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MEEE AU TIE, BN E L CHET 20 7 Uk Ot 4 3 o U3 ey
DERDTHDHA Y FATT 8T VIV (AITC) 2T /ULEME L, B ENMRIZE T 5 QM-
qQNMR D EBREE 2 Wil L=, 7, SRAENMRIERE 2 VT, AITCK OV O EERIETH
LHFFTT T VL (ATC) DHA Y AGHMAIE LTz, £ D%, 400 MHz =g NMREE
& & 60 MHz 5. _ENMRZEE (& % AV CQuantum Mechanics gNMR  (QM-gNMR) % ZEfii L, 4 A
sua~ 777 14— (GO) ITXVRDEBHEL DL AZIT T2, 72, QM-qNMR TIIAFHT
Kol U TRELIALAY O HA Y ERIZIESWCTREFEMTbID Z £ b, AITCIC
INZ TATCZEFENTX BT E O DM &, ATCZERINT 5 51 TQM-gNMR % i L 7=, % D
R, BEBGNMR T, ATCZMHTXGN BRI Lo E THAITCE FfEEICERFIRETH -
72o —J7, H_ENMRTIE, ATCZfRNT*IER) RSN LI A I AITCE BN i il & s 9-fd ) 23
BOLNTZ, 2T, H ENMRTIZAITCK CATCH R DO'HE BN ERICEE L T\,
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A. BFEERY
KRGSy e (NMR) 13 'H 72 E D1
BAEZEEINT 20 FETHY, FEITbFHHE
EMHTICH W BT & 7o, T4 Tl quantitative
NMR (GNMR) & L CEESMTICH AL IGHE
NTn5, TEICEEL T, FELOFEE
BEI O WNIEEME & ot G o 'H 554 %
NENED L, TOEFHELICESNTE R
Z R 5 51 (INT-gNMR) 23— iR TH 5,
L7>L, NMR A7 hL ETCTHEENIEEE
TITEET D EAITIXEMR RS NN L 7
57-%, INT-qQNMR (2 X 2 K72 @ &m0
AR RVRRREDRD B, — I E K
NMR &% W5 FERERITH D, —J, ITF
TI/VE - R O NMR 2E@ (5 NMR) 23

B SN TW5, H L NMR IXEMESEEE &L
L CRENES THY, BAIXANKRT
=T ax EBRY, SBI, JZUFURY
Wi, WA LT L L SHERE B
DEETH D, ZOXI72FENE, BACE
WL OMEERSBFE~OANESATWY
Do LINLeR D, RS CTH LN ZIZ 'HAE
BOEMENELLT <, INT-QNMR (2 L 2 K
TRFEMTIX, e EAME M b A ARG L LT
Bah EICREIND,

{LEWE D H E51E, T DN FHNICIFEET
% H BOLFRMBREEIS U TRE OB B
HE, ZhidbEy 7 FEEn s, £7-,
ez L DA B - A VU EAMERIIC L 45
L, TORZMEIT A U EATEE 0l LT
FEND, ZNBLHEY T PROAE UHEEE
BRSNS H AV ERIT, &7 %
IZESL D TEAEOHEETH Y, HImMIZIE
WM IARAE LRV, LTed o T, METREE



DI NMR ZEER TH-TH, 'HAE U
WETEHTLZEICXY, 5 FAXT FLOF
BRSER VATV 7T 00 BEE &R
HEORBETITH) ZENAREE 2 b,

H A & AF#IE, KEFRE 2 U TRk
WHZENTE S, il TlE, NMR solutions £t
23pR%E L7= Y 7 b ¥ = 7 [Cosmic Truth]|Z i Z
EPERE R BT R BRIE A LB L H 9 LA PC
BREEICB W CHLE L CEEL, MR TOIL
REHRN AR L 2o Tz, 2O X DT, KIEFA
ZJr LT 'H AE AF#ARD 5 F{AIT HIfSA

('H iterative functionalized Spin Analysis) & FF/E
N5, £72, HifSA 2@ L TH LI 'HAE
a2 L 3 25 E&5HE X Quantum
mechanics gNMR (QM-gNMR) & FE[FIL TV 5,
)]

