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X2 Dimethyl nitrosamine M#tE X MIZEE

Magee- -Jk%Druckrey > #nI[a] HF 724 & 12, $HEN &
Mg v BFZE 2 o dialkyl nitrosamine o KN T {3 A
FECIEHET v % ALl % 14, Zorh Y & L Tdiazoal-
kane # L A%, ifith{balkaned %\ (2% 5 (2 7 R LT
kL o7z alkylcarbomum ionTH B LT3 (K1),
EAR Mageeb IFEEHETHY, OS> MHodime-
thyl nitrosamine (DMNA) (3/4:KINTRNAXDNA% #
Fribl T, BE 4 7-methyl guanineZfk 2L %
gL 72 (X 2),

IN-ZFavitehnE - EBSIT

n]&' bm*ém'— }\ - /Tt #b)ﬁ 5’/\“11_’-.!1;1?]:.\“3103?1?%(;‘
ﬁ*z}& 13 Lo, Bmﬁﬁﬁc it L T o ERy, FLBLG,
“A ﬁxlié: LT BAHE [ﬁfamu"“éiu e,
%@Hﬁaﬁﬁixtﬁmﬁtﬁiéﬂtﬁﬁi

-%,ﬁ—%m7%74,aﬁbeu,m@i.%%
N A T - LRI AR RS AR R R /ia= el e % /L)

GrMTEE L X THE L 2 8UE L H B0, BRI LL -
HLTHhD g HCHIKTH S,

ATz, gro-t 7574 (TLCO)BLUH A
o F 757 ¢ (GLC)Z v 2N-= } o VLMD sE
P EREIZM S T, BOEo gLk ~Ns, B, T
LCrGLCZ2fH L b0 L %A, T TIEEHETS
ARME 2 BT TH <,

3. 1357n7b7574 (TLC)

Preussmann # Lz, N-= F o vkt smils & o
Wiklzow Tz e Fikxidl A,

% ¢, TLCCTHU&EA %Mt & L T1.5%diphenyl-
amine-ethanol®0.1%palladium chloride-0.2%;NaCl/Ki#
mm5:1mWﬁ%%%Lf#e o T B iz S
W (Amax=240nm) TEFHIEE S 2 &, H—HE
mxmvbttfﬁﬂ§néq:mum%%utmrm
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= b oy REfgc LHThHo T,
loride!z £ » T=F o v %ﬁ‘dlpheny]aminet: wfs L TH
T sLoTHY B AZER=1rey 7 8 (N
A)7T0.5ugThD, 72, Kz Silica Gel HF,,, (#
w7y a2, NARRREEORBT T vt #E
JEM FizBEfR 2 o b 2 L TR L5 hY, IS5
ugTH s, BVIZEMONAORIEZRL 72,

palladium ch-

#£ 1 Dialky! nitrosamine® Rf

Compound Rf
Dimethylnitrosamine 0.24
Diethylnitrosamine 0.49
Di-n-propylinitrosamine 0.69
Di-n-butyinitrosamine 0.78
Di-n-pentyinitrosamine 0.82

layer :Silica Gel .
developing solvent :hexane-diethylether-
methylene chioride (4:3:2)

X 5 (2 Preussmann 5 (3% Silica Gel G |- Tk kg%

BEAZHTREL 2.
(1) Symmetrical dialkylis Lt*methylalkyl NA : hexa-
ne-diethylether -methylene chloride (4 : 3 : 2)
(2) Cyclic NA:hexane-diethylether-methylene chloride
(5 :7 :10)
(3) Aralkyl-# X tr*diaryl-NA : hexane-diethylether-
methylene chloride (10: 3 : 2)
72, REH LU
(1) (a)1.5%di-phenylamine-ethanol * (b)0.1%palla-
dium(II )chloride- 2 2 NaCliz# » 4 . 10K *
MiFE L T, IR L 2
(2) (a)1.0%sulfanilic acid-30%acetic acid * (b)0.1
% a-naphthylamine-30%acetic acid?» 1 | 1 D
i (Griessit3E) % WOF5, 65 12 S0 TR L <
e, ML 72,

2.2, ZNHLDHEERE LT,

Yasudaﬁizii, FHR= oAb o TEES 2 -
naphtholi% % [ methanol —ethyleneglycol-302,HCI1 (10

