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B=

NMRZRWY VI BDBELFEHE Tl BRP TOIREEREDHRST ., %
DERBRZEEPHD) Y REEDHEERZREFLNILTENT B ENTES, —i&
8755 >IN BDONMRENT CIEEEKZRITTAEICL > T I FILDBEZFREEL. D
ZTOBRHBREZRA LS E2HICCHE LV NRVFERZ T D, COEHRKICIE. TIX
PRATMAAE S KBEARIFRREZFAIT 2 HAENEBICAVWSNTWS, &o>T.
BHERBIYZIT 1« NIEEZB LI DBEEMZ S IF D I 2EREYHKDY VIV E,
HDBZWIEY VIV BER EICITERIRERIBZEND D, X LBTITRRIEDFEDES.
VTFIOFEERL S UCRHEREDETHEE R D, 2 TEE NMRTEREICKRED
AR X FILER EZ U ENICRERMUAER#R T 2FENLE > TWB(T, 2),
AETIE. SAFENBRTERMMEFEDRTH, {LRBHIck > TF7 I/ BAISHIC
NMR#&EAIRERIBE T O—7 & U TCOLRERMA L EMZ[INT 2 AEICDWTHERT
%, BEICIE. VI BRD) I VE LUV ILY I VRIBEADIESE EZDNMREIE
ICE9I27O0Md—)LEEE U, {LRERMIC L D2LRERMBPEREDF RIE. F>/ND
BOXREBERVPHERZEOLIE#RTED I &P, BMBLTERMAEREZZ AV IZRED
BWEHARXMETISNTWVWSZERETH D, ILEULBASHDIZERYIEINT B/
. BHEREDYVI/INVEEE - YHEOBUR LI VCFER LYY TILOHEEICILEEZ IF
53NENH S, BULENSNKRELRBEEBRSBRWGESIE. 8 FEYV/I\VE (BE
1K) PREY VI B E WS TERRONMREZ W EELEREICR T 2EHRFEERLD
(3, 4)o
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RE-H#BE - HE
)
BRI VINVE Ny 77— UT—HRTPZ IV THDTrisiFAVEWN)
- Dimethylamine borane: Wako #026-08402; Sigma-Aldrich #180238
- Formaldehyde ("°C, 99%): Cambridge Isotope Laboratories #CLM-806-PK
- Dithiothreitol (DTT, optional)
- 23875 L (PD-10: GE Healthcare #17085101; Bio-Gel P4: Bio-Rad #1504124)
- 'H-"CH M AT EERNMRE B
2)
BRI VINVE Ny 77— UT—HRTPZ IV THDTrisiEAVEWN)
- Microbial transglutaminase: supplied by Ajinomoto
- 2,2,2-Trifluoroethylamine hydrochloride: TCI #T1170
- Ammonium chloride-15N: Shoko Scientific #N15-0034
-DTT
IR O N T 7« —%E (AKTAprime: GE HealthcareZs &)
- TILBiBHZ L (Superdex 75 pg: GE Healthcare#: &)
- 'H-"FiR A T BEZRANMRE:E (Bruker BBFO, BBO H&F % 7z (&QCI-F7O0—7)
- 'H-"N#& A A gEiaNMREZE

ERFIE
1) UIYDPCIES BT X FILEIC & % °CH_ &
1-1) FEERIE
1—2) r58
1 —3) NMRAIE
2) JIWIZVDOF/ONEER - NT VAT IILEY X+ —EZAWCF.&8f/CO°NH 1Z:H
2—1) FHRIS
2—2) 158
2 —3) NMRAIE
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RERD M
1) UIYYO CEH : EXHXAFILEIC & % °CH_ &

UIVAIBET 2/ EEFREpHTIEREZOMELTVWEHDD, Z< DY I VAIEITA
BCEHELUTHED, bIHRIETON MERENRGE SR D, TERMAEIZERE WS
BRCHERLRIGIE. ETXHIAFIVIETH D, CORIGTIE. PI/EERILLTZILTER
Ny 7IE ((N=CH,) ZFEH L. S SICETEIND I & TRIFEMIC X FIL (-N-CH,)
fbtEhd, S5ICTOHR7 I VHRAKIC