AR TIE, BN E L CiEd 507
THiH R O 3 0 U Y E RS T O TR
NTHDHAYFATT VBT VL (AITC) %%E
TUEE E L (1), B ENMRIZHEIT 5 QM-
qNMR DERAGE ZHEET 5 & & biZ, HAT0
ERETHLTAZu~ 777 4— (GC) &
DI EAT > T,

B. BrEFHIE
B-1) AKX OFE
7 AR e 4 3 T U eI,
ARSI =%B U CTATF L, AITC
(Cat. No.10185) 1T H AL L3 (Bk) A
M L7, &7 & b (CatNo.01053-96, 99.9%D)
B L (BR) BN LT, VAT LA
A (DMSOy; Cat. No. 048-33271, 99.9% mass
fraction), 7 T ~F > (Cat. No. 034-05006)
KOV 77 (Cat. No. 040-21602) 1ZE 71 v
LFYEHEEE (BR) M OREA LT,
B-2) QNMR #I5E
s NMR 25 (& (Bruker L8, TH JLrg 5 3
#0400 MHz) J2 O'EL | NMR #:{& (Magritek £1:
i, 60 MHz) % W CHIE L7z,
aNMR JE M (EfYs NMR & E NMR)
B0 AR - 470,327
BEFERRRT 60 70,760 £

FEREI% : 8 181,16 1]

2L AR 90°,790°

BCTFHy VT @ A

o7 valls ML
B-3) NMR 7 — % JLB

NMR HIE T 547z FID (X, MestReNova
v14.2.1 (Mestrelab Research) % FHUNTT — & 4L
B L7z, Exponential ZH\\\T, @577 1
—R= 77772 —%HMH LI, 7272 L, INT-
gNMR & HifSA (23 TlE, Exponential % H
L7pinotz, LI, 2 CTORET —Z 25 LT,
512K 7 —# A" A > b &£ T zerofilling L, FEIL
FAA# 1E }2 O Sth-order polynomial D-=X— & Z A >
FHIE 2w H L7z,
B-4) INT-gNMR

UV ETZ I/ RECEY L o7 DMSO; £
dmg bt 33y RRETRED & o7 3ERY 100
mg #E7 ¥ b 1 mL IZEEL7ZDH, NMR
AEMEIZ 0.6 mL 2B LEE L, qNMR JIEIC
£F L72. DMSO, D A F)VEEIZ%9 5 AITC 0 H3
DR EEZ W T, BToRUT XY AITC & &
R L,

Aprre Hic Myirc % myc % P
— XIpc
Agc Hypre M, mg

T, WO (AITC), WEEHE (10)
K OGRE} (S), Cont: & &, A:fHs) L7c mFE(H,
H: 72 b%, M: 2VEE, m: BFEHE
B-4) HifSA

NMR K#EFHE Y 7 b = 7121%, NMR
Solutions Ltd #2¢ Cosmic Truth (CT) ZfEH L
72o K3 100mg D AITC &V &LV, ET &
1.0mL % J1 2 TR S, gNMR I E 21T - 72,
BB gNMR A X7 | /L% MestReNova
v14.2.1 ZH\WT JCAMP 7 7 A JWZZEH LT,
Z® JCAMP 7 7 A /L& AITC ® mol 7 7 A JV
ZCTIZT7 v 7ua— KL, EAT FR3E
MART N &—ETHET, ¥ 7 K, R
B - A B RS R ESU OB 2 A (b L7z,
B-5) QM-qNMR

B-4) CTHBLL 7= D% qQNMR HIEISfF L=,
ZEEIILL T o v 5 H L 72 : Exponential 0.2
Hz, NMR A7 kvt 2 FED mol 7 7 AV

Contype =



(AITC L O*DMSO2) % CTIZ7 v 7 u— KL,
FRAR7 fvb—%35F CREFHEZIT
ST, ZOREE, AITC T DMSO; DA B —A
VU A EB DI B-4) THRE LI E T
L7-FENEHEEZT- T2, NERETELN
ToAfE e (Bvk) 2L FORITRA L, AITC
DEwEERDT,,
Poyire  Myre - Myc