D81 2) OEMFIZ 1% 2 -naphthol Z4] % MATE,
105—~110°C, 10 ~ 20 57RifnZR L T % A5,
aniline NFHERIZFRICRIE 20 <, BRHRHIT ponit
rosodirﬂet hyl aniline, p-nitrosophenol, 1 -nitrosa-
2-naphtholi; £ (*N-nitrosomethylaniline T% L #410.03,
0.2 0.3, LU0 1ugTh-> 7,

Neurath'ss (3, NA i 5 % F5 46 % L0 /512 & - THR
T 572102, F ¥NAZLIAIH, T®&IC L, 1%+t 7zhydra-
zine % 5-nitro- 2-hydroxy benzaldehyde (5-nitro sa-
licyl aldehyde) & @ 4 & & Tbenzalhydrazine # {E > 7z,

5 (= Silica Gel G#% fv», CCl,-ethyl acetate(95:5)
# % (3 chloroform-methanol(95:5) THEBH L 72 %, 3%%
KOH-ethanol # M7 ¥ % £ M~ HE#®WB L+ 23 (BE0.57),
F7:, BLICEEESORMOHK L L TIE 1% potassium-
ferri cyanide (K;(Fe(CN);))-5%HCIEMH *™FHFL T
oMY s EFEERT LY, FRERNTIERL Y (BRE
0.057),

Schaentalb ti Chineese incenseD N4 o H:
MRz > CiFFE 21wy, TLCTGriessii# <> Preuss-
manniA3K (- k) Rf=0.35(hexane-diethyl ether-CH;CI,

(4:3:2) ) —F Ly 7DARy FEKHELZD
F—5v2 574 TIENABEEHTH - 72,

p-nitroso
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&2 Silica Gel G (C& 32 &M nitrocamine @ Rf

Nitrosamine Solvent Rf
Symmetrical dialkyl-NA (1)

Dimethyl 0.24
Dietyl 0.49
Di-n-propyl 0.69
Di-isopropyl 0.64
Di-n-butyl 0.77
Diamyl 0.82
Methy!l alkyl-NA 1)

Methyl ethyl 0.36
Methyl propyl 0.46
Methyl butyl 0.51
Methy! amy! 0.57
Methyl heptyl 0.60
Methy! benzyl 0.53
Cyclic NA (2)
N-Nitroso-N'-methylpiperazine 0.04
Dinitrosopiperazine 0.27
N-nitroso-N'-carbethoxypiperazine 0.35
Morpholine 0.40
Pyrrolidine 0.41
Proline ethyl ester 0.52
Piperidine 0.63
Indoline 0.74
Aralkyl-, diaryl-NA (3)
p-Nitrosomethyl amino benzoic acid 0.00
p-Nitroso methyl amino benzaldehyde 0.22
Methyl phenyl 0.63
Ethyl phenyl 0.72
Diphenyl 0.80
Methyl (2-phenyl ethyl) 0.29

Serfontein & 13, % /%3 ONAD LK % fEsE+ 2 7
Iz, 733 l1kg® B ThHEL—-F LXK 53HOGLCH
5, N-nitrosopiperidine# /ML, X 522 DX 5%
LiAlH, T#G L T1% 5 41 72hydrazine # 5 -nitrosalicyl
aldehyde LWLEEL | i fabenzalhydrazine#757, Silica Gel
GTaRlL7, 7, #xandrho NA 22T 5
72>NA# 5 1% 5 #t 7-hydrazinel~ 4 ~nitroazobenzene—4
- carboxylic acid chloride #{EH &+, TLCT4#3L,
EREIT> 72, T4 bbb, Silica Gel G - TCHCI, pe-
troleum ether(b.p.60~80°) (9:5)%*HWTREHL, &
WEDZEy FEHr2 e, MELCHEEREL 2,

7, Sakshaugé i3, K& 12k L CHFMANEL 2 L
z= ool (IRTERLE L CHEEREEF M) v 2 Rm) %
Fiv:, Preussmann i 5 Rk 1T #I5E L 72 4L, 30~100
ppm ODDMNA» GEn T2 2B ~NT w3,