Yy EEEFRT B0, RILATILTF A om0 oy
b RBRIOFHTIEI XFIL (-N-(CH,),) A M,
ftEnsd (K1A), XFILEMS Y Y Lysine "iC-Dimey Lysine
VI S/ EDOpKIFBEDY VY (pK; B
BELZF105) £<BERTOLEEULHIEIL "
LR W(B). T8 5. FiEpHME TIE X £
FILEU Y vb@EOY I EREION £ 4ol
VLREEIC 3 D . BEIEENIRIE S N2, 3 >
EP']EDHT#EK&TT’E%?%D“/ TIEED=E £ 6]

JoHl & U TSodium cyanoborohydride® # )
& U Dimethylamine borane (Borane 47
dimethylamine complex) M1 5 1T L S0 2e 2 27

= o N N o H chemical shift (ppm)
o9 WEBRTADBRARE Y 7T | g1 (a) vy ABOBRMXF I &

RENDEIRIDZE C I AJREMENH D . 2 SCH.{E 8 & it (DMAB: Di :
, - g0 < e — 512 i : Dimethylamine
BREOESNLDRPHBERTAIE UTH | | ane), (B) YUY EIss & GNKESD
WENS, YATAYADEIRIBICOWT | ey xF ) fpahty > /8 BFKBP12
. RIGRICDTTZRNT 22 &iIck>T (HFE: $&£712,000; UV v: 8SBRES
I ZBRETE2HBENH B (7). & U'NK %) ®2D 'H-°C HSQC NMRZ ~X
2 ML (400 MHz, 303 K),

1—1) EHRIG

A BEBRZRET 2,
1 M Dimethylamine borane (&RIGETICFERFRET 3)

2 M Formaldehyde ("°C, 99%) (CILOHZEIZHI20w/ W)RKARTH D, 8K Z6.7 M
L1, HREITICEFDEFEFAVNTELL)
1 M DTT (optional)

pH 7-8HED /Ny 77— (Y VEE-Na, Hepes-Nai &, — k7 2> TH B TrisidAWE
Ly)

B. ARUHERREZY V/IN\VEBRRICINZA %,

ﬁ‘gi)%g Eit*sl' 5/]\\7][]%
O.1TmM HYIXUE X ul
50 mM Borane dimethylamine complex 1M, 50 ul
100 mM  Formaldehyde ("°C, 99%) 2M,50 ul
Ny T 7— y ul
up to T ml
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NILLATZILTE RZZ VNI BFROF7 I /EOS0EU LEZBRICIMZS & FIEFTANT
D7 I/ ENIXFIMEES N BIERICH B,

C.4°CTUOLHEFET %, BRTH LV ZLDHFERLFICTENEL 2D HEIZAE
(AW

D. KIit#&Ic1 MDTT %= 5 ul i1Z% (optional)s

1—2) B&

BRIEN T LZRAVWTRIGHREZRS, EMPRERAZBTELIWVWDN, RENEREITDE
NMREBEHEIN DD TRADICITS. RIGHEDRE ERFRIC. NMRAIER/NY 7 7—IC
g B, 'H-CHENMREEZTSH) VEE-Na/\y 77 —DEF LW, HULIFE
KEFEENNY 7 7—2AWS, &R UHY 7L TH-"NEHENMRAIEZ ThBWGEF. E
KTHAEUREY VEE-Na/\y 7 7 —F e lFEKFIL/NY 77— LT D ENLEFE L L,

Yy ZIBERY ZAATO—TTHLLEDHTIONSE25 uUMBESNIE+9TH D, E
BSR4 A7O—T 2B UVEEHENMRZAWVWT0.2 uM (F=2: B&*F
35,000) TO YT FILRHBICEIIULTWS(8) FEBYMOMSHEEZT> THL & &
EHICH T 2BHMENBEORAETE S, "CHEDOMMICK > TAFEIFIGER D
H. NKIHEEEDINRTOT I/ ENIXFIMLSINBEDORFERIE (FV/0E
DY Iy OEE+1)x(15x2) &15,