Poyc ><M—Ic>< mg

Z 2T, WFIX AITC, DMSO, (IC) K OVRE
(S), Po: E/LL
B-6) GC

GC HIEIL, BMISIATEES 9 DD 7
VHEM E O A 3 T U RS O E Bk
BB LU CEM LT, 7% 1400mL % &
DLy, v ra~td iz CTIEMIZ 200mL
LT b EEHNERERE L, 3k (1
Tt A 3y U i) £720X
AITC 9 150 mg Z K IC& Y &0, EaHNE
YR 10mL 2 EMEICINZ 7206, v 7 gt
V&M TIEMIZ20mL & L7260 % GCHlE
WA L7z, GC HIE%, AITC OF&EfE%Z INT-
gNMR |2 X 2 E&fETHIE L7212, LN
WX EBf O AITC &2 B L=,

COTlt.AITC =

Marrc Qs
COnt.A[TC =—X

mg Quarrc

Z 2T, WTIE AITC R O%RE (S), Q@ AITC
v — 7 HWIEDT B D — 7 A .,
GC & St

fRHER - KBRA A bkt gR

BT NEE025mm, X 60m DT 22— R
R U BEONEIZ, TAZa~ NTT77 4
—HYATFNARY axt a2 025 pm OE
STHHELIZLD

717 LR 80°CH B4y 4°C T 180°CE T
HIE L7,

A FHRFE ¢ 100 °C

SRR 250 °C

Xy U —H R EHE

Vi AITC OLRFFRFS 7T~8 /31270 5 & 9
AT D,

HEAFK A7V v A7V v R 1:50

X Pyrre

HERER] : 30 43

C. BWRRUOELE
C-1) AITC fZ=HERK D qNMR ME
AWFFETHW D AITC AZUE 5 o skl g %
INT-QNMR C3R$H 25 Z & & L7, NMR &,
BAKa O CiebmBis Th 5 H L EN
#5400 MHz O NMR #:i& 2 H Uiz, 3RS
X2 [\%EH L, &iBHI W T gNMR HIE % 2
BT > 72, NMR A~X27 kL EIZiE, AITC O
EHEEIATH LT AT T VL (ATC) b
BRIESNI=Z LD, AITC KON ATC DOFE %
RKdpZ &b Lz, WifbAEmE bICR Y & &
B b7y H3 ko H B2 W TE
BitREToHZL L (KM 2), 2O, AITC
94.7% (RSD 0.2%), ATC 4.0% (RSD 0.3%) T
bolz, AR THWD AITC FEHER X, 'H A
UM A I ET S T4 R e 3k
Th o LYWL,

C-2) AITC K} ATC @ HifSA

AITC (2%} L C HifSA # 3 L, AITC ® 'H
AEUNEREPA LT HZ L L LT, NMR 2
[EIX, S INT-gNMR & [AREIC, BLARESROH
Tk b @S TH 5 'H LB EH %% 400 MHz O
NMR 25 (& 2 L7, NMR A~7 R~V BT,
ATC LB END Z &5, ATC O 'H AE >
BEHRLEASMZTHZ L E L, CT 261
iz ' H AV UAE#RAER 1 ICE &bz, 3k
BT 6 [N L, &3UBHZ DUV T gNMR HIE %
2T 572728, FF12 D NMR Z~<7 kLA
bbb sn, b 12 DA KL
LELNT TH AV L, KEFEMTO
NTOXIHKT RSD 04% L, FEFICHEIM
DELSBELIETH-T-, LIz->T, L&
DOFFFTTIL, B OFHfEEZ 'H A B
OFHE L THWSZ LT,

C-3) ZREDORE

QM-gNMR DJE ENGE ORI LD, BT
it R e A G o U R O AITC
LONATC G E&DSHEEZ RO DHZ & L LT, Bl
ITORNEETEHEIN TS GC ZHWTER
T 52 kL& Lic, EHELOMEEIL, C-1)