INERIR/NER O L 9 e &ZdhTP o diethylnitrosamine

(DENA) o #1z >\ T & Hedler 512 & » TR AT
b, FHZ175°C, 7THRmMBE N hEHOZ—F L
A 5 Griess 3 & 'Preussmanni 3 TR L 5 2
B onz, SS5IZTLCIZ EWMHLS T 3RfZ0 2 X1,
gl U TS 22 dh i 15ugh 5 492 . 5ugfi 4 B2 HDENA
% B L 72, [FIEEiIcMilk% Tilsit Cheese 75 L NA D
HAEEalo, %70, Neurathor Hifll=ft » T/NEH, +
— X fh S H & & O benzalhydrazine ##, TLCiZ &

- THEZE L 72, BIH#FI(2CCl, —ethyl acetate( 19:1) T,
DENA® benzalhydrazine (m.p. 98°C) (3 Rf=0.45T% -
72, '

goxaRffihNAND fEEIZ DG TKroller 43872 118
Silica Gel G(2504)% i\, hexane—-diethyl ether-CH,Cl,
(100:40: 10) THEBIL T4 5 Griess #5 £ ¥ Preuss-
manniAE TR F T 7, 272, FHI0%HCI 7L —
b EALER L T A 5 SENNVER T 5 ST L 722 1%, 0.2%nin-
hydrin-ethanol T 2 w7, &3 IZNANH Rf X 2 %
sl 7z,

FORE, 770 2D F5 v 24 A4 X Bantu ko B
THHBETPEREL, 2> THEEL2 2T 2RI
oW THEHEL LA, HLAEETHY, »OEA
BMTHdH— Fn iz ( Curdle milk) iZHwv 5412+
2 B4 ( Solanum incanum) i} 15 2 Silica Gel G %
Hw., CCl,-CH,Cl,(3:2)THEB L TDMNA LUk
ESENANAZ g, mH L 7,

JER, FoX, BAMB LUK LB LS LR
SR HREEE b ) 7 A Z RN 22 A EO GRS % H s
EREHAOH P CHMNBIE S F 2T 2 e H
ENADAET 2 20 BEh 2o TR ATV 2 F S s
NA#MAHEWE» & L CERT 2 728, KD & 5
UALEREAT - 7z, (1), KE» 50l 2 iF B TR L <N
AxHid, (2), KRIZKBREGHRRCA 4 o it
EoTos =T 7LT, thoMERT %K% (3),
TLCIz X DT 5 & & Lz ER TV, @WEH%EIZT
LCTHRIL 722 NA%Z BHHLTGLCIZ & [G%E, ER] L 7.

TLC(zSilica Gel G-HR(250x) % Fiv>», Preussmann
& DO RBA THRE%, Griessi®i# & Ninhydrin A3 (%
$30%acetic acid% MEFEL, AR T5 ~105FBEL
TH 5, @FE Dacetic acid % 8 A T FE%, 0.3%nin-
hyrdin-ethanol (2%, pyridine* 24 ) % FHEMETEL
T8O CThngh, Rtaxw3) THRIELZ, RIBBERQET
F120.3~0.6ugTH DA%, HFEIIENLN H30%< 5
BREIEmL ) TH D,

£3 e FY)YUrRBEECE D3EME nitrosamine O RS
tER

Nitrosamine Rf spot color
Dimethyl 0.18 light pink
Diethyl 0.31 dark pink
Di-n-propy! 0.51 pink
Diisopropyl 0.47 ochre
Di-n-butyl 0.59 pink
Diisobutyl 0.66 pale pink
Di-n-pentyl 0.69 light pink
Di-n-hexyl 0.75 pink
Methyl-n-butyl 0.32 violet pink
Ethyl-n-hexyl 0.40 dark pink
Diallyl 0.54 yellow-pink
Benzy! methyl 0.34 red
Dimethy!l aniline 0.12 browh-violet
Diethyl aniline 0.67 green
Morpholine 0.14 yellow
Piperidine 0.26 yellow
Diphenyl 0.75 blue-green
Pyrrolidine 0.13 grey-brown

plate : Silica Gel G (250u)
developing solvent I n-hexane-diethyl ether
-methylene chloride (100 : 40 : 10)
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3.248x0902 P 5574 (GLC)