1 —3) NMRAIE

'H-"Cia M I REANMREE THNIE & Wo LUTICEBAKY Y FILTN-I A F L EN-X
FILOFFHZEHR T 2%HED. Bruker 500 MHz NMREEICHE T2 Y b7 v 7HlZ R
ER

OX YR “rpar HSQCETGP” T/INT X =% —ZFHAAATHS “getprosol” &=L TH
5. 'HO0°/VLRfE (P1) OREMEZED DD,

AcquPars(eda)

F2('H) F1("°C)
PULPROG hsqgcetgp
FnMODE Echo-Antiecho
TD 2048 128
DS 16
NS 8
SW [ppm] 8 20
AQ [sec] 0.256 0.032
O1P [ppm] 4.7
O2P [ppm] 38
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AcquPars(ased)

D1 [sec] 1
P1 [usec] (better to be optimized as 90° pulse length)
CPDPRG2 garp4

PCPD2 [usec] 240
PLW12 [W, dB] (need to be calculated)

ZRET 5. AERMBIIE L Z25 minEBd, KFUNDEDEEELLBVTELWL, §5
NBARY MLO—BINEIBTH %, UTICHEZETY

INVRATZAT7 7L HEEREEKTHRELTHD (L) KEUDBRELZWGSICIZ.
hschpphit i&hsqcphprz AW T States-TPPIETRIE T 2 & IRHREN T W, BAKE
HDIFEICIZhsqcetgp% AL TEcho-Antiechol A TRIE U, B/KAKED > 7+ )L %]
9%, X?)lx% (.SRE>R) DIFE. sensitivity improvement (si) XAF—AlCk >
T%ﬁ?%émﬁﬁiﬁb?#Tﬁétﬁ\QwﬁinTmﬁmeljuﬁih%ﬁﬁ
9%

INTGA—=%—:DSS (0 ppm) ZEREELUTEHASINDILEY T MEN-IXFI

(-N-(CH,),) »'H: 2.8-2.9 ppm: °C: 45-46 ppm. N-XFJL (-N-CH,) »'H: 2.7-2.8
ppm; "°C: 35-36 ppmfHiETH B, LH ULBruker NMR (Topspin) Tix" " COEER K
#H. DSSO'HEERREICHSEERLL DLLEZE MNFEL D $2.66 ppm it &S Hl
ICINTWE, TDcd. BEMEE LU TO CEAIFLIEIN-V X FILH43 ppm. N-XF
ILHY33 ppmfhE &% %, T TILDBMENKRMDES . £ *COEBRIF/038 ppm.
#RIE20 ppm&ﬁ’(‘ﬁﬂm?‘éo ZDEEN-IX ?)b@‘/?‘\j')bd)é’%?b‘\éﬁ}ﬁ”én N-X F
WO TF IV NBWEEIX. IRTOTI/ENIAFIMEEINTWS Z EER
Io N-IXFILDVYT f)b@ﬂ%ﬁﬁﬂﬂ@“%é:% X "COERIFL43 ppm. EEIE10 ppm
UTFICEELTH LKL,