TRD7= AITC KX ATC @ qNMR #i 5 THIE
Lz, BT Uitk Ok A 3 v U5 ehitid
OFEHFARLT 2 RIS L, AiEHZ SV T GC
WEZE 2B T -T2, TORER, b7 Wi
AITC &% 91.7% (RSD 0.2%) KM% ATC & &
3.9% (RSD 1.3%), &4 3 v Uy ittt
AITC &5 85.3% (RSD 0.4%) KN ATC & &
4.1% (RSD1.5%) TdH-72, QM-qNMR D& &
FEEDOMEGRTIE, T b aBREE L THWS
NP Y i
C-4) B NMR EEBIZB1F 5 QM-gNMR D
EBNEE

C-2) TRD7= 'H AU ERE LRI
QM-qNMR 75, B 7 ViR Okt A 3 70
T e O AITC & &K NATC & &% KD
% Z &I LT, EMRHEIZIF I D INT-qQNMR &

FIC<, BRa BB R 5 2 LN ATEET,

HffiZzpy o7 vy NERT DMSO, # Hnb Z
Ll Lz, ABRRLT 2 Mm% L, KakHco
VT gNMR HIE % 2 [F11T > 72, QM-gNMR TH5
LD EREMROBFIMEL M LT 570
1%, HIEZ & DAY M ILVORMEE B 5 R
ZDOMENHD LWL, BEREEHTS 2
L L L7, A[ElE, Exponential 0.2 Hz Z #5179
% Z &L L7, NMR &1, TH L5 % 400
MHz @ NMR &2 L7, NMR A7 K
v, AITC & ATC XX DMSO, D 3 2P mol 7
7ANE CTIZT v r— KL, NEHEEZ
Fh Lzl 25, BT T o AITC & &
K NATC & &%, Z£Ei 92.0% (RSD 0.9%)

K3.9% (RSD1.9%) Toh o7z, GC TRDT=
ZMRME & L L7ZBR D AITC &&= K ONATC & &
DOEEL, ZEi 100.3% (RSD 0.9%) KO
100.1% (RSD 1.9%) ThH-o7- (F 2), HITD
GC & W= AEETIE, AITC GBO A2 Z2 BT
LTWA728, QM-gQNMR (28T 5 KEFHRE D
B, ATC @ mol 7 7 A V& R\ TR IEEHE % 3
i L CHIz, ZOfER, AITC ZEOEEIT,

101.2% (RSD0.5%) Th 7= (F2), FEkIZE
A4 I U EHIHPIC OV TS I L7 R,
AITC KON ATC % %5212 QM-gNMR % i 3%
&, AITC BN NATC GBOEE L, Zh%

4

A1 101.8% (RSD 0.6%) M T} 103.0% (RSD 1.0%)
Tholz, AITC OHZEXGE LI-BEOEEX
102.2% (RSD 0.2%) Th-o7= (F2),

C-5) H_ NMR #EIZR17 5 QM-gqNMR DE
BRE

C-4) L [REROMFTZ 5 ENMR 2&E % N C
Ehid 52 & & Lz, 17 Ui, AITC
KON ATC Zxf5e Lt L7-BED QM-gNMR O HJE
X, FhEh AITC 102.3% (RSD 0.6%), ATC
114.5% (RSD1.0%) TdH->7= (F3), AITC D
ARG L LT-BROE X 105.8% (RSD 0.6%)
Thole, BAa v Uit TiX, AITC &
W ATC % %512 QM-gQNMR % i 5 &,
AITC GEA N ATC BROEE, Zhth
103.8% (RSD 0.9%) MO 135.7% (RSD 0.9%)
Tholz, AITC OAHEXGE LT-BEOERE X
107.9% (RSD 0.8%) Th-o7= (F3),