Kroller ' TLC# £ 0'GLC 1= £ 1) # /5 2 X £ &
HWaHNAIZ W TBZ L 72, 85I2GLCiz > T3, 5%8S
E-32Celite (60—~100mesh) *15%; Silicone DCOCeli-
te (60~100mesh) 2 mX 3mm» F LT, # 7 LiiE
13165°C, X & V) % 7 2 [ZN,, 36ml/min 54 T0.5% NA

(hexanetp), 1 pl #{E A L 72 = 2 O fFikfil» 24 (21
L7,

4 GLCIZ L 3 ZHEnitrosamine DRSS
Column temp: 165°C

Nitrosamine Retention time(s)

Diethyl 315
Di-n-propyl 368
Diisopropy! 323
Di-n-butyl 559
Diisobuty| 453
Di-n-pentyl 1013

72, 1%SE-30ChromosorbG (80~100mesh, A
W, DMCS) 2 mX2.77Tmm# 5 24 5 L 52HW, #5
LB L EANOERIE I #H F4165C, 2600C XL, *
o 1) A 20N, 1.5%F 0 %+ 70.52% NA (hexane ),
0.15ul 2 AL 72 X 2 DLRFFRENI A FS 127 L 72,

25 GLCIZ & 3 &HEnitrosamine){RisFRA

Nitrosamine Retention time (s)

Diethylamine 45
Di-n-propylamine 57
Diisopropylamine 62
Di-n-butylamine 92
Diisobutylamine 68
Di-n-pentylamine 169

Maohler & &, %4, #— %th > DMNA x> DENA 2 # %
%##7vy, DEGS?®1.8m» 5 4T, # F LikF3160°CL
L, ¥¥ vy 2izHx w7,

-, Bk L 72+ 28H#E4 (Solanum incanum) it
FAONA % -8, LS 5 7212, 15% Carbowax 1,000
Gaschrom P (80~100mesh) #1.19m X12.5mm7 <
ZH 5L, BT LME 100°C, X ) A A N, 115
ml/min & {4 F T GLC 247 72, %7, Wells & (1,
v F kR Ry &l Cycasin ©GLCHr #7112, 3% 0
V-1/Gas-Chrom Z (80~100mesh) o 6ft X1gin # 7
2 A 5L, T LiE 230°C, X ) A argon ®
HFHL T3,

Sen s’ (HiH) 13, &P HONA 2 TLCTH5li%,
MF 2EM A & XD, HH L TGLCIZ £ 2, E
BrRIT-7., KERA L b EA R 7= T
57 TRDEET THM#4T - 72, (1) 6 2% Reoplex 400-
ChromosorbW (60—~100mesh) o 5ft XXin 27 > L
2 AT L, T LRE 115C, X x ) AR N, (29ml
/min),(2)5 % SE-30Chromosorb W (AW ,DMCS, 60~

80mesh)D 5ftXYin 2 F > v 2 #H T L, /77 LikFE 48°C,

X+ )xrH 2 N, (27ml/min) HHEERE IZ&&HFT DM
NA(20.15ppm T# ), DENA# L trdi-n-propyl nitro-
samine( DPNA) (2 ##L #4.50ppb TH» 72, E3 2 |k

4 HITACHI

GLC Condition :

(a) (b)

2ug in 2 ether Tug in 2ul ether

N DMNA DMNA
DENA
DENA
DPNA
1 I | L | | I
0 2 4 6 8 0 2 4 6 imin:

3 GLCiz& 3#&DM-,DE-, 5L UDP-NAD SN

RO G B BRESH O A AL 72,

196041 8%, #[H iz s TGreat LakesfED EHIfh Iz
r>T3onkEsnKR v 2 2hFEL2»REEL 72 Howard
S S ATFHIT B 2, EENARIEZIRINL 2 M

(w7 4) CTHBAESGEL 7215, DMNAAERT 2 o &
A EFILERICL - THELDL 2D, ROFFIZLED
71— 7 7L TDMNAZ%Z #5E L 72, (1)t} 2 KOH-
methanol Ti§1t, (2i81LiE 2 KFEFAFEY L T 5, methy-
lene chlorideTHiith, B S5 L2t 757 4124k
5T 7 —>TF v 7L THhH5GLCTHIEL 72, ZHHEIE
1213, ERe AR HGE: 2 L Tk B 2K Clthermionic R M #F