EEEREHTH D HOREICDWT, BFEDHSQCTIE'H FIDDED AHEEE (AQ)
HM80-100 MsIEEICE> TWB, U IV U KRIGICER U X FILED Y 7 FILIFHHEBREEH
B2 TWBAHEEIIRE ISR W coH, BUDIAHERE%Z200-250 msiZBE X THIET &I
L > THREEDE ENHRFTE S, UHULPCT Ay ZILIVLRIE, 90°/VL A RIBBE T60
us (GARP-4 [figure of merit.:E= 4.8] TOBEMHIEE rB/2m = 20 kHzTH D,
500 MHz NMRIZEWTC: 160 ppm) BEICHFREINTWD, 774 ATO—T Tl
BCT A TIVEICH 1T B 'H FIDEXD AHBEE OHERE FEEMN 140 msiBETH D, ZDFF
DERETIETAO—TNOBHENERIND, 22T CTHY TILDIILARZRUT
INILAH N ZINS T2, FIRDERDER I NI FHIIBSNTWSTIH. ThHY S
DEMEHIHL 2> THREIFR L. GARP4TIX/CLARE240 usfF TR LTH
BREEE5 kHzE A D 500 MHzT40 ppm. 800 MHzT25 ppmZE TH/\—T= %,
ZEU/NVARTOD/VULAHEAE (WE2IEdB) (&, AY > K “edprosol” h5Square
Pulses® ¥ 7%FE. "CICEETDZVWITNADERICZEBELILEWNILAREZEAADTNIEE
BHICHESI 20T, ZDEZCTAHY ZILDIVULAEAPLWI2ICAAT %, UL
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(& x, [usec] TD/VLAHADX, W] (A, [dB]) D& E. x, [usec] TD/NILAHAX, [W]
(A2 [dB]) (&. UTOEFREAISKDHESND,
X, W] = XU/( X,/x)Y = (X/X)2
A [dB] = X, +10 |Og{1/(X/X)} = - 20 log(x,/x,)

B ELDEEICE. /NILARM2EICHENIE/ULAEAIET/4 W] (+6 [dB]) 75,

2) JILIZVOCF/PNE#H : Y RIILY = F—EZBAWCF, (&8
/CO"NH 1=

AR, IV I URIBEAILNI RIMEERICRETH D, EZEHRICOEN & FR5S
BW, ECBNNTVRTNY I F—EL LI sBRZAVWMERSZHET S &
IC&D, BEIRIEMNIIEEE 8%, NTVRTIVI I F—EEFTILY I VRAIEEY V>V AIH
BDAYRTFRBEEICLIEBEROZMET 5, COFEZFBINE. JILY I VA
HICY Y VERO—R T 2 /4ICA5F%%17‘7JD¢%> EMTES,

FESIZFDOEE L L T2,2,2-Trifluoroethylamine hydrochlorlde%ﬁﬁ WwWadz & o
T IV RIBEDOCFEMICHKII L (RI2A) (9). FIATICIE. EE & L TAmmonium
Chloride-15NZ A W/=fIEE 7 J)L/NZ K (-CONH,) OUNE#ENRE SN TWS (K3A)
(10)o "NEFETIE VLY S VAIBEOEEBEZZ(LS BRW D, RRDYVINVE
= - PEICIEREZSZ W, UH U, BIEEADIL/INI RO2DD'HY 7 FILIERIZ D E—
7EULTERAEND—A. CF,TIEBREFRD FY 7 I DOE—T £ UTIEET %1
. RHEREICEWTELENSH 2,

B
A +H,NCH,CF,
(HCI salt) H
NH N CF
G- Yo
(0] (e}
Glutamine Trifluoroethyl Glutamine
K2: (A) WY EZVAEONS VATV YEF—E
(TGase) ZAHW/CF EfiRb. (B) —#D 7L
YIVHEIEDCF.EMichiy >~ IXVEFKBP12 (4
FE: HE£%12,000; LY Iyv:55%E) O1D '°F 714 716 718 720 -722 -724
NMRAAXRZ ML (400 MHz, 303 K), "°F chemical shift (ppm)
A
+15NH,Cl B
NH, —> NH 108
\W ? TGase \[( ? 0 =0
O (0] 109

Glutamine 5N-y Glutamine

B3: (A) VLY VRASEDNIYRTILIYZF—E
(TGase) ZAWE"NE#HKRI. (B) JILYyZv

hemical shift (ppm)
>

=2
&
=]
é
=1

(BETPRANFEY) MUH NEBRS LIV S, 90 g
S EFKBP12 (4 F8: 12,000; F/L¥ S v: 5BE; =
7RIS EY: 15%E) ®2D 'H-""N HSQC NMRZ 13— = —
X7 kL (600 MHz, 303 K)o 'H chemical shift (ppm)
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NSV RTING I F—EZRWCAHETBRBERD THDIcH. FVINIEFRFOED
TIVE 2 UTREIC t@&ﬁ@ﬁfTﬁ&éh%#i B E T 259 VN0 BOHERLER
ERAINTE DI AEE ICIKTES B0 Y V/INVEICRETZ VIV I VUNEBEERDICIE. £
T@$®E§ﬁ7jhZaﬁén¢¢M§Eﬁ%T%5g NMRBEEREERD, DEIT,
TTnﬁ%nﬁuﬁfﬁd)Tﬁx_b\7 L*>7ILTH3 (disorderULTWB) EEEICHEDPITUL(,

