]

Galf1-4Gnf31-2Manal.g

3Man{31 -4GnB1-4Gn-R
Galp1-4Gnp1-2Manal-

[, GiIN-7EF LA I ZIE, Manld< > / VIILE, Gal
WEHS I RV IILE, RERTF REXRT]

RO TOEEZEY 562F

(7]

Galp1-4GnB1-2Manat g Fucal.g
Galp1-4GnB1-2Manad -3 NanR1-4CGnE1-4Gn-R

[, GnigN-7EFIL 73 I ZILE, Manld~< > / 2 ILE, Gal
EHS I NVIVE, Fucld7aYVE, RERTF RERT]
DODWITNNMBUEESH, RPRORTF RRIE. PR THZ7OF
T—EBEINEY VIR VERKOERTF RORTF RELDT 2
JBESNER—DT I /BEINSQY, D, HET I/ BETH
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[553KIR3]

[553K1R4]

[E53KIR5]

[E53KIR6]

[553KIR7]

[53K1R8]

[553KIR9]

[55K1R10]

[55KIR11]

DT RANRZFUMNEEFELTWS, BRIETICEHDAE.

IEAEME AGO, GOF, G1. G1”, GIF, G2RUGFD 2L L, 3LLE,
ABE, BRE, BUEFAIZTOESE. BRE2ICEEHDOEE,

(DORFy Z7OFNC, (11D 7OFF7—EE2EVWTY VI VEEH
BTB27y THILICET, BRE1T~3OWVWTHHIRICEKEHD
FiEo

FOFT7—EHEEINZIVRIVELIRETHY .. MEDFcEIEH
ERTF ROFEEBEE DT 5. BRE1~40VWThMIBICE
D,

A DFCIEISARRESR TF RORTF RELD 7 X J BRELSIAEEQY
NSTYR (BZF&FES 1) F/-IXEEQFNSTFR (ER5IFES3) THY., HhDOE
EMEOERFDRTF RRO T X / BEERHIAEEQYNSTYR (BL3IES 1
) F/-IXEEQFNSTFR (BEHES 3) TH 3. BEXRIES ICEEHDFE,

I HIC(V)ADFCBIFICMINII N TW SR BEEHDEEE 0T 2
ATy TEEE, BRIES FIL 6 ICREHDEIE,

ISIC(VEEEBHINTVWAWRTF REREEES LTHW
ESKEBEOBEETOIAT Y TEEL. BEXKEI1~700nFhh
1IBICEED B %,

REBEDFEHBEIN TVWRWRTF RO T I/ BEHA. DT
WRTHZD7TOTT7—EEEINEY VNIV EREDOERTF ROR
TFREQOT7 I/ BENERA—DT7 I /BEINSWD, FRIES
ICEBEDAE,

REBEDFEHBEI N TVWRWRTF RO T I/ BLEZFAEEQYNS
TYR (E25IES 2) F/-IXEEQFNSTFR (E25IHE S 4) THD, FHERIE9
ICEBEDAE,

BEMEN I HIC,

LTO#E%ET 5608
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B RIR12]

[1£8]

Gnp1i1-2Manci.g
Gnp1- 4Manp1-4GnB1-4Gn-R
GnB1-2Manu1/3

[, GrigN-FEFILFILaAHIZILE, Manig< Yy /T IILE, RIE
RTF R&ERT]

EET. BXRE1~100WThh 1 IBICEEHDAE,

BEMEN I SIS, UTOBEEZHFT HG61FS]

[1£9]

FUCG1\6

NeuAca2-3Galp1-4Gnp1-2Manat .g 4Gnp1-4Gn-R

GnB1-2Mana1’3manB !
[, GnigN-7EFI 7 a4 I Z)VE, Manld~v >/ D ILE, Gal
WEHZ 0 MUIVE, NevAclEN-7EFIL /A ST ZIE, Fucld 73y
WE, RERTF REXRT]
LT/ FLEBUTOBEEFT 562FST
[1610]

NeuAca2-3GalB1-4Gnp1-2Manad g Fucat\g
3MamB1-1'-1Gn|.’y1-4Gn-R
Galp1-4Gnp1-2Manat-

[, GnigN-7EFIL TN Y I ZIVE, Manid<w >/ 2 ILE, Gal
WAHS I MIVE NeuAclEN-FEFIL /4 52 ZJLE, Fucld7 Y
IWE, RIIRTF FERT]

IV FRBUTOEEEZRT 562FST

[1611]

Gal1-4Gnp1-2Manai. g Fucal.g
S Manp1-4Gnp1-4Gn-R
NeuAca2-3Galp1-4Gnp1-2Manat ©

[P, GnigN-7EF I a3 Z)LE, Manlz<w >/ 2 ILE, Gal
W EHZ I MIIVE, NevAclIN-7EFIL /A4 5T ZJ)LE, Fucld7z73a>
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[55K1R13]