(F4) (txnrzzra=t 777 %M8v, 10%Carbo-
wax 1540+ 3 25 KOH-Gas chrom P (100—~120 mesh)
DYft XAmmy F R A F LT, AT L, EAOB LUK
8Ly s 2 A2 41180°C, 185°CH & 14220°C & L, %
X X # 2 zikargon ¥z, ZToHEKIZL S X ppb
HA T2, RAESRE,»LIZEAE (1p
pbLLT) Bl XL w2 X 2 HBR L 72,

IGNITER

“JCOLLECTOR

V1 ELECTRODE
/, LOOP
A KCI COATED
coIL

COLUMN
EFFLUEN

HYDROGEN
B4 MR Thermionic detector
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Foreman 5 &, iR;#f# 5 % N-alkyl NA®OGLC # %
L5 +L7T, 23— kE—7121ppm »DMNAXDENA
BRI, KEREHE LD Z RN *EEGLCT
WEL T, FHFNID%E L 0T nERELG2, &
{412, Chromsorb 101" 6ft XXgin 2 F > L A AT L%
Hv, A% LB 200°C, i 25ml/minTh 5, 40 35,
S A AR — R ORMR L B E—IC L 0.
Olppm Hif7 & THUHIZTIRETH 5 0 LR X T 2 5,

B, Sen i, A ONAZ = b D ERMT 3 7
oW THR Y AL, R, ¥—Fv7774, TL
Char W izGLCn rizagiivhoNAoR i & L TIL
CfFEHExHLTER, LA2L, =597 57 4131ppm
UToREL2 L2022 bbeb s FNACKT 25F
Mg E, £ 72TLCXGLCIZEE L& <, »ONAKATE
fFo Ty B8 Rk kBEM#AH (0.2~1.0kg) L, A
DI =T oy T AL IR SRR 2 E T 5 5,
B ER L 2125155 N AR L mo £
B ESHT 223 TEL TH D, Zole, L HERED
BoHiESIEENDE LT TH 5.

=7, DMNA # Emmons mﬁ&gz:fiéo 7 peroxy
trifluoroacetic acid ¢HEs{t |, dimethyl nitramine % 1%
7. Z#llzelectron capture detector (ECD) (Z3# ¢
BIETHY, ZHFiEFIEHL TLREORE S, 5 DMNAZ
i L 72, GLCoO &4 ZECD *H)ff&En A A7 o=}
7% 7 %MK\, 10% Carbowax 20M-ChromosorbM(H
MDS, 60~80mesh) » 6ft XKinZF » v A H T L, 7
S LAEANSE LN ORE IR £ 1L Fn152°C, 225°C
BEU20CTH Y, X+ A7 ZIEN, (24ml/min) TH
3, R FIpgHiITH ), KELKRHEFIZLDNA
ORHREE £ ) L £91000% L B A5 v, B 5 12 dimethyl-
nitramine B+ v — 7 & & OFEEXRL 72,

Peak height (cm}
W
T

! I L L

1 I 1
0 20 40 60 80 100 120 140

Dimethyl nitramine (pg)

45 Dimethyl nitrosamine®iliigh®

bt Sen D L 13 & A YEIBEIZ, Althorpe 5% iq]
HamBiEErEERLZ, # 5 2Flame ionization detect-
or (FID) *ECDIz L 2 REOHEABRLAA T
B, Doz B AEHBRICRFEYTLE-S 2 L
ZAHNAnE—7izbT2Iicild L, NA LY LIRFEREM
DEVCHLuWE—sRHEENZ, £, ToOFLLE
— 7 3ECDTIZFIDL 0 L #2005 L O REE TR S 1L
52&%5D,GC—MS Tt L 24 R IZHET 2

nitramine Tk 3 Z & »5HBH L 72, NA% Emmons X B

# @ L T, nitramine %7431 (%6) , ECD—G

LC# Hv., PEG20M» 5ft# 5 2. (& 140°C) THlE
L7z, Zod, {R¥FeER) (27) *ECDIZ L 2BIBNERED