o e BRBEDB7 775 —O77 ‘lztc.otétﬂliﬁ“lzﬂé:@ﬁ@@%iﬁiéh'(
\A%(]Z) ECBADRIAICR > TIRE S N/zProtein G B1 R XA Y EBWZHAE TIE. N
Uy D ZAPARNS Y RECERBALVEILY S Y D—ERARIGEDEWEEER > TH
D(13). ZOEEZHEKITIEIKREBRD AN H .

2—1) BHERE
A RICAAEZ#ERET 5,
2 mg/ml Microbial transglutaminase
0.5 M 2,2,2-Trifluoroethylamine hydrochloride (°FiZz#MA)
2 M Ammonium Chloride-15N ("’NiZz8/H)
1 MDTT
pH 7-8fHEm /Ny 7 7 — (YU VE&-Na, Hepes-Naik &, —#k7 = > T#H B TrisidALVAR
LY)

B. UMTOREICZEZELS. YV/INVEICHEZINZ %,

%/IE}# M ;/J\\jJD%
0.1 mM YINVE X ul
0.2 mg/ml Microbial transglutaminase 2 mg/ml, 100 ul
50 mM 2,2, 2-Trifluoroethylamine hydrochloride (*F) (0.5 M, 100 wul)
200 mM  Ammonium Chloride-15N ("°N) (2 M, 100 wul)
10 mM DTT 1M, 10 ul

Ny T 7— y ul

up to T mi

BRE I 2TERMAEER (CFERFIENER) KIS0 TWInhoREELEY %=
MZ%. "FEHOZS. BEEREIVINVEICK > TREMYINEMRIZLKRT 5
ENH B, £fe. 2,2,2-Trifluoroethylamine hydrochloride®ii0lc & > TpHMTH S
ZENHD, MELLRILIBSBERECNN\y 7 7—RBEZERNTT 2, bLLIIEHSH
UCHAMY VBBRDOpHERAEL THELDTTIFN VY RTILY =+ — tﬂ),i-?liﬂlﬂlb\tua’éé
VATA VERTTREBICRDBENTINZA %, ENYVIRVENRIRILT « RIERICE>T
BEIRH L TWBIHEIERIMNAE N,

NSV RTING I F—EBEHRORK THRBE S NEEEZRAVWTWS, <OUWAFAE
IKDOWTIEEWEbEEI NV, AEDOHEEL U TIE. Zedirabt WSBAAXA—H—n5mH
RSN TW3, Sigma-Aldrichm5HERD k5> X 7)L 5 X F—+ dguinea pig liver (£
JLEY NFFEB) R TH D, Microbial (Streptomyces mobaraensis) HARD K Z > X
T I F—CELDLEEREENIEVN EEERBZTILIIVIHBEEIND),
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. ER (20-25°C) TUOLKBRET %, BN TV RTILY I F—EE37°CHHETH >
EEHEEAT W H, BEEHOEWY VINIETHNIE. 37°C, 3 hE W EEET
RIibEtETH KL\,

2—2) f5E

TIWBBHATLTRT VAT I F—FEERIDEAEZRLS, NIV RTINYZIF—F
(7FE: $&%38,000) BT VINVEDDBENH L WMGEIE. 1A VRIBAS LR
ETRETZN BRI VINIBEZT 74T 14— &7t®ﬂAW®§§&Méﬁ 77
AZTA—NITLTENYVINVEE NSV RTIWNIZF—EEDBT %,

YT IVEEE. 774 AT0O— 7'(@(2:%1075"350 UuMBEHNIX+0TH D,
NMREIER/\y 77—, "FIEHY > 7ILDHE & < ICffIFHW, "NEZ#Y > 7L T
[EEED'H-"N HSQCFﬁﬁ/jll/@i% EFEERIC, $x7}<n’§§1§?uﬂ§zg_éo