EH_E NMR IZBWTIEH 7 i kR Oe A
ST EHEY E I ATC ERBOEE IS
FRAE & T 10%LL Lo ENER SNz, &
& F TIZ ATC @ H3 I[CHkT 25 'HIEE D SN
IEEMERLI-EZ A, SN T 100 FRETH -
oo —H T, C-4) @l NMR IZE1T 5 S/N
1L 2500 FLE T o7-, 2D Z LD B ENMR
TIX ) A RO Z53% T T, BHENE L
LB,

F£72, 5. ENMR TlE, AITC DA Zx4 L L
T QM-gNMR % Zfii L7854, AITC & ATC %
FIRFICRI SR E LI A L LT, AITC & &
OEENE/LT 2EENRD bz, Z DK
[ZOWTHEE LT,

. NMR T, AITC ® HI1 } O H2 [ZH R
T 5T XTO HFEN, ATC kD HIFE &
SERICEEL T\, X562 ATC & &% AITC
DALY FZELWELEEZ DT EDE
HEI7e <, TOREE, ATC HEO(E 5 HEN
AITC HIRDOE SmEEICIE I NREET CT
DOFAEFHRENPIE L, AITC &80 ERE )N HEL,
L7ebDEBELE LT, —F, mkiY% NMR Tl
B—7 by IREEITEE L TE 5T, ATC
HEOEBEZMN L5 & L CHRBIATHET
bolz, Lo T, mdds NMR Tid, AITC
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KFLERPoTmb D EEE LT,
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et OAITCEET MEEWE L, 5 E
NMRIZ 51} 5 QM-qNMR D & £ k5 FE & Wik L
7o TORER, HE ENMRTIE, a8 0
HALEMORENEBBEIIRE S EET D
ZENH BN E o, BARRICIE, BB
& EN D AITCOMEEFE R T o 5 ATC % fif
RGN BERAS L2854, ATCH kD5 B AITC
R O(EBICEHBE L2 E CREFE S L,
AITCE &N RE A R THIARERO bz, —7,
AR N VA REE D E O E RS NMR T,
AITC K ATCHI R DG 5 A FkFRE TH D,
ATC % fRNT X RGO 2 InE N 577,
AITC% FEfEEICERT A Z EMA[EETH - 72,
PLbEX v, B ENMRIZET HQM-QNMR T,
BN TE T A AEEER AL, 'HIE B Es
ICEBET RO EHUNCEE LeWEE, B
EREEE RTERERH D Z ERH LN E
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Fz1
1

CT Z W TH 5202 L7 AITC X TNATC O 'H A B 5

Chemical Shifts (ppm)

Coupling Constants (Hz)