ReA (388) # 5,NA#%nitramine * L TECD—GLCT
BIES 2 2 X id, ElbFEagiFzeis 35 icH S FERTH

L e riERR R L,

4.5bYI1C

Phl, Eihx BEZLTR2CATHDINADGHIEED
S, fFI_TLCH S UGLClzw TR~ T %7207
NP % At HPEEL S 2 L hh 72 ih 0, BBMED & 2088 T i
muREIECHEN T D,

HAHIZ BT, N RO = U7 EiENE
F b0 L AR, SRR CEAERERR X L TR AF
A T0ppmLL F) , Ay —+—, ks 4 (il 50pp
miF), 473, 2¥a(lad S5ppmbPL ) % Xl
DL AL T B Y CK[E 2 O Tl AR = L 7200ppm
FCAlO LT b—— P fEREE L TR . 2
PR EAHER LTV B0, TR B L oMo Ik
IR B e e WBIRTH B, - 1, HAEIE
(2o TR HIE# 5D B (1 <, 380 % 4L 3 "I g
Mehsd B A%, B2 ilEsE B -89 & 9 Ztrimethylamine oxide
%L LR, NTH S ISR TH AR
240 L T, Z 4L & methylamine$il & RS 2 (ERME A 47 L
T3, L7zh-T, REEEEO MR, Rz ou T L
AUHBHETNETHY, L TLEBRORC DS B L
D= PR L T 2 A E L,

b HEIL BV E - ARG BN R, SRS
PEF A B, MTLTEAEL TS, ITHHtiR
R AL AR, BRHERIE & REEOK 9T 9 -~ T % methyl
amine ¥ = 25K L T, DMN A 24T 2 &2 S 3
T, RALCNAOGHGIUGAEL Y 2Lz, B
B, FRNERIE O ASP ToORIE EHEIRE LT H S ALK
NToHEEHZ> T L, MREL, AR ettn
FER BT RETH D,

Bt b AL KRN 9 X H] ) Tdimethyl amine
rHiRNEE - P ) L L DMNALZART S 2 X 2
EA AL XL, LIRSS 2 BEEL Y

AtRiT, 72 8 2 BRI AHEKRO B ET L,
HESOFEBMLE L U, $5 03227
BOEERNTOLEVEDFEILIZ D T LML X Ll h

O 7

26 nitrosamined* Snitramine~NDETME

Nitrosamine Conversion (%)

Dimethyl 86
Methyl ethyl 85.5
Diethyl 84.5
Methyl-isopropy! 76
Diisopropyl 72
Di-n-propy!l 84
Diisobutyl 82.5
Di-n-butyl 83
N-Nitrosopiperidine 25
N-Nitrosopyrrolidine 85

HITACHI 5
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7. nitrosamine & 0 nitramine DRFFEFM

Nitrosamine Retention Retention time
time of corresponding
(min) nitramine (min)
Dimethyl 4.0 9.8
Methyl ethyl 4.9 11.25
Diethyl 5.5 12.4
Methyl isopropyl 5.8 12.65
Diisopropyl 7.15 15.05
Di-n-propyl 9.5 20.5
Diisobutyl 10.45 20.65
Di-n-butyl 20.2 42.9
N-Nitrosopiperidine 22.5 39.6
N-Nitrosopyrrolidine 25.25 57.65