2 —3) NMRAIE
]QFTaﬁin“,%*D“/j)W) 5. H-"FHEENMR> 7+ I)LDEEHFEELNMREE THNIEX K
o CH,EDIAY TU VI DNNH Bz, °F FIDERDIAHKICHT Ay Tz UigWwe E
—7%\5”3‘50 BBFO%7z1&BBO H&F ('H/F.X) H U< ZQCI-F ('"H/"™C/"N/"F) =7
AO—7JTIE'HT Ay ZILHNaEEZ A, BBO ('H,"F/X) 7AO—7 TIX'HE FANHEF v >~
XIWDIeH'HT Hy FILTER W, LUTFICBruker 400 MHz NMREEB(ICE TStV NT
v %R,

ANV R” rpar F1I9CPD” TN X =% —ZZHHAALTEDE,

AcquPars(eda)
PULPROG zgfhiggn.2

TD 4096

DS 16

NS 1024
SW [ppm] 20

AQ [sec] 0.273
O1P [ppm] -70

AcquPars(ased)
D1 [sec] 1
P1 [usec] (better to be optimized as 90° pulse length)

ZRET 5. AERMBIIE L Z25 minkBd, KFUNDEDEEELLBVTELWL, §5
NBANRY MLO—BINE2BTH %, UTICHEZETY

INIVAFATZ L HF Ay 7LD feshiczgfhiggn.2Z BB W5, zgflgn (JXT X —% —:
F19) ICIX'HT Ay ZILBEENTWRWEHERT %,
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JXS5A—% — 1 7L = URIREITIERE Ntz (-CONH)CH,CF, 0 F &'+ JLI$-72 ppmft
FICEEHEI NS, 90°/VLARKFEIF AN Y K “getprosol” THRAAAET 74U MEZ
AWTHLWH HZDEE EERIC/NY 7 7 —DIEREIC &K > TIF90/ULZARMNEL
8%, &2 T T7AINMENS05 useciREDERTEZARELTWVWE, BNET
20 FIBENRKERBEICHET % b UL IETFAZInternal % fzidexternal) 7
7LYRXEUTHAE U NNILARRIES K MEZE Y 7 MMRIE (-75.39 ppm) ICFIET %,

“F FIDDOEY D AHBEFREIET 7 4 JL b T500-600 msiZETH BN, EENHERL =
ZILTIE250-300 msIBETRE ENRED/NT VY ANWVWWK S ICBbnlc, £EH
AL DEHME P ERIBICKET 2D E—7 DIREHNEDD TV (>4 Hz) BMICH
%1%, exponential 2DV 1 > R (EM) DLine broadening (LB) Z%M(Cd
PETA4HZBEICREL TWS, L. "FY I FILidEica#isc/aA— Ry
LY I WEAEMNH D76, ERORIBELE—I# RHEREICSUTEET S,

UNIZET > FILDBEE, 'H-"NEBENMRIEE A IIEEENMREE TH I & W, AIEIE
— kA7 H-""NEB Z % 9 2WATERGATE-HSQCD/N)LR 7OV S LA AWS, 85
N2ART NLO—FIAKIEBTH B, E—7HNDRLI NEABANDODEEZHEE UK
WiE&E (&, ""N-edited 'H 1DAIETH LW 1DBRIFEICT BICiEAcquParsicd 5F1("°N)
DODTDZ1ICTBH. | 1,2,.07 433> (Change acquisition dimension of current
dataset) 27U v UTIDICEET %,
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Ixk&ay
IRE

{LRIEMIC K DERERMEER T Y TIDOV T FHIVREIE. BLFERICLDZ T /B
BBICE>TITS, VY YDBEIETZILFZVIC, IV I VDGERIETZAINTFVICE
93, AEBEHENSWERETHNIE., ZEUKEICHRTZE—TIDHIEKU.
ZFOMDE—TIEIFEAEZL LGN, —ATREZHEIEL, HBWNIEMDIREED
HEERIHDHETIE. E—THREHDETHOE -V ICENHASNDIFENSH %,
UD UV IRBEN BRI TH B85 (E. TZOLSBREEEAICK DB ARY MNILVELDOBEFRME
X, BEBEEDIF3B®RED D,

NSVRTIVY ZF—EZRAWCERERIGTIE. ZEEBAICLDZDIMEREBEELICE
> TEMRIBNDREREICEEZEZ, BENADARY MVEAENICEI B, £eXK
HBHENMEH TEWEE. PR/INTX Y TH-> THREEERDIFENH D (K3B) (9).