IWE, RIRTF RERT]
BLV/FEUTOBEEZRT 5G62FS2
[1£12]

NeuAca2-3GalB1-4GnB1-2Manal (4 Fucatg
3ManB1-4Gn|31-4Gn-R
NeuAco2-3Galf1-4GnB1-2Manal -

[, GnigN-7EFIL TN Y I ZIVE, Manid<w >/ 2 ILE, Gal

WAHS I MIVE NeuAclEN-FEFIL /4 52 ZJLE, Fucld7 Y

IWE, RIIRTF FERT]

DIUEAESD, BXREI1~1100WTIH 1 BICEEHDFE,
BREMEN T SIS, UTOWEZHET 56151

[1613]

NeuAca2-3Galp1-4Gnp1-2Manal g

GnB1-2Mana1’3M3nB1-4GnB1-4Gn_R

[P, GnigN-7EF I a3 Z)LE, Manlz<w >/ 2 ILE, Gal
WEHZ I MU ILE, NevAclEN-TEFIL /4 S I ZIIE, RIEIRTFR

ERY]
BLV/FLBUTOBEBEERT 5617 ST
[1£14]

Gnp1-2Manat.
’ S Manp1-4Gnp1-4Gn-R
NeuAca2-3Galg1-4Gnp1-2Manat -

[P, GnigN-7EF I a3 Z)LE, Manlz<w >/ 2 ILE, Gal
WEHZ I MU ILE, NevAclEN-TEFIL /4 S I ZIIE, RIEIRTFR

ERY]
BLV/FLEUTOBEBEEZRT 56251
[1£15]

NeuAca2-3GalB1-4Gnp1-2Manal g

Manp1-4Gnp1-4Gn-R
GalB1-4Gnp1-2Mana1-3 B B
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[55K1R14]

[P, GnigN-7EF I a3 Z)LE, Manlz<w >/ 2 ILE, Gal
WEHZ I MU ILE, NevAclEN-TEFIL /4 S I ZIIE, RIEIRTFR

ERY]
BLO/EEUTOBEEZRTT 56281
[1616]

Gaip1-4Gnp1-2Manal.g

Manp1-4Gnp1-4Gn-R
NeuAca2-3Galp1-4Gnp1-2Mana1 -3 B B

[P, GnigN-7EF I a3 Z)LE, Manlz<w >/ 2 ILE, Gal
WEHZ I MU ILE, NevAclEN-TEFIL /4 S I ZIIE, RIEIRTFR

ERY]
BLO/FREUTOBEEZRY 56282
[1£17]

NeuAca2-3Galf1-4GnB1-2Manat g

3ManB1-4Gn|3'1-4Gn-R
NeuAca2-3Galf1-4Gn1-2Manat -

[, GnigN-7EFIL TN Y I ZIVE, Manid<w >/ 2 ILE, Gal

EHZI MIVE, NevAclIN-7EFIL /45X ZIE, RIFRTFR

=FR9]

DI1UEAESD, BXRE1~1200WTFnd 1 BICEEHDHE,
BEMEEZEE, BRTF ROBEBESTAFY b, JITHE

EWME L.

UTOEEEET 560

[1618]

Gnp1-2Manail.g

GnB1_2Manu1/3Man|31-46n[51-4Gn-R

[, GnigN-7EF I IO I ZILE, Manld~< >/ 2 ILE, RIZ
RTFR%EKT]
BROWICUTDREE=HE Y 560F
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[1619]

Gnp1-2Manal.g Fucatg
,3ManB1-4Gn|31-4Gn-R
Gnp1-2Mana
[, GniEN-EFIL TN AT ZIILE, Manld< >/ U ILE, Fuc
7 aAVIE, RERTF RERT]
BROWICUTOEEAEY 561
[1b20]

Galf1-4Gnf1-2Manal.g

Gnp1-2Mangd-3 2N p1-4Gne1-4Gn-R

[, GnigN-7EFIL TN Y I ZIVE, Manid<w >/ 2 ILE, Gal
EHZ I b IIE, RERTFREXRT]
BOWICUTOBEZET 561

[1621]

Gnp1-2Manai.g
aManp1-4Gnp1-4Gn-R
Galp1-4Gnf1-2Mana1~

[, GnigN-7EFIL TN Y I ZIVE, Manid<w >/ 2 ILE, Gal
EHZ I b IIE, RERTFREXRT]
BHOWICUTOEEEZER T 5G6IF

[1b22]