#&8 ECDIC& 3nitramineD & BE D MM

Original Increase in sensitivity
nitrosamine for nitramine

By peak By peak

areas heights
Dimethyl 1,150 545
Methyl ethyl 620 372
Diethyl 438 215
Methyl isopropyl 243 141
Diisopropyl 119 65
Di-n-propyl 245 125
Diisobutyl 215 H10
Di-n-butyl 205 91
N-Nitrosopiperidine 183 102
N-Nitrosopyrrolidine 255 98
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Cell| 4,460.4 0.1 Gal 4,032.98 | 0.06
Ce Il | 4,186.60 Gd 11 4,325.57 08
Co 1| 3,453.50 0.05 GdII 3,791.17
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1 FYIXAFLEFTLEEONMRARZ FILOS 4 . endo-5, 6-Dicarboxy-2-norbornene ~propylene
MERCHEAARE DLIER glycol K T X FNHIEDMERE A
i ] ArHEB SHFE B ig 5 1% Tendo-5,6-Dicarboxy-2-norbornene
oA (EILLL) (E1LL) (LLFEDN & w9 ) HED LS iz & - T b2,
| ~ PAC 1.0 1.0 $ 7 PHIRIEHES A X D L 5 1k 5 T B h & BN,
DPL f.15 1.0 222K )ZZFLBEAONMR 27 FLEacy,
’ PAC 1.0 1.0 Hi180X1(2)£16.2ppm D EDN o> " H 5 &K FEIZ 3¢
DEL 115 1.2 7L 6. 8ppmfiE D T v — LEET R F L) EEES
IPAC 0.3 0.3 &2 7+ ERALT, FHBENEAEE2 KD S =
3 :f_":g 0.7 o 2 EHTE B,
PGL 1.05 | 04 A7 PVHIZRER Z Y, 2.7ppm~3.4ppm ) 4B
PAC 0.50 0.50 #ix1,4-,5,6- (O KFEKIZLZLNT, transUEHEAT
4 MAC 0.50 — HDHILERLTWS,
FAC — 0.35 6.2ppm & 6.8ppm 1 7 ILSEE D 5, FI20%F2E
PGL 1.10 .10 DEDN» 72— LEBEIZ Kb > T2 I LR TE L,
'&‘\‘g g‘;g ggg 72, v U A CEEEST L 4IRE L 5N DAY, 6. 2pprfiE
5 FAG = 0.25 D THNDXREILAB S Y ERT I En b, 12
ADAC 0.30 0.30 FEIintuiwinbtEZLN5,
DEL |.05 .14 VL b #eEtds % 45, endo-EDN “propylen glycol
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%7, 5~6ppm® L 7+ 5 L UF1.5~3.5ppm D K5I~ T b 2 2 hhb, EDN PGLEIE 03 & ok
7+ S DCPDIR KRRz % - T2 2 L d'b FHIE, BZLE) 2T LBREE D 7> — LB
D, HHEIEKD LS L TkH 7, CEMAH~ODCPDh - A - PATHIEA B I -

LD o
PAC: FAC:EDN-&: ® . © (o 1) RLorEions, .
42 2 TEAOER A2 1T 0, BHESL, Zhhb
270, @:7.3—8.0ppmOPAC7 o > F iz} v 7 Ei o okE = b N RERRE BERLT
+’l"3’§i))§é [ &O
® :6.6~7.0ppmOFAC7 & } > I2M < & 7 F ZHLnfERIZ, R.Zimmerman H A7 o= b 7
L 57 TAT - iR & KT 2,
© :5.9~6.4ppmDEDN® " EH{H 7o b oz
By %2 DCPDEMXY IRFIHIEDOA KR

AL DA FER, DCPD & 85~90% A ik & % SR EH —BaR& —BAHE
D, %110~ 15%FE A EDNME T % > T B Lo & & mH BHES | 1BM(E | Dl | BHES | 1DiR(A | HHE
2 HiLD, PAC(p) 0.20 | 0.20 | 0.20 | 0.20 | 0.2. | 0.20

A st o . oo - FAC(r) — 0.20 | 0.43 — 0.3. | 0.22

CBATEGER T, 6.2ppmD » T F L TA B/YT Bl MAC(q) 0.8 | — ~ | 0.8 —
T2+ L052.5~3.5ppmD ¥ 7 F L Htrans-EDN EDN(s) — 0.60 | 0.13 — 0.5. | 0.42
##{é%%)/)f\z\éltf)‘%, ?;%C:EDN*%@T’%%:)L PGL 1.00 1.00 ? i 1.10 1.190 1.04

; X o DCPD 0.30 - - 0.25 — —
Hh»d, £72, 2ppm{TEiz fHEIZS 7F btz e 2 DCPDfH = _ 0.47 _ — _
Yk, M EAYEOLOEELTEGEBL o
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HALD . THTEIERD &5 12 LR 72, (/B H{l (2550 & 1 7-DCPDA L BMEDNCZ D 5 60 & L THH L 7.