AITC 2) 2) 3J) 3J) 3J) 4) 4)
3a,3b la 1b 2 la-1b 3a-3b la-2 1b-2 2-3a,2-3b la-3a,1a-3b 1b-3a,1b-3b
AR NMREIEL  4.29852 5.26962 5.38356 5.95845 0.933 -13.072 10.276 16.965 4.877 -1.653 -1.861
NMREIFE2  4.29857 5.26967 5.38361 5.95851 0.934 -13.072 10.276 16.967 4.874 -1.653 -1.861
FEEL2 NMREIZEL  4.29851 5.26960 5.38355 5.95846 0.933 -13.072 10.274 16.967 4.876 -1.657 -1.863
NMREIE2  4.29851 5.26960 5.38355 5.95846 0.935 -13.072 10.276 16.968 4.875 -1.654 -1.858
B3 NMREIEL  4.29852 5.26960 5.38355 5.95847 0.926 -13.072 10.271 16.967 4.873 -1.657 -1.863
NMREIE2  4.29850 5.26959 5.38354 5.95846 0.931 -13.072 10.274 16.967 4.874 -1.655 -1.859
A4 NMREIFEL  4.29831 5.26959 5.38355 5.95833 0.931 -13.072 10.273 16.969 4.874 -1.658 -1.858
NMREIE2  4.29829 5.26956 5.38351 5.95829 0.928 -13.072 10.271 16.968 4.877 -1.655 -1.861
AR5 NMREIEL  4.29852 5.26959 5.38354 5.95844 0.931 -13.072 10.272 16.967 4.875 -1.655 -1.856
NMREIE2  4.29854 5.26959 5.38353 5.95847 0.933 -13.072 10.272 16.969 4.874 -1.655 -1.861
A6 NMREIFEL  4.29844 5.26964 5.38358 5.95841 0.928 -13.072 10.271 16.965 4.871 -1.655 -1.862
NMREIE2  4.29839 5.26961 5.38356 5.95839 0.929 -13.072 10.273 16.969 4.874 -1.655 -1.860
iy 4.29847 5.26961 5.38355 5.95843 0.931 -13.072 10.273 16.967 4.874 -1.655 -1.860
RSD 0.0% 0.0% 0.0% 0.0% 0.3% 0.0% 0.0% 0.0% 0.0% -0.1% -0.1%
Chemical Shifts (ppm) Coupling Constants (Hz)
ATC 2) 2) 3J) 3J) 3J) 4) 4)
3a,3b la 1b 2 la-1b 3a-3b la-2 1b-2 2-3a,2-3b la-3a,1a-3b 1b-3a,1b-3b
FEEN NMRAIEL 3.73651 5.30563 5.39689 5.98335 1.246 -14.872 9.983 16.878 7.268 -0.735 -1.237
NMREIE2  3.73655 5.30570 5.39695 5.98343 1.245 -14.872 9.978 16.877 7.271 -0.733 -1.239
FEEL2 NMREIEL  3.73648 5.30562 5.39688 5.98331 1.257 -14.872 9.994 16.878 7.268 -0.738 -1.239
NMREIE2  3.73648 5.30562 5.39689 5.98330 1.252 -14.872 9.995 16.880 7.268 -0.733 -1.239
FHL3 NMREIFEL  3.73650 5.30562 5.39689 5.98331 1.243 -14.872 9.996 16.878 7.269 -0.731 -1.241
NMREIE2  3.73649 5.30560 5.39686 5.98332 1.255 -14.872 9.996 16.882 7.267 -0.730 -1.241
Ana NMREIEL  3.73629 5.30563 5.39684 5.98325 1.256 -14.872 9.994 16.879 7.266 -0.737 -1.240
NMREIE2  3.73626 5.30560 5.39681 5.98325 1.256 -14.872 9.993 16.879 7.268 -0.734 -1.240
FEEC NMREIEL  3.73650 5.30562 5.39688 5.98335 1.245 -14.872 9.982 16.879 7.267 -0.731 -1.241
NMREIE2  3.73650 5.30561 5.39688 5.98331 1.253 -14.872 9.994 16.879 7.266 -0.737 -1.240
A6 NMREIEL  3.73643 5.30566 5.39692 5.98331 1.246 -14.872 9.994 16.878 7.270 -0.736 -1.241
NMREIE2  3.73639 5.30563 5.39688 5.98328 1.246 -14.872 10.000 16.879 7.266 -0.733 -1.243
E 3.73645 5.30563 5.39688 5.98331 1.250 -14.872 9.992 16.879 7.268 -0.734 -1.240
RSD 0.0% 0.0% 0.0% 0.0% 0.4% 0.0% 0.1% 0.0% 0.0% -0.4% -0.1%



£2
2 400 MHz |25 5 QM-gNMR D € £X5 &

Hh 7Y 43V 7Y EHREY

AITC ATC AITC ATC
AVE 100.3% (101.2%) 100.1% 101.8% (102.2%) 103.0%
RSD  0.9% (0.5%) 1.9% 0.6% (0.2%) 1.0%

FERDMEIL, ATCEBRWTAITCOAZEERRE L ZBOERE K URSD,



*3
#3 60 MHz (25T % QM-gNMR O 7E Bk

h 7 ombY 437 Y EHEY

AITC ATC AITC ATC
AVE 102.3% (105.8%) 114.5% 103.8% (107.9%) 135.7%
RSD 0.6% (0.6%) 1.0% 0.9% (0.8%) 0.9%

FIMADENE, ATCZBRWTAITCOA%EEENRE L 7-BEOEERURSD,



K1 AFFTTVEBET IV (AITC) ROFFVT VBT VNV (ATC) DILFEE
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