Fucai.
GalB1-4Gnf1-2Manai.g 6
Gn|31-2Manu1’3manB1-4Gnm-4Gn-R
[, GnigN-7EFILZIIL O I ZJ)LE, Manlid~<w > /2 ILE. Gal
WEHS Y MIVE, Fucld 7 AV ILE, RERTF RAEKRT]
BROWCICUTOEE.RE T 562
[1£23]

Galf1-4Gnp1-2Manal.g

Manp1-4Gnp1-4Gn-R
Galf1-4Gnp1-2Mana -3 B B
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[, GnigN-7EFIL TN Y I ZIVE, Manid<w >/ 2 ILE, Gal
EHZ I b IIE, RERTFREXRT]
BHOWICUTOEEEZER T 562F

[1624]

Fucu1\6

Galp1-4Gnp1-2Manat ‘GManB1-4GnB1-4G“‘R

Galp1-4Gnp1-2Mana-3
[, GiIN-7EF LA I ZIE, Manld< > / VIILE, Gal
EHS 2 MVIVE, Fucld 73V ILE, RERTF RERT]
OWITHhDNTUEEER. RFDORTF RRIZ, DR TH BHEXR
TFRORTF REROT I/ BEFNER—DOT I/ BRINSAY
« DDEERT I /BEINFOTRANSFUAMEEFEELTWS, Hl
ERE S S
[E5:K1E15] ZEEMEHGO, GOF, G1, G1", GIF, G2XRUG2FMD 2L E, 3L,
A E, BRE, BREFLIZTDESL, FBHRIET1 4ICEHOF Y
o
[553K1E16] ~RTF RROT X/ BBECFIHEEQYNSTYR (ERHUES 1) /< IXEEQFNS
TFR (EBHIES3) THDH, BRE14F/IE1 5 ICRBEBDOF v b,
[EEKIF17] BREMEN I SIS, UTOEEEET 5608
[1625]
Gnp1-2Manal.g

Gnpg1-4Manp1-4Gnp1-4Gn-R
Gnp1-2Mana1-3

[RA, GiIN-T7EF LTI ZIE, Manld< > / T ILE, RiE

RTFR%ERT]

EED. BRE14~1600WTIhATHICEHOF Y b,
[EEKIF18] BEMEN I SIS, UTOBEEZHFT HG61FS]
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[1£26]

Fuco(1\6

NeuAca2-3GalB1-4Gnf1-2Mana \GManB1 4Gnp1-4Gn-R

Gnp1-2Manat”3

[, GnigN-7EFIL TN Y I ZIVE, Manid<w >/ 2 ILE, Gal
WAHS I MIVE NeuAclEN-FEFIL /4 52 ZJLE, Fucld7 Y
IWE, RIIRTF FERT]

LV FRBUTOEEEZERT %62FS1

[1627]

NeuAca2-3GalB1-4GnB1-2Manai g Fucal.g
3ManB1-4GnB1—4Gn—R
GalB1-4GnB1-2Mana1~
[, GrigN-FEFILZ LA I ZILE, Manlgv >/ VILE, Gal
7S M IVE, NevAclEN-7EFIL /A4 ST ZJVE, Fucld 7Y
WE, RIERTF REFRT]
BLV/ FEEUTOEEEET 562FST
[1£28]
Galf1-4Gnp1-2Manail. g Fucat.g
3Man|31-4GnB1-4Gn-R
NeuAca2-3Galp1-4Gnf1-2Manat -
[, GrigN-FEFILZ LA I ZILE, Manlgv >/ VILE, Gal
7S M IVE, NevAclEN-7EFIL /A4 ST ZJVE, Fucld 7Y
WE, RIERTF REFRT]
BELV/ EEEBLUTOEEEET 562FS2
[1£29]

NeuAca2-3GalB1-4Gnp1-2Manal ¢ Fucalg
aManp1 -4Gnp1-4Gn-R
NeuAcu2-3GalB1-4Gnp1-2Manat -

[P, GnigN-7EF I a3 Z)LE, Manlz<w >/ 2 ILE, Gal
W EHZ I MIIVE, NevAclIN-7EFIL /A4 5T ZJ)LE, Fucld7z73a>
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EERIR19]

IWE, RIERTF REXT]

OWTRMTUEEST, BFRE14~1700WTNH 1 BICEEHD
Fv bk,

BREMEN I SIS, UTOEEEET 56151

[1£30]

NeuAco2-3Galf1-4GnB1-2Manal g

3ManB1-4Gn[31-4Gn-R
Gnp1-2Manal-

[, GnigN-7EFIL TN Y I ZIVE, Manid<w >/ 2 ILE, Gal
EHZI MIVE, NevAclIN-7EFIL /45X ZIE, RIFRTFR
=FR9]

IV FRBUTOEEEZRT 5617 ST
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