A ERE

UIYVDECHEMB LTV ILY Y DOCFEMICEWTIE, 73/ BAIEDZESEIE
— VBRI KELEET D, ATBREFEETHD, VI VDO CHEMTIERHIC
IAXAFIL (-N-(CH,),) 1tENndrfcéd. ZDEEIELED E2DDXFILED(LZEIIHLE
EMETULU. E=IDRREHBIVWETO—RZVI T2 (K1B), HICEERA+2ITELN
BRI 1 20— UTERAIE NS, K> TARY ML ERERR{ET B ICIE.
CREE ZERD D ehlcEmE (>40°C) TAET 21F5N KW (14), ERFHA (20-30°C)
TV Y VRIBEOBEER - EBEICIGU T, 120V v —TFF7O0-RgE—7,
BLODHULEE—TEULTERAEINS(8, 14) DL SRE—IURHEHZDWETO—R
ZoJNE BT S/ BEREEDEBERICK > TIXFILDLOEEFIAE I 5ND T
EICRRT 2HBEHNE N (4,8,15),
NSVRIIWNEZF—EILLBTILY I VDCFEMTIE. AL/NZ ROF@EEICER
TE2VANTIVRADMERBANERET 5, CRIGHAINI RONRFIHS2EED
(-CONHCH,CF,) NfETTW3HZDEEIFBETRBWVD, BEWERETRE—I D
HPTJO—RZVIHBEIEIND ), HERULBRW, EESIF30°CORAEICTIARDE—
7EULTEAlENTWS (K2B),

A E 1%

EZ2RIDFRENE L TH > THRERMEL TWBHISERE (Hz) E0ZE(LT B8,
AEHRIZOEEETH D, BEHRIZTREBEARBLEIN/NSAD EORHIKE (fast
exchange) ICH2ARYT MLHAESNY IV, BE TIHEICHEBREHRENKE R
D, BWLWRHEIREE (slow exchange) &7 D Y30V, TRhDLEER - BEIE Tldfast
exchange& DI, KR - &% Tldslow exchangek D IT72 5,

£ IE XY OCF EBMICHEIT 2 F-NMRAIE T, ZBNMRICHFEDOKREREFEY
TREAKICLZBMOXENEETHD . SHLICL D08 - BEMLEIF'H-NMR
FEHAFTERW,

10
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il E pH

YUY YDOPCHE/MICEWTIE, PE/E07ONVERELSLTZDTO S VR
ENAFILBEDILZEY 7 MBI E—IBRFICEEZHI-Z D, pHZIEEM (pH >10)
ICTBETI/EDOTONDEEL. 'HIEZEY T ME0.7 ppmiFZ EFRISAIIC. Clb
FIT7MMET ppmIFEEHIBRAICS 7 KT B(16) IAFILT I /EDpKIFHLZ10T
H2kH. HUpH 10BATORIENTEETH 2 51E, FHESEDpKDEWT LN
STRHAEB D IEE—VZRPEEIBZIENTES, £, pHZPPEHELD (pH <6) I
TRETFI/REOTOMN URBEREMETITDZEICHEL T, E—=I9REIFT0O
— Rz 09 2560H5(15-17),