PAC : FAC : EDN ° PGL:%@ : %) : %} :@%@({ wH) (3)ff:*f:::mcsﬁcm<. FTRTIT—MELTUB6DEL
r7e L, @,@,@: [ (4)DCPDT IR 3 FTREREONE A SEBMEDN & £S5 |l LTk,
@:1.0~1.8ppm»PGLD # F 170 + > * E £E2%#k 1) Percival, D.F. et al: Anal, Chem., 36,
DNk A FL > 7a b rmi 7+ L 1574(1964)
S DT OREE, 12131002% DCPDitrans EDN 2 ) Zimmerman, R. & Reiners, F.: Farben

chemiker., 66(4), 16~29(1964)
SI—21—2ZXVol.13 NO.2 (19704 BB)DETEE

FES | =2 —RT768R—T LI NTT2R—2(2BFE IUFizRAEH-LELEOT. BFHTHLEXLE
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F—R-208PWD T A b >4 KN FFAhy TI AL Il BEULTEEVCELHIFET,
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®m1 E/RBRFATILDGCAELLTE (b %2 E/RBFATICDOPCEHEDIHA 23 E/ERFAT7NDVCE HEDRMX

7 PR ES Sppm TRL ) EreeM(MaE Hz TRY ) Er&axm(MaE Hz TRT )
C-13 position Substituent T 1ICH, 1JCqH, 1 JC,H, t JCsHs Substltuentl 2JC4H, | 3JCqHs | 2JCH; [ 2JCHs | 2 JCsH, | 2 JCsH*
Substituent Others T
2 3 4 5 281 - 710 169.6 1897 2-Br i 6.1 8.5 4.0 4.0 |10.1 6.6
~ 68.1 166.3 ] 66.3 68,1 21 . 1715 170.0 186.9 2l 6.1 89 | 3.8 | 3.8 |10.4 6.9
2-Br 79.7 1 62.5164.8|65.4 2-CHO : - 167.5 172.9 187.3 2-COOCH, | 5.0 9.0 4.5 4.5 10.5 7.5
2-1 117.7 ''54.8 1 62.8 | 60.2 2-COOCH, | 171.6 170.8 186.9 2-CHO 5.0 9.0 4.5 4.5 |10.5 7.5
2-CHO 49.156.1|64.4 57,9 9.7(co) 2-CH, 1817 164.6 184.8 2-0CH; 5.9 7.5 3.1 3.1 |10.7 5.6
2-COOCH, 59.3:59.7|65.4 {60.6  30.7(co) 2-OCH, " 1665 | les.t 189.6 2-CH, 5.8? 8.2¢ 5.55 4 3.8 6.8 9.8%
2-CH, 53.5|67.8 | 66.1 [69.9 3-Br ' 188.0 S ] 175.8 187.5
2-0CH, 25.8 88.9|68.0!81.1 3 183.0 — o 190.0
18 656 821 624|695 3.0HO i 900 N 190.0 Substituent | 2 JC,H, |2 JCH; | 2JCH, | 2 JCHs | 2JCeH, | 2 JCH,
3 64.4113.857.3 | 63.3 3-COOCH, | 188.4 — ‘ 2.4 | 1y 5B 7.3 |47 7.0 157 ) 58 |58
3-CHO 55.4 49.9167.6[65.2) 7.8(co) 3-CH, ' 182.8 166.8 | 185.9 3 7.3 15 9.0 [ 50 | 66 | 6.6
3-COOCH, |60.6 59.665.4|67.1| 30.6(co) 3-OCH; | 183.5 { 167.2 187.3 3-COOCH, | 8.3 5.3 8.4 4.7 6.7 6.7
3-CHs 72.4 55.7|63.7|67.8 I)  Errors are estmated 1o be 1.5 Hz. 3-CHO 8.2 5.1 8.9 4.5 6.3 6.3
3 OCH, 95.8 | 33.6|73.3 [68.0 3-0CHs, 6.5 3.4 7.3 4.6 5.9 5.9
|') Errors are estimated to be +0.2ppm. 3-CH, 8.95 1 4.3 7.22 5.5 5.9 1.5

I} Errors are estimated to be within 0.3 Hz
2) The values are cited from Ref.10.
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