AR MIVELD RN

AFEEEERZICE DB SEBET(LE ARY NLEEH SBIFT 258, LR EHIC
K> TEBAURERMMERIMIZ T S /BAEOKRKETH Do, tFEV T NELLE
BIEIZNSWT EDNRZW, U UEDS. AR NILEEDL S AT E (S0
RIEFBREOE(LERBICRMRT 5, YUY YD CHEMDOFETIE. 'HIEZEY 7 MEL
2(CLT0.01 ppmd’, VEDDULEWNMEELRD(8), PCILEY 7 RE(LBIBIEERD S
OB EEIET HE K SR TNE L, Fle LR TRRIALERIBOFEE S [T T
Wiz, 'HELEDHZBRITT 2IESNEETH 2, VLY IV DCF EEDIZEE. 0.1
PPMIZENEER FILEY 7 R ELEE L THIREIND(9), E5IC. "FEESTEIKIC
BEDLWMEEY T MNERBLOKREBRIEEY T NEAEICK>T, =2 TJO0—KZY
5 ERIINP T WMEMRICH B,

EHiRILDEE

SEERDFM 1) TRUEESIE, YUY VD PCHERTIEAIET = / EDpKHAELE
h5RWH, FEPpHHETIEZAOMN LU TEICEET D, K> T BHEF I /BERE
EDEBE VWS TERHRENEEERBRESIND EEZISNS, EESDRRTIE. XFIL
BELI3EDY VIINVBEICDWTDRBNGRETIS, EWMEERIBICLZE—T7 2R
CIEBERNBWEREZRL, BICRWMEERBICL>TIAROE—T7 & LTERAEINS
BERICIIBHUARERETH D ZEMNREINF(18) FIAFIVEMIC L ZIFBEE
LIZEHEEFDORMSDICLTT ALIRTH D, 2FELTDT7A—ILT 1 VI REBEn
%(8)e EESHNMRIC & > THEERE ULFKBP12D U ¥'> X F ) L&A (PDB: 2ND5)
Tld. FEBHIMAE DEERMSDN0.8 ATH -72(18), 1L, VIV BEDHERIICH
WTIRY IV XA FIVERIC K B FEID/INy £V U MRIC K > TiERILEEL A ERED R £
RAHASNDEDIC(19). FVINVEOYEICRICHUSDEENRETDZEIFEZS %,
Flo. UAEBENDEEEVWSBRTIIRAZEL D EAMEREANDEMHDIF S HEET
BB, TITHMITBRILLATZILTE RZ10NM 520 mMMEEISHST. H25WE2, 3
ICAFT THEZRNT 28, BHRIGEHFZREILT 2 &Ik > THREEREANDEL
ERIZRBIENTES(8),

NSRRI F—EERWCTILY 2V DERBTIE. "NEZZHDIBE ICIFLZEEN
REFINd, —ADFIERHRICK [T ZCFEMTIEFREHEEDEHKEN EAD ., BRE L L
STEHRICHEZEZ, BRICEL > TUIRIGPITTEBYINEL S 2N H B, TDL D%
BEIE. 2,2,2-Trifluoroethylamine hydrochloride DEEPRIGEE%E TIF3HE LT,
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KR T . KIEUVEBMDNELBEETH > T, HHIREDEEINEMHENIIBE
ICDHRERT B ENH B, RIGDED LBENSHMDEENCF Effichicty 7Lz
/onsdZenH s,

VAT IANDILEIEL

AETIRY IV ETILY I ADLERIC D W TSR U e b, SBEDBIRAIER & WS
BETIEIATAUANDRZEMNE > EBBFNRBRFREL D, EDDIFCFERICKD
CFIZ#IZCGPCRADIGANRE I N5 E(20, 21). {LREMIC X 2T ERMAEREIC
BWTEERMNUEBEZULDHTETWS, XLLERMAERDEINCHEHMESY T (REY
FIN)L) ZBHEICK > T NMRTIEBERMERENEE (PRE) &I 5 7 27 K~ (PCS)
EWS TEEHMENRIC K ZEBAN., SSICIEFEFRAEVHIE (EPR) NDIGAMEEE & &
%,

XBRORE

YUY DETHX FILELRIGICEH W TSodium cyanoborohydride % E27tHl & U TH
W25 EIE. SYUROCBMEEEICHRD 7 e TH Bz, FRETHHED L TER
W, BEICHTz> TIERICLEED S,

B